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ABSTRACT

The novel synthesis of carbon-supported metal catalysts has been developed
by adapting hydrothermal carbonization (HTC) and electroplating technique. The
two-stage synthesis has been started with HTC of Cattail Flower (CF) to active-surface
carbon which produced high surface area and good conductivity. With these unique
products, the carbon pellet can be used as substrate for metal deposition via
electroplating technique. In the first stage, CF has been transformed in the HTC
process with optimized condition at 180°C for 8h. Then the resulting samples have
been compressed into the 5 mm-pellet and calcined under nitrogen atmosphere at
900°C for 2 h. In the second stage, the electroplating process has been employed to
obtain the carbon-supported metal catalysts. Due to the good electrical conductivity
of the developed carbon, the metal can be effectively deposited on the carbon
surface. Various parameters such as type of metals (Ni, Cu, and Co), temperature of
solution (40-60°C), and voltage (3.0-5.0V) have been studied. The catalyst product
has been characterized by scanning electron microscope (SEM), energy dispersive
spectroscopy (EDS), Focused ion beam (FIB) Field Emission Scanning Electron
Microscope (FESEM), X-ray diffraction (XRD) and Nitrogen sorption to investigate the
morphology, the elemental composition, the distribution of the metal in cross
section, crystalline phase, and specific surface area, respectively. The results
indicated that the electroplating process of solution temperature between 40 and
50°C under applied voltages at 4.0V were the optimal conditions produced to

metallic phase.

Keyword: carbon-supported metal catalysts, hydrothermal carbonization process,

electroplating process, conductive carbon pellet
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nszvaunsyulanedglaih Insgamnivesasaraefiunnsatudl (a)

gauuniivies, (b) 40 samaaLed, (c) 45 BamaaLded, (d) 50 BarwalTed,

(e) 55 aaraLdua waz () 60 ssrnwadea (meldnslirusnsdnglwiing

4.0 1an) 143
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a15ususy (m9)

Yq

S Ve
4.31 n1 SEM (Mdsveny 5000X) vesissuiselans (reuiUas-lauaas) uusn
sesdumsuauimuannsalunsi i unssuaunsyulangsgli
Tnsgamgfivesansazansiiuandeiudedl (A) 40 sareaidea, (B) 50 a3
waldua wag (C) 60 ssmwaioa (neldnsliauinadndluing 4.0 Taad) 144
4.32 A FE-SEM wagmsauansSinamedavgaeUiesuaslavead fauuy
AATIFNAINAIUUU (Top view) Laznsinuang (Cross section) Ua9ALI
UfAzenlany (reviles-lauead) vussesfumdveuifiauannsolunish
Tniheiunszuaunsyulanegsglni lnsasamgiivesansazaneidu 50 o
waidea meldnslimusnedndling a0 ted 145
4.33 nawlnmadenuussdiond (A) wasan crystallite size (B) vasiaussufiiGenlans
(@niia-reuies-lausad) vussesiuafusuidiauannsalunstiludig
unszuaunsyulanesgliih neldnslinnusisdndlihiunnsaius
() 3.0 Taad, (b) 3.5 13ad, (0) 4.0 Taad, (d) 4.5 1as wae (e) 5.0 Taad (Raumg

U

vesansazanalu 50 @Qﬂ']L“'daL‘?jEJﬁ) 147

) e

4.34 a7 SEM (Mdsweny 5000X) vesmssuiselave (Uniia-redes-lauead)
vwihsesfumiveuiifinrmauisolunsihlnin i unszuiumsylangse
T melgnslranuansdndlniniunnsnasused () 3.0 Taad, (8) 4.0 Thas
waz (C) 5.0 Laad (guunfivesansazateilu 50 exrwaai@ea) 148
4.35 namimadenuussdiond (A) wasen crystallite size (B) vasiussufiiselane
(@nifa-reuiles-lauead) vufsesiunfusuidanuansalunsunlifiag
shunsguumsyulanedglatin Insgamnivesasazansfiunndnefuded (a)
aaunilviag, (b) 40 sarwallya, () 45 earmwalTea, (d) 50 s waldya, (e)
55 ssraLda waz () 60 esrmiwalea (meldnslviaudadndluiii 4.0
4.36 N SEM (Ma&swene 5000X) vasdaLsesufjisenlane (inifa-aeueos-lauead)
vuisesfumiueuiifinnuansalunsiliihikiunszuaunsyulavede
Inifilasgumgivesarsazaeiunndedudsil (A) 40 ssmiwaldes, (8) 50
ssrnwaldea uaz (O) 60 esmwaldea (meldnsliausnsdndlaing
8.0 VOB 150
4.37 am FE-SEM wazUinaedlaneinifanazlaveadiauuuinsssiangduuy
(Top view) kagn ndnuI19 (Cross section) vassssuiselane (Hiniia-
aouleflauoad) vufsesiumsuouifanuannsalunmstiluiitu
nszuIunsyulanesglnin lnvenmgivesasavatodu 50 e waidea

Aeldnslsanusnedngluihi 4.0 Thad 152
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a15UeusY (79)

Yq

S Ve
4.38 lalowiou (sotherm) N1sgadurasfinsessuaiuau (a), Auseufisentiniia
(b), Fsaufiizenmauiles (o), dissujiselavead (d), fusesfisentinda-
AoUes (e), Miswisentinfa-lavead (), fiswlisereuos-lavead
(9) wazdssufAserdniAa-aeuies-lauead (h) Minunseurunsyudeluii
lnggaumnivesansaralesening 40-50 aamiwaiduaniglanisiviniusing
AN G 155
4.39 ﬁi’maumiﬁgﬂﬁumﬁaLagétumﬁ'ﬁ (Methyl levulinate, ML) wagnanseum
wnuanalsuanlaudily (Gamma valerolactone, GVL) 1INNFYIUHATE AR
mladnnuameslslasiiudfuresiuseufizelansfiunnietu Wisuiiioy
funsdiitlilalasmussuiteuagnsdiildudssosiunuauiissagauien
Tneflgumglildlunisvinufisendu 200 esaveadoa 159
4.40 % conversion %aﬂaﬂigﬂﬁumﬁamgamm (Methyl levulinate, ML) wag % yield
yosHAnSusiunNLalswanlauls (Gamma valerolactone, GVL) 9913
vufRzewanmlafnnsuamleslalasiiuturesiisefizolavedunnsiis
funlFeuidsuiunsdlitlllélamisafitenasnsdilduamsesiumiveu
Wissegraien Tneflgamgiialilunsingizendu 200 oseiwaidea 160
4.41 ﬁ‘]"m'aums&y’aﬁw,mﬁaLagﬁmm‘ﬁ'ﬁ (Methyl levulinate, ML) WaguanAauailnuud
Nialsuarlaudlél (Gamma valerolactone, GVL) 3nn1svhuiAzeuannla
Annsnameslslasiiuiuresiisesufizeninifa-nouesidansevicneis
unnasiudeil nszuaunsyulavesaeliih (Electroplating) Wisuifiauiy
NITUIUNITOUNTALUTU (Impregnation) I@&Jﬁqmmﬁﬁw Tunshujiseniu
VOO ETIEHEEN O AR /S 7 ) )& gl O 4 S 161
4.42 % conversion %aami&”’ﬂﬁw,mﬁat,agél,um (Methyl levulinate, ML) kaz % yield
yosnandneiLnunalawaaluiild (Gamma valerolactone, GVL) 2nn159i
UfRzewanmlafnnsuamleslalasiiutuvesiuswfitoninia-aeuilesh
Aups1ziseisfiunnmeudsil nssuiumsyulaveselnih (Electroplating)
Wisuifleuiunszurunsyulen (impregnation) Tnefigamafiflilunisii

Uasedu 200 ssawaidya 162
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unil 1
UNUI

1.1 anuduniuazanuaAgvesuidde

Tuiligtunrudesnislindsnuresusemealvefiuunltufgedu Wosmnmatam
mauesugRanazdinm fanseiuiuiuuiinaidemddsesedaniifuuliuanas v
TiUsemdlnedoninindomduasndsnuiifsmganniasana Sniamsldndanuiild
MndamAmInnindusei (Fossil fuel) SsreliiAnuanefiuaannden shliieniass
uazAAlENTUNE B TR mE R amEsnTmtau AU emAsngnAng
UsH Wlaiueuunsund ez usBulusudunndon

lulefion Biodiesel) uidemasiinmutunnieldunuidufiva fi8unddy
ouasiiusinaunsldnugedian uaziimsldoghaunsuarslunagramnssuuagnsvuds
(Logistics) TngluTemwadmiuansussinviaanes (Ester) findnldainnszuaunisvsiudie
amo3iadu (Trans-esterffication  process) vesthiiufiy weufAseieamasiiady
(Esterification  process) wosnsnalusiu  @dlutlagtiuldiuiinislélunngnamnssuiiiean
wansliiiufwanduantlasdey wilulefwadsitesifasnraeusynisideiiou
futhiufima fatu anndunsngs anulaidus (msfimfueuiuseridussiuszney) uay
nsfieendiauluasdusznaugs shlviaidesoautfveslulofiealueguninueadomas
B ANEREsEas Andenuanudeusnintsudioa W [1,2] Fa3wJusoadiansiiy
uslfiteifindsydvsnmlviiudemas (Fuel additives)

wnuLalsuaalay (Gamma (Y) — valerolactone; GVL) 1duansuszneudunsd
viianiadegnldlugnamnssudiundsay Tnoduasfuussduifudomas Fuel
additives) WilauiiuUszavsamnmswnlng [3] venanifdlfiluassulunswdntemas
4] 1wy WeimAsldluiedosduloviy Uet fuel) Snvisdaduasazareddomavansdaiuly
nMsudawedmesMilufinsiudandoulsdnde (5] lnsunuanialsuanlauanunsnndels
MnaAiumeames (Levulinate ester) Faluansusznaudunisiflilugnamnssiniiven
LLazL‘Tﬁluawst,wiaﬂﬁ'uiuawmsé’qmew‘lé’mﬂmmagﬁﬁﬂ (Levulinic acid; LA) lagn1u
ASLUIUNISLOALNDSHLATY [6,7] %"’QﬂmLagéﬁﬂﬁummiaéf’ameﬁlﬁmnﬁ%
(Lignocellulosic biomass) [8] n1sduAsIzLANLIILalskanlauausasinlalaeniy
Ufiseuanalafinnstudilesialasdiudu (Catalytic transfer hydrogenation) [9-11] lne
Tduoanesediiuslvozneulalasiau uaginsldfisauiiseniielvinsunanunuuniia
Tsuarlauanunsavinldisetu

s fisenfilddletelwldnandaiuarauysaituldun Fussufatenndulons
nudTuu lavead (Co) dnia (N) Aevesf (Cu) wazlududt (Mo) udu [12] 8
fssUfRTe e sauslddudiau i uicnsesiy (Support  catalysts) way
msauiseuuulaiiifigesiu (Unsupport catalysts) wimedaininvassiatssiseniuy



Lifidhsesduduie tAanssaui (Agglomeration) YaauAlanerIefusufisen il
fiufifn (Surface area) lunsvhuAtedes warmmAsuinegs Fafudissiiseuvuian
sesfuidldsumnualamnniu esnnisnsznesveseymelansuuiisesiuazaoudig
avhiawe dewalsidiiuifags uazsagn

fsesfuiusauiten (Supports) duldgnAnuilivanenguiduiy 1wy svgliflon
panlan (ALOs), Fanaulaeenlen (SI0,), Tnnlleulaeenles (TIO,), N3 WU (Graphene),
Flolavi (Zeolite), F3uueanles (CeO,) waz wuniidoueanlas (MeO) 1Judu [13] F95
sosfuinsuiuondsalidnslunisteasiiuindauaseiviotonuudiiagy uandu
uafiwdedaundon usfildsessudnuuunisilisniuseaderldinglunste uarlidy
uafiusoduindentufive fsosfuiindaldaindima Bomass) 1wy nnvudey &
F1alwe wazgndulesa WWudu neidedfndinengugigiunsgiunduasisiiduda
seaduldituiu iosfpandiafaituiiiigy utefiediAntuesuasiaiaiivlnléa
anansomlding fusinamnn lifeadeeldiieluniste Wulinsiudaundon uasilauds
Duduloulusariinnuldseuin (Hydrophobic)  Feuenainazsindusisessusig
UfAseuadannsninludssendldaulivainvats 1y wuiwes (Sensor)  fagadu
(Absorbent) iudu nszurumsiililunisdaaseissessutuiivarsismetu wudidnly
satuil (Electrospinning process) [14], laalaa (Sol-gel synthesis), AszuIUNITIAGOULAY
Towaadl (Chemical vapor deposition process; CVD) [15], N5 (Calcination process),
lwalumesia (Solvothermal method), wagn1sanagnausIu (Co-precipitation method)
Judu annseuvaunisiinanudisiuagldinanlunsudareutisuiy e1aaefinisldaestis
AUNITUIUMIIINTY Fedunoudoutisasdudeunnntu uasfid fuieldfsossuiititug
Htiay

uidedazldnszuaunislelasimesdtanidueuluiady (Hydrothermal
Carbonization) TumsiUAsudunalidudeasvonfifiiuiiiguasdilailéa  dady
nszuunsfidre lidudeu MHgumgiilias duyui Tnendnsueifldaziinogsasinae
warannsnvensrun i lussdugnamnssuld fdidyRendnsusidldedtuiinguas
R Gannsfishsessuiiiuiingeasdislilanzannsainizinfuiasessulduniy
Lmauﬂﬂmﬂgmmamﬂwmmﬂgﬂimamaﬂumimmulmnmm AAN15IEABNITNTEINY
yosansiethlunmsiuiisennniu Snvsdmsantunouuaznailunismdasesiuile
Wisuwguduu1eansguiuns wazaiuisaunlvdssynaldaulavainnateiguiu
nszuaunislelasmessiaavifunislaih (H,0)  wavaaudeu Wrluvinanewuss (Break
bond) wesdniu, iwaglaa wazieliwaglaatuludruusznoulunenglg® uaglu
vuziafulassaiaieand luidagngu (Pore) Tunengugn® dewalsiuiiin (Surface
area) uararuLdugngu (Porosity) wntu yilsuszansamlunisiiufiserdtu demen
’g‘di]’l@ﬁNWUﬂS%U’JuﬂﬁﬁlﬁiﬂﬁL%a%ﬁaﬂ'auﬁ’ﬂ,‘dLN’]LWEWT’]L@U(?IJ’JSGQ%JU%SﬁﬂﬂﬂiﬁﬂLﬁuLﬁﬂ
wszanansoldauldie wezdniluduiise fjisolunsdiidosdesansdafuliiig
FussufAzeluieunsaiiuauitu Continuous-flow fixed-bed reactor 1udh Aaztazan
A (Pressure drop) lumslua (Flow) vesansiasiusinusaissUjisen (Catalysts)



It 4 Y v & aa v ) | =
nszuiunsildlunisindevlanzasuudisessutiuivaigisaieiuitu yuiden
(Impregnation) [16-18], l@a-13a (Sol-gel) [19], n1smnmznau (Deposition precipitation)
[20-21], (Electroless deposition) [22-23] waznszuiunisialasinesda (Hydrothermal
<3 £ Y o o axa ! 1 Y A v ! aaa av oy [ L3
process) [24] {udu Uadnfinvesisiinaiuntdause fmissujisernlassilulanseoanlys
(Metal oxide) [14] drdiesnisiussufisenfilumalane (Metallic phase) siosluiiinis
329 Fevilildnanlunisdauaszidassjisenuiu wasdunoulunisnaniroudsdudou
UanszUINNsiuulunsHanas
migteiniauasdyniuislsenisasiinanndedudslaiauinssuiunisdunss
v ' aaa s A= o [ v LY 1
AasauAsenlansuunirsvauidauaiuisalunisinliinludasessuuuulng lng
nszurun1sildlunisvirlilangfaduarsusuniilifinfe nisyulanatelai
(Electroplating) Fudunszurunisindte lidudeu siangn unsalildlunssuruaiunsam
lpdne wagdrAgyfeanunsanluguzuuuy (Form) vadlanedeanisl anansavinlyidaiss
Uiiselangunsdiueglumlalanelaglifowiunissnig deieantunsukaziiailunisugs
(% 6 o | aaa a a _ - =
wazannsnduasisidussfisenmduwuuluimiada (Bimetallic) lalpanisindeulans 2
mlaluaafeliu lnun1saavauaududuvesasazas Meandunaulagssezaily
msndndaussufisen nsyulavesnglnindulfisemelndnaiiiuszneumenssufise
dosdrumenuneuisensendindunvineluaiaginnduianalnanldlunissuiasgade
dianaseusnemstenszudliiiiielilessuvesaisazarsiuanddvihujiseiugiuses
Weasetuildy Inensewandelvnutiuelun (+) suinufiseteendindu leoauuinly
ansavaruddninstadazdsluiniefidaelve () Waufisersantdu lavsinzidualng

1.2 IngUsrasAraIuldY

1. efnuiuiiiwasmanusunuliihvesiisessumsvenildlfindoulavzuas
fussuizelaveils

2. WieAnwwdiavedlanensudduiildlunisindevasuuiisessuansueudidmanonn
i Aanuiumuliil uasvilldissufATelaveiiogluimaveslany
(Metallic phase) \Uudulve

3. ilednundadpvesArmnusnedndlnih wazgumgivesansazanslunszurunisyy
Tavgghelaifihivilildsuseugiselangiieglumaveslans (Metallic phase) 10y
dnlng

4. \WeRnwwiavesiussufisolansivzanlunsiuiisowennlafinnua
woslalasiudu (Catalytic transfer hydrogenation) 1USsuLisuiufsoesy
ansuau @lldindoulans)



1.3 dUNAFIVUIY

dvfiavealanenswdduildlunisiadeu anudadndluiinuazguunives
asaraneildlunsvuiunmsyulangoliliiivngan wsdsmadoiussufizondildasidu
Tavzfoglumavedlans (Metallic phase) Judnilng shlilidesimunszuiunsiagd
mileudnissufAzehly wazanansadentieglunosuiidesnisld Tnsnisaueunimsis
Andlnihuazaamgivesansazans wazdsrianduyulunisudadisalfisendmsulddu
arsiuuduiioifiuuszansnnluihiudomas vieldudaidudomas arunsaunly
Uszendllunsndmidfudemadldosnaiiussansam

1.4 YaULUANITALUUNT

NI ULV ULAVDIUTUAIUNITIVENAUINITNARDY WIBIUATTTVaULYA
vosnulunmsasudunanduisiivdunfensngund Winaraduduswfiselave uuda
sR95UASURUNN NUNEIgmasTANaIm1salunsun i (Carbon-supported  metal
catalysts)  tioldidusiseufAsenlunisndnarsifnunsdmsuiiadseansnanludngdy
Wewnds wazidudussuizerlunisudmiduidemads lngazyinsusulTanaudRvesnen
gUgrEmensyuIunsialasmeiiauararive uluedu Feaunsaimuiuing mmﬁ]ug
n3u waznsihlnivesnangugsnduasiesila ndufnervdavesiaseufizerndu
lavie eanuidndlni uwaveamaivesansavarslunszuiunisyulavemeliin el
lasussuisenlaneneglumavedlany (Metallic  phase) WHudiulug vinlarladoseiny

ANa ¢ oA Y | aaa & & ¥ ¢ o v Py v
NsrUIUMSSAgmdauiuswiteily uavannsadenivieglunesunidenisia welils
4 Wt A aa = wa Al Y a T IE o 4 A& ¢ Ao
Wniludemdminuam waslinuautantndifssiuinduiwafeduarslalasasuesuilid
97 (@15UsgnaudaLau)

1.5 Yselevinaindnazlasu

1. fussufiseildenidulavsioglumaeslons (Metallic phase) WWudilvg) vinlsk
lifewriunszuiumsimduilonsisalfizenily

2. fseuiselansiladdnvaziduda dilwild 1Heuldie siagn 9aean
Unausinisesu jsenilale

3. drvandunulunisedndissdfasordimivldlunisndnaisiiuudadieLiiy
UseAvBnmluidudomas uasnssdathiiudomas

4. aunsohliszndldlumswamidudemaddesaiisyansam
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U 2.1 dnwauzvawnengu® [25)

A a s . J & v A oA a £ A =
YOWLIANERT : Typha angustifolia ¥IDNNYN DU AB NAGU AYIFAIUKEN e U
& A X = A ) 3% a = N Aa o a a a
Juiludeaseinduldduansianis ergvaiet fdunndalunivglsiuazeliing
%aaﬁﬁiy : Bulrush, Cattail, Cat-tail, Elephant grass, Flag, Narrow-leaved Cat-tail,
Narrowleaf cattail, Lesser reedmace, Reedmace tule

nsuundUsingmans dusug®
A Wyeon
Fu : fludoanen
JUAU : Typhales
294 : Typhaceae
ana : Typha
¥ : Typha angustifolia
Foviuw ; Typha angustifolia L.



2.1.1 dnwarmangneAansvasgune

Fuliidugnengvansd danss ga 1.5-3 wes winay wnavdetudussesdug Ty
PenFesaduszuudien Tuduguuaunoy n¥s 1-2 wuians 812 2 wes luuanaduiu
Huaowwmduda Snuly widluduldadntes duduaiuuu denenduiina g
AONTUNTINTZURN WoninAuuiuiediu Audenonnan uls asnennagegiivatete o
8-40 LufunAs usuAugnataUszana 1 wuiwns Jludsedu 1-3 Tu wisgngasaly
YIABNNAIEDLATUAN 813 5-30 WuRWAT usuaugnatslsEam 2 wudwes dnuen
sonndrunenimAdmsduiutenendiiuniufion 2.5-7 lwuRiung aenfvunaidn i
nAunenuaznduds inasmadauand 3 Su Sudeuseu Aunasnaddy Suisaen
1.5-2 Jafwns eenmaleiluuseavgesguidunie Saldsunseate Ausilaises 819
Uszanad 5 fadns Sruendum funasnadesn 1-1.5 fadwes Svuuiduninuiy
$9ly womnasgUlunen naflvuiaidn JU3 WEUKIANENANN 2.5-3 LURLUAT YonDNLUUYDLTS
an AenfisTurunn Anfuuiu Fea dnvazedieguaenlng futensnnay uds aon
wenine wialumawdiuladn nquasniwaeguataiiu gunsanszuen nquasnnalie sy
nssnsvueniguiuuslvgningunonineag aonurvzuaniuiduruyay wawdnann weoun
WANAINEN [25]

2.1.2 MsveneNUgvasgUnE
TnanisiwdnUaalumuay waadivusouyy diuansnszaneiugegialaniuiunsou

Y

waziunaugu dnsuusewmalnenulunnginim Yumuiunguin wulaaly [25]

2.1.3 Usglevilvasguye

1. vondeuldsuusemuldvsanuasiilian [28]

2. usiildnndduldfunazsnanunsalduslaaldiguiu (28]

3. fugunBhiiatuniusssed endanlfifuomnsdmivdniides viednd
Aendadld [30]

4. Tugugrdiianugiuazivilendsouianldymdan wazarunsadunlday
ngn$1 vinde siudenlsdnine [26-26]

5. feanenuwiamnsouiunlddulivszdu dwludsenadudsasldiuveensn
wvihdnm [26,28]

6. 1HovesiugUq® annsathuldinszarsuazyiloifiouls Tnefidulounda
¥ovaz 40 TAnuduvendule 8.9 Wodldud, Anfu 9.6 Wesidud, lu 1.4
Wesidud, 11 2 Wesidud, waglaa 63 Wesidud, waziieiivaglad 8.7
\Wasiiug

7. Towduleflfredifonvdodihnageu annsntnlimaduiielddmiuum
Hevsevudnile [27,28]

8. monvesiugUgBansaldidnasuiiuldiduedned Ineduiinvesaendy

§Ugn# 100 NS anunsadlemdansruddiulauinnii 1 dns [29]


http://th.wikipedia.org/wiki/%E0%B9%80%E0%B8%AB%E0%B8%87%E0%B9%89%E0%B8%B2
http://th.wikipedia.org/wiki/%E0%B8%9E%E0%B8%B7%E0%B9%89%E0%B8%99%E0%B8%97%E0%B8%B5%E0%B9%88%E0%B8%8A%E0%B8%B8%E0%B9%88%E0%B8%A1%E0%B8%99%E0%B9%89%E0%B8%B3

9. dugumanunsataetimindemuunawineg waraunsaaiapiulaléd ulfs
p1dvegluudsidsnugurunienuunaniininlssuieg wazdeili
Aeluuinaniufiaunmidtu Sdnenmlunisanseudunsadisvenii tae
UuAsudvonifilifsszasdlvinag uazdsanarndufivluild (30

10. fugUgEiiszuusndi Setaetostumsiiansvesiuauwetils [27,28)

1. nvesgugdannsaiunlfiduianpquiudmivliBuduauaiunaliiieg
Jothsannsgydsrmniunenainiifu uazdisannsvsdavtnAuaintisy
16 [27,28]

12. fugupBanunsodietdalulasaunnindeluiiqueelsldaeds 400 Alantusde
U uwazdshegaiuinaginunadouselslageds 690 Alansusied Fadaiduiiv
§ﬂ%ﬁwﬁaﬁmaﬁwmwLﬁuﬁsmmwgﬁﬂﬁluamﬂm [27,28]

13. sumBo1atrliiginsveaussmemslufuanysaliu iseduisinorms
vangwilasine WeduguSmeamsegniida Aaziinnisdesaanesiliussig
gmInaugiu ilAulienuauysel awnsaviniswizdanla [28]

14. g SannsavieiisduvdeTagluauld isgilussmemsnainvaneviia a3
lanauiawenvesiugu e fudunsiiudunisingasluiu wazezdy
Usglovluieiivgnlaenss Sandleufumsviefivanlnenislonauiu (28]

15. T Judefiwmsoldideninurgaiule (28]

16. MWdmiufudomas Tnsdugusivimamesdusiuageilulainsadeudig
a1 Mmnfmdeanmsadaelusiutazaslulawmsnesnudlfuuaiizelald
oondiaugos wliuadinudslddminidudemads (28]

2.2 Y7374

1Y

Useindlneduiluusswaneasnssundifuimilsedlanlsyavuannnitsosay
50 Usznaua1Tmnunsnssy wanasslafidrdgyuanuiiennuandanisinuasnae Yaquie
AN9INSIAEAT 1Y W9t wnau nneee N 1o waznzaurdu Wumu [31]

Funa (Biomass) Ao a15ounsdniduwmasinAundenuainsssuflazaiuise
anldndandenule lnengiuatulssnaumesiguany Ao A1sueu lelasiau oendiau

O A e d' a @ v = S A O Ay v a aaa

unaUinaveddulasiaukassgdue dnidntey Yanatuliogununeianltnaindedyin
sniunlenaodudomndsussinmeadaiu a1ufiu dhdu uasiesssunaliuda wagds

sulluisdwingg Alsmensueu lelasau sendaulussdusznaundn

2.2.1 89AUZNAUVRITINIA (Biomass Compositions)
safUsEnavvesTIanseaa s lUssulseandy 3 drundnie
- iy (Moisture) anefaUiunanirfiavauoglufana
_ druiinlugle (Combustible substance) @rwfiwnlugldazuisosnidu 2 dw
Ao @155¢we (Volatiles Matter) wazASUDUA] (Fixed Carbon)
- duinlnlalldviotidn (Ash)



WeBnagniinlvdegsauysaiuds dsliilloarsuisdiuilianunsamnludls Fede
YolagdnauiarUssinnazidndinvosUsinatnnluganauansiieniy [32]

2.2.2 aadUszneuTnluueEsTInaa

arsfunatuivainnanesiadsiliosdusznoudsty  esdusznautuduldun
waglaa eilwaglaa dnfiu wle waslusiu duldfissddsvneundnliun waglaa el
Lsejagiaa andlu swdsivayulnsifissuiinavesesdusenauiiosunndinety 4
padUsEnouvesansTnaiifed [32)

2.2.2.1 waglaa

waglaareidulovemedusanlssfifudiulszneundnluniusadvesity uazu
aBunIsiintuowusssmiuinige (ulndueaelsdiifuszneudenglaadende
ﬁu@’hsJﬁuﬁxLUéfmqiﬂ%ﬁﬂ%aﬁgmﬂmLaqaLfJu (CeHL,O.), n Aorn3vadndiueslsiaduded
Armnsisusnaeiuuimaneniu Swiunadwivesnislalasladawaglaafe Anglad
(Islunwannlss) wivrsdnlinadwsidulausanlse uarlnduenanlsd dedldiu n = 3 fa
10 waglaaiilassasindundnuagiumiusensauazang

2.2.2.2 \gilwaglag

iefiwaglaafuneduseeilsdfiintusautumnaglaa Ssdiduiuglinasuou
whitu 5 gnslutanalagiadefe (CsHz00), uaazeglugUadugunidnwaznisindowinves
ozmaumnaediafuminiagloa uasdinalimanasinit Jsazareuagyinufasenlddng,
waglaa uazieiliwaglaadnuiuiinainsaazaglaluansazangiua

2.2.2.3 Gndly

andwduesdusynoundndiddudnaanisduiiy Usznoudielaseadiseslsuuin
vosheildalnsnuiidendefusioasusuamenss andufinudnuazimunzailunisidu
wfaadvesiiviiduaiounndauazifinanuuduswoswadiiy AndusglusUodugiu
wazaraeldfninwaglaa ansousneenandolifldlasldloth andudumuufazen
lalnslada uazliaunsogndeslauuailise

2.2.2.4 uls

adeiwaglaa wadulnduwaalsdiivsznousoyinuesinglaa udgnidoutulae
fuszueavhnglalefin esananusswedassaaiusswagladazatet wivisdiuves
uwilsazavanelutifou LsziuaﬂﬂaaﬁﬁﬂfmﬁfﬂiuLaqaé’?«,wi 10,000 QU9 50,000 Uszana 10-
20 wWefidusvents warunsdiuitliazans wuerlilamndu Feibminluanadus
50,000 & 100,000 Uszanas 80-90 Wadldusuaauts utlsgnnulumdn 510 wazdrdiu dadle
uomns

2.2.2.5 Tshu

\Huansusznovluanasunalvg@sninezilunatsfignindiweslsdiddedu
Qmamﬁaﬁiwqﬁ’uﬁuﬁmﬁmaqﬂimazﬁiuLLazé'm']ahmaqaqﬁUizﬂausuaqmmazﬁiuuazéwﬁu
vodlndweslsiwtu



2.2.2.6 @59u°) (Bunsduazeiunid)
USunuwesasuszneudunidausiilavainnaisdunueiina1 5o unsgndidanuiuain

A J

laun nAlwesea M 1uau WdudnnInA Y Usiuuiay LLaBﬁ’]ﬁumﬂW%%ﬁﬂmN‘] GF

glasaludosuasiuly fegrduqdy Samaseil satng wesliu wartks fausihazny

[

Ay ' 1 P Y & ] =
ﬁ’]iL‘Wa’]u‘l@Iu@EJLLG]@ﬁlJﬂ’]@J']ﬂLu@\‘iﬂ'}ﬂi‘?]L"LJ‘Uﬁ'J‘lJNﬁlI‘UEN‘EJ']ﬁ']i‘U'JiJ'Ja‘UUUiBﬂ@UIUWJEJ

QE

a1susznavdunsdluanavuinlvg widiusenaumeansetiuvsdigu Anluduiuies 519
Tavziiuguloun waaen Inuwnadon Weoaveda wundiTen Fdnou sgliley wdnuay
Loy aswavUSinauiuelinvesingfunsiu

CH OH OH CH,OH CH,0H CH,OH CH;OH  CH.,OH
0 0 oOH 0 0 0
OH OH
-0 0 0-
CHQOH OH OH OH
) Cellulos (b) Starch sugar chain
CH:
0 O i \ l |
— =0
] \ ‘ !
CH,0 CH0
lean sugar chain (d) Lienin structure unit (phenvlpropane

5UN 2.2 Tassadamanilvesansusenaunanuedansdiaia [32]

2.3 nszuruUnslalaswesia-arsuauluwdu (Hydrothermal-carbonization)

msdsasizimenszuaunslalasmesia-asusuluwdu Wunszuiumsaansans
aslulawasn (Carbohydrates) lugUvesin &adiundudviufisen lnserdumnuiouunas
Anuaulunsiuiasen aunginldegsening 140-220 esrnwadealudaunsal (szuy
Un) Tngagldiaanlunisiujisendugllautmatedilug [33] waganudulszanm 10 ung
I 1% aaa | o & 2 ] -
nszvIumslalasinesiiausenausieufisendesdsil lngazuanalutunausiieglugun 2.3
(34]

2.3.1 Ufjnselalaslada (Hydrolysis)

lelnsladalnevilumnedsufitenvesansiuih Wunslifluanavesi (H,0) Tuvh
UFAsefuansiegiaty fana Wudu Tasluanavesiiazdlusiaretuse (Break
bond) vesdnily, waglaa uazieiiwaglaa FadududszneuluTma anstustiidedudy
anglgenvdeluanavunelng fasfansuenduaslsduioluanaifouindnas

2.3.2 Ujisendlawasdu (Dehydration)

Hunstidaluanaves (H,0) oon dwalifiuiuimeansueu (Carbon content)
wntu viednluudvilsdardunisinoendiaulusure
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2.3.3 Ufisenfnnsuandiadu (Decarboxylation)

Wunisindnaisueulaeenlen (CO,)  oon denaliiiusuiaimisusu (Carbon
content) 1nntu viednluninisfodunisiinesndiailuguvesaivevlneenles

2.3.4 Ujisemedialsiwdy (Polymerization)

Hunmsmwsiuvesluanafifunainuieiusydug Seiliaios Wulmanavunn
Tneyfifenuades

2.3.5 Ufnsenazlsunlady (Aromatization)

WUS3813M§BINL6QGIMQJ:ﬂﬁLﬁ@mﬂﬂﬂii’lﬂJﬁ’JﬁU%@ﬂﬁUﬁzg‘uG]M%’eﬂaLaqaLéﬂ Az

Juneglsunfnvseswsduduluanaifvwalvgiu dwalidanuatesuniu [35]

l Hydrolysis

n=1: cellobiose

n=1.5: cellotriose “"o isomerization

n=2: cellotetraose n@‘-"—

- O
n=2.5: cellopentacse n Glucose Fructose
=3 cellohexaose 4
| Hydrolysis \"’mﬂ
e o 2 D) T g
and formic acids o
Fructose
Dehydration
1,6-anhydrogiucose; erythrose; e
| ————
phenols

Polymerization or

condensation

Hydrochar particle

hydrophobic core E hydrophilic shell

5UN 2.3 nalnmsiinufisenlalasmesda-asueuluwdu [35]
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2.4 nszUIUNISANSUaL LU TU (Carbonization)

mi‘uauiuLsdsaumuﬂivmumﬁmlwiﬂasaa (Pyrolysis) mims;lmnm'mmuiumim
mmﬁwammummw 1000 osniwadoa Tuogfuriavasiagiu vilhAnnanSnusta
Uszian leud druiifidnuaizdnizendn 3 (Chan) dwiiduvouvaidonims (Tan uaz
duiiduufa %u’umaumiﬁ’mﬁﬁ%mm%waulwa%’u%’mLﬂu%’umawﬁﬁﬁﬂ's’mﬁwﬁmum
fign 1iesnlumsiufiterasveulueduszinsiuaiiwedasaiogngy  Tagly
5¥1319N15YNU 581 SWQLLasaqﬁUizﬂaUmqqﬁlaﬂﬁéﬂﬁuausmﬁaaﬁizmwmS] S
lalnsian pondiau lulasiau uazth sggnidneeniatniasaitevetingavlugveuianas
ihifun aintuaglévn$ Sadlanauiflndifestuasueu Afimsiadvedlassadamdnill
Huszidevdsezivesinsgnyuszwinmdn Taefiduuslumsihuiisoesveuluedu [36-
39] lown

2.4.1 Ul

Qmmﬁ%ﬁwa&iaﬂ%mmmﬁmﬁm%maﬁqm ﬁmﬁaqm%gmﬁwﬁu USinaunsiinns
wanas mszmadiinguugiiumsiiumdsnuiiovhaieiusznelulassaisvesingiv
i

2.4.2 INTIANUTOU

SnsanudouainatennauifuazUunuesihiunsuazansssive e
n1shiauseusgasindivsinaviliusunarsssinegniandasaenesinisvinli
asueudilatisnguruialng anwdeshlumsiujiseiganiasveuildainnsliang
Yousnesnsiinndt mszarsusudildainmeiufitemsveuluedusiesnsnisiia
oumgiige mdveudrSsidusufevtiosnin shliiAatesiadugnsusualngideri
N1snNsEAU a1snseduIsnluyiuiselade

2.4.3 AINaevasUfizen

finansuesUFAzen (Meduim of reaction) agilansenuseufAzen duAauazlod
Anszminamseniueulugnwieenluegeiniis Tnsufaiidusinarady widhilnsiau 3
RogsouAzemsunindiuesanivou wazufaainnsunlng fdanaradunfanldainnng
wlnsiUununfuedildazfoonidnansiidunfalulasiou  uifianwdedllunisi
Ufiseniuiinseiugand

2.4.4 555UV IAVRIINYAY

Sngruusazviinaziinneimnzauunnsisiulumsiujiseansueuluedu Tne
FngAuunndratuenaditnmanseduiuandaiu Welvliafueuiifinunminan Juvane
uAmsthluldnilussuuisnzausely

TassadranaafivasiuRndainufiserasvauluedu

MnmaihufAzeneuouluedu sznousnaqiilildafusuty sondiau Tulmsiau
uazlalasiau azgnindnoenlusUvesufa exneunsusuiiniloursidosiniutug wiasty
Usgnauludeswnmasy (Aromatic ring) Weuleafusgnslidifussifouuaziinvesiimie
Tnss Gaasduflegvoamnms warasduiildanmasnaans desiamaniagnareidusngy
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MilauausalunisgaduiienszuIumMsnsenndt n1snsedu IAen1saanInmIsuazans
199 7LAAINNTHIEAE08NIINYBITNNTBINTY waza 1y HanduaunILmy AN
Tunisgeduresmdnduaniladsdunaduilosanlasiadmnanaiisog

2.5 nszurun1syulanzalelnia (Electroplating)

2.5.1 wann1svansEuIUNsYUlanzag Wi
n1syulanzieliinduufisemeliinaiinusznoudeassjisenaesdiu

a a

mefufeufiseeendwdunidineluauaridntutaualnafildlunssusazgaydedidnnsou

mensienseualiiiiielilessurstansazateNuandiidvingisenfugiuseaie asns

43

Fundy lnonszuananglidutwelun (+) asfinufisensendndy asaunisi 2.1 leosu
q'

vintuasazatedianinsladazisluinzndauaing () 1AnUfATen3andu deaunisn 2.2
lavgingnviualng fagun 2.4

Fauolun (Anode) - M (s) = M°" (aq) + 2e (2.1)
Fauelnn (Cathode) : M™" (ag) + 26 —> M (s) (2.2)

Power supply

€ = I e
=3
ko o> D@
g @©>
6@ (—@ Conductive
Carbon Pellet
ARpas Cathode
Electrolyte Solution

Hotplate stirrer

Ui 2.4 nszurumsyulangsgllin (Electroplating)

fofveanszurunsyulangsglnil Ao Wunszurunisiidne 1agn guasalild
annsamlding 1ulinsfudainden uazaainefondndnsiilsazegluguveslanydass
M)

2.5.2 msifiauaznisiavatayniavanszuunsyulanzalglnia

funsiiidy (aynia) nufuituingiusesiuBondt Buwesinla (nterface) n13re
feaflduuayBuimesiaiuuiiuingiusesdu Aidufided (Form)  \Fendn dueded
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(Nucleus)  waznszuiunsfidandle (Nucle)  vaawalviineda3onin dandiedy
(Nucleation) SsnaiUdsuuasaziindulu 2 du il

fuil 1 marefvaseymarunadnitades 3undh Saediedu (Nucleation)

ufl 2 mauraveseyniediiadios iend msla (Growth)

Hadefidmasiensiinuaznislandn (Nucleation and Growth) ¥84n5¥UILNTYY
Tangmglniln (Electroplating) [40-43] 1u

2.5.2.1 NaYBIRUNYIVBIANTALAY

msfingaumgivesarsazarsdidninsladezduiudiunisanasuesan cathode
overpotential  sazifiundsnulunisnesivesiaedsaniooynia ilidaslunisned
vosiiuedoaanas dswalimmmuuiuesinedoaniediuauliundearofiuiianas ians
T (Growth) vassBnvieauennty

2.5.2.2 navaanusnedng i

nsifiaausedn Sl avdanarenisnofnarnislavesenniatuiniiaiy
1$18997n deposition  voltage ge virbiiAanissaudlunguiou (Agglomeration) w89
puNAINNTY uasTieusnednslnivieaumuuiunszua (Current density) anmuiuly
wihliAnnsgadulelasiauuuiiuinisesiuvioniafinjizeidnduredlalasiaulooon

Tuduuialelasiauitaneng H'+2e —> Hy) 3n wazn1sgadureslalasiauaziinly
Nuinlavedulolnsaueyney uronaaysiusiuureweslslasiau (Molecule bubble) lu
299719 (Void 39 vacancies) é’aamaﬁﬁﬁﬂﬁlﬁ@ hydrogen embrittlemnent @s81999h
Tianudundnanas

2.5.3 Tanenlddmiunszuaumsyulangaglnii
2.5.3.1 4ntAa (Nickel)
fnifia (Nickel) Aosmnivunelavesnoy 28 uardyanuaiie Ni aglun1sasinmy
o @ Ay a a & aa o a a v A M Y] I3
28 Yo dulavzuazlavensuddu dnifalulanenianuduinidvnuedngduieiiuivin
a < a @ 1 ¥
Faundausmdussula [44]
1. Uselowtd
a % & a a 1 1 & @ 3 Va a
- dwlladaia Lazdaansanuatiuuiagiee i1 65 Wesiduaussnisidiniialulan
aziunnuudunsldianuaaata, 13 wWesidud l¥lun1svingesdansed uazdn 24
s 2 & & v o ) ¢ D) e
Woskius Wumshwvinlavedaases waslyuseloviiou
- N31e kay burglar-proof vaults
- Wudunauvadlany Alnico ieldlunsviuiwan
- Monel metal Fuludiunanszninmeunsuazinga Iaaaudivestunisyniou
loagey dlldlunswdnluinige, wsensh uasvislugnaivinssuiadl
- W@n shape memory alloys @slglunsvueudulsuiin
- 01UN5Y LU autlniiawmdalensie (Nickel metal hydride) wag aruwuudniia
a ) )
wAnLlgd (Nickel cadmium)


https://th.wikipedia.org/wiki/%E0%B8%98%E0%B8%B2%E0%B8%95%E0%B8%B8%E0%B9%80%E0%B8%84%E0%B8%A1%E0%B8%B5
https://th.wikipedia.org/wiki/%E0%B8%AB%E0%B8%A1%E0%B8%B2%E0%B8%A2%E0%B9%80%E0%B8%A5%E0%B8%82%E0%B8%AD%E0%B8%B0%E0%B8%95%E0%B8%AD%E0%B8%A1
https://th.wikipedia.org/wiki/%E0%B8%95%E0%B8%B2%E0%B8%A3%E0%B8%B2%E0%B8%87%E0%B8%98%E0%B8%B2%E0%B8%95%E0%B8%B8
https://th.wikipedia.org/wiki/%E0%B9%80%E0%B8%AB%E0%B8%A5%E0%B9%87%E0%B8%81
https://th.wikipedia.org/wiki/%E0%B8%AA%E0%B8%99%E0%B8%B4%E0%B8%A1
https://th.wikipedia.org/w/index.php?title=%E0%B8%AA%E0%B9%80%E0%B8%95%E0%B8%99%E0%B9%80%E0%B8%A5%E0%B8%AA%E0%B8%AA%E0%B8%95%E0%B8%B5%E0%B8%A5&action=edit&redlink=1
https://th.wikipedia.org/wiki/%E0%B9%81%E0%B8%A1%E0%B9%88%E0%B9%80%E0%B8%AB%E0%B8%A5%E0%B9%87%E0%B8%81
https://th.wikipedia.org/wiki/%E0%B8%97%E0%B8%AD%E0%B8%87%E0%B9%81%E0%B8%94%E0%B8%87
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o = 4 a Ya a [~3 1 a
- viwisegynwval Ineludszmassniwazuauini Tolnfaidudiunanluniings
WisRy 5 19U
= . P U a
- indaulang (Electroplating) ivetasiuaily
- nslduseleriduguesinia wu Myulane Mdudisedmsuufiservssan
(199138091 Raney nickel) wu UfA3enlalasdiuduveniiuily wusmeddsauLuuda
Alall (Alkaline storage battery) dianlasiwadioinads (Fuel cell electrodes) way
PMEMNTINWIILNE
2. Anuduiiy
=3 va a | = YY) Y] = A
fawifiniiasvedauifeniuiu Fe uay Co (MUNAY Fe uaz Co) F9mn1apnind
activity — #19319018 WANGUUIINGI Ni Ldfinaneaiszdensdnivaziy dnifauas
a1susznavvastnifamluiduiudastenielun ugiiivsedninluiduiunls agrelsinny
a a N 1 a 1 < a [ ¥ ', & a a o
TnifatugUresmavedunlidiswasluiy sedunisnuldvesns Ni Tueinie fie 1 Tadnsu
3. YauaNUFIUVBIET0)
aveznay 28 Wus1wdl 3 a1uil 4 vewy VI Tum1s19s1g dndulaveuazlany
V3 UTTY Umdnesnau 58.71 amu Avasumal 1453 asrwalld yaienlnaUssuiu
2730 D9 waITEd laVoRNTLATUaDY +2, +3
2.5.3.2 nosunsrsonaUlUas (Copper)
neowunsdulangiiusslevinnigauazldunniigalansuils Fssesarnvan szl
auURBeuvangysznis W audfnsiliiuazanudeusiBion nuien1sunsou udws
Aadudunaziduuiuuneala [45]
1. Usglewd
- Tovidumalin 299sluiuaziadesdiolnfisiigg
- Tlugmavnssuneasng
Mlunse@svsioduyn N1 8911 Y91 v9a1n wazngutnsau Wudy
- THmdauRiveslany
- THvinlanzide noandad (Brass) Alanziinuaineaaad (70 wWasidud) wazdingd
(30 LUasigus) nosdugnd (Bronze) WWulanzidovomouns
2. anuduiy
nouasdulangiisenissideenisiulsuiananiias (Trace element) 1 3ndu
AMTUNTLUIUNTHINGYD T (Metabolism) Hlvigyaanisnesns 2 Tadndu/du uay
$NNYVRIALLTIANBINATRY 100-150 FadnTu Fanauasduwiuiliianududugegaiduuas
nszgn lafinvessnineswnsegie Wuinsuiuiinisaidlulinatudesedenewns
fawiAlalnaduazliinesnadusspusznau uananlinisdaunsizimeuleivalsvindes
(v ¥ (v gj @ FZ a I3 v I I [~ a [ I QI d'
DFENDILAIAIY  satuaziulaI e wadluUSunadntaelaiieswsladuiy Fadudn
1 1% 1Y Al a I3 [ a ¥ I3 o I3 o o A
$19NeLs199N1s widdlulSinaasnayiilnwiasduiivld nesuaulusindndudmiuiy
fe WU Indudmsunisdunszvinaslsias wazoulsivoaia


https://th.wikipedia.org/wiki/%E0%B9%80%E0%B8%AB%E0%B8%A3%E0%B8%B5%E0%B8%A2%E0%B8%8D
https://th.wikipedia.org/wiki/%E0%B8%AD%E0%B9%80%E0%B8%A1%E0%B8%A3%E0%B8%B4%E0%B8%81%E0%B8%B2
https://th.wikipedia.org/wiki/%E0%B9%81%E0%B8%84%E0%B8%99%E0%B8%B2%E0%B8%94%E0%B8%B2
https://th.wikipedia.org/w/index.php?title=%E0%B9%80%E0%B8%8B%E0%B9%87%E0%B8%99%E0%B8%95%E0%B9%8C&action=edit&redlink=1
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3. doyaiugruressy

avaraou 29 Wusgusnvemy B dadulansuaslanenauddu davidnogmey
63.54 amu ANABULYAT 1083 B3 wadYd YaLenlAeUTTIIM 2582 DR aLdYE LaY
ONTATUAY +1, +2

2.5.3.3 1auead (Cobalt)

1. Usglewid

~ Uszana 80 wWesiusvedlaveadiualdlunisnanlanside uasiiddaldudns
&9 udmanasuasulvansou

- Tvoadfudoldlusurosasusznou wu Wudieviliduiasitu MHuslva
YIANI U ULALLITY

- flesanlaveadifusinfifivdesnisluviunmidntos (Trace  element)
a1susznavvedlaveanitldnanludand

- “Co FadulelalnyfniunssddnanesilisnuuziSaarldlumuideqifedeaiu
usiun3ad

2. prnluiiy

Unf (uvsinandnides) liduivdevsnuuasdng udlaveadlugunsdalild sz
AnunulavediaveailuaIniFmiiu 0.1 Tadnsi/anuiAniiumsveteIne

3. foyaiiugiuvessn

1 d‘ s a 7 9OJ o

wvaznoy 27 Wusigluny VI Al 4 lusisiesns adulanensiud sy indn

9emay 58.9332 amu AMABILATY 1493 BeALwALTEa YaLRenlagUszannl 3100 B9en
wAEd ALY 8.90 nusiegnuIARwURIAT WveenBwduandiny +2, +3 [46]

2.6 f19995UALINUAATEN (Catalyst support)

frsesiuinseUfiiten (Catalyst support) Wutanfidlvgasifuresmds dariui
K3gs (High surface area) Anfudilssufjisen Aanssy (Activity) weeiaiseujiseniuy
Heterogeneous LLazﬁ’JL'ﬁﬂﬂﬁﬁémﬁﬁgﬂumﬂ%ULﬁufa@uﬂu (Nanomaterial-based
catalysts) awiinfifiuiozmen Frduddisaufiseinseanevhiuiavesiisessuazdmwalyi
mﬁuﬁﬁﬂumsﬁmﬁﬁ%mqq Fafsosfuiniaufizenennasiduiandes viedidiusulu
N3 nsen uiihflvesfisessudulugidad InANN19NTEA18MIVea15LT U ATeN
lavig (Metal dispersion) qum’mLL%QLLi@IMﬂumLNUQﬂimuwmmimamwlmLLmLm
Lw:um'mLaﬂaﬂmmimqaiwwaqmLmumaﬂﬂumsmﬂﬂgﬂim Active  site) il
anuannsalumsiununsaeusiiuiesnauieu Tnsvlussesfuuszneuly

¥ a [ dy 3 a aa Id ke
AYNAYTUNRIU ATTUDU, BRUUT WAZTANT Wusu [47]

2.6.1 A15UBY (Carbon)
miuau (Carbon) Lﬂuﬁmlumiwm

v W

wal C uaziavozmou 6 1Uusm


https://en.wikipedia.org/wiki/Nanomaterial-based_catalyst
https://en.wikipedia.org/wiki/Nanomaterial-based_catalyst
https://th.wikipedia.org/wiki/%E0%B8%98%E0%B8%B2%E0%B8%95%E0%B8%B8%E0%B9%80%E0%B8%84%E0%B8%A1%E0%B8%B5
https://th.wikipedia.org/wiki/%E0%B8%95%E0%B8%B2%E0%B8%A3%E0%B8%B2%E0%B8%87%E0%B8%98%E0%B8%B2%E0%B8%95%E0%B8%B8
https://th.wikipedia.org/wiki/%E0%B9%80%E0%B8%A5%E0%B8%82%E0%B8%AD%E0%B8%B0%E0%B8%95%E0%B8%AD%E0%B8%A1
https://th.wikipedia.org/wiki/%E0%B8%AD%E0%B9%82%E0%B8%A5%E0%B8%AB%E0%B8%B0
https://th.wikipedia.org/wiki/%E0%B8%AD%E0%B8%B1%E0%B8%8D%E0%B8%A3%E0%B8%B9%E0%B8%9B
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13 1 A & a F% = PN I a c .
- siluussgiudaian lassaiedamidenduwuu 4 Bldnmseulu sp3-orbital wuy
3 A
¢ o =t o = Y e = & a & 2
- unstwdlduniisuansieeuiian lassaigamienduuu 3 Bdnaseulu sp -
orbital 2 fiR way 1 Bdneseulu p-orbital Fslusuideliasueunlaainduiaiilasaiig
Duwnslulg
- Wawmelsivieaaeiu Asluanavuinuiluwns luguwuuniseudiie Asueu 60
avmauRzissndeiutuunslig Jwemaudulasadsandfnadeduaninuea

2.6.2 9gfiun (Alumina)
A a I3 . . 3 = A a
azgilillounanlen (Aluminum  oxide) 1uansusznauiaiivesergiiiiieuuas
a IS a o dy a Y L4 A a ! a .
ponTauilgnsiaiiiell  ALO, Tumawslin Tageansuaziniloasenitezaiiun (alumina)
azglifloneonlyd WudiuUszneunanvesusuanled (Bauxite) vsausezgiiilon lu
anamnIsunsegliengniiliuiandiluezgliflensanlad lnunssuiunisluiess (Bayer
a I a o ¢ s
process) uaziUasululavzeozgiiionlagnszuiun1sgeas-g3an (Hall-Heroult process)
wsezgiillounlivigniazusenausie ALO,+Fe,0,+Si0, lnsnszuiunisiueesiduds
aun1si 2.3 [49]
AlL,Os + 3H,0 + 2NaOH -- (heated) --> 2NaAl (OH), (2.3)
H3 Fe,0, lulazanglusng diu SO, azaneiludding (Silicate) nan1snses Fe,0, wgnidn
90N Wawfiunsnasly AOH), Izanmznau Fainn (Silicate) Auindoagluaisarale faunis
24
AL(OH)3 == (heated) S Al203 + 3H20 (24)
lng ALO, Aeazaiiun (alumina)
auUailuvesesalilleusanlys
¥odU : Drgiul (Alumina)
gnsluiana : ALO;
waluana : 101.96 nu/lua
1 Ly (3 a <
ANUVUILLLLAZIE 1 3.97 ASW/ANUIANIURALIRST, VDT
nsazanglui : lagane
PNABUMAT : 2054 DIFNTALTYA
045N : ~3000 DIANTALTYE
Coordination geometry : octahedral
lassasendn © duasaunsademzgruuiuuvetergiiilaueanlenliuiediuy
Sendmunanidenduliivesiteniely  widwasldaiunsodesmeqriuiiuuwes
avalilleueanlenisenimnynanfidvesinenigly udmuasanunsangaiulaiaanisondn
HEANLAE

2.6.3 @an1 (Silica)

aa A aa s . < aa .

#an1 v3e Fanaulneanlyd (SI0,) WuasusenauvedsInTanou (S)  wagsIy
gan@au (0) Insinifesiliuuinnsednsea (Tetrahedral) wuumidie 3 Hduuulisau lng


https://th.wikipedia.org/wiki/%E0%B9%80%E0%B8%9E%E0%B8%8A%E0%B8%A3
https://th.wikipedia.org/wiki/%E0%B9%81%E0%B8%A3%E0%B9%88%E0%B8%98%E0%B8%B2%E0%B8%95%E0%B8%B8
https://th.wikipedia.org/wiki/%E0%B9%81%E0%B8%81%E0%B8%A3%E0%B9%84%E0%B8%9F%E0%B8%95%E0%B9%8C
https://th.wikipedia.org/wiki/%E0%B8%9F%E0%B8%B9%E0%B8%A5%E0%B9%80%E0%B8%A5%E0%B8%AD%E0%B8%A3%E0%B8%B5%E0%B8%99
https://th.wikipedia.org/wiki/%E0%B8%AA%E0%B8%B2%E0%B8%A3%E0%B8%9B%E0%B8%A3%E0%B8%B0%E0%B8%81%E0%B8%AD%E0%B8%9A%E0%B9%80%E0%B8%84%E0%B8%A1%E0%B8%B5
https://th.wikipedia.org/wiki/%E0%B8%AD%E0%B8%B0%E0%B8%A5%E0%B8%B9%E0%B8%A1%E0%B8%B4%E0%B9%80%E0%B8%99%E0%B8%B5%E0%B8%A2%E0%B8%A1
https://th.wikipedia.org/wiki/%E0%B8%AD%E0%B8%AD%E0%B8%81%E0%B8%8B%E0%B8%B4%E0%B9%80%E0%B8%88%E0%B8%99
https://th.wikipedia.org/wiki/%E0%B8%AA%E0%B8%B9%E0%B8%95%E0%B8%A3%E0%B9%80%E0%B8%84%E0%B8%A1%E0%B8%B5
https://th.wikipedia.org/wiki/%E0%B9%80%E0%B8%8B%E0%B8%A3%E0%B8%B2%E0%B8%A1%E0%B8%B4%E0%B8%81
https://th.wikipedia.org/wiki/%E0%B8%A7%E0%B8%B1%E0%B8%AA%E0%B8%94%E0%B8%B8%E0%B8%A8%E0%B8%B2%E0%B8%AA%E0%B8%95%E0%B8%A3%E0%B9%8C
https://th.wikipedia.org/w/index.php?title=%E0%B9%80%E0%B8%AB%E0%B8%A1%E0%B8%B7%E0%B8%AD%E0%B8%87&action=edit&redlink=1
https://th.wikipedia.org/w/index.php?title=%E0%B8%9A%E0%B8%AD%E0%B8%81%E0%B9%84%E0%B8%8B%E0%B8%95%E0%B9%8C&action=edit&redlink=1
https://th.wikipedia.org/wiki/%E0%B8%AD%E0%B8%B0%E0%B8%A5%E0%B8%B9%E0%B8%A1%E0%B8%B4%E0%B9%80%E0%B8%99%E0%B8%B5%E0%B8%A2%E0%B8%A1
https://th.wikipedia.org/wiki/%E0%B8%AD%E0%B8%B0%E0%B8%A5%E0%B8%B9%E0%B8%A1%E0%B8%B4%E0%B9%80%E0%B8%99%E0%B8%B5%E0%B8%A2%E0%B8%A1
https://th.wikipedia.org/w/index.php?title=%E0%B8%81%E0%B8%A3%E0%B8%B0%E0%B8%9A%E0%B8%A7%E0%B8%99%E0%B8%81%E0%B8%B2%E0%B8%A3%E0%B9%84%E0%B8%9A%E0%B9%80%E0%B8%AD%E0%B8%AD%E0%B8%A3%E0%B9%8C&action=edit&redlink=1
https://th.wikipedia.org/wiki/%E0%B8%AD%E0%B8%B0%E0%B8%A5%E0%B8%B9%E0%B8%A1%E0%B8%B4%E0%B9%80%E0%B8%99%E0%B8%B5%E0%B8%A2%E0%B8%A1
https://th.wikipedia.org/w/index.php?title=%E0%B8%81%E0%B8%A3%E0%B8%B0%E0%B8%9A%E0%B8%A7%E0%B8%99%E0%B8%81%E0%B8%B2%E0%B8%A3%E0%B8%AE%E0%B8%AD%E0%B8%A5%E0%B8%A5%E0%B9%8C-%E0%B8%AE%E0%B8%B5%E0%B8%A3%E0%B8%B9%E0%B8%A5%E0%B8%95%E0%B9%8C&action=edit&redlink=1
https://th.wikipedia.org/wiki/%E0%B8%AD%E0%B8%B0%E0%B8%A5%E0%B8%B9%E0%B8%A1%E0%B8%B4%E0%B9%80%E0%B8%99%E0%B8%B5%E0%B8%A2%E0%B8%A1
https://th.wikipedia.org/w/index.php?title=%E0%B8%81%E0%B8%A3%E0%B8%B0%E0%B8%9A%E0%B8%A7%E0%B8%99%E0%B8%81%E0%B8%B2%E0%B8%A3%E0%B9%84%E0%B8%9A%E0%B9%80%E0%B8%AD%E0%B8%AD%E0%B8%A3%E0%B9%8C&action=edit&redlink=1
https://th.wikipedia.org/wiki/%E0%B8%AA%E0%B8%B9%E0%B8%95%E0%B8%A3%E0%B9%80%E0%B8%84%E0%B8%A1%E0%B8%B5
https://th.wikipedia.org/wiki/%E0%B8%84%E0%B8%A7%E0%B8%B2%E0%B8%A1%E0%B8%AB%E0%B8%99%E0%B8%B2%E0%B9%81%E0%B8%99%E0%B9%88%E0%B8%99
https://th.wikipedia.org/wiki/%E0%B9%80%E0%B8%9F%E0%B8%AA_(%E0%B8%AA%E0%B8%AA%E0%B8%B2%E0%B8%A3)
https://th.wikipedia.org/wiki/%E0%B8%81%E0%B8%B2%E0%B8%A3%E0%B8%A5%E0%B8%B0%E0%B8%A5%E0%B8%B2%E0%B8%A2
https://th.wikipedia.org/wiki/%E0%B8%99%E0%B9%89%E0%B8%B3
https://th.wikipedia.org/wiki/%E0%B8%88%E0%B8%B8%E0%B8%94%E0%B8%AB%E0%B8%A5%E0%B8%AD%E0%B8%A1%E0%B9%80%E0%B8%AB%E0%B8%A5%E0%B8%A7
https://th.wikipedia.org/wiki/%E0%B8%88%E0%B8%B8%E0%B8%94%E0%B9%80%E0%B8%94%E0%B8%B7%E0%B8%AD%E0%B8%94
https://th.wikipedia.org/w/index.php?title=Coordination_geometry&action=edit&redlink=1
https://th.wikipedia.org/wiki/Octahedron
https://th.wikipedia.org/wiki/%E0%B9%82%E0%B8%84%E0%B8%A3%E0%B8%87%E0%B8%AA%E0%B8%A3%E0%B9%89%E0%B8%B2%E0%B8%87%E0%B8%9C%E0%B8%A5%E0%B8%B6%E0%B8%81
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aa [ =

fFanoudusznaunany LazAUTIUME 4 DYAaLUDIRNTLIU ANz DUNAN LUlAuSe

[d ) v v

Hundndun lifindunazsa wuannluunasiiu wagidusigifunnidudusdu 2 vuden
lansasnneandiau uazgnihanlivszlemilunansau o719 Huansgaduanuiu Huans
ik Wudunauvosiagieaing woeldiduarsitumudoussomndniost [50] \Ju
A

2.6.3.1 AuanTAvluresian

%aﬁaiﬂ : Silica, Quartz, Free crystalline silica, Silica flour

ansluiana : Sio,

hwiinlaana : 60.1

annuz : vosudedun laifnau

AUANIUNE : 2.2-2.6

ALABA : UINATT 2200 BIALTALTLE

ANABUWIATY ¢ 1713 BIrTaLTed

msazane : - lidezaneiwioavaeldtes

- laganglunsannuiln eniiunsalelasigestn
- azanglalaenisvasuiueg

nsfnln : laian@inln

2.6.3.2 JUwUURITAM

1. &8nwan (Crystalline Silica)

\Jugandinuluguuuuduus Tnsdnisesesnouveslassaiised sfiszifouuay
siarios SsusadussuunBniudueuneldirnuduund 3 3 sUuudell

- mend (Quartz) WugUiinusniian gamgiiadiostesnin 870 sswrnivaidea

- ysdlani (Tridymite) aaumgiliafios?l 870-1470 ssmwaLdea

- pialaunlasd (Cristobalite) gauvafilafiossl 1470 ssrniwalTea uazvasumad
Vi 1713 sarwaltya

wAnveannsUT annsnasdsuluinsswieiuldlaensldenufeunieangumnd
Fen1swAsundad (Inversion) i3 2 sULUU fAg wuuinisaziinisdniiosezneunislu
Tnssadslua drunuviiasadunisivasunvasuuna$ fussidsunvandniios ud
anunsanduAuanImANlais,

2. ¥anadugu (Amorphous silica)

Huganfiinenaed@dn (Biogenic silica) wazannsadanssituly Senvasdu
vouuds T3Uuuvliiudueu Lidundn In1sdasesezneunislulassaielilusedou o
aglusUvaslainsn (Hydrate) %30 waulainsm (Anhydrate)  fiWusgvateguuuy 1Yy
siloxane (-Si-O-Si-), silonol (-Si-O-H-), silane (-Si-H), Organic silicon (-Si-O-R %38 -Si-C-R)

2.6.3.3 NM3AUATILVFAN

n1sdeAsIziazannsaduaszilaainnisiiauseusuiianinzdule waznis
AnAgnouaIazatnUndu 3 Ussiam mudnwazndndusinesouls i
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1. Aw38aTan (Vitreous silica) 3o Fan1uia (Silica glass) \Uuvowds laifignyu
WanlaansvasuraINandantedugundUaosliiui

2. FAn1aa (Silica gel) Tdnvnzuds fswguge Masaiegnguuuuide uasiiiuiiin
a3 wiawenilu 4 wilade

~ovAaa (Aquagel) fdnwasduraman nmelufiann wisuldanansazans

- 9alAwaa (Alcogel) fanwauziduaa wisulaandanand-laay

- Fl5198 (Xerogel) fignwazdumanis mnnsidnieendonsseme Tlasadng
Tiasuudadiunniiu

- uolslaa (Aerogel) fidnwasduaausis diuieshazanegnidadeisatauuy
yUasAsAneam3eulaaNNTEUILNSIUE 8 gaungiiwilagningm

3. §Anme (Power silica) Wudanfiwsealdananiaznaialule waznisannzneu
yesansazanefiiidnvaznsilinszatevesoyniags iemnnzneuaglddaniifivuiadnann
LLazﬁﬁuﬁaagq

- 98138 (Aquagenic) issulaainnisannzneuluasazaenInaNerAILAa

- In1s38n (Pyrogenic) w3sulaannissewmevesdanilagldiallivienisensa
(Are) Tuanedldfifweandiau waziinn1snuffunianenmusesinainnissusaiu
maaiveslearsusenevdaneuanuailnveslslasiauiuesndiau

~'luledn Biogenic) 1uusznnveezanddavinfivrvussinnuniadinuluiiy was
Inegmou

2.6.3.4 Usglowivesdan

1. Fam

- Fanudutmgavdmsuiludiunanlutanneadns

2. Fanedaig1u (Amorphous silica)

- T dussrusznaudusaufise

- dduansidiunnuuduss wasarnumunuiulundndudions naain wasnedies

Wudu

Mduansidfiuussdndalundndaeinng

- duasanussiamioaszninmeudafiviuassluveavan

duansiivanamiialundnsausivanesiia Wy 150 winfiud 3 o1 wae

ww3nsdiens s

4 Huansdiadieasvildansiiliavane funaudrfulds wu dhtuihgu

- T Juanstesiumsiinll

- Wduansusuanmituialiliauauifiveu

- Mduansidfiuaanue

1 fumagaemiuiu

- T Juansifuusa
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2.7 fseufnsen

fussufizenfe arsiiuadluifissUinadnios witigisednmmaisvesuiizen
slufAsenindaunalfistu Taefisuedifnmadsuulamiaaivaglavhliauga
mameslulaunindildsuly JsduiusiundanunefuiudviondsnunszdurosUjizen
tufle 1UFRSeladnSsnunsedush UiiSeduinldisuanis withufiteladindany
nszduge UFAsonAnldennuazdn Wesinslddissufisenlussuuyinlissdundsanunsedu
vosUfAsentuanas damalmAnufnselfitudeinsufisedmasanmdanum snsedu
vosiizeliugatenintulufieneiiidmdsnunssdutiosfigndsanusafioujazelsd
[51] duseufisenanunsadunld 3 vlia lagfinsanainumavesdselfisendualaves
ansaRy [52]

2.7.1 auseUfizennuuennug (Homogeneous catalyst)

RENIRDERRRE aaimgmmﬂmmmimmuua AR aﬂwmumaqmmﬂgmm
LNWUGAD MﬂimaﬂasuaqmwwgﬂsmwLmJLml‘diuiuwauuaﬂwmmmmuﬂﬂu fatlu
gﬂqumimﬂgma’mL‘vmauﬂu

2.7.2 ml,swgnsmtwmaswus (Heterogeneous catalyst)
mmﬂgmmaaﬂuauagmﬂmmimmuLLa nanAT wiollsanduie oty Tne

dndlngjazidnsauinseniuveads luvnsilansiuuduufavioveana W’JLiﬁUQﬂim‘V]
Duvewddlinauaudivisaiivediy Jufaufisenalsznindisesufise wasssuuaisns
muﬂumiwammwmluuJawwmaiimmmqmmmmmﬂgﬂim gALILUILIURIVDN
fiseljisen muuﬂmﬂswmsm‘dgﬂsm‘wmmmaﬂlummﬂgmmmaLéznhﬂ,uLuasuuiusuaq
“ZJENLL“ZN‘VIL‘UHMLNUQMEH ‘UQﬂiEJ’WlNTRNLUU‘LJQﬂiEJ’]miG]WZIULW]uu
mwwgmmnﬁwuwamum wlseanly 2 wuu ﬂEJLLUUﬂiElJVIVLmJGI’Ji’eNiU
(Unsupport catalysts) hagluunsaifniifigessu (Support catalysts) FeariiseaziBeadad
2.7.2.1 fuseufisouuuilaiiifsesiu (Unsupport catalysts)
G]w?Lﬁﬂﬂﬁﬁ%mLLUUﬁlﬂﬁﬁ’Ji@ﬂ%/UﬁlufwL%mﬁ]’]ﬂﬂ’]iﬂlaﬁ?ﬂ@ﬂ@ﬂ%ﬂ’]ﬂiaﬂzﬁﬁﬁﬂwmuL‘U‘u
yisanau (Spheres) MntuaymaAlansfianmeiumnntudunssnausualg Fuandugud
25 slfnnsnsganedvedlansiudeudisidniadaianissudndunguien
(Agelomeration) dwwalsituiiin (Surface area) lunsviufisendes wagaUseueuly
Fansldusunasuseujisenlunmsvifisen fegldseufisentudsunamnn vildsen

ADUT9EY

00O
OOO —>
O aynalans

g‘d*ﬁ 2.5 fuseuFAzenuuilaifidngesiu (Unsupport catalysts)
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2.7.2.2 35U AT uwuUiifagessu (Support catalysts)

FsaUATeuuLiiifsossuiuoymaveslanzasinizeguuiasossulngliiinns
sadndunduioudauandlugudl 2.6 inldnisnszarsivoseynialansuuisesiuii
Aoudnage demaliiuiiia (Surface area) TumsiufiSenwnn uazasliuimalanglu
Suauiitesnin Mandsdeutremniuuunsditlififsesiu

00O —
OQO

O aunialang

73995V
3UN 2.6 MILTIUANTIMUULAITOI3U (Support catalysts)

1. AUANA1ITERINALs U AT wuUlaneslinfewas i uuae Iyl

- frsesuisenuulansuliagen (Monometallic catalyst)

fssufisenuulonsaiinfestulavgasimiildodnaieifesrnnsdu acd
site Yivthitlunslilusmeuniosudidnnseu (e) v3e base site viwthilumssulusnou
vialididnaseu ()  dslumeiujaseruanniladnnsrueflalnsdudu (Catalytic
transfer ~hydrogenation) SusLssufiisenaedesinisliuariulusnauainiiliosneon
lelnsunddwiolfansiiuiiowasudunansos fdanzdulngazshuiniualinie
fulvsmeuahafen udfillavsurssdnagimiildislduasiulumeu Inslaveiiogly
Wesudase (Metallic phase) 19agvimtinfilunisiilusneu wareenledvasiitiuesenaas
vimhilunsfulusmen Suumihilunsissufitentu seliAauiiselds

- fussuisenuulansaesuiin (Bimetallic catalyst)

Assufizenuulansaesvia azrislunisissufisenlanniidsalfisewuy
Tavigwiaien 1osaneunielavgusazvinazuiiilun siseudase Tnedmiaagi
i acid site Ssvimthitlunslilusneuniesudidnasou (e) uaslanydndvilafiay
vl base site Faagvimthitlumsiuldsneuvizelrdidnaseu (e)

2. NFBUIUNTAUATIZIFSIUHATEMUUTAIT095U

N35UIUNISIUNITELATIBIAALIIU AT UUTATT095Y drulugiusenausiuans
nszUIUNISUAN [47] Feil

- AsEUIUNsYUen (Impregnation method)

=

wadansindeviladeyuiden Wumadaiiisuazazainiigamszidunisdum
sesiulnonss YrUsTasAAe Aesnsiiugnsufeansazarsvenndevedlavyidanududy
ieswedmsuaUnalansdidesnts asazanedlddosduinadiadugnguldnediFonin
A1 Incipient wetness dunsumawsntuduanmslieufounnisesiuiiseUfien
viothlugaennimeendisgaainadieiidnaanutulusngy  Geagdielinisunives
asaganoutlulugnguialdftu ndunermsazanslusTunnineifiosdugnsuuasyin

TR N18UeNUeIRRISUENNDR adluufl15895U F9USuMsInanausanIuule
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feunT1snseNaNUSINAsINgurToinsnaaeuneulasldiiinazatenenasuumiseesun
s USInaLUuouka WM TIaUSI sl sessullened  udidsuSuinseayin
v v ° Y v - Y a v

avaneflauldlunisAinnunnududuvesasaraeiioWlausinalanenudednis [53]

- NSLVIUNTANAZNBUTIN (Co-precipitation method)

Y v v ! aaa [ & < = <

msesfuiisalisenaredlusuuuiidudin lngaznssuanarisazangiduiuy
Homogeneous endiegdu asazateninnudunsnvesndoeaiiiiouwaziusaujizen

a v ¥ < | 12 3 <@ o .

gnvisAeLUa waanaznowludiunauvedlansenlen 3ntufazdiluwn (Calcined)

- M3y lLIe (Drying)

< = o w o £ Y ' aaa o 4 a &

Junszurunisiieiidainlulassaiiwesinsawjisen lneviludeunsendlily
91777 weillsayinlugeaud 100 esrwaldya Useunn 24 Falas Tunaunisvinlauwied
ANAIANINABNITNITEMITBI ANz ULIURIVD 9659950 winnsviliuiaduluagng
19 asshililans indeueUI ANl Bl nszefveslanyuuRall
asuaue MdudidesnisTiiAnnisnszanedvesiaiiafisenedsasnaueuuiiseiy

wiodladvharasesamaaludunourilsius (54

- NFEUIUNTHARTLUTUYTBNITIRLIIUASEN (Calcination)

msiumadudy Wunswdisajisenneanndl fedananateuszns fe e
MdnduUanyasunlidenis wu lessuuin/lessuaunliiaies uasanssumelaienia
avlUludunaunsmIsudissuisen wasamaid1dgiian Ao desnisiudsuguindelans
Widulanzeenledviolavedasy laevhlunisidengamgiildniuivediuyiavedansi
Duansisaujisen sauvsgamaivennsesufinsal (Reactor)

gamaiintdluniseniuivedivatialaneidusiuseuisemazaziinasoniudug
WuLazIWInedeUNse Aedldenmglaniulydeananmngiiatesesiniadidiu
Toyniminnisidudiedn93ania aunailaaziivuinlng Jgnjudiwazeravinli
a1sUsEnauUIMmIaa1emle Asiudsnasidanmgininingamgiinisaaieiivesaisusenau
7509013 wiguninldAnisgeanefiasyilminaninnisisudurean1ssaudivedndn
(Incipient  sintering)  wARaslllMAnNITIILAIvOINANDULARINALS DUTLNLAULY
(Excessive sintering) @10 1tAnn153316 (Sintering) gVinliNuUNR (Surface area) anas g
= o v Aa A a aaa . . < o
TnavilvinunianiedluAnuisen (Active site) anas wazenaluannnuein1sdnianis
w3 (Diffusional limitation) W3 1gUUIAYRIgHIUALGNA [54]

- M33indu (Reduction)

[J aaa v o < o v a ' aaa A i

nsviudisesandulunisiminesndiaueenanaisseufisenedlusuvedans
sanlyd lnenisiuuialalasinuiguugigueliifianisiandusendiauesnunluguves
arsusznausenlen LU eendnaslsa (Oxychloride) Nlaannsauedlavizaaslsa iovinli
lavgeanlealfsugegluannvedlangBasvauysal

2.7.3 oulesl (Enzyme)
mlﬁwgﬂsmmimaﬂahwj JaAsfuUATeTuad Tnevhluudateulsiasdy

aaa

Specifc catalyst fufoazisalsifiomial fizevosasaasiy
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2.8 nszurun1stalasatutu (Hydrogenation reaction)

2.8.1 Uszinnuaenszuaunisialasdiudu

nsvvaunslelasiiudy (Hydrogenation) unszurunsiidnisdslslasiaudly
Tulsianadilidufivesansdundd Tnslalnsiauazidluumuiiiuszguedluana Uiasen
lolasdiudu uusladu 2 Yssande

2.8.1.1 lelasdiuduuuusily (Conventional hydrogenation)

nszuunslelasiudunuuinlul srlinissatelalasiaudilulunsyuiunis
lgnse vl saeanuiouwazauiugsluufisen

2.8.1.2 upsslafnunsudinleslalasiudu (Catalytic transfer hydrogenation)

nszvIumInsudineslalasiiudu Wunszviunslalasiiudusuuuunis e
nszvauntstagiinisldansivhasansfusinelusmeuuarlalnsiauasmeund v fizen
wnun1seninglalasiauiingnszuiunislaense lngasiidene In1sAienusouLazaAIY
fuishnilelasdiuduwuuialy [9-11]

ﬂaiﬂmil,ﬁmﬂg‘jﬁ%&m’mmmLagﬁﬁﬂ"LULﬂumemmLaIiLLaﬂImuﬁ 3 dupou Kuan
Tuguii 2. 7 muﬂa

fumouil 1 nszuaumseamnessiadu (Esterification) ﬂsvmumsﬁﬁjumﬂﬁwyj
LLaaﬂaaaaLmiﬂmﬂgﬂsmﬂummLa’gauﬂf\]vlmmammw,ﬂmmaLual,aamaiﬂum

%

Funoudt 2 nszuaunslalasaiudy (Hydrogenation) nszulumsiidunisierney

a

voslalasiauazilumudiussgluluanavesdiduneames iinidulansendajadaiea

Y

Was
JUADUNS NTLUIUNITAUATILULANANSIUALBALNBSSNLATU (Intramolecule

q
a a

tranesterification) nsyuaun1sillansenddjdtiaeawmesazinnisiiulasiusziiadu

WNUUINALTLAALAULALLDANDTDR
TngluanuAetazNALATUABUN 2 has 3 Lﬁaamﬂiﬁij’mgaLuaLaama%Lﬁumiﬁaﬁu

o]
Esterification N
R
) _— o
(o]

o]

Levulinic acid +ROH Levulinate esters
-H,0
+H, l Hydrogenation
o
O o -ROH
R
= o”
OH
Gamma-valerolactone Intramolecule Hydroxy levulinate esters

transesterification

JUN 2.7 nalnmsifaufisenannsamiadaluidusnuunalsuaniau [9]
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2.8.2 ansadulunszurumslelnsiiudy

ansnasuiilddmiunszunlelaiiuiufe injdiumeames WuasUszneudunien
Usgnaushomyilaiduieanendasiveiauazmyueancsed fauandusuil 2.8 1ajdiuniea
wostumnsnduanedldinniiegdin Tnsnagdinduameildanimaluasioue
(Lignocellulosic biomass) [8] lngnsatajaiinagvinuijiseneamesiiaty (Esterification)
[6,7] funyjueanesedliiiuadiumeames deazliiumsussnaulugnamnssuemsuay
oy Thdudhazaewanafindmiuwarafinvaglaa iindavesAmuLAzAOaNT3IUA
Tudoinds asiuuaiieanarumiinvediulefisadioaglugumniin uasuuuanaauds
voudomdduhtuiway vilidemdumlndazorn Sarumdedu fanuaiesioni
Il anUSanasiuedu uasuiunnumiaveadoinds uaﬂmﬂﬁmgaLumaama%é’fﬂa’lmia
tanlfidudomdsdmiviviielilnensdnie

R
o””

0
Levulinate esters

sUN 2.8 lassainaveualaiuniealnes (Levulinate esters)

2.8.3 waanageddmiunszurunslalasdiugu

nszvaumsuanaladinniudiveslelasiiudu Wunszurunislelasdiududls
weanesedidumilvozneulalasiauununissainalalasiaudignszuiunislaenss dede
vouoanasadiilitussinaroninsswiiter woanosedld uarsusznoviiinglansonda
Humyileitulneilassairsilufie R-OH 31 R Aovyjueadadenaiidiudszneutduisumu
wudule wing -OH  udemyflansendaszdedliisefursumuiuudulaenss Tnemly
weanesodiiot 3 vila [56] fauanslugui 2.9 fe

2.8.3.1 wpanegaaUgu)il (Primary alcohol) ddnwaizde vyjlansendazasnaiusy
fuagnauA1sUaLUIUL (Primary carbon atom)

2.8.3.2 woanegednAuqil (Secondary alcohol) Hdnwagfe nyjlansendavzaing
WuszivevneuAsUBUNAEil (Secondary carbon atom)

2.8.3.3 upanegaaniuni (Tertiary alcohol) fidnwarhe villansendazasnsiusy

fuegneuA1sUBUARE)I (Tertiary carbon atom)
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C

C—OH | C—C—cC |
| cC—C—=C

OH |

OH
Primary Secondary Tertiary

JUN 2.9 lassasavesuoanagenviingineg [56]

Insueaneseaiiiauminzauiunsiuiitouannlafnnsudileslalasdiudu
feusanesedyiogdl iiesannueanesednisniiiruaiosnalasiainagedsunnsali
omoulelasiauldienn duneaneseduguniiazgngaduetisamsuuiuinvesfusaUfaze,
uazamiAnifuszueanenlafdsAntudnitlirenaisaujisendnssuiite Tnsaslududs

Wusy BH (CqH) waz O-H WlnAnn1svandassez@lau (3Ui 2.12) Tuvausiiueanesged
nRsgfiazldifniuszueanenles Aufissfisenfudesunnin yildaunsavanUdeses

9 Y
)

Flausanuiaazsaulalasaulunisnanwnuu1ialswanlaubaae

1° alcohol \\
AR 2 W
O-H

% & H

\‘ / ><"“i.. y
53 &3

o-H / RANEY® NN \OKHH /( active species

/l\ acetone for hydrogenation
2° alcohol

O-H bond cleavage f-H elimination

JUT 2.10 dumsisenvesueanasedugugil (1° alcohol) wazueanegedyisndl (2°
alcohol) AuNURIvIsSIUGATEN [56]

2.8.4 HAANUNNLA UNTTUIUNISLElATAUTY

NARA NN LA FINTUNTEUIUNIT LA UTUAD WANUINALSHAALAY (Gamma-
valerolactone, GVL) wWua1susenaudunssnilassas1adunuuiawniueonny lnwilans
mMupiife CsHgO, wantlugui 2.11 Fugnldlugnamnssuulasialiuasndsau laun n15led
Fuearduansiiunaaialiuaveammunazuseansninnisenludlvduoinwds [3] n1sld
< U o a a v a VA a a 6 Y @ gj
Judwhavanedlen wazdalinislidiuealugnavnssunisnannediues lneasldiduaisns
P a a fala & a I a Y a v Y A & = Y]
AUlUNNSHARNDAUDTNAANUTUTINTADEILINADUDNAIY [5] T9AVBIILAAD LUUNAIUY
NonuNTUsEaNS o deuduiinssedannasy wazlufife



25

audfimluvesunuunnalswanlay (GVL)

%o IUPAC : 5-Methyldihydrofuran-2(3H)-one [55]

%aﬁluﬂ : 4-Pentanolide, 4-Valerolactone, 4-Pentalactone wag 4-
Hydroxypentanoic acid lactone

ansadl : CsHgO,

WIaluana : 100.116

AU : 1.0465 nJu/liadans

PVABUMAT : -31 DIALTATEA

oLhen : 207-208 aAYALTLE

Gamma-valerolactone

sU 2.11 Tassadraunanmaalsuanlau (GVL)

o-methylene-
)\/\ ~valerolactone
CH,0H
1,4 Pentanediol /\/\n/
2 o]

Methyl pentenoate

H 0 CH,OH
‘\EK CH,0 A ;
\ o :
Gasoline / \O/ |
b"—’nde" \ y-valerolactone | \‘ L
\ Green

solvent |

J\/\/\ﬂ/oc”!

Dimethyl adipate

/

o,

Cg,alkanes o / Mo
(Jet fuel) L Ty | &
Butene
Aromatics
(Fuel additive)

5-Nonanone

/\/\l‘/ R / \
i C,alkanes C,4-C,; alkanes

Valeric esters (Biodiesel) (Diesel fuel/gasoline) (Diesel fuel)

JUN 2.12 nalnnsilasuwdasunuunalsuantauluidudomnds (Fuels), ansifiuuwss
WWolwas (Fuel additives) tazasiaiifge (Chemicals) [8]



26

2.9 lulefwa (Biodiesel)

lulofwadudemdsfiwamaieniindnanundminensuyuio wu tifuain
fiv vizelusuandnd TnglulefwalinuandAfiarunsodesaaisliieaniunszuiunsnig
2070 (Biodegradable) uazliififiv (Nontoxic) sefusdlidwaidesodunden luleriwa
annsnalidudomdstueunnugld SallnuauiFlndifssivintuiion Taglides
Foulanaiessuduiodndle  Snadidisnmanimedossudlildnuliuiunidngae
Jesanoondiaulululefiwalinisduniudianysaininiitufisa vilsiilaTuduazfirg
AsuauNauanlyntoy YIganuaiunIeINe mumammiammuﬁuaﬁuuulam& dlesann
sadUsznevvetlulefwalifisngiuzdunalioondaudussdusznoudszana 10 Wesidud
Taethniin Fedaenisunlvifldfdu uazanuaivdalesinoonled lalasa1suou Asueu
ueuuenles uazduazess luledwadaldsuanualasdrads

A9t 2.1 1RsgIuRaIWETuRiga ASTM D975 wazinsiufiwaTanin ASTM D6751
vsalulefiea [58]

GGG thifufiea ihifufigadanin
(ASTM D975) (ASTM D6751)

mma;mm%aw?’]q@ (Ug/unaneu) ~ 129.05 ~ 118.17
auviln 7 40 esrwaldua 139914 4.0 83 6.0
AMUEs g 7 60°C Rlansw/ans)  0.85 0.88
ALY 7 15°C (Jous/unageu)  7-079 7.328
huazaenou (WedduiUiung) g9gn 0.05 g9gn 0.05
Usinaupniven (Wesidudimin) 87 77
Usmadlelasiau (Wedduiihmin) 13 12
Vsinaoondiau (Wesiudiudn) 0 11
Usinaudaines (Wosidusidnin) g9gn 0.05 0.0 14 0.0024
LA (D9ALTALTLE) 180 i1 340 315 §14 350
Ul (23rwaidya) 60 914 80 100 £4 170
ainvien (aarLaaTeq) 15895 -3 fla12
owmlva (aseivaidea) -35 99 -15 -15 89 10
LavTNU 40 914 55 48 09 65
An1svaelden SLBOCLE (n3u) 2000 99 5000 111N71 7000
Ansuaeidon HFRR (lumasew) 300 £14 600 198n11 300

(%
o o w

oIl ﬁummummamlu‘lam%lmm U1dUNY uay umuwﬂwm wagladly

& 09l ij’] TuU18u Ugninn ﬂﬁLMﬁE]ﬂ ﬂ'ﬂﬁ?{ﬂ ATV 91 LATMIUREIU LLG]EJQ@JW?JU’W@JU@WUUG]

9
1%
|

nilaniinsdaasulnhunldnandululefiwaniniy sumzmmnuﬂwauumumﬂuwmumum
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ihaulahsduingivlunssdelulefiss Madmszddudufiniivgniusnoguds uey
Ysenalneinandavesdusiuiumn efshduduifnselutuiisusuay lidus
JuesAusenaundn nanfefinsaurdudfin (Palmitic acid) 42.6 Wesidud wazninleia
3n (Oleic acid) 40.5 wWodidud [57] msfidnsalusiulidudunn azgaelilulofivaindnle
Jundasueisiadanaeamesliduds (Unsaturated  alkyl  ester) Fudululefiwaid
A Samvialigafuninsgiuaina egdlsinunisidenldingauiiiemindn
Hululefiwalnsunnintuagfuauendielumeningiu wesmavesingiududidy

lulafwaaruisandnlanaisds Asnisldlavnssnaznisnaululasddaty
(Microemulsion) NTEUIUNTLANAAIEAIEAIINTBU (Pyrolysis) NTLUIUNIINIIUALAMNDTTH
wiunszuunmskaslulefisalaensvihuiisentuamiuealuanmzniedngn venandu
gafimswanlulefigamenszurunisnsiudiamedindulagldissjisenuuiisnuslu
nsuanlulefiwasnie (Heterogeneous Catalyst) [59-63] 35n15uanlulefioaninaat19iuy
LARITEaH DAL

2.9.1 MslHlagAIIATNITHEY

nsldlnense Aevululefwasmisuiisuwriqwy disfunsndn dhfuudy dhy
e thifudnndes ﬁfﬂﬁumg Faanunsatouldlidastunsoseudiioalaglidomay
venauasafitunielifonhuidsuulanuanifivenity dunuunaudedunisua
sywinstinduite (Selududnd) fuihdufavieinifuiwansesuy Welilulefivaiilad
anauFlndfestuituiwalinnfigay TaladwafiussnuAidusdadunisuanssving

v [
o

Unsusgninfuidiufing viefiGonurdufiua

2.9.2 lulasdiladu (Microemulsion)

lulasdsfatu Aemeaasediinsznesiluanzaunalneiioyunaluneaassdidiuun
ogflugag 1 9 150 wiluwims Saduitnsviadleunddamararmingdluthifufialiien
Anunilaanas ngldaueiumviagaieuy wnuea, lniuea wazdinuealed] lulas-
SaduiiRnanumueatuitufivayldisuiiianaudalndAssiuiduiien widethun
naaeUfuLAsssusnUInsarauiivesny @aduasuszneuaiuew) inmgsousihin
uarniveseiessuidadudadevenhifuiindnlagdsd [59)

2.9.3 nszUAUNsUANEaI8R8Au5aU (Pyrolysis)

[ a = a & = o A

Wunszurunsiddsuainansuseneuniseiialuiduasusenauduguinninnilesile
lngldanufeunseldanuiousiududnssufisen  Millagdesdndnliunnueiniania

a =t 1% - Y 19 ¥ a o ¢ a Al

sandauitdlunssuiunisaieiiedestuldliiAanisiunndfauysel gamgiinlaly
N3¥UIUNTUTZANM 450 B9 600 aarwalliua a15Usznauiunszuiunisinlsladassgn
ibidvwaluanaiidnas Fenszuaunistenniivsfvuaniearvaulilands Susiniud
AeINIstilasigaunaInalenIufsenasndndueinlaainnszuiunis Ingaud
anunsathunlglunssuiunisinlsladalown Wiy ledudad nsaludusssuwid (Natural
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Fatty Acid) uagiufialeamasvesnsalatiu [59] nalnueenssuiIulaNEa18NI9AINSDULERS
lusun 2.13

CHa (CHY 5CH2-CH2[‘.H:I CHCHy-CHp (CH) 5C0-0-CHR

CHg (CHp) 5CH2-CHoCH= CHCHg-CHp (CHg) 5CO-OH

/ " \
i x

CH3(CHp sCHp  CH2=CHCH=CH2 | oy (cHy 5C0-0H

| e |H
: e
CH3 (CHg) 3CHo +CHy=CHy | CHa(CHp 5C0-OH
Hl Y ) oo
CHg (CHy) 3CH3 [ CH3 (CHg) 4CH3

JUN 2.13 nszuiumsuanaanenenIiseu [59]

2.9.4 nsviuiseriumuealuaniizmiloingn

< a = 18 Yo ' aaa & and o Y a

Junszuaumsnasluledwaleslildiisewisen daisiidunisiionduingiu
wwhufisertumuealuanmzmiledngs Mdnanlumsvifisendes nieuiadulingiu
dunndounaafe liflvesduainnszuiuns wisgelsinuisiazdeddeumalinazainy
o T 1% a o w A v o § v
muimzmumauﬁu’mqqmgmm 512.2 wadu kae 8.1 lwngu1ania muaau Lilesaevinling

musasgluanzwmiloingn [57]

o/

2.9.5 Ufisemsudieamaiiliady (Transesterification)

nszurunInTudieamesiaduidunisiufasenaisninsluifuniediy
(Triglyceride) funaa-negealandnimsilduedmesuazndwesea  laeddsslulfize
[59] fauamsluguil 2.14 dussufisewhmhitlunsissd fisonitelfifindundndusilang
A

. e OOC s R R, e— OOC em— R H,C — OH
| Catalyst
HC & R m— OOC e— R ¥ HC e OH
0oC 2 + 3ROH —
_
H,( — 0 m— R PN o J— HC OH

JUN 2.14 Yt msudieamesiliatuseniglnsndwelsaiuweanased [59]

2.9.5.1 wliadsalisenlunseuiunsnsudeanesiladu

n1sdfsalfseruldlunssuiunimsudieamesiliatuasyrevinliensinis
a aaa = a v € a i’dd’f a Y ! aaa 1 Y dy
AnufAsenaiuasnaninininlanty lnevidavesdusauiseraunsoutalasiil [63]
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1. MissufAsenvilaiua (Base Catalyst)
msaufisenviawanidiuleemlvde lufeulsnsenledvsslnunaideslansen

& =

las Femsldviufasenfuumineaniooniuea tnsifuildzndusialafiliigy
ihifufiu (Crude O tifuilduds Wudy deuiufAssmsudieamesiadumsiudey
ngdwa (edeulansenled  (NaoH), Inwnadeulansenlus (KOH) Tiduluguves
a15Usznaudanand (Alcoxy) neu Inenswssuasusznaudanen@iduludeufisenaiily

Ul 2.15

R

CHOH + NaOH —— HO + R CH,ONa

sUN 2.15 UAsenaillunsiwsenanssanand [63]

dwsuiisaifsenviawataziliugiseninsninfledsusunislénsadu
Fseuiisednadslinandan (lulefwa) Tuusundigedie  [59] dautediindaiss
UFRTewiaware 1 ey Uuiunsaluifudasslushiuiu (Free Fatty Acid) dniithuas
UinunsaluiudaszeglussuvveamaieufiseluliinasnnagyinlifayiAetuwmuiiay
hatuluTofeailunan fost

2. fseugnsenwinnsa (Acid Catalyst)

nsafldfulpealufe nsadaiiasn (H,50,) (?hLs'wﬁﬁ%wuﬁmﬁ%ﬁﬂﬁlﬁmaw%mﬁa
ihsululefigalutSmamnnuaiiseasiadunn e1vegldinaiunndt 1 undiise,
wiineesanysal udsisiseviansnaansaldléftundiwelssfitidiuusznevveansa
lushudusuasiluuiuagald wu Tudhsuifldudadusiu (6o

3. oulwiilaia (Lipase)

wulwllawagnldidudusaufiselunssuiunseneg wu lelasladavesndiwesea
weanegealada (Alcoholysis) Lazvuadlalada (Acidolysis) Uanvasioulydlaams amise
nduantdlualeasn lflveadseanuiainnszuiunis Taideveseuluiaeiisininaudig
LS [60]

4. fSUNATEMUUIISHUS (Heterogeneous Catalyst)

Junrsudalulefiwadonszuiunmmiudieamesiadulagldfussufizenil
avanafuilodenlussuu Wi 210, Zn0, KNOy/Zr0,, KNOy/KL way zeolite (fudu Fenns
Tisefisesiatdazdsutdgmmaisaylunssuiunmislulefeadel fiuady
drassluszuuiithiluufase (61]

2.9.5.2 upanegeaililunszuiummaudoanesilady

woanesedituldlunszuiummaudioameiiadufe wmiuea lenuea Tn
swiuen warlmuen Insanizwmusagnlduniigamsizdsnagndnidaiiderludiu
yosnmuantAn N muwazdiuedl Aadulunasadndds Ssmaudidindnvonum
weaansadviuisendundwelsdldeginadiwazaunsoazaneludoulansenlynldd
pudndruvesujisonainuinielrfiseninauysaidedisnidlagluausanssed
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sorndudy 31 wilunsfiRdedldsnadruiunnniidu ndsfiseduaananasiild
Juresmanssninaeamnes ndwesea weanaged dussuinsen tasndiwelsd, landiwelse
warlulundieelsd mseasiunisiily lulefeauianisadudesiideu d19en maedly
Tofiwafidumauvedlalundwelsdazhldlulofeaiamaudsiie  fididdadolusy
Tululefwafiazsilsiganuanaiu (Cloud Point) uazgalyam (Pour Point) frngedude
(59]

2.9.5.3 nalnmaiinufizemsudieamesiliadu

UfRs e msudieamesiiatulseneudeuiisendesuuudunduls 3 fumeutostiy
Aosunlasndwelsd wWaswiulandiwelsd llundwwelsd mudiu anvhelsiduea-
wosfundwesen Muandluzud 2.16 9rnnalndadiamuiudasdunoudenaslé 1 luaves
RLRIGH

Catalyst
Triglyceride (TG) + ROH s&====  Diglyceride (DG) + R'COOR,

Catalyst
Diglyceride (DG) + ROH === Monoglyceride (MG) + RCOOR,

Catalyst
Monglyceride (MG) + ROH s==== Glycerel (DG) + RCOOR,

JUN 2.16 nalnmsufisemnudeamesiintusenitnhduiiviukeansses [60]

2.9.5.4 Yadpifinareufisemsudieamesiladu

1. naveImNTULAzNIAluT DAY

dmsuuisemsudeameiiiatunldiisaliisemidaa  (owsulansenlad,
Tnunadoulsnsonlen, a1sluium Wudu ndlwelsauazueanegeadldazfaslufiuniu
! 5 [ Y a =4 ' o aaa [ Q{' P
drunasnszuduamgiiinay@uluseninmsijisenduanddugun 2.17 ayn
NnduagluanusednSnmvesiaselisenas uenaniudsdmasdennautivesiiulule
AareriliAiauniingady vlihdulidnvasdueawazeinsenisuenlulefiwasen

NNALYBTOANIY
Free Fatty Acid Catalyst Soap Water
0 0
OH C R+ NaOH ——= 0ONa CH R + HO

gﬂﬁ 2.17 Yjisensiieay (Saponification) [60]

& 3 1 v a0 Y aaa L4 aa o a M v H
ngulasiulandademinliugiseinimaudieamesinduinayliuenaini

Y v A U Aa . d’d i 901 C a v 3 o aaa s
waadadinsaludiudase (Free Fatty Acid) Niflegluthduingdiv dwlulunisvilisemsud
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wame Sadulaelfivaiuiniswiase) tefutagivasiisnanudunsa (Add value) T4
A 4 fadnsulnunadenlensenladdonsy imsensinsalududassluihduingiuiinn
Aulvagyilildnansnsilulofisatiosas (651 uidmivthifuingAuiidinndunngs
(wnnt 4 fadndudensu) axdesinifuninisandianudunsaas Tagliuiasee
awesihadudsldnsaduiisafiten (Add esterification) fauandluguil 2.18 w3
wanfusinlaluiugisemdeameiindulaglfiuadiufuseuiizede (65]

Free Fatty Acid Simple alcohol Ester Water
@ @)
H+
R @ OH 4+ ROH LL L R C OR+ H0

sUii 2.18 Yo neamesiadu [64]

2. Havpsdnndiulagluaseninaneanagedsaiiiu
dnsrdrulasluaszninseansgedaeiiduioiluladenianinasgrsuindonis
wanlulefia WosanUfizemsudioamesiiaduuuiisewuudunay  msizaziy
woanegeantdluljiserszdedddluliuanunifuneienasinliujisenialuniaen
wnTudsnasinlilandndaueiuinduduiu lneluzuin 2.16 dadrunldluifisende 3 Tu
avedueanagedse 1 lwavaslasndwelse daudslddnsidunnuininshagyilildeames
(WWlefa) wnTuwintusaznislunaifduasig dnsidw 6:1 Wuangnldlunszuiuns
1 b % a s 1 f < 3
gRaEMnIsuNUIlAiaamnasuINnI 98 Wasidua [60]
3. NavIR I NTeN
Fseufisenansanuslailu dissufisensiiog nsn wie ouleal nszuIunis
[ aa o g v < @ ' aaa a < oA £ < (Y ! 1 ' [
niudleamasiladunldadudussjisenasiasinindeldnsaduduse uwasgslsh
aundwebsaninsaludududassluvsuaunnuasiuinausgalsnisldnsaduiage
Uffsenazmanzaundn [59] 1aslum1s1ei 2.2 AennsanSeuisutakan19ua96439
UfAsevlia wa nsa wavteuleed Weldfmissufisenvaieududy 0.5-1 Wosidudlag

v
o Y o

wmidn azvilinalandnsiad (Yield) 94-99 wWeasidua nisiiuysunasassufisenualila

<

WUN15828 Y T AN A U AAUINTY WANaULALALEI18TUT U BUYDINITANDIALT
U LuanenIINWEnsine [65]
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A1519% 2.2 NM5iUTeuisuTalAneIENIaL T Rsevln wa nse uazieulel [63]

A3 AU Aze AU Asen oulasilaa
LU wiANTA
gl (aerLyaides) 60-70 55-80 30-40
nanlvsudassluihify \inay \NALeaLnes \Naleamnes
thluthiiu finansznusions  dwanszvusents  hifinansznuse
WinUnsen AU Nsen MsAUNATeN

USunauiiaeames Unf Uni a
N13 Recovery nAlasoa  81n N 48
nsibiudiateamas ynséneT ¥nsdnet Liigipeana
y3avs
3701 gn an AU

4. NaTDIALATRUNYINTTYINULATEN
gnsnanalulefiwaszulsiulagnsaiuan [62] dufodatlunisinuiisenuin

v
< & [

Y a s & @ A @ Y = aa o
FufezrlilduFunaeamesinniuduiy  samgiiludedenilsifinansznusedninis

a

Anujisemsudieamesiaduegrauin  eglsiaudnfiunalunisviujisenli
e UjAsenaziintusgsauysainieldaumgiivies wagungfinldlunisviugisen
Inealuagldaamaiinlndifestuaionveueaneseaildidu duluwniueagumainld

Y
Ao 60-70 ssruwallva finnuauussenie (eeldiuaduiussufizen)

€

5. NAYBIBATINITNIUNAL

nsnunanduiluladendendrfgun dusuuiisemsudeameiiiindu sy
S o = o a o a a & 1 < & o [ 3 Y
undiuvseleduniiunldlunisndalulefwaiuliazarelullomeniuiuueansgedias o
15eUfAsen fstudsaestinsniunauliiieansduladuujizemsudieamasiiaduiay
Aowazladululediwa [62]

2.10 WMALALAZLASIUDIN

2.10.1 N15ANEI9AUTENBUNIALAIYLATBIILASITITNISHALUUVDISIFLBND
(X-Ray Diffraction, XRD)

Aadinsinnisiuuresiviiond Wuadesdlodmiunisieeiaulifvestan
Tngordenisideauueesdsdiond lnsarusndeseidnvuslassaiimdnuazans
osrusznavluianldihe Tasvdnnisie ansfivhediniu exfivuinvesnoiaduazszuiu
wEnfunnsnsiu shlidnsarnindsnvuvessiiondiinnnuunndisty vivldarunse
Ainszsinnuduiusvesvinansuasdnuaznisidenuuld Ssaunaveneiinvesans
aﬂﬁﬂszﬂaﬂui’a@ié’mmé’ﬂwmzﬁwwamsLé‘anLuumaq%’qﬁLaﬂ%ﬁLLmﬂﬁiNf"fu uanaNiluans
Ansgidemaiannisnuuresisdienddiaunsalimumamesesdusznausialuian
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URVDIOUAIAlUNAaTEwad AnuAseaLarAnulundnvesTan uaslunsdiveanis
FaRANU9TY §9810190TLAT12W 09AUTENBUKAEANUNUNIVRITUNALUS L DnAY Tunns
AATIEANITRYIVUVOISIEBNDUU 9z1ABNANNITUDY Bragg’s law AaNNSH 2.5

2d sin 6 = nA (2.5)

g 0O Ao yuannsenu
n A9 LAUIIUIULAL

A A9 AueIAEY

Tnvaunsihduaunsdmsuldmumamenninfeauuesidiondiideiutundnly
fan ndsniuisudygaerineudimesidiendiasnvuluguievenisngania
sﬁaﬁwﬁﬂﬁﬁwﬁ@mmm%ﬁmeﬁmslﬁmLuumaq%’a?1Laﬂﬂ?ﬁﬁalajmmsaﬁwmsmmi’m
psAUsznoURsansITdnwnzLduednugIu (Amorphous) ¢ lesanansiidnuuredus
wliiliAnsfsnuuvesiviiond udegnalsimuiaiedinneinindeauuvesiviiond
dgsannsaldmumamieiifuidndiunesansnduedugilutagld lnsiisuifivuain
U3NaeIan AT IUANT A UL [66]

UM 2.19 1A3RATIBINSIEILUNYRITEBNT (X-Ray Diffraction, XRD)

NNSAUIMAT crystallite size M1 Scherrer Formula AYauN159 2.6

KA
B pcos 6
Tns K #o Shape factor (\Sudasiituagfususisnaman)
(0.89 < K< 0.94)
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D #o swnedsvewdn (Crystalline) fisnSosslulufiinig
iy Feenmazdvnmdnniteniiuruiavesoyna
(Grain size)

A #o maueninaunead @l nd iy Wi Cuky (15406 Sansaw)

[ e erunhaiimugenimidsvesiia (Full width
at half maximum, FWHM)

0 fo spmasnndsnuuresiadiing

2.10.2 MsAnw1adug1u (Morphology) UuWuRIABENAENATIAYaNTIAY
AANATOULUUFRINTIA (Scanning Electron Microscopy, SEM)

JumaiafiiinainnisAafuiiiefmuiussansnmlunisusaiiuinguesndes
qanssmiliannsouanuasrsasdenvesnmlfinniundndy  Insnisuszgndinie
Sidnaseulaunsousnuauasdeavesnmlduintuniniy Afvseauduniiadusdan
THuwnuaduuatarlfiaudauuliihuwmaudnszan waslifnsiatafiezundudugin
Sidnnseuiliinannsiidrdidnmsoulunssnuiniaede  ndufiasdgunsallunisudas
Fyaaildlidudyarunmiiumnguuseiunmeely inpdaininsldaueganaeng
Tunanganun 1w Janmans llasdidnnsetin ssdfiner Tinen uazmsuwnd Jedigaueiud
dAy 3 Usgns laun (1) mmiﬂﬁmwﬁﬁmm%ﬁﬂqﬂ (High Depth of Field) (2) @138
Imasenuezi@aas (High Spatial Resolution) (3) anunseldsufumaindy Wy Energy
Dispersive Spectrometry (EDS) tag Wavelength Dispersive Spectrometry (WDS) Wi
foyaidandl Inonsesdleflld 1Funin ndesganssmiBidnaseunuudednsin (Scanning

Electron Microscope)

JUN 2.20 ndpsganssAmiBianmseuluudainsIn (Scanning Electron Microscopy, SEM)

2.10.2.1 #anANSYIN9IUVDY SEM
PENNITVINIIUVDATDI SEM 9zUsenaumeunasniindannsay (Electron Gun)
Fuimihindedianaseuiiedeuliiussuu lnenquiidnaseuiildainunaainiinazgniss
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Freaunilatii antungudidnasouagsinuaudeusudsd (Condenser Lens) dwhwtii
Usuddidnnseu (Electron Beam) Willvuiauauas iledunisifiuanuiduvesdidnnseu
nntuddidnaseussisgiosdnsiuiauding (Objective Lens) Faivihiflunisusud
didnnseuugugilifigalifauuiinfedimed  uagdBidnnseufinnnsgnuiaingude
Aeg9azdivunlugie 5 89 200 urlwuns leelynrnainaiuaun1sdednsIn (Scanning
Coil) vesdBianmseu ﬁmﬂﬂﬁiumsmmuﬂﬂmqmsmﬁauﬁmmSLé‘ﬂmauuuﬁuﬁaﬁizﬁU
agiliinnslanUassdgiusianisgoonun [67] ﬁmamﬂugﬂﬁ 2.21

Incident Beam

X-rays Primary backscattered electrons

Auger electrons Secondary electrons

Sample

=] a o a ! a & a o % 1
E‘U‘VI 2.21 ﬂ?ﬁLﬂﬂ@UfﬂiﬂiEﬂi%ﬁW}N@Lﬁﬂ(ﬂi@ﬂﬂj}mﬂm UBeHBNNIDYI

Y

duananlanndygradidnnseusiinnnegiiindu Ao
1. 1]

o a & a [ I a &
PIUNINAINBLENATOUNAYNN  (Secondary Electron) 1dunguslanasou

Y

waanusUszna 3-5 Bidnnseulaad AedinszAuliEAllAY 10 unluues Tnedatusig
FifussBaumieniindidnaseus

2. Ay unImaIndlanaIeunsuiandu  (Backscattered Electron) 1dungu
Siannseuiidendsnuliivesneuluiunuiisuduasnssdnduoesny Feiingdany

'
a =

ganddnaseunfend afiuiIseauinnd1 10 uluwes lneldnldddusinndiaveznen

Y 9

N

e

3. duanunnannisdiend sdefidudidiendaniess Durduudménlndiifia
Mndudnesounindulaasdalidnunud wardesandsnunmeludesandidnnsoudign
Fanuyuiifindsugandt  Tnsnsanddesndsudiuiusenunlusuaduusianlni
ey linleadindanumnnesuvanoenanisasesnin slrdLannseudsnuANnavDs
Tassasanieluenou Tnsnishsdidneseuarndulaasialudununnd wosdesaandaany
adluilesaindidnasouigniwunuiifssfundsnugenit  Tasnsuanudosndsay
drudueeninlusUnduwivanluih evilviiedndanuhiudulaesidiaumd &
pAuusdn e nuemeduanyluudazsn Ssaunsadanlduselondlunsiesed
ﬁmmmé’wﬁuwé’wmmaqﬁaasmié’ﬁgaL%qﬂ%u'lml,l,azammw

2.10.2.2 @ulsznouves SEM

duusznevveIndesqanssaididnasounuudensin  wansfasuil 222 wasdl
dlsznavddnegluvieayayinie TnewiiivesdinussnouusarsullssaziBensai
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1. wnasndeddnmsaunuuludidnaseu (Electron Gun) Inevnluldunainiisainy
didnaseuildlundasganssaidianaseuluudeinsia fis Bldnnsaunnszids
ﬂé’ULLazaLﬁﬂmaunﬁaqﬁ

¢ ° Y A ov o va o ~

2. W@UASIULSY (Condenser Lens) ¥NutNvIAulRdanmsauilauIn  kagmAiny
Wudwmangauiudiedns welilanmidafiaaiindwesfinein’s n15anvuINTedEn
ANATIUILUIBLNNIUIAVDINNAIVENE

3. Ypadnd1msunsdeInsIm (Scanning Coil) vimthivsauldidnnseundoulu
LUIUDULALLNUAIUUTEUIUVDIRIDYS

4. wauding (Objective Lens) Wuaudnvinlididnasewinnmiudy a1fedunm
aunylninazauiuwdvdn auisadsuasuideiemnuautavesnints aenisusu
Usunaunseualniluvaatawaimaninida wislminnisiuasunlasninu il o dunsa
WLAAN

LY U a o Y P [ a o Y & [

5. @msiaindiannsen (Detector) Mvasudygyrasianaseuliludygrulni

wiadyaunn lnaiudygiausazgeanlaiedianasou Usingdunimuuaenin

‘il_‘l! electron gun

electron beam

-
>

vacuum pipe

oy
JUN 2.22 unun nesedUsznaundasganssaudidnnseusuudesnsia (67]

fhoganltlunisitasierdeududiogiefitiluiy  Lazdesvinliuisseniseula
E Y] ' I o o ° ° & ~ v o & '
ANuTuddegeldin i g unviedeutieliinliin  nsiedeuaziannisazay

a a 1

YosUsrguaviiulsnamedianaseunfenll dunnnlimesdulavsindou waliandeuld

Y

launnsatUsimes (Sputtering)
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2.10.3 N15AN®INISNTZAEA2UB9lanslunIWAAY219 (Cross section) BATATN
A1UUY (Top view) Aaenafinganssaididnasoaunuudasnsiaiasvenegs  (Field

Emission Scanning Electron Microscope, FESEM)

2.10.3.1 @uUfves FESEM

WATAYaNTIAUBANATOULUUERINSIAM&Ive18Ee (Field Emission  Scanning
Electron Microscope, FESEM) iuasasfioniiuseloadlunis@nulaseadnsuinanssau
qana wazilugunsaliildivegawnsuaneislunsidouaznsndnninanainnssuy FESEM
& v fa & Ao w = 9 ] o § v =
WJundesganssaidianaseuniiindeveiegafesseau 1,000,000 i1 vinlaanunsadnw
Tpssasrsvunadnszaululasusoululd FESEM dsanunsadeusioiugunsaliinsieionmids
Wa491U (Energy Dispersive X-Ray Spectrometer; EDS) @staglunis@nuivia Usuna uay
N13N388VBIBIAYTENOUSINTOLIANNANYILS Bvis FESEM faanunsaideusiariugunsal
s induielddnwidmsisiniuinguszasananedueanluigy Weounedugunsal
AnTwrinssesvesanlaglddyananmsieuuresdidnnseunsuidndu (Electron
Backscatter Diffraction, EBSD) wenanil FESEM feanunsaUssandlagieusaiuyngunsal
ruauaBlanaseuiielfiluuainatevuinidnaduuduinu (Electron Beam Lithography)

< Y1 < & A Ao o & ! =2 av v o w d'
auiuledn FESEM iluasesileniianudndudensnynideseiaeenengauazaiunse
Uszgnaldanulavainraisuazaseunqumsanuidelussaugania [68]
v 1 v fa & ! o w ' [

gNAIBENNABITANTIAUBANATOURUUADINI I AV JU JSM-TO001F 1T
napsgansIAdianasounuudeInTnfiunasindadiannsouwuu Schottky type field-
emission (T-FE) & resolution g4 1.2 nm 9130 kV wsngdmSununisingiemans
manndndisdianaseuliuaeulalugag 0530 kv dasemsldanumsizaiugunis
nuereuiines szuvgyaInaluszuua1didnaseuld sputter-ion pump @uiies
PUU (Sample chamber) 14 diffusion pump #iARANA1MTUNITILATIZRAIBANEBUD
syuUUTENoUnAIY 3 infe Secondary Electron Detector, Backscattered Electron

Detector WagScanning Transmission Electron Detector

JUN 2.23 ndpsganssAudianaseukuudeinI1afindwenegs (Field Emission Scanning
Electron Microscope, FESEM)
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2.10.3.2 &yaaunmitléan FESEM

Fuananmitldann FESEM uwuseendu 3 Useinn anudnuazaesnimiildainiain
finafiuléiun Secondary Electron Image (SEI), Backscattered Electron Image (BEI) ua
Transmission Electron Image (TEI)

1. Secondary Electron Image (SEI) Lﬂuﬂmmﬂmm‘wwlmm Secondary Electron
Detector (SED) #15UL@IWa491UA1N secondary electron wwamaaﬂmmﬂwummawmm
LuammaLaﬂmamjumﬂivmawa adiluandiifudnuazvosiufitvessumisiiauls
VLTI (Morphology) Fndisediannsouusudeuldlugag 0.5-30 Alaliad auusean
mawumummiamemaqsumsﬂﬂmmﬂﬁumm 1,000,000 i1 angldannignisldaud
mmuaaﬂ,ﬂstiiJmisLsmmUﬂmum]ﬂmmawmamﬂiumm 300,000 11 LagdId1uITn
Fenlnundlestunsavauvesszquuiuailagldausineding Wiiunuieldusyqavan

2. Backscattered Electron Image (BEI) Lﬁuﬁiyiy’]mmwﬁlﬁmﬂ Backscattered
Electron Detector (BED) f¥ue &MU Backscattered Electron ﬁazﬁaumﬂ‘ﬁuﬁa
vostusulsrianalaedyaraildludarusinaasuUsaiuaveraou (Atomic
number, Z) TuLﬁamﬁU'%Lamﬁ?uqmwﬁlﬁ’ﬁﬁmmadwLsﬁam%éaumuLamazmamaﬂﬁmﬁ
L‘ﬁuﬁ’mﬂizﬂawmﬁami (Atomic contrast) BEI SN AR INTLENREZATULANANS
YesusarUTaisnrioasUsznausssiafuld va¥a BED Wuuuv retractable dnn3
Thdeudnludunianiiotunulussninddnuuasdoussndlollldldsulfiiony
Uanndgvuainin

3. Transmission Electron Image (TEIl) L‘fluﬁﬁyiyﬁmmwﬁlﬁmﬂ Transmission
Flectron Detector (TED) 81A8uann15vad Transmission Electron Microscope (TEM)
Usggndnfassluszuvees FESEM las TED agagluiumislitusuiosundsnuain
transmission electron fingarutunu dndisdiinnsouinelidmsussuuiiiuegeanie
30 KV wartunuasfousssudeeiediaamaiiolitunuivauaiieldsidnaseu
anunsonzaruluga TED I nnitldasuansisguindlassadanisluvestuau aunsouia
Aasvenglanauseanas 300,000 ¥

uanan FESEM azannsaltiiundesanssmididnmsoudilinwnuiainstsana
¥fin (SEI, BEI wag TEI) uenanissdiyngunsaifiauuifusdl

1. yngUnInliAT189i579L¥end997U (Energy Dispersive X-Ray Spectrometer; EDS)
N3¥9ue@enanA1S Energy Dispersive X-Ray Spectroscopy Minnsisadidnnseulsii
nEanuganamngairuiunudsUsznauludeeznouvessiogluanugiuauvia 1

a

duanasauluszivdundsnululdsundsnuainnisyusungaeenluainezneu win

a

Binmsauninisuenisanendanuseninuisdrunionsuidsutundarnuduunui
Budnmseuiingroentu ndsnuiididnnseumeeeniniiaregluzuisdienduasiiananizay
sty e Tnamdsnuisdiendife EDS avanunsiinedliinunulsznaudiess
il YA UnTallAI1ENs I BaNG19IUALAINITNINITIATIENTIRLAE AT NUAIANTE
vinadadlavuiunuwdhnengdinariouinatulsznausesgeislathilas

wansnaduannsunauYessIna nsaui ussydnduliunavewnazdiulszney
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mzmaa%f'mLquﬁiquéffjwLwiazﬁmagﬂuu%nmimﬁ’w (Mapping) Uananidsaunsasiass
awnmsula (Spectrum Synthesis) Tnedl resolution 10 133 eV

2. yagunsafiinszsinaiissinvesdnlnelddyg uanmadsnuur esdidnason
N52139nav (Electron Backscatter Diffraction, EBSD) ﬁﬂqﬂmaﬁgﬂamé}éﬂLLaﬂ%}Q”mi’mﬁU
FESEM  Uszneusiendewloamleddadaiieldsudaaimannisideiuuvedidnnsoy
NILINAU

3, sqmqﬂﬂiaimuaméﬂ5Lé‘ﬂmamﬁaﬁlsﬁﬁaummmaﬁummﬁﬂawu%mm (Electron
Beam Lithography, EBL) Usznaumieszuupiuauaidiannsounsuiiamesuazlusunsy
p9NUUUAINATY EBL mmmL%&Jua'gaawé}”mmsﬁ’ﬂﬁuﬁw5Lﬁﬂmauwmmmuﬁaammul’?
aULTULTAEEUAS PMMA Lmauwmmaaﬂmw developer unz stopper Funufiewd]
anaenufioonwuuly BBL  dldanudiomsnay susugrgadesansiumsindisuiy
AIDENNINTFIY

2.10.4 n1sAnwIUBNIUSIAGI8TEend (Energy Dispersive Spectrometry,
EDS)

2.10.4.1 ®nn15¥19Uves EDS

NMTBATIENSMIESIdend dmsu SEM Tussuuiasisvikuu Energy Dispersive
Spectrometry  (EDS) #1dnn153nsiesi Ae  iiledBidnnseundinuguadeuiiiney
Sidnnseuluadlaasluduvesesmen wWu fu K ude L ududeniscreloundenliun
Bdnasou shilwaidneseuluduildsundinudinanindsugaiui wdnudamie
(Binding Energy) suaq%’juimﬁwqmaaﬂmmﬂmsLLa3‘1/‘1’11%5@%1@%&5Lé‘ﬂmiauiu%guiﬂﬁ
NntuszmsuvenilasiuinluazanssfundsnuasanlividunduBamiavendaas
AAnTswesdidnasou menmsudesndanudiiulugivessediond ugBidnnseuazidn
sunuiindsnudmuiuiindsouwhfueuuandiwossedundsnuamienanzdu
Tnasvesdidnnseu wazawizvedsimiug Jsdidmdsouiamea Fenfedienduiiniin i
lendlarnei Jauansnseiulfinisdlendiannzideguil 2.24

Electron kmocked from K-shell Displacing slectron

/

Tt Fchell L-shell  M-shell
K. L. M ar synonymous with then=1, 2, 3 quantimn designation
Electron transitions
L —--->K Produce K« radiation

) >K Produce Kp radiation

JUN 2.24 nsnszduliinssdondianizimlagldadidnasou [67]
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¢ Y oo v aaa

lussvumsieneisamesedienduuu EDS viindednieuldlutagdu Aeiiin

o o A

$Auuy SilL) FwmngdwiunisTasidiendiameiiifingduluge 1 8 30 Ala
didnaseuliad w3e Wiinvlawesunleunnuuiansas (Hish Purity Germanium, HPGe)
Feanunsatndidanesiluraanede 3 8 200 Aladidnnseulaad i TS dondieos
WU a]smﬁlauLLUaqwé’amusuaa%’ﬂﬁiﬁﬁué’ﬁgmmlw%iugﬂmaﬂﬁ’ﬂﬁlWﬂw 1AUUUIATD
Fuaailiihfinsesnvesiinazuusiunsetundsnuvessadfinnnsenuuuiaie Nty
'm]'isumaLLUUG&@@L?]IEJW%Wmmj'aa%Lﬁuﬁzgiyﬂmlw%mﬂﬁai’ﬂwmam’mﬁﬂﬁasﬂimsﬂ,u
IF384 wazlARnINaNTIATEiUURewlugUresaUnn Sy WS o aNaNT AT
wazAunMlaelusunsud5agy

2.10.4.2 MFIATIENEW

dmsunsieseisigmessdienduuu EDS anunsansziile 3 35de

1. MRS IERdDINTIAENIERUT (Area scan analysis) wael3onsneenamniiedn
LOADLTIUNUTN (x-ray mapping) Faandumsimseilaglisdiannseudensiauuiiuin
fhograduiiuilidng Tnennuniwesiiuiituiumdweeild Snvaznisdesnsimdunun
1ndnglle waranuuasan nMwildaInnsilasziaruanidnvaEn1INTE eI
vuiuiitun

2. MTIATIENEDINTIMILLLIEU (line scan analysis) 1Junsiasgilagldng
do9nTnaBidnasounIuwLIVLG0g1IRstLmlifiaula ietnauduvesidiond
wwzd feuldlunsdidesnisznveuwnvessasseriomauadlasadng

3. MFIATIBIANIEYA Lﬂumﬁmswﬁﬁiﬁé’ﬁLSﬂmsauﬂsmuagﬁaﬁuﬁwﬁuﬁa
e nsgaideaninsgiiiiefnaruiinaidiondianznsigeaiinesnis
Sdendanzifiinndiegsasingdnuniuaunis

E =hV (2.7)

We  F = nasuveessdend
1 34
H = araanuaanad (Planck’s constant =6.626 X 10~ J-s)

L = Anudvessdiand

2.10.5 nsANYINUARY vuIauazUsuasInulaeslulnsiau uaaweandu-Rgen
Ju (Nitrogen adsorption-desorption)

fuiRadevesian buautmsnmeniniiil anuddydensilldusznauns
ﬂmsm%ﬁaﬁﬁa@ﬁ?u Tuimundundndasisng 9 Alguaineaiidesnisie aud
UIRTFIUANUA nsfaiuiifnsmneyinlivaes witiisnanluiitidunisiaiinames
ualulasiouiign geduvuinvestan whuduudusiuiiiadung uazuinnsg
NyUDITaR [69-71]



a1

2.10.5.1 nquifugiunasndnnsdou

Ug‘fh% WDULNTLAZALaS (Stephen Brunauer, Paul Hugh Emmett and Edward
Teller) lé@nwnsgadunfalulanauisuuimiiuasmelugnguvesian  fuandusui
2.25 wuiufalulasaufignaeduduasiidunisiindeuuuivesanludnuasdiduluana
fufgrmudviuiiodey anduudalulnseuiindeunsnszasluindeuuuinvesianly
Snwarilduliananatedy Fuandusuil 226 FsrnwanisAnuiannsn Weuwang
mnuduiusseninTinaesfafigngadu (W) fuarmduduing (P/p,) maﬁa@;ﬁlﬂu%{u
Huaunnsl Bend1 “aumsves BET Taddl

=t (5) (2.8)
W[(P_O)_l] T w,C WwW,C\P, '

'
v A

e W = USunawaanialulasiauiignaaduiininuauduing P/Py

Y

54

(% I

W, = USinaeialulasaungnaaduindeuuuiivesansiudnuuei
Juluanatusien

P = amrwsuvendalulasuildluvaimsvnass oy
Tadnsuson)

P, = avwsuduivewialulasiau (e Juladunsusan)

C = Aasfifituagfundsnuillilunsgedu

JUN 2.26 magaduluanaveuidlulasiauvesiamlutue [69]

INANUENTUSANNNT BET Wendennsinsening /W [(Py/P) -1]1 fu P/P, azld
N3 Munse Aanandlugun 2.27 daudu (Slope, s) As@NNTs ;



a2

UALINAALAY y (y-intercept, i) AENNTT ;

i=— (2.10)

BET plot for a bow surface area alpha-ahovive determined on the Crenurd 2360
20
18 I N
1.6 ’
1.4 T
12 . |
10 .
08 - |
06 - | [y
04 |
02 |

IR/ -1))

n ]
UDEU 002 004 006 008 010 012 014 016 018 020 022
PR,

'
o

JUN 2.27 nvanuduiusseninuTinaesiagnaaduiuanuauduing [69]

Usinamewfialulasiaungnaeduuniavesianludnwasiduluanatudes (W)

AUIAULABYN s WAL | WNUATIUANNTS

W, =— (2.11)

SRS T~ (2.12)

o S, = Hufiinvesiag (misedumsnamns)
N = tavorlangilas (6.023 x 107) (mieilu luanasiolua)
M = svinluanaveufalulasiau (28 niuse Tua)
A, = fuiinthaveduanavesufalulnaauiigngadu (16.2 x 107)

1%

hedumsnauuns)
A1 S; AldlevsmeUsunauvemegaianilinagey (w) aglariuniiging

MhudumTuunsiansy

_ 5
S—W (2.13)

USunmsgnsusiu (V) wagauagniuade () vesdan Aunalaananuduiug

B9EUNNTAIL
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Wg
Vp =— 2.14
P p (2.14)
2V
Tp = —= (2.15)
St

Tag W, = Usnameudalulasiaufigngaduuuinvesagiinusdudusing (PP~ 1
r = aumuuiuvesdlulasiauiigngeaduuu Rvesiagiinnusudising
(P/P)~ 1
S, = Wuilivesagiinnaeuls

Tunsvndeuferiesinzivafiufiiad iy wosUiimssngy fauandugui
2.28 Hiwaddmivldsedne (Sample cel) $1uu 2 wad wadwilsussyTanednsi
Foamsnaaauituiiingumg dudneadliléfansosh i didugadssdateunis
naaey fesliarudounniwadiivsstanieaiioldmutiuuaslinanavesaisgngady
vinduliioonanintihuesiansesns andurilieadiiaesduayaine dWelknely

wadliilluanaveuiavindunouguiwadieass  adduniguziussylulasiaumnaiieln
waansaetaglunnggungisantuiiusialulasaudiunluwadnsass  laouia

Y
Y I

lulnsiauidiunlugaaniifandiegaazgnanduuuiinvesianyinlianudunielugad

' '
£ )

vsseiansneganasaunseisasdl  (P)  luvaziiwadilifvagiegrsanuduvesuia
Tulnsiouasasit (P) ﬁﬁauuaﬁLﬂ%qﬂ’uﬁﬂwaﬁammmﬁuﬁuﬁwé (P/P,) wazUsunouvasuia
lulnsaufigngedu W) Tnefanfesn  andueiesazdesuialulnsiaudiungn
Wuigatuadausn LLazLLﬁ”aluImLﬁ]ugﬂ@m%’mummﬁumﬁ%ﬂLﬁuL%uﬁauﬂizﬁQﬂawmﬁu
meluwadiiiiandietadlianas (PP, = 1) uansd litiansgaduuialulnsiaudnudy
mﬂ%’azyjaﬂ'ﬂmmﬁué’uﬁwéuazﬂ‘%mmmmLﬁﬁlﬂ&liﬁﬁgﬂ@ﬁ%ﬁlﬁ wSawnsUsyaaana
Inglalusunsumuaunisves BET LLammaaaﬂmLfluﬂ'wﬁuﬁﬁﬁwLWﬂzLLazU%mmsuaagwqu

JUN 2.28 LATRIATIBNVLIANUNRIT LA USATINTY
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2.10.5.2 lolamaunisgadu

msgaduiduufisermennuou  Uedediiinasiensgaduie Awduvieniy
duduvesiagnaedy gumgd wlinvesasgnandunararsgadu dsdulunispaduasdes
filafadladowmanisng  Tasihldnazavauliguugivesnisgeduliagd  wazdnu
mnuduifussenineUTinavesiigngaduiuaiufunsomnududuresansaraefianiie
augavesnsgady Inetdunsnifiuansamduiusinanizondt “lolewmey (sotherm)”
fanandluzul 2.29 Fadumsuunlelumennsgaduufaniuszuy IUPAC Taglelumeon 5
wilausn (Type | 83 Type V) lﬁgﬂf&’%l,uﬂl’iﬁuwi U a.e1. 1940 Taetnineeans 4 vinu laun
S. Brunauer, L.S. Deming, W.S. Diming and E. Teller #3oo1at3ann1s3nwuntoleimneu 5
glausnIndunssuunmauuyes BDDT [72-73]

Type | Lﬂulaiszjmamm%’ums@m%’uﬁﬂmmu%’jmﬁm (Monolayer adsorption) %38
Bondwuuuaadles (Langmuin Wunuuidiefign Wuusingnisainnsgaduvesansilaidl
Ay videfignguriadniduanuaunnn Wy dutusiud viedlelad wuvidlunisgady
maall warnsgedunInenIn Faiinunisgaduaniittuegaminiaifiausuduing
(Relative pressure) saq uazfinTmsuduinsas 1ilng 1 asfimageduifntudisndniios

Type Il lolowmougudued (S- -shaped isotherm) fnazinfuiagilifanungurie
fAnunguvunnivg  (Macro-porous) Vl%mLiJaEJum’]W (Inflection point or knee of
isotherm) usumiisiiiovignaguuuuiudenfovaysaiuds Weriuarmduazsili
nsgaduiiatusnnnimilduseiunsgadusuuidadunmsgaduiuumaiedu (Multiayer
adsorption)

Type Il Hulelmmeviilifigaiasuns Gsusradionszan Telomeunuuil
Aognuininazinfunsgaduiilduduse  HunsgeduiliAatufuresudeilisiyngu
(Nonporous solid) uazvesudsnfisnguvunadnifudning uidumnifussiagaszning
Maady LLaymaﬂmmumimLLGUQLLNMWMUIM@&J \Anmsgaduuuududiniiniudy
s wiiileinnsgadunuuvaeduaniAnussisg asevineiagnaadudeiuosihlif
fﬂm%’ulmmﬂsuummmmuauwmmmqa

Type IV Wulelowmeniinusnnlufaniifigngudulngidusnguruinnats @uing
wyusEing 2-50 wluwims) luraausndadimanududuinsadulelomenazmiloudulele
wenyiaf 2 mﬂﬁ?umsaﬂ%’uLﬁmﬁuaémam%aLﬁammé’ué’uﬁm‘qﬁmﬁmmﬂLﬁmms
AIULLULATAANS (Capillary condensation) ﬁuiugwqu FavliAn Hysteresis loop Tutd
Desorption #sdfayavasnisiinnismuutuluiiauedaidannsaisndiamnisnizae
YUINYBIFNTU (Pore size distribution) luvesudsiifignguruianardls mseuuvuuadans
yilseiae Desorption HUSMagaduTigeninnsinnisgaduiinaduinty

Type V wiloulelowousiln Type IV awduilssinnisaivwdulugngy @
Hysteresis loop) Telawmennuuiasnulivestn

Type VI ulelsmonuuututiule ( (Stepped isotherm) lelowmenuuuiaznylivos
i Tnsannwulussuuiidumsgaduuuuduseduuuiuiiiafideudrsednetu (Uniform) Tng
EU57&“0@&181621LV]@NR)%“UUE]Q?]U‘S%UU warguunillunisgatu
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Specific amount adsorbed n

Relative pressure p/p°
JUN 2.29 leloweunisaadu [73]

2.10.6 n1sAnEIAMUAIUMIUlNANAeASaaRtkes (Multimeters)

ffaffmes (Multimeters) Aowp3aadiofanndluiiifianunsaausunadninldvane
Usinas usinlitasusuna Tnaunsesaduliadiines weudfiwes vde Teviuiimes uax
denlwihnszuanss (DC) visellfinseuaadu (AQ) ¢ dadfiwesurswiinlinauaudiinigie
and 1w Snriang amnnd warneaeunsudanes Wudu nmsuanmavessiaiiines
wisoanidu 2 wuuRe TaRfimasuuuldu (Analog  Multimeters) Ausaffinasuuudaias
(Digital Multimeters) [74] Inelusmisedesldariinesuuuiaias

=)

5UN 2.30 dadslmasuuuiinay [74]

TaRfiwesuuuiias (Digital Multimeter) Wudadliwesnuansuaidudiay deiuis
esensthlUld uidvinsiansedeiaferavhliiaasdigansademedenindadines
WUy dsdunisihdfadiwesuuuiiavanldiudsdesdinnuszdnse Tageu

2.10.7 n1sanwIaIaUsEnauNIwAlintaannssulunIswanilafnnsudines
lalasSiudunlansasuialasunlansii (Gas Chromatography, GC)

Gas Chromatography (GC) Juwmafiansuenarswandil polarity #1 @13@a9e14
Aossyimeuuniianiole a 9a@nans carrier gas LU mobile phase a1nUuUNIAISLIg
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AoaNUTdliNgegiuN (Stationary phase) Juvesnas (Liquid) vsevewds (Solid) v
nihfkenanskargnaTvinludiuesinamaisiely [75-76]

g — -

g‘d‘ﬁ 2.31 wSeufalasuilans1# Gas Chromatography (GC)

2.10.7.1 wallalun15itAszn

wedlelunsimszii 2 38 ol

1. Gas Solid Chromatography (GSC)

Tdudnnisnalnnisuenuuugadu (Adsorption) ey stationary phase \Uuvasuis
flanunsngaduansidunfanielefidesnsusnlsldusnansifiluanaidng famnsaasy
Wuuiansele Inedl active solids (Adsorptive particles) ﬁu33§a§1uﬂaﬁuﬁLﬂu molecular
sieves %58 porous polymers, silica gel, alumina Wa¥ activated carbon

2. Gas Liquid Chromatography (GLC)

Tvdnnisnalanisusnuuuntauen (Partition) arswanfidesnisueanegluanmitidu
wiavsole Weruihdaediiazueneenandulasanuuansiislunisnszatedeglua
\aouil (Mobile phase) Thufeuiain (Carrier gas) Favzvimihiing volatile component
Tunedutl TnsnuaytRveufading fifsd dos (nert) liviufiSenfuarssoganioansi
fipamsuen (Stationary phase) fimsuwstios thwiinluianash mde mAgn fauuians
a¢ uazmngAuszuunatailiufannfioonanviowfamsinliuianilagsiuviefiuss
¢ molecular sieve titetaedaletvieleviu wianiiideulneilldud Tulnsiau
lalasiau uazdidey

dulagfudl (Stationary phase) duveamariindeusguuiiives inert solid
support avimthiing separated component Ufs detector I@aﬂmamﬁaﬁum Solid
support Sai 1ioe ﬁ‘ﬁuﬁﬁaga flvunaftadae (Uniform size) wavvosudedunenfifes
1970 celite ¥3091314 glass beads

2.10.7.2 dulsznevddgrenaiowialasuilang i

1. @1u@na1s (Injector)



ar

Aedrufiansiedisazgnaninginissuazsemeiduufanfoutugniinlmdu ﬁa
Wenfunounaziingredund (Column) gamnliiivanzauvesdindaansasiugamniigs
woitagihltans Megsanunsaszmelsusdodlignyinliaatess (Decompose)

- fhviazany (Solvent) Mldavansanssogie lawn ether, heptane 38 methanol

- gamgilvesdrndnans (injection port) Fesgameiiaziiliansiegiaians
nanewduleldegesinsy widedliinliansiegaanesuasgenitaaumalivesneadul

2. w19y (Oven)

Aodwilidmsuussgaeduiiionly uasduduiimuauenmgivesaeduniliivasy
lﬂmmmmmmzamﬁ’umiﬁgﬂﬁm%qqmmﬁmaqLmauﬁ?mzmmsaﬂ%’mﬂﬁau%’ 2 LUUAD

- isocratic temperature (Isothermal)

- gradient temperature (Program temperature)

Yofu8an1591 gradient temperature Aoanansaldiuassegiidgaiionning
(wide boiling range) tagditiwaniiallun15iAIz1 (analysis time ) adlasnee

3. paawil (Column)

4. fnsIInde e (Detector)

Judruusenevitdrfguennieufalasulansil  Insasdudiuiaglddmsu
mammaaﬂﬂiuﬂawuaaiuaﬁimaaawqmaﬂawsmLiﬂaulauumﬁsmmaamwlammmmmsa
Guaqmsmiammuu%waaﬂwumaammammammmwLaafﬂ,ﬁu Imammammammm%m
mimaﬂumuammmmaaLaﬂimuﬂa (Electronic) Aeudslguhussananatiierinnsidey
Hurnuduiusiunanldeenuniu chromatogram fefunisidendansiaindyainsdos
limnyatvansfiagdinsen

audivewhnaiadyaiadsed fanlifivme fianuaigsnniazuiugas
anunsolidyaraduiusfuanududuan sidudunsdugianiiae gaungidiulugazed
Tushsgaumaiiviesiia 400 ssrwaldoa natlunisnevausady dmnugniesuaztindede i
ANNTIzEe wazlivihaneans Tnesnsatnduguaswiadusmnsaindygiasiill
(General detector) @11150RMTIVIAANTLIANANLUTELAN LazAInTIAINFY1LUULEDN
(Selective detector) Bsazannsaiuanzansiilassairaanty fngileddu (Functional
group) W300EAY (Atoms) FITNIZLLA

fnsaviadynnditonldfe Flame lonization Detector (FID) Ffinnidnwayuasd
Fmawoslugauaununneds Taefindnnisie msdunulevesansiieeninainasduiily
Wailvredlalasauluonevdesendiounar Tnlessuiliintuanesussnavvesiiniiean
mﬂﬂaé’mﬂmaﬁ%ﬂ%mmﬁmmsamaﬁﬂﬁwqm (Minimum detectable quantity, MDQ)
Wirdu 107 n3u wazdasesnsminasguiidudunseds 10 ansUszneunansogiaiil
aw1sansaaalae FID 19y lelasiau lulasiau 1 lelasiaudalid dameslneenles
woulandle uazansuaulneenled a1suszneulslasaiveniiaznsiaialae FID ¢ 2sdieq
ANU1I0NIUNTZUIUNTTODNTLATULR

5. seuutudinuagiiudeya (Recorder, Integrator)

6. nailszuanslugUvedlasanlnunsy (Chromatogram)



48

L

2.11 9ueMNeg29949

yndinaluanudunuazanudfyresnddeluund 1 udrinisindeulany
niudtuszivuluanslaonszuiunmsyulangseliinasuunfueuifemanunsolunis
hlihdegndanszsifeislelasmesiaioussyndlfilusissufazonduisnnsiln
failuduremnuiuasvdnnisiwenununeandeediiedosiunuitedifeans
iyl luenAfedls Wy nssuaunsdunseifisesiu nszuiunsdunseisg
Ujjisen ﬂaiﬂmsl,ﬁmﬂﬁﬁ%mlumié’qLﬂiwﬁmsLamLm'qLﬁaLﬁuﬂizﬁw%mwiuﬁwﬂm%aLWS@
nalnnsiiaufiselunsdauaszviiifutomas uasssesuriaiig wasiavedansi
Tlunsduaszmdudusfisen Jusu

FusauFAzendily 1oun fuseuiaserngulangnsnddutu laveasi (Co) dniAa
(Ni) paUes (Cu) TwAURTY (Mo) wazwnandidu (Pt 1Judu waziidifnydeaifmsessu
(Supports) Aitlitudiia (Surface area) GN Wiolilanzanunsainzantussessulduniu e
ihluufAseesilimissiisedudatuasaesilsinntu ianisiedenisnsyaieves
anviodllumsviuiizensnntu fasesfudaseufisen (Supports) tuldgnAnunlivans
nauuiv Wy exgililleusanlen (ALOS), Faneulnesnled (SI0y), Innullvulasenlyd
(TIO,), N33l (Graphene), lalat (Zeolite), F3suponlan (CeO,) uag uunii@enoonlyn
(MgO) Wudu nszurunsildlunsdauasieifisessu (Supports) Tulivaneiseeiu 1wy
Budninsaluis (Electrospinning process), N15447 (Calcination process), 19a-1aa (Sol-gel)
wazn1IANALNaUII (Co-precipitation method) tHudu wilusuddetiavldnssuiunis
lelasmefianfuenluwdulunmsdaunseifisesiu warnseviunsildlunsindoulans
asvushsesuiuiinaneisme wuen (Impregnation) 7a wet impregnation (WI)
e incipient wetness impregnation (IWI), flame spray pyrolysis (FS), kagn1sannznau
(Deposition precipitation) tJuAu LLaﬂumu%’aﬁaﬂ%’ﬂ5zmumisqu“[awﬁastWWﬂumi
dunsenduseufiselans

naAsudunalidudansueuiiituiitngauasilwiilafdy lueidetald
nszurunslelasmesiiansuauluadu (Hydrothermal Carbonization ) Fadunszuaunis
fidre Lidudeu Manmailige duyus Tnendadusiildaziinegwaiiane wazaansa
venguunlUiluszdugnannsald AddyRondntusitldsinuiiingauariilainléa
PantumeunarnalumsrandisessuiiowSeuiieuiunenseuiunis uaganunsatily
Usggnaldandldvarnvangiduiu lnglusmiAdeiifenfuujiseolelasmefiaaiveulu
Fu dnlvgasilunsfinvinavesgungl wazalun1svUiATendid swaneafiudian
§umg (Specific surface area), Afosasvomandniild (% yield), Sasdulslasiause
ASUDU (H/C), dns1drueandiaunan1susu (O/C) uwazA1AINTaU (Higher heating value,
HRVs) udu fail

Tud 2011 M. Li, W. Li waz S. Liu [77] Tavinn1sdaiasnzit carbon spheres (CSs) 9
a11150AUANTUIALATUTINMYam Nl wiuin lagldnszuiunislelasimesia
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(Hydrothermal) @sfinglaa (Glucose) LHuassesu ndaantiuinisnsedu (Activation)
selnunadonlansenled (KOH) iewiuiluiiin (Specific areas) Wiy carbon spheres
IngagyihnisAinwinavesaududuresnalaa 1an gaumgll wavnisvigisenlalasinesia
pdafiz  Adwmasovunuazdugiu Fddindeciianeidedl SEM, FTR, XPS uae N,
adsorption-desorption isotherms Lﬁaﬁﬂmﬁmgmuammmmcarbon sphere ilandu
vuitui uazlassad1agngy (Porous) 194 carbon sphere 91NN13ANY MU digTuuay
M15N5¥ANBIUIAYES  carbon  sphere  awnsamuAuldiIensUuAsuteuly
(Parameters) lun1naaes gaumngiilunszurunislelasinesdasening 180-190 03N
waldea WWunan 4-5 alus wnefiasinnisnedaves carbon sphere wlowfiuanuidudu
193nglAd wuInYes carbon sphere agiutu Wouleilldansazasnglaa 0.3 Tuasedns
wazviufAzenlelasmesiafigumall 190 ssmwaidoa Wunan 4 dalus nanseaosde
carbon sphere fil#agnszmeuuiiuindednumrduguin (slfanssunduiu) wasiny
flafduilusendiau (-OH wag C=0) F1uuun YUIAFUNUAUGNAI9YY carbon sphere
Hu 350 wiluwes Wokiunszuiunslelnsmesiandssi 2 swuirauiaves carbon
sphere avanaqiu 250 wilung uaziderinnsnszdude KOH agwudn carbon sphere i
Igefisuadunsenay faiuiRufindudu 12628 mmaunsieniy Usinasveasngu
seivlalas Wy 0.44 gnunaiiauRnssensy (397 2.3)

M13197 2.3 AUREIYes Carbon sphere waz Carbon sphere lavInn1snseRY [77]

Sample Sper (m* g7") Semicro (M* g ") Vi(em®g™") Vimicra (€’ g 1) Vimeso (cm* g ') Ratiomicro (%)

(&) 139 1.9 0.03 0.001 0.03 29
Activated CS 1283 1013 0.61 0.44 0.18 72

1ud 2013 Y. Gao, X. Wang, J. Wang, X. Li, J. Cheng, H. Yang wag H. Chen [78] l#
AnauYI (Water hyacinth) anviujisenlslasmesiaaisuouluwdu (Hydrothermal
carbonization) Tagagymsfnwinatlun1sinufatendesl 30 uifl Tuaude 20 dalue 7
gumndl 240 smiwalTed JsmdAndasinldainnszurunislalasmefiaasueuluidy
B lelaswns (Hydrochar) antuisndnwandfinaeiivazlnsadadenidinss
é’ﬂﬁ Elemental analysis, TGA, FTIR, XRD, XPS, SEM gy TEM INAISANYINUIN Lﬁanm
114ma‘1/1’1ﬂ§ﬁ%mlsﬁ,ﬂsma%ﬁam%vaulum%’uma%u f1 Higher heating value (HHVs) qg
By 16.83 wnnzgasienlansu (MJ/Ke) fs 20.63 winnzgasenlaniy (MI/Ke) Tneouludivi
TldiAn HHVs geflando AanlunmsvihuFAzenlslnsmesianfusuluedu 8 $alu (20.63
winnzgasienlansy (MI/Ke) (s1eil 2.0) fasurnazwdeuluidudnudszneudifienandy
wan fidnuarlassainaiiiu coreshell Usznausemyilsdduiifuneendiausiuiunnn
waglaa (Cellulose) uag Ladliwaglaa (Hemicellulose) lulalasyis azifnnszuiuns
dehydration  Wa¥ condensation  polymerization ﬁlamuﬁzﬁ danalyiuSunal carbon
microsphere 10 wagiteululalasmedtansvenlueduiiviar 24 F3lua wudneziin
1A398579 mesoporous ﬁﬁmmLaﬁsJiLLazﬁﬁﬂwmzaé’mgmﬁﬂé’mmqﬁw (Sponge) Ha TGA
wandliiiud lelasunindannn 4 Hlusasinginssuadrosunsilnlslada
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A15199 2.4 % C, H, O, N, hag Ash $3u3A1 HHV way ensrdulalasiaunensueu (H/QC),
2ONTIURBANSUBU (O/Q), way tlasusaasuau (N/C) AlAannn1syi
Ufnsenlalasiesdanisuouluedu (78]

Residence time (h)

Original 0.5 1 2 4 6 8
C (%) 29.75 4426 4599 4445 4651 4463 4897
H (%) 541 4.29 422 4.05 4.09 412 4.63
0 (%) 247 2401 1796 1748 13.76 1367 1447
N (%) 2.03 25 2.89 2.78 28 2.86 2.77
Ash (%) 38.11 2494 2894 3124 3284 3472 29.16
HHV (M)/kg) 13.78 1683 1841 17.72 1915 1858 20.63
H/C 2.18 1.16 1.1 1.09 1.05 1.11 1.34
o/C 0.62 0.45 0.29 0.29 0.22 0.23 0.22
NJC 0.06 0.05 0.05 0.05 0.05 0.05 0.06

Residence time (h)

10 12 14 16 18 20 24
C(%) 4476 472 4445 4707 4557 4639 4646
H (%) 429 43 411 446 375 36 3.08
0 (%) 1321 1315 134 1181 1254 1271 1331
N (%) 305 29 302 298 311 293 307
Ash (%) 3460 3245 3502 3368 3503 3437 33.18
HHV (MJ/kg) 1895 198 1855 2023 1856 186  19.06
H/C 151 1.1 111 114 099 094  1.03
ojc 022 021 023 019 021 021 021
N/C 006 005 006 005 006 005 006

1T 2013 C. He, A. Giannis way JY. Wang [79] lévinsiuaeulaau (Sewage
sludge) Tidudamdmdsiiazarlagldnszuiunslelaamesfamvoulusuiigungd
200 esrniwaidoa iuna 4, 6, 8, 10 uaz 12 Halus Tguszasdlunmshnisvaassdsd
Anwdnvaidomdmedlalnsd (Hydrochar) esurenisredvestalasung (Hydrochar)
pAUTenavasaluninuiAeafuouluduiidimadednuusgvedlelasenf uas
Ansginginssunsimniviivedlalasvfuazdssidunannudululdveslalnsun{fiee
Wagulududenasazenn Ima%ﬁwmsﬁﬂmauﬁ’amaqé’aam%aﬁmwﬁﬁ’qﬁ CHN/O,
BOMB, FTIR, SEM waz TGA 29nn1sAnwIwUIN A1 HHVs vaslalasunsidu 0.98-1.03 1inves
Thau (1319 2.5) uenantiu 60 wedidusvedlulnsiauuasdamosazgnioteendmalils
Fowmndudilazen \loannUjAzerdleinstu (Dehydration) — wagfiasuendiadu
(Decarboxylation) 8nsdulalasiausensueu waveandiauneaisveuanandu 1.53 uay
0.39 gy dwalidnsdudomdaintudu 0.18 (M9l 2.5) nviuFATeAsUen
luedulunafuiiursdsannyilsdduiivsznoudseandian Turaeilassaiisesls
wAnAfuauiinty dwalilelasunidaruliveuti (Hydrophobic) g9 UATe N sl
voslelnsvsazinsuaziimnuaiosninlaay msglindanulunisnszduingi
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AN5199 2.5 Aensiaulalasiauseansuau (H/C), aandiausannsuau (O/C), dns1aIu
Wawnas (Fuel ratio) wag@n HHVs [79]

Raw sludge Hydrothermal carbonization”

5-180 5-200 5-220 5-250 5-280
Ultimate analysis (wt, db”)
C 38.55 39.98 40.39 41.60 45.23 48.45
H 6.46 5.92 5.78 5.41 478 4.13
o 46.50 46.68 46.59 46.67 43.66 42.47
N 8.05 718 7.04 6.10 6.14 4.94
S 0.44 0.24 0.20 0.22 0.19 0.01
Proximate analysis (wt¥, db’)
Volatile mater 66.87 62.28 61.13 57.19 50.39 47.28
Fixed carbon 7.07 8.37 9.30 9.50 10.70 12.70
Ash 26.06 29.35 29.57 3331 3891 40.02
Fuel ratio” 011 0.13 0.15 0.17 0.21 0.27
HHV (Ml/kg) 165 17.3 175 183 20.2 224
Energy recovery
Product yield (%) 93.9 92.6 88.7 834 80.4
Energetic recovery efficiency (%) 92.2 91.6 93.1 90.3 89.6
Energy densification 1.05 1.06 11 1.23 1.36

@ Dry basis.

" Fuel ratio = fixed carbon/volatile matter.

© Mass of product/mass of feedstock, db.

9 5-180: treated at 180 °C, S-200: treated at 200 °C, $-220: treated at 220 °C, 5-250: treated at 250 °C, S-280: treated at 280 °C.

Tul 2014 D. Kim, K. Lee waz K.Y. Park [80] lsviufAsenlalasinesianisuauluiy
Fuiilowdou Anaerobically digested sludge lUifwdomasudsfiazenn Tnavinnns
Usuwasugamgilunisiugizenlelasmestadu 180-250 eswrnwaidoa finan 30 w1l
fnqusvasdlunsdnudifed Anwnavesgamniifidsuasienszuiunisnses (Filtration) wag
nsf1deluanavesi (Dewatering)  nsUfuUssantfidonasonanausiildan
nszuIuN15lalasmesiadin Anaerobically digested sludge wagn1sfmuAguMQitunIg
vufisefiniigavesnszuiunslelnsmedda :nnmsanwinuin f yield vesnansdnusiiy
88.7 \Wesifus wazEnergetic recovery efficiency Ju 931 wWesidud (5197 2.6)
ndsaniiufisenlalaswmestansvouluadunar dnsrdrulalasiaudonisuou way
panTLaufeA s UaLIzanAd 1HasaInMTAsULaIaATl 99nKaYes FTIR Wy
nszvaumslelasiesianfuoulumtuaztisanuyilsiduiiiu C-O wag Aliphatic C-H usi
tofumyilerduiiiy Aromatic C-H (Ul 2.32) fafuaansoaguldinssuiunislelng
westiaasueulutudumaluladfifivselovilumsuuusandives Sewage sludge 19
nansuifidudomdudafundinuiiazen Tasnsdsulasadamsmeninuasmg
LAY Sludge

= wa = a v cavw '
M13199 2.6 aulanaaives Sewage sludge uazHansdusnlaannszuiunslalasinesia
Asusuluwdunaumgiiseg [80]

Raw sludge Hydrothermal carbonization”
5-180 5-200 5-220 5-250 5-280

Ultimate analysis (wtk, db®)

C 38.55 39.98 4039 41.60 45.23 48.45
H 6.46 5.92 578 5.41 478 413
o] 46.50 46.68 46.59 46.67 43.66 42.47
N 8.05 7.18 7.04 6.10 6.14 4.94
s 0.44 0.24 0.20 0.22 0.19 0.01
Proximate analysis (wt%, db®)

Volatile mater 66.87 62.28 61.13 57.19 50.39 47.28
Fixed carbon 7.07 837 930 9.50 10.70 12.70
Ash 26.06 2935 29.57 3331 38.91 40.02
Fuel ratio” 0.11 013 015 0.17 0.21 0.27
HHV (M]/kg) 16.5 173 175 18.3 202 224
Energy recovery

Product yield (%)° 93.9 92.6 88.7 83.4 80.4
Energetic recovery efficiency (%) 922 91.6 93.1 90.3 89.6
Energy densification 1.05 1.06 1.11 123 1.36
2 Dry basis.

5 Fuel ratio = fixed carbon/volatile matter.
© Mass of product/mass of feedstock, db.
4 5-180: treated at 180 °C, S-200: treated at 200 °C, S-220: treated at 220 °C, 5-250: treated at 250 °C, 5-280: treated at 280 °C.
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000} e e N e et

JUN 2.32 N9 FT-IR ¥83 Sewage sludge wagnansiaueinlaainnszuiumslalasimesiia
AsUaul ULy [80]

Tud 2014 G. Pari, S. Darmawan Wag B. Prihandoko [81] l@¥innnsdsasist
Activated carbon  #ifgUsrndunsinanandudivendwazudadudivenalagly
) I3 o a = = <
nszurunisielasmeiianisveulugdungamaiigwgaidu 250 serneaides \Wunian 8
Tl waznseduselnunadeulansenlen Swdndmuannla (Hydrochar) azgniAsizviaag
XRD, BET wag SEM a1nmsfingnudn nisliiudvzuaaluingiuasiu duannfivziiianis
ol Carbon sphere uafamsidnwazluduly Reulviuilalasynsnlaanuteiu
dusndmanivansazaelnunal@eslansonlonludnsidi 3:1 uaglvigaumgil 800 aam
wawdea 1Juan 1 93lue Activated carbon #ildiagisusiadunsinay SnunRulu 986
U U 2 Q g.JI a U U 2
ANFINNATABNTN (M/e), Ysumsgnguvianualu 0.57 gnuiadwufiwnssiensy (cm’/g)
a v < 3 a ! o 2 ¥ 1
wazUsuagnsuseavlulasidu 046 gnuiaduRiunsdensy  (cm’/g) vuiadusu
¢ [ =
Augna1aveIgngdy 1.6 wilwuns (M550 2.7)

A1919% 2.7 ALY Activated carbon ann1sviuisentalasmesianisusuluwdu

[80]
Micropore i /
' BET Micropore Total vol. 4 Micropore Vol/
Sample Diameter @g) () (ce! Vol. Vol. total
m” m° cc
(nm) § . 2 (cc/g) %)
ACTE 1.66 986.2 899.1 0.57 0.46 80.70

NNsANY ATt iinazIatlunsviugisenlelasmesiansueuluedu
uéh wuihmsazdedligamgiieglutag 180-190 esmiwaiioa uaziian 6-10 Falug Jaawyh
TRl A B SR A ARSI (Surface area), Yosavuosnandndild (% yield) wazan
AUSU (Higher heating value, HHVs) ﬁqq

Tud 2014 W. Wang, K. Zhang, Y. Yang, H. Liu, Z. Qiao uag H. Luo [82] lavinns

v '
aa

a A =
UNWUN ']Ej\‘iLLﬁSlI”U‘Ll’]@

(3 a a

dunswriegililioueenleanidsnsuszauiuly (Mesoporous AlOs)

Y

(9
o

'
a
i
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durugudnansvesgwguiining dmduiduisesivlumandeudiseujizer lagld
ovglifudamn (Aluminum sulfate) Wuansdadiy wazuaslands (Ammonia water) LHus
U$U pH fenszuaumsnnazneu (Precipitation  method)  fiinsufudsslasnisld
ultrasonic cleaning bath titeliAnnamaaiiuazmenenmanniy, nswWasuisnisan
Tngn1sansmaleniuea (Anhydrous ethanol) W nadsseifiomdntiesnaindedig,
nsLiinansanuseiaiy (CTAR) Tuansisduitediudfsnsneswaniusglelnsiaussninanisou
(Drying) wagn"9i1 (Calcination) ntudegsiildazgniiaeidag FT-R. XRD, N,
physisorption, TEM wag TG-DTA 3991NNAN1SNAG8INUT Imaa%ﬁqaqmﬁamaaﬂlﬁﬁﬁiﬁ
NMSIIMSIaedsl 131910t Al(SO,)-18H,0 55 nsu azangluth 900 Saddns ald

Juansazany NH,H,0 Fsazgnifinadlu ultrasonic cleaning bath igaungil 40 091
= - Y v Y o |aaan 1% =~ v oy Y v H
walged  Weusu pH Tl 8.0 waamﬂmﬂgmmLLmmvﬂauam’mlmvmmamam
auﬂsvmmuﬂauﬂawmu SO uazr BN meiguugil 90 esriwaLiys e
3 dlug mﬂuummauammvmmqmaLamuaamamammaaﬂ WingnaudvIHaNiy
CTAB (2 n¥u) uagteniuoa (50 fiaddns) Mntiueufigamgl 120 ssmiwadea Wunan 12
FIlus uazigaungl 600 asrnwaided Wuian 6 93lus Tu muffle oven @asseasuiila
NNTNAABIRINGTT Houly A-E-3-C-600 (1151991 2.8) azdiAuiiauinfiandu 412
| [ 2 a < 3 a ! [ 2

AITNLNATABNIN (M'/g), YTuINTVoIgNIULlU 2.3 gauIANLTUALLATRDNIY (cm/g) uag
guraLduugudnatsesgnguly 19.2 wiluuns warAuEadesiinLsaugs (Wnnd
1000 asrngaidea) Lumsossudmsudiusauisen NiMo-based sulfide Tuujfzenlalas
foengilutu (HDO) vad p-cresol Ban15FaTessuagilifiousanlenilaseainagniuseAuw
oA Azdanalyl active species AN1INTEANLHIGE UaTNITUNITVBIAITAAURALHANSUITLU]
W3UIA5I FeaztreUSuUse HDO activity veedaLsaufnzen NIMOS/ALO; 1a

M15197 2.8 ATIUTTED USunsueegngu wasvwinidusiiugudnatsvesgnguluioulusiieeg

[82]

Samples Sger (M?/g) Vp (mL/g) D, (nm)
A-W-2-600 156 0.5 3.0, 7.7
A-W-2-C-600 164 0.5 27,95
A-E-2-600 381 1.5 22,126
A-E-1-C-600 352 1.9 15.6
A-E-2-C-600 407 2.1 159
A-E-3-C-600 412 2.3 19.2
A-E-4-C-600 374 3.0 20.3
A-E-3-C-800 229 1.7 33.0
A-E-3-C-1000 149 1.1 332

INANT19N 2.8 WuIeuly NiMoS/A-E-C-3-600 awdl HDO activity 7igdan Liesain
M504V (A-E-C-3-600) AAunRInunuaziivuinidusuaudna1anniie dazyiguiuls
NNNTEYAIVBY active species LAZENITINITUNTVOIENTAIAULATHANTUTLA
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M19199 2.9 % conversion, HAAANIITILA, SR31dU HYO/DDO wagdnsINsinUfisend
panTuU [82]

Catalyst Conv. (mol%)* Product (mol%)” HYD/DDO® D. R4 (wt.%)
MCHE MCH TOL

NiMoS/A-W-2-600 47.1 2.3 583 394 1.5 44.1

NiMoS/A-E-2-600 763 2.0 629 35.1 18 74.1

NiMoS/A-E-3-C-600 83.8 13 69.2 295 24 822

NiMoS/A-E-3-C-800 62.7 1.1 67.1 3138 2.1 59.9

2 Conv. (mol%): p-cresol conversion (mol%).
5 MCHE: 4-methylcyclohexene, MCH: methylcyclohexane, TOL: toluene.
© Hydrogenation route vs. direct deoxygenation products: EMCHE + MCH)/TOL.

4 Deoxygenation rate (wt.%) = (1 axygen cantent in the final organ oun ‘) % 100%.

tofal oxygen Content in The ital macera

Tud 2014 A. Srifa, K. Faungnawakij, V. Itthibenchapong, N. Viriya-empikul, T.
Charinpanitkul ka S. Assabumrungrat [83] #ldhirstuthdu (Palm oil) lun1sviuisen
elasndnis (Hydrotreating) \onamtnsufiva (Bio-hydrogenated diesel, BHD) lag¥in
Ufisenludeufnsaluuy continuous-flow fixed-bed (vunatdusugUINa1s 7 Hadiuns,

813 300 Hadlns Lasd3u1ns 12 gnuiAilgumiums) ﬁaLiQUﬁﬁ%mﬁ‘h’fﬁa NiMoS,//Y-AlLOs
Tnetlasefivinsanuniisail HavRtauvilunTINUAsE (270-420 Bemaal@ea), AW
sufalalasiau H, (15-80 11%), dnsinisivasausuasvesisalisennisludaugnsal
(Liquid hourly space velocity, LHSV) (0.25-5.0 siadalus (h) wagdmsnau Hy/oil (250-
2000 laiflvae (Nem™/cm)))  Feazdawanonisiasundas (Conversion), yield 93
HaRAI wazkavesuiseilalasfeandiiudu (HDO) way UfAsendnsueliaadu/fns
vanBiadu (DCO/DCO,) womitaulviiffigelunmsiniasenlelasminga nkan1smaaes
aunsaagulei ﬁqmmﬁ 300 serngallud, AUSUT 30-50 U5, A1 LHSV 1T 1-2 sie
Halua (h) wazdnsidn Hy/oil Wy 750-1000 Lifivtae Nicm’/em’) WWufoulviidiian dq
2l yield vosmdndnaidu 90 Wesidud waruSinuvesaisuszneulalasasuaudinin
waakAu (n-alkane) 10w 95.5 Wosldud gamgliazdmasglwinaaduniawesufizen
(DCO, DCO,, HDO, n1sumn (Cracking) @y isomerization) mmzﬁmmé’uqa%ﬁﬂﬁﬁﬂ
UFFselelnshendiudu nsifiuresdn LHSV azdudsufiseniomnnnanlunsdudani
svwiwmié}%ﬁuﬁuﬁaL'ﬁ'aﬂﬁﬁ%mﬂ‘vhjLﬁaawaiuﬂwsﬂdaaiﬁLﬁﬂﬂﬁﬁ%masmmwiai A
9n318U Hy/oil AT 3-5 mwawammmmmqwg uananEUFAZTivhlsiAn
T, . H, lunmsvhlhAnuAaiimuigumadsmuazanuiug

%

=<270°C 300-330°C 360-420°C \
- = 3 £l
— i Saruraed palm oil : Bio-hydrogenated
Palm ol ‘ Freefatty scids i
- _ e e
Hydragenarion Hydrogenolysis HDO=72-75%
CH;0-COR= CH,0-CO-R <H, HO o CH
-, -CHs
.. Icn S R-COOQH Hriredeossgenation Tassaviilan
> ? iso-R-CH,
"H,0-CO-R= Lg o.cog DCO and DCO,=13-16% —
+H, -CO -H,0 o *H
Unsaturated Saturated Dacarbor; lation Cracuiag-R-CHy
Triglycerides Triglycerides

-CO,

R-H
Ris alkyl group with carbon 11-19 atoms Decarboxylation

3UN 2.33 nalnlunsihufisenlalasvinssvesdulndumeiiseufizen NiMoS,//y-
ALO; Lielilandnsdueiduvearaingumgiunnseiu [83]
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1n3UR 233 UFATenlalnsfeenddiutuasiduufAtevan duuufisendansue
falatunazujizondarfvendiadussiintdesnin Suainlasndivelsdilaidus
(Unsaturated  triglycerides) vufisenlelasdudulidulnsndielsdfidud (Saturated
tnglycendes) Tntuazuenoendunseluiudasy (Free fatty acids) wazlwsiwu (Propane)
figaumndl 270 ssmwaidoa nanluudaszanfusmdniifioondlaunsinatsteasynufAzen
mJu,aaﬂaaaawLﬂuﬂsmlwiﬂ,mLUulaImmiuawqmmu 300 eaALAdyE NUUNATEN
lelnshoonddiutuilugnismdnthanisiuundy (12-15 Tastwiin (wt.%) veswdnsios
avmafiluveunan) nsaluiidaszuneiaaudsuludulalasasveuiilinnufasendens
vollawatulasUfisennasuenTiaty é’qﬁ?ﬁﬂLﬁmmiﬂamﬂa'aaaaﬂ%mﬂugmadﬁﬂ (H,0),
A$usunauenles (CO) uay msuaulaeenled (CO) auddy uonandujAteinisuan
(Cracking) wag M3571s7 (Isomerization) AgiAiniignmaiigandn 360 osrLeaLiaiuly

Tud 2015 Y. Jiao, J. Zhang, Y. Du, D. Sun, J. Wang, Y. Chen uag J. Lu [84] lavi
nMsduaseiiisufAsenidlans 2 vila  (Bimetallio) UugIuTRIfUFILNTEUIUNNT
Incipient-wetness impregnation nefifisessuiliu Ce-ALO, wazlanensudduniodifive
wasuuuiasessulduman (Fe), lausad (Co), Ania (Ni), mulles (Cu) waz denzd (Zn)
(WUSunauiniude 3.0 Wasidud) Imamﬁmﬁm%ﬁlﬁ%gﬂﬁLﬂswﬁé’aa automatic adsorption,
XRD, IR, H,-TPR wag SEM-EDS %’jumauiumim%sm(?hLi'aﬂﬁﬁ'%mﬁéﬁ’aﬁ 5895V Ce-ALO; A
gnim3eunl83Tn1sAnAnausIu (Co-precipitation) SUINHAL Ce(NO,); 6H,0 uay
AUNO3);+9H,0 Qﬂasawiuﬁmimmﬂlaaau (Dl-water) #28n15USULUABUSAT @I LLA

warnsanaznouaziintuldlaenisiiiudl pH - wesasazatetimlod (NH,-H,O  way
(NH),COy) 1 8.5 nznauiwieallsaziily Aging wazauilgamgil 120 ssmiwaidea 1y
nan 2 $alus udnhluuniiguvgil 1000 esmwaidsa Wuan 3 Hilus Asgldiduisessu
Ce-Al,Os mﬂﬁ?uﬁwmimﬁauﬁaLﬁauﬁﬁ%mawu&maa%’ué’aaﬁﬁsqmﬂaﬂ(lmpregnation) oy
ansazaneRldiisl Fe(NOL)s-9H,0, ColNOs)y6H,0, NINO,),"6H,0, Cu(NOs)y3H,0,
Zn(NO3),*6H,0 wlﬁﬁ’aLs'wﬁﬁ%mﬁLﬁuLmé‘ﬂ (Fe), lauaan (Co), nuia (Ni), padtuas (Cu)
wae daned (Zn) wdrsnlunsinszuanduuiaduiiugudnans 3 fadwns 813 5 Tadwns
nduthlusuitonmad 800 ssmuaiBea iunan 2 $alus Aegldidudusaufatoniiu
WU Bimetallic n15v1UfjA5e13¢14 fixed bed reactor neldgaumaiige (550-750 e
waded), aamnilugag preheating WU 350 e nwaldod, YUIAEURILALENA1NTOS
stainless-steel tube 7ildlunsviiuAzendu 12 Safuns, Auenlutie preheating Loy
400 fadiuns, Anmedluten1siufisendu 300 wluwes, Snmsinavesansiady
(n-decane, C,H,,) Loz (H,0) Ju 2.5 Radansseauii (mL/min) F991NN1TVINABIAINTD
aguléin Activity TunisiasuguiBasel fiseuusnissu §i3euuy bimetallic M/Ce-ALO;
(M = Fe, Co, Ni, Cu uag Zn) %Lﬁwﬁmﬁmﬂ%amﬁauﬁuﬁaLi'QUﬁﬁ%m Ce-ALO; Tu
YULREINUAILTIUAATEULUY Bimetallic dzuans  hydrogen  selectivity Fumnsaniy
Lﬁauimﬁﬁﬁqmﬁa Ni/Ce-ALO5 LHB991NMITUTIAUTENIN Ni Waz Ce-ALO, Aoudnef

'
al

v A da Y oA = = va .. a a aaa Aa
W'JEJWUWN’JVW']WQWJ']LQ@UIEUQUG] %Q?NN@IVQJ activity IUﬂqﬁLUaUuzﬂL%\TLiQﬂQﬂiEﬂWﬂﬂfJﬁl
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Ca2 Ca3  Cad

-3
Conversion (%)

Cal5  Calf
Samples

Catl-Ce-Al,O;5; Cat2-Fe/Ce-AlO5; Cat3-Co/Ce-AlO3;
Cat4-Ni/Ce-Al,0s; Cat5-Cu/Ce-Al,05; Cat6-Zn/Ce-Al, 04

UM 2.34 % conversion wag H, selectivity 1048139UfA%8W U bimetallic Wguiigy

AUFITR95U [84]

Catf

495

B8
Conversion (%)

&
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ﬁ]’mgﬂﬁ 2.34 9¥WU11 % conversion Wag H, selectivity ﬂzLﬁm%uMWMQWMQﬁIuﬂﬁi
MUfATen %aasgmdwﬁaiaq%’u Ce-ALO; (8niiu Zn fisndn) Tneen H, selectivity voes
5995V Ce-ALO; Lagilsauizen M/Ce-AlLOs sutiuTununisBesdsusedl Zn/Ce-AL,O;
< Ce-ALO; < Cu/Ce-ALO; < Fe/Ce-AlL,Os; < Co/Ce-AlLO; < Ni/Ce-AlL,Os uaﬂmﬂf‘: S8
azaulsenauves CO, (CO wag CO,) suaaéhLiqﬂﬁﬁ?ﬁmamﬁuﬁumuqmmﬁLsziuﬁ’u Lag
Foula Ni/Ce-ALO; azannIdeuludusg 31 Dong et al. [90] uag Dou et al. [91] WUT
wusy C-C wag C-H %Lmﬂdqduﬁuﬁwméf'gLﬁ'aﬂﬁﬁ%m Ni/Ce-Al,Os s‘z‘fws‘*&w’[,umiﬂ%’w?ﬂ
Sn91n1sBeunasjien (Reforming reaction) uadamnindalalasiau deduinifal
WigsudazfingnsInsUAsunUasu Ao mddeasusulss H,

wWasuuUasufizendnee

selectivity 484019
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M19199 2.10 1UIUVDINTVUANAITUBU WAZAITNLTIRG, USHInsuazutnaduRIuaugnas
YBIFNTUVRIMITRITULAYALT UL NTeN [84]

Catalysts Carbon deposition Textural properties
[mg C/(gcac h)]  [MgC/g Creea]  Surface area (m%g)  Pore volume (mL/g)  Average pore diameter (nm)

Ce—Al,04 187.57 8.45 155.9 (74.8) 0.49 5.42
Fe/Ce—AlL0; 66.43 3.24 148.7 (96.3) 051 6.26
Co/Ce—Al,04 21.97 0.99 144.5 (138.2) 0.50 5.48
Ni/Ce—Al,05 72.03 5.47 153.0 (92.7) 0.47 5.35
Cu/Ce—Al,04 71.80 2,99 145.9 (93.4) 0.53 5.78
Zn/Ce—Al;0, 121.51 3.13 144.5 (88.3) 0.48 5.39

The numbers in the parentheses represent the surface area of used catalysts.

NN 2,10 AENUITIWIUNISTIUNTEIAISUBY (Carbon deposition) 1381
AU AT Ce-AlLO; > Ni/Ce-Al,O; > Fe/Ce-Al,O5; > Zn/Ce-AlLL,O; > Cu/Ce-AlL,O; >
Co/Ce-Al,0; miﬁ‘uamENm%‘uauuwﬁuﬂwaaé‘hLiqﬂﬁﬁ‘%m%ﬁugwgmmﬁaLiaﬂg‘jﬁ‘%m
wazfnfunsdudassninaiussujisenfuansaediu fazdudenisiddsuulacyjasen
(Reforming  reaction) daudnfiufifinasnuindussufaten Ni/Ce-ALO; Tufifnfiganis
Houludun ndsanuniigungli 800 ssrwaioa Mdiufimafiunuesnaiudsuntas
UfAzenmeldionmaiige assilidl Activity uaz mnuafissnisanufeudianii daaziy
Uselgiilunsnesivesdiutszneu Ni fladensviuiizen (Active) rinszanediegng
atiave wazazvimthalddunstansuinuiihuiiteannsinzdussninenseuau
Sintering e?faamﬂiaaqﬂlé’dwmiﬁﬁuﬁﬁaﬁmﬂsuaﬂ Ni/Ce-AlL,O5 3gdUNUSAUNSH Catalytic
activity ﬁﬁﬂd?

76 101
. 3
750°C 1
74 o .\
/ 750°C L0
72| o N
70 |- —499 §
—_ c
g6 1985
o 5]
T 66} s
64 1 . 700°C 1978
\i—ﬂrf —_—\ o .
62 | - 96
60 |
T T T T T T 95
20 40 60 80 100 120
Time(min)

Ul 2.35 auaissynanudeuesiisauiizen Ni/Ce-ALO; [84]

INFUN 235 LAANAIULADEININAIINTOUTDIAIIUNTEN Ni/Ce-ALO; (4

'
aaa I

UAiTenfigauunil 700 ez 750 BIANTALTYE) AWUIIRILIIUNTYY Ni/Ce-ALO; Ay
wdesiinluntswanlalnsiau (Hydrogen production) waznsiasuwlasdudemas (Fuel
conversion)  Migamndl 750  esAwalea lunal 100 Wi H,  selectivity uagn1s
Wasuuaafudomds wlinsanasiosuinudsain 100 und Ug’jﬁ%mmim?{auuﬂaﬂaﬁﬂ

v [l
v A

(Water steam reforming reaction) UuufjAseganinudeu fdaunioamgigazidy
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ﬂsﬂmu’iumiﬂ%’w'a;Qé’m']msLU?{auLLanﬁﬁ‘%mLLazmimamlaimmu ogslsfnunilerfia
gaumgilunsvhuFAzen nansenuinades Wy UAAo1MAAMIUAN (Cracking reaction),
isomerization warUfizeimsdsudulelaniou Wudu  Jeaziedenisifaianddy
Sruaufiiniu wagnsiiuaNvesansusuazesliielunisunaquuiiuiiesonisyi
UNse1veeiitsalf)isen uavavdanana activity

Tud 2015 R.G. Kukushkin, O.A. Bulavchenko, V.V. Kaichev wag V.A. Yakovlev
[85] levinsdnwinavesuinalududity (Mo) semsvhufisewessssufizendiiinifa
Jugrulunisiifasenlelasivendiiuduvensalaiu fseufasendild e ni
Cu/ALOs, Ni-Mo/Al,0s, Cu-Mo/Al,Os, Mo/ALO5 kg Ni-Cu-Mo/AlLO; lngagiidnsnduves
InAasiolududtin (NMo) unnstsiu Ssazgninieunaznaassitujisenlelasieanddiu
Fuuad Methyl palmitate wag Ethyl caprate n1svinufiazenasldasunsainuy Flow-type
fixed-bed reactor ﬂ]’mmimaaqwudﬁﬁqmmﬁ 300 asAwwaLTyd Ausulalasiay (Pi2)
Hu 025 wwnnglhaaa (MPa) wage LHSV 10w 3 sedalis (h) wandnsindnazidu
Wan Faailia1nn19U AT R0enddudureieaines-uoataunuvauysal A3
Waruuawetaiiaamnes asiiansaunanmsnedvemandusilelasiuty  woadled
Lavieanased 1NnsANwIFTIUfATeN Ni-Cu-Mo/ALO; TiHuns3ad wuilududthilu
Aseufizenasi 3 S ol Mo’ Mo™", wag Mo™" uansloifiuinnmsifinwesnisildsundas
(Conversion) vauadmasnsalusiu (Fatty acid ester) azduiusiunisiUasusnsidiu
SeminstunSLAnEenTIRTUTLAN A sfuve LA UAT Mo, Mo™", uag Mo™ VUURI794
FuF9UFATET Ni-Cu-Mo/ALO; (11597 212 uag 2.13)  las Mo 9gd28nszdugiu
(Substrate) fLdusandLau-a13dunid uazUsuugetanssuluBaussufaten (Catalytic
activity) eI TIUATeT Ni-Cu-Mo/ALO, 91nHa XRD  wazka XPS  wansliiiuiinig
AaUARTeNIFTU (Reduction) vesiaseUAzenagyinliiAanisnedvesatsazanes iy
voudsvaslanes Usznausmednifia (N)  wazpeUes (Cu)  (dmSudussisen Ni
CWALOs) uwaztinfa (N), aaUes (Cu), Twdudty (Mo) (msusiaeufiisen Ni-Cu-
Mo/ALOs) (AN51971 2.14) LLaz%uﬂﬂiﬁwﬂﬁﬁ%awﬁaaﬂ%ﬁLu%’uLLaz yield vouloalAy 9y
Fuiustu Mo mnﬂ%mmﬁa%uuﬁuﬂwmﬁaLéﬁﬂg’jﬁ%m Ni-Cu-Mo/ALO; 3eenananila
Imaiuiinaluduite Mo) @ 0 Wiy 69 wWeddud) ludsafAten Ni-Cu-
Mo/AlL,O4 %Lﬂumsl,ﬁmm yield vasansusenaulalasaisuaudmanweaay (alkane) way
vl fisenfeandfiuduiumniu (Ui 2.36)



7Mo Ni-Cu Ni-Cu

A VA
Ni-Cu Ni-Cu Ni-Cu

22Mo 3.9Mo 5.6Mo 6.9Mo
Catalysts

u Ni-
2.2Mo 3.9Mo 5.6
Catalysts

C
Mo

JUN 2.36 Yield vosuoniau (a) waztunisiinufisenlelashvendiudu (b) vews

aaa

U381 Mo/Al,Os, Ni-Cu /AL Os, kagNi-Cu-Mo/AlOs ﬁqmmﬁ 300 8397
walded, Py, = 0.25 winnzuUrdana (MPa) was LHSV = 3 sadalua (h) [85]

A137199 2.11 ANUARITNIZULAE 99AUTENOUUBIRILSIUGATEINBUNISYINULATEN

[85]
Catalyst Composition Sper (M?/g)
Ni Cu Mo
Ni-Cu/Al; 03 13 5 118
Ni-Cu-2.2Mo/Al; 05 124 4.8 2.2 114
Ni-Cu-3.9Mo/Al; 05 11.7 4,5 39 110
Ni-Cu-5.6Mo/Al; O, 11.3 43 5.6 103
Ni-Cu-6.9Mo/Al; O3 10.1 3.8 6.9 100
Mo/Al,03 7 123
Cu-Mo/Al; 03 6 10 117
Ni-Mo/Al; 04 9 11 116
Ni/Al, 04 9.6 125

a o

IONTU

INANTNN 2.11 NUTIAAUARIT NN VBRI IURTE Ni/ALO, TAnTige

ddddd

Mo/ALOs, Ni-Cu /ALOs, Wag Ni-Cu-Mo/ALO; Huns3msigamil 520

parnwaLed neldnisuasy (Flow) mewdalalasiau [85]

Sample Content of different forms of Mo (%)
Mo? Mo?#* Mob

Ni-Mo 57 29 14
Ni-Cu-2.2Mo 49 14 {7
Ni-Cu-3.9Mo 48 21 31
Ni-Cu-5.6Mo 39 34 27
Ni-Cu-6.9Mo 37 38 25
Cu-Mo 6 49 45

59
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M9 2.13 mawAsunlas wagnsdenvewdninrlul§Aselslasieendiiudures
AUNANTENIN Ethyl caprate Wag Methyl palmitate Guaqﬁ’al,iaﬂﬁﬁ%mﬁ
uAneneiu ignumgdl 300 sariwaiBea, Py, = 0.25 wAnzUraAa (MPa) way
LHSV = 3 siadalua (h') [85]

Catalyst Product selectivity (%) Conversion (%)
Alkanes® CoHyp CioHa CisHs CigHag Aldehydes® Alcohols® Esters!
Ni-Cu 2 33 1.5 443 13 2.6 0.8 14 60
Ni-Cu-2.2Mo 1.5 332 1.7 48 13 0.2 0.6 13 63
Ni-Cu-3.9Mo 1.5 43 36 40 3.5 0.3 0.5 6.8 78
Ni-Cu-5.6Mo 12 38 5.2 43 4 0.4 0.15 7.6 81
Ni-Cu-6.9Mo 12 44 7 37 4.5 0.6 0.1 4.8 90
Ni-Mo 1.5 16 33 15 21 6.8 - 6.3 90
Mo - - 0.4 - 0.5 0.3 - 98 18

2 Alkanes: CgHy4-CgHis, Ci1 Hag-CiaHao.

b Decanal, hexadecanal.

¢ 1-Hexadecanol; 1-decanol.

¢ “Exchange” esters: decanoic acid methyl ester, hexadecanoic acid ethyl ester.

a 6

M13197 2.14 Lattice parameters Y04iL39Uf 381711 UNTIMTNRUMYIH 520 B3
walda uaznsesu (Treated) AIBLNIULA [85]

Sample Phase compaosition Lattice parameter (A)
Ni-Cu/Al;03 Ni 3.549

Cu 3.599
Ni-Cu-2.2Mo/Al; 03 Ni’ 3.556

Cu’ 3.604
Ni-Cu-3.9Mo/Al; 05 Ni 3.552

Cu 3.606
Ni-Cu-5.6Mo/Al;03 Mo0;

Ni 3.555

Cu 3.611
Ni-Cu-6.9Mo/Al; 03 MoO;

Ni 3.558

Cu 3.610
Cu-MojJAl,04 Cu 3616

Cu 0

MoOz
Ni-Mo/Al203 Ni 3.562
" Reference data for the lattice parameter: Ni, 3.523 A [PDF # 040850]; Cu, 3.615 A

|PDF # 040836].

Tud 2015 T.M. Sankaranarayanan, A. Berenguer, C.O. Hernandeza, I. Moreno, P.
Jana, J.M. Coronado, D.P. Serrano wag P. Pizarro [86] lnvinnsanwinavedlanzways
50950 lun1svirugisenlalasfeonddwudu (Hydrodeoxygenation) 284 anisole
(Usgnaumegny Methoxy-phenyl) Fuduarsusznevintuianin Biool)  21nanly
waglad (Lignocellulose) wWasuluiudeimasdanmm (Biofuels) Sidnuwaadotudomaad
laanUlasidsy (Petroleum) Tunisvitujisenazlddaufjnsalivuu stainless steel high
pressure batch Migamgil 220 sarwaidoa wazanusulslnsiau 50 un3 Taesasesuilld
fig'sTl hierarchical ZSM-5, %amu%qwé SBA-15 fidlAsead1esesuile uay ALSBA-15 il
Tnssadaseaule wazlavsilddodnia (N) wazlauoad (Co) wavas H,TPR was H,
chemisorption (G\"Ii’]ﬂ‘v} 2.15) Uwamwgmmaﬂam umﬂa (Ni) 58 1Auead (Co)) fiu
msaﬁummwsu suansnsEaefrout inzudus Wewnansssumivesiiseedy
waznsiogiiey (A laganizlavead (Co) %mﬂgmmmtfmLLiaamwmaumaaquum
50950 ALSBA-15 uay h-ZSM-5 faunan1synausaufuseninedumensnvesiisessy



61

uaziavedlavelaron s fizeazaduayuiulasasheifiunsinjiselslasioond
Jiudures anisole Tunsiivesisesiuiianunsnaansaldfodissuiisendgnuduiniia
(NI/AI-SBA-15 uag Ni/h-ZSM-5) agfinsiddsundas (Conversion) 484 anisole 131nni1
FowSsudisuivianfifigiudulavead (Co) (U 2.37)  fleaannnasennufizend
udaussvesssesuiilanslavead (Co) azidumidnunmeinujsenisnduveslauead
(Co) ApumsUFATeN Fehazidumamandnlunisvinlian Activity shas (Ul 2.37) sedu
vaananssuluusaufiisen (Catalytic activity) azlidanndosiussuveIniinszanefiives
wlalaviy (115197 220 wazgul 2.37) Fadumadiduiusiuauanunsalunsyiufazen
lelastiuduiigenasounialavgiifvwalug sausnisuiudasuianssludassufise,
aeluvesiunislangidesynialansiimsnszanefiguuaziiufisoiudusaiuisesiu
Ufisenlalasheanddiudu UfAsenlalasfevlsulawdu  (Hydrodearomatization) was
Ufiselelewelsietu (somerization) agiiatuagtaunnuudnssfisen Ni/h-ZsMm-5 (su
71 238) wandliiuindasaufiten Nih-zsm-5 (Hufussuisoimngandmiunsi
UffSemashifuiinm ieflaglddhiudeomadias esandnisuiudssnsnszanedaves
puNATNARULIITE5U h-ZSM-5 uennidnseuiizen Nih-zsM-5 ailusunmunan o
fildarnujasenlelowelsivdu sauds dimethyl  ether Alsnanufisenlelnsilulada
(Hydrogenolysis) ('gﬂ‘ﬁ 2.39 ay 2.40)

P Y < & a [ = Y
M13199 2.15 audfinaly anudunsavesiiuii uasnisgadunmaniivesialasiauvesia
sessukaziLssUATelane [86]

Sample name Metal content” [%] Sper” [m?/g) Veore" [cc/g] DY [%] Metallic surface area, S [m?/g-M] Metal crystallite size, dp® [nm]

h-ZSM-5 47 563 0.601 - - -
Ni/h-ZSM-5 4.41 469 0.545 119 79.7 85
Co/h-ZSM5 4.67 507 0.579 16.5 111.9 6
SBA-15 = 772 138 3 - E
Ni/SBA-15 4.37 544 1.10 2 14 48
Co/SBA-15 4.57 534 1.10 18 12.7 53
Al-SBA-15 70 922 125 B! - -
Ni/Al-SBA-15 4.55 697 0.82 76 50.4 133
Co/Al-SBA-15 4.55 760 091 8.2 55.9 12

" SiJAl ratio from ICP analyses.

@ Actual metal content from ICP analyses.

b Surface area determined by BET method.

¢ Total pore volume measured at P/Po = 0.98.

4 Metal dispersion from H-chemisorption method [stoichiometric factor, Ni(Co):Ha,1].
¢ Metal crystallite size from Hy-chemisorption.

Anisole Conversion [%]

5 »

» F\‘d ] 2 A
gl O BT Ty

SUT 2.37 nmsidsuuuas (Conversion) 484 anisole LS iizedniia (N) uaz
laueag (Co) [86]



A | mmm Anisole Conversion B
[JHDO Ni/AI-SBA-15
100 4 |mmHDA | 100 ]
T w0 u Nifh-ZSM-5
& s
= = 80
< B 8 Col/Al-SBA-16
g 70 g 70 ]
-
5 60 = 604 Co/h-ZSM-5
3
’,% 50 £ 50
~ g
S w g a0
% %04 E 0]
@ o
> 20 T w0
S 0] 5 . ] Ni/SBA-15 CoBBA10
Q s, 10 .
i =
. 5 a e a f, o T In \n T T T T T T
L A A . Af A o 10 20 30 40 5 & 70 80 90 100
15‘4\ g%b \5@” 'be’t‘\ \r,%P' \sﬂ" P
- f wr o™ o P Hydrodearomatization (HDA) [%]
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SUT 2.38 (A) MswaBuLas (Conversion) 984 anisole Uif3enlelnsfioonddiudu (HDO)
Uﬁﬁ%&wiaimiaaziiu11@1Lsa%’u (HAD) wae (B) HDO LU3suLileuiu HAD 9096154

aaa

UfAzenlinnans [86]

F*G

L )

il L
e

. (1]
151
7
i2 1 3

1| \
[3]
— N 171 \ /

XN,

—&r—> Alkenes _)'IS] n-alkanes

Ul 2.39 Ug‘jﬁ%mﬁLﬁmsﬁmﬁaﬁmsm?{sugmm anisole (1) dealkylation and
demethylation, (2) direct deoxygenation, (3) hydrogenation, (4)
Isomerization, (5) dehydration, (6) alkylation, (7) weawAu [86]



100
90 4
80 o
704
60 o

50

Yield [%]

40 o
304
20 4

10 4

FESTFEFLT SIS

O Ni/h-ZSM-5

nCé - n-hexane

MCP- methylcyclopentane
CH- cyciohexane

CHE- cyclohexene
CH-one- cyclokexanone
CH-ol - cyclohexanol
PhOH - phenol

DME - dimethylether

Ben - benzene

2CHP - 2 cyclohexyl phenol
MCE- Methyl Cyclohexyl ether

wl

o] (o]

Product distribution

100 4

Yield [%]
8
:

Ni/SBA-15

Ne
®
Cl

raie) | Boe)

Co/h-ZSM-5

80+
70 O

T T T
° & 2 & s R &
& ¢ o & dgfp ,-_,%’a @db & & F

Product distribution

o] Co/SBA-15
80 - ( ‘
70
60
50

40 -

Yield [%]

30

R e a

& & e c}*’a‘dp F&&E S FEE

Product distribution

& g & ‘?@f&ﬁq@\\@@ & F &

Product distribution

100 -

Yield [%]
8
1

[l Ni/Al-SBA-15

& & &o&ﬁ@@ﬁf&q’@‘\@’gﬁ
(<)

Product distribution

100 -| Co/Al-SBA-15
90 -

e~

70

- 60 <

=

= 50

o

S 404

304

20 o

1 Ma 00
VEMTL b R N

LR R

Product distribution

63

JUT 2.40 M3nsgevemaniailavesiusauisentiniia (N) waglauead (Co) [86]

1wt 2015 K. Klaicaew, C. Samart, C. Chaiya, Y. Yoneyama, N. Tsubaki wag P.

Reubroycharoen [14] nms&uasigiidule@dna Silica fiber, SF) fenszuiunsioalaa
(Sol-gel) wazdianinsatuils (Electrospinning) 1us5093U (Supports) vassaLssUizen

lausasdmsun1sdaunsizsit Fischer-Tropsch (FTS) lnadinnsziafianaln@@ing (Tetraethyl

orthosilicate, TEOS) 1uansassuluniswisuduledan wazdusaujisernfilaveaduudi

seafuldule®ani (Co/SF) agnimIeunignszulun1syullen(impregnation, IM), strong
electrostatic adsorption (SEA), deposition precipitation (DP), wagnszulaunsialasines

fa (HT) nMsnnapusuannwsedansazalsdani (Silica sol solution) MENTEUIUNITITALIA

(Sol-gel process) flou Fadrunanvedasazaluinai TEOS+Ethanol+DI+HCL ludnsnday

1:2:2:0.01  aua1du Werdndnszurunisdidninsaluds arsazaiedaniezgnieuldly
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syringe azawiin1sly High voltage DC power supply TunsvinliiAnanunisdndlusyau
10-20 Alalaad Wieflagvinlviansavane@anieenuniuduledan (Goulviidnanfeszaying
seiemdusudhudu 15 wufies wazeusedng 15 Alaliad agldidulefidedos
wazogluseaulunseu ukugudnats 0.83 lilasums) andufiilleuiigungii 110
aarwalea (Overnight) waginluiin (Calcined) ‘ﬁqﬁwqﬁ 600 aarnwadea 1uan 4
2l :ntiud1gs strong electrostatic adsorption (SEA) Tasizuanldihusaanlessuy
(Dlwater) asluduledaniils uagldansazaroueuliie (28 Wosidus) duedrsiieudie
U$u pH THl# 12 uagansazans CoNOy), fazgniinasludiunay ndsantuvesudeasgn
nsosuazdremetisirainlesoy  aunseiis pH =7 @aunszuaums deposition
precipitation (DP) 2zi3ua1nazans Co(NOs), lutuseanlessunazaisazats NaOH (1
Tuans (M) videansazaneuenluile (28 Wosldud) azgniduegrstreiieusu pH Tld 9
Mndudnduledanasiuluansazans uaz aging ﬁqaﬁﬁqﬁﬁﬁmLﬂinaaw 12 Flus aznedh
Lﬂumaau%q%qazgﬂﬂiaauazéﬁqﬁaaﬁﬁﬂiﬁﬁaﬂﬂlaaauuaznazuaunwi&ﬂmiywa%ﬁhazi%ﬂﬂi
duangiansazaigmilounun1smseualsazatevedds DP tngaglioungll 140 09N
wadeadunan 24 4alus mﬂﬁ?uﬂﬂﬂauﬁqmmﬁ 120 asraaided WWunan 12 Falug
LAgLHIT 400 eerwariea Wuna 3 Halus UFATeIMIduATIeiuuY Fischer-Tropsch
(FTS) mensldaensaluuy Fixed-bed nelanslioamgil 240 esrwai@ea, W/F
(CO+Hy) = 5 n¥udlussalua (sh/mol), P (aviain) = 1 wnnzUraana (MPa), S11UIusAL5e
UAR3e1 0.5 ndu, dnsnisinaves H, (80 Haddmsseutit (ml/min) 91 400 ssmiwaidea
Wunan 10 $alus newhuiter Gsdiuusznovveufafioansnazgniinsziiaies GC
Tneludiunsniidu fraasveuneusnlas, asusulaoenles wariinuy avinszidne
thermal conductivity detector wag madutifilisoaiu (Active charcoal column) vaudl
duitdasazinseilalnsaiveuiithiminiun (C,-C) #e Flame ionization detector
(FID) dauﬁddaﬂﬁﬁ%awﬁé¥hﬂﬁﬁwﬂ§ﬁ%awazgﬂ3Wﬁwxﬁﬁda N, adsorption, SEM, TEM,
XRD, EDX, H,-TPR a2 Hy-chemisorption nani1sviaasduansliiiiuinisniswieuazdudad
ﬁﬁﬁmﬁhxdamaﬁaCﬁtﬂyﬁcacﬁvﬁy?mmﬁdmﬁﬂﬁﬁ%awCo/SF%aﬁadaﬂﬁﬁ%awﬁwﬁamﬁaa%ﬁ
SEA i Catalytic activity ﬁqﬂﬁqmluﬂwsﬁwﬂﬁﬁ%aﬂ FTS (579t 2.17) Tne Catalytic
activity 2efdFuss SEA > DP > IM >> HT wa XRD uantlifuineynin Co,0, uu
F3sUARTe Co/SF Tignusdendieds SEA azfivuiauszana 9 uiluwes W@nnindase
Uﬁﬁ%swﬁgﬂLm§auﬁdaﬁg IM fifloune 30 wiluwes (M15197 2.16) VUINVBIBYNIA C0304
wgnAuAudEIEnEwssy SeiEnaedenildeyniavuiadnie 35 SEA, DP way HT vl
N33 catalytic activity ﬁqq%aqﬁdLé$U§ﬁ%aw Co/SF Tw3uudneds SEA o19aziilosunain
msifleynalaveadluruiafildnniuaznisnszarefiveseynialaueasiigeaninuuiaigg

aaa

Ufneen
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ACo0, 0Co,8i0,

[, o o Co/SF-HT
M Co/SF-DPNH
= _ e
=
a
= N N Co/SF-DPNa
v; " gt
g
L
P A Co/SF-SEA
A
A
M A A osEam
i A
T T T T T T
10 20 30 40 50 60 70 80
2Theta (")

g‘U‘ﬁ 2.41 XRD patterns vosiassufAzelauoadiunnsiaiu [14]

NgUN 241 duseufisemnteulvasuansiiniunndaiudei 31.3°, 36.8°,
44.7°, 59.3° wag 65.2° LERIDY Cos0, TIALUNAN broad 91 22.5° wapsda Si0, Mu
amorphous Tudegsnkunszuaunislelasimesda (HT) azlifia XRD 91 broad A1 U9

= = A @ W faa A a Y | =

vaniauan Cos0, MvwIALaN Lazn1Tnefvedlaveadtanaitinludieg1s IuANaNTDY
MLSIUATEMINIUNTEUIUNNT SEA wag DP avagludae 9-14 unluuns (3U# 2.26) Fad
I | = Y | aaa a =%
GummﬂmmﬂiwuwmmLiqﬂgﬂsmwmumzmumi IM (30 WILULIAST) VUIAKEN Cos04
199 Co/SFIM  ngifian iflaaunannujisensenivansassunilulansuaziduledanily
2 1 o 1 v A £y I 1 =
asavaly Co Apud1eeeu laveadazdnseeiludluseniteniseu Orying) wag w1
(Calcination) dawalmiinnssauivedlausadesnlonuusiisessu was pH vesansazatsn
Jzdinanvunveslaueasioanlynniy

a wa a v aaa A a a ! o
MA1919N 2.16 aiJUGW]’Nﬂ’]Uﬂ']WLLag‘W'NLﬂllGUENGnLiﬂﬂﬂﬂﬁﬂqmﬂiﬂ'ﬁlﬁiﬂﬂmLLGmG]’Nﬂu [14]

Samples Sger (M2[g) Vo (em?[g) Dy, (nm) Co content” (¥wt) Co30;4 crystallite size (nm}) H, uptake” (pmol Hagcy) Co dispersion® (%)
XRD" TEM"

SF 208 0.022 3.18 - 7 - e -

Co/SF-IM 21.6 0.042 3.18 12.4 30 33 23 0.3

Co/SF-SEA 375 0.078 3.99 15.0 9 11 89 1.0

CofSF-DPNa 31.0 0.046 3.99 99 14 18 10.2 12

CofSF-DPNH 42.1 0.074 3.18 9.7 12 15 15.0 1.7

Co/SF-HT 90.4 0.137 3.19 8.0 4 6 nd® n.d

* Co content was measured by the EDX technique.
" Calculated by Scherrer formula.

© TEM analysis of the catalysts before reduction.

9 Determined by Ha chemisorption.

¢ n.d. = not determined.

v |
= I v a

NATNIN 2.16 FusUAzenSeusaeds IM sziiiunRagenitdsesiundudu

Y
a

ledananios ow9nNNsUnAguYes Co,0, UUNURITEITANT UazoynIAlAueasay
Annsgenseainigsindulaiigseninanisianuion dwwdissujisennlaain
N3UIUNTT SEA, DP uaw HT azfituifiganindasesiuiduduleddniediunn waz

d' A a a Y an a o o
NauvLstmﬂ']iLmiﬂlmjﬂ'ﬁﬁ SEA ﬁ]gmﬂqﬁﬂigﬁ]qﬂiaﬂgUu@jia\ﬁUQQ



66

aaa

A1319% 2.17 YT FTS vaeiusaufisenniiniswseuiunneiaiuy [14]

Catalysts CO conv. (%) CO; selectivity (%) Hydrocarbon distribution CotelCn™ Cisal Go”
(C mol%)
Cy Co-Cy Cs-Ciy Ciz+
Co/[Si0, 26.8 22 9.1 104 59.8 20.7 0.46 0.04
Co/SF-IM 234 0 5.8 6.3 714 16.6 0.51 0.36
Co/SF-SEA 80.4 4.2 8.0 6.9 62.6 225 017 0.15
Co/SF-DPNa 64.2 14 11.0 8.1 55.5 254 0.13 0.19
Co/SF-DPNH 65.9 16 11.3 83 56.6 238 0.11 0.10
Co/SF-HT 76 0 255 15.0 56.6 29 0.70 0.35

? Olefin to n-paraffin ratio with chain length 2+.
" |so-paraffin to n-paraffin ratio with chain length 4+,

1ud 2015 C.L. Ye, C.L. Guo, Uag J.L. Zhang [87] lavin19daasneiiasessu CeO,-
Sio, ﬁﬁéﬁLiqﬂﬁﬁ‘%aﬂamtﬂuﬂaﬂmaﬁ (Cu)  #remsUsuUasulsunm Ceo, lawis
ammonia-evaporation W3t uiiisufu Cu-Si0, arntdutiluyuiisenlelasiutuie
Wasufiauadian (Methyl acetate) Tiiduaniuea (Ethanol) Tnanisw3eusisesiud
fumeudail 11 CelNO,),6H,0 war CUNO,),3H,0 5703 n¥u azatelutusmanlonou
(Dl-water) 100 faddns anduifuansavarswenlae 25 Tasthwidn (wt.%) wazdunu
Juaan 30 undl Tne pH Buduresansueiuassfe 11-12 $1uiuansazaiedan 25 lag
thwiin (wt.9%) axgnifuasuuansunuassuardumudunan 3 alus Fansveaesiing
wagyifigamgiivios Mntuasuiuassdzgnlviardouiignmgfi 363 1Aatu (90 asm
waldea) Tu Water bath wiielisziwmenataidusenlue e pH vesasuaiuassanas
Hu 67 favduganszuiunisssive nznauasgnaufignnagd 393 1aadu (120 09
wadea) unan 24 $lus uazinfiguvadl 723 1eadu (450 esenwaldea) 1unan 4
s Mnduinssufitefndonldasgnsndudiauasdn (Sieve) 40-60 meshes dwy
N3vUASE7 INNITNABBINUTY Activity  UINITVNUGATEN wazANULERET VBRI
Ufjise1 Cu-CeO,-SIO, asiuTy ileUSnames CeO, Uszuas 30 Taetmin (wt.9) (13
Wasuwamwosuiiauediag uaynsidonvoueniuoaszanniign Taudae yield vadom
usafazaTgATuiL) (113197 2.18) MafiudIuau CeO, ogamnzan TUdwssufAzen
Cu-SI0, ahlUARTENSEIINe Cu wazdsossuudaussiu vuiaudn (Crystallite size) vas
Cu anas Fsazdsufuusnianszatedives Cu wandunisfin Cu’ vuiuRy aedemwaly

catalytic performance 310U

ANTeN 2.18 Activity vesfaseufAzen [87]

Catalyst MA conversion (%) Ethanol selectivity (%) Ethanol yield (%)
Cu-Si0, 88.0 88.7 78.1
Cu-10Ce0,-Si0; 92.4 93.2 86.1
Cu-20Ce0,-Si0, 94.7 94,2 89.2
Cu-30Ce0,-Si0, 97.1 96.3 93.5
Cu-40Ce0,-Si0, 85.0 85.3 72.5
Cu-50Ce0,-Si0, 63.8 74.2 473
Cu-CeO, 5.7 52.4 3.0

Reaction conditions: T = 523 K, P = 3.0 MPa, H»/MA = 15 (mol/mol), LHSV =2 h~ .
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—=— Conv. over Cu-Si0O,
40 —— Selec. over Cu-SiO,

—e— Conv. over Cu-30CeO,-Si0,
—— Selec. over Cu-30Ce0,-Si0,

10 ; ; : .
1 2 3 4 5 6
LHSV (h™)

SUT 2.42 5@ LHSV Tidwasie performance vasiassuffzen Reulvmsiujazend
qmmﬁ 523 1@aiu (250 asAwaldud), ANaY 3 wnngulaana (MPa),
H,/methyl acetate \Uu 15 Tuasslua (mol/mol) [87]

INgUT 2.42 #1 LHSV azdanasiensiuasuutasesiiausdinn (MA conversion)
LaznNsiaeNYaenIUea (Ethanol selectivity) dwsudiissufjisen Cu-Sio, Wiguifiguiu
F3sURATE Cu-30Ce0,-Si0, e LHSV 1u 6 siodhlas (h) mmsiasuulasveiia
LaTnALAZNISIEBNTBNEUBA Jzanaslasndn 35 wWesdus lunendududassufisen
Cu-30Ce0,-SI0, axiimmsdsunlamesuiianedinauaznisidonvoseniuealianasin
dloA LHSV Winduann 1 sedalus (1) Uiy 3 dedlas (h) Amaiudsuutaseasdia
Lednnuaznisidenvesenuoadinteglussiuaeuiiegs uiilleiner LHSY Hu 6 de
Falus (h) Ansdsuwamessiianedinanas 58.1 wWefdud waznaidenvesien
weaanas 72.2 Wosidud

A13199 2.19 autin1aniennasnaalvesi sl fisen CuxCeO,-SI0, MHUSHNMYB
CeO, LANF9NY [87]

Catalyst SBET Dooge Voore Dey d’, Rcu+/cu0
(m*g)  (nm)  (cm’/g) (%) (nm)

Cu-Si0, 316 6.9 0.54 29.8 19.2 042

Cu-10Ce0,-Si0, 186 93 0.45 385 16.6 0.56

Cu-30Ce0,-Si0, 164 11.0 043 474 15.7 0.72

Cu-50Ce0,-Si0, 43 15.6 0.16 255 246 0.25

Cu-Ce0> - - — 5.2 371 0

2 Cu dispersion determined by the N,O chemisorption.
® Obtained by the Scherrer equation from the XRD data.
¢ Mole ratio of Cu™t/Cu® determined by Cu LMM XAES spectra,

91NAN5197 2.19 9gwuindadsufiten Cu-sio, ﬁﬂﬁuﬁﬁ’;qﬂﬁqﬂ (316 A1S1UUATHD
n¥u (m’/g) WazUIunsIngu (054 gnuiafnsAenit (cm’/g) Wisuifisudusigs
UFATe1 Cu-Sio, Minsifn CeO” adly ﬁuﬁﬁaLLas‘LJ%mmgW;u%amaq uaNANLFILS
UfATe1 Cu-Sio, wagdalsaUfAsen CuxCeO,Si0, 1utannilgnyuluseiuiule
(Mesoporous) shsvunadusuaudnarsadedu 6.9-15.6 uiluwas drunisnszasves
Cu  TudsaufiTen Cu-SiO, uawdselisen Cu-xCeO,-SIO, NILATIENAIY N,O
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chemisorption 9gNUIMNITANTIUIU CeO, NAULEN LTVILNNNITNIZINBAIVY CU Loy
Reuleniinisnszaedives Cu gaiign (47.7 Wesidud) Aefasaufisen Cu-30Ce0,-Si0,
Feazdlen yield Y0UOMUBAGINER
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o
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—=— Conv. over Cu-SiO,
75 —— Selec. over Cu-SiO,
—=— Conv. over Cu-30Ce0,-Si0,
—— Selec. over Cu-30Ce0,-Si0,

MA conv.or ethanol selec. (%)
/
4

~
(=}
L
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"NAXNR [Fodhstonity, N

SUT 2.43 Catalytic performance vasssauAzeniiiduilaituvesina Feulvnsih
ﬂﬁﬁ%mﬁqmmﬁ 523 LAy (250 aeAwaLded), ANNAY 3 lWNnzUIEAa
(MPa), Hy/methyl acetate 1Ju 15 luaselua (mol/mol), A1 LHSV 2 Aotlig
(h") [87]

1N5UN 2.43  AENUTIIRNTUFATEY Cu-SIO, ndean 100 Falus agdlAnng

a a P a 7
WAgULUAIUBUUVIALDTLAR LAY NTABNYBABNIUBAAAAIUTTUIN 68 LUDILTUR LAy 78
Wasidus aua1nu wadaseufisen Cu-30Ce0,-Si0, sl Activity v8en15vinufiseni
49 Fauanafan1siiud Iy CeO, Munvau sgiiuaNuERgTveeisauiise Cu-Sio,

A o CeO, mCUO B 1 CeO, » Cu & Cu0

IR g uJUJ : j;i.;
WL P e T

Cu-50Ce0,-Si0,

Intensity
Inlensuy

Cu-10Ce0,-Si0, [BPRSREEN TR 5 A N Cu-10Ce0,-Si0,
Cu-Si0,
Cu-Sio, A ) p u-Si0,
4 ' ; s Y 4 T T T T T T
20 30 40 50 60 70 80 90 20 30 40 50 60 70 80 90
26 (°) 20 ()

6

Ul 2.44 wa XRD vosissufATeM (Calcined) (A) wagfusau fizenfinunsiang
(Reduced) (B) [87]

NFUN 2.44A finfiduwnis 35.5° uag 38.7° wansdeszunu (002) wag (111) veq
CuO WlaliuuSuna CeO, pgesioiiiad aviinfianisaenuulnandumnde 28.5°, 33.1°

475° uway 56.3° uwaneds CeO, Feaztluiaiudansaaruraunin luniansednuiu fia
CuO Tuppuusnagiauduiafion Lavseunmuduinazastu fAuseufizen Cu-30Ce0,
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Si0, axdlfia CuO AfAmdusiifian uandliiiuin cu fnsnszaedludaialjisend
Anifussufisendug Ssdenadesiunaves N,O chemisorption gﬂﬁ 2,448 fATisumnis
43.5°, 50.4° uag 74.1° uansdasyuau (111), (200) way (220) w83 Cu’ fin Cu’ 9xdinay
dufiafishninsensiindiuiu Ce Wnunzau sgslsimuuSina Ce fiunnazviliiinves
c’ ﬁﬂ’nwﬁuﬁﬂﬁqmammam fin YBIANTIUATET Cu-30Ce0,-Si0, AMULTLTIA
Mflgauazsdn Cu sgilvaiidniign (15.7 wiluiums) vioo1avwwalddn fuseufazen cu-
30Ce0,-5I0, finsnszatines Active species Tinnindouledue yonanLnAn 36.6°
wamafiafin Cu,0 dunalsnneulvvesiisaufiten Cu-Sio, fign3mad Tumenduiudia
Cu0 azbivsngludnseufiizen CuxCeO,-Si0, war Cu-CeO, %qwmaﬁﬂ@miw@ﬁ%m
Cu-xCe0,-Si0, awilusues Cu,0 ﬁasmdm'%aﬁmiﬂismﬂéf’;ﬁﬁﬂ’jﬂéhLs'qﬂgjﬁ%m Cu-Sio,

Tud 2015 K. Hengst, M. Schubert, HW.P. Carvalho, C. Lu, W. Kleista &g J.D.
Grunwaldt [88] lavin1sdaasnziaansaufiizen NizALO; dwsulalunisviujisenlslas

IuTUVRINIAAIIATN (Levulinic acid, LA) Tuiduknuun-1nalshanlny (Y-valerolactone,
gVL) Ima&hLﬁ'wﬁﬁ%mzaﬂLm'%‘aué’w%%ﬁaﬁ wet impregnation (W), incipient wetness
impregnation (IWI), preC|p|tat|on (P) LLaw flame spray pyrolysis (FS) FazAnwinavoss
Frazas (Solvent) Auanshstudede tuazueanesed Usmmsuaqmﬁmgﬂsmt,ﬂu 15
Tneviwmdn (wt.oe) dwdunssuaums W deldsshazarefidu 2-propanol 9sl# yvield
Y93 GVL figedign (3¢ Wesldud  finsiAsuutas LA 1 87 Wesidud) (U 2.45)
idesnnufizendradssiiaenadesiu levulinic add esters agyilnisidonuas GVL (GVL
selectivity) Aputen (40 Wefidus) fnusuudalalasiau (H,) 10 V13 (U 2.46) M3
upusy Hy, agviilinnsiudsuwtas LA (LA conversion) uag vield 989 GVL anad us
n1sidenues GUL et (91 wWesiiud Amusy 50 v19) nsldddusvhazaieassi
Tin1sidenves GVL 4Uu 100 Wesidud LLﬁdwzﬁwﬂﬁﬁ%mﬁammﬁqqﬁm:u Foulvitdiian
Gh qmmﬁiumiﬁwﬁﬁ%mwu 200 ssrwalTya (§UT 2.48) Wunan 4 Falua (Uit 2.50),
ANUAY Hy 50 U1S (E‘U‘m 2.47), Iauluavealiniiasadwiuluarensaaiann (ny:n.,)
Hu 0.3 (3 mol% Ni) (5Ul 2.49) uazgamnilunsviufAseddndudu 600 ssmiwaidea
auvililden yield voa GVL 1Tu 92 wWaesidud AvnssuluBussufjisen (Catalytic activity)
YBINITHUATIEN GVL %%uaauJﬁ"uqmmﬁiumiﬁmgjﬁ%mamamﬂ Fafussufisen
Ni/ALO, TIHIUNTEUIUNIS wet impregnation aefiAn Catalytic activity Qqﬁqﬂ (yield v94
GVL 10 92 Wesdud) (Ul 2.51) WewlSouiiisunmsiwdsudise{Azedieds flame
spray pyrolysis (FS) uag precipitation (P) wandliidiuin Catalytic activity wanmneiu
desanvuiaveseynadnifaiuanieiu wagnssudvesinfatndunaniio 35 flame
spray pyrolysis éhLs'wﬁﬁ%mﬁlﬁlﬁmmﬂﬁﬂLﬁa‘ﬁlﬂuLﬂwLﬁﬂﬂaUa vl uLanigesi
5095 Iumqmwmﬂummﬂgﬂimmmmmma wet  impregnation gfinsdauiilu
ouNMAvLIALANLAZOYNIAYLIALNG (1151971 2.20) muuaumﬁuﬂmammmmam} W
Uszlowdlunmsinuisenlalasiuduvesnsndldidn (LA Tuluwnuan-sualsuanlny
(GVL)



100 15 wi% Nify-AlL0,

- conversi
2] GV yieid
80

60~

[%]

40

204

waler methanol ethanol  propanol  butanol  pentanol

sUl 2.45 MmaAsuutas La uaz yield 189 GVL Tngldiniazanefiunnsinsfiuresiags
U381 Ni/ALOs FHNLNTEUINATT incipient wetness impregnation (IW1) 7
AVINAL Hy 10 U3, aangilunsvinfisen 150 exrwaided {Wuan 6
T, nyna b1 0.3 LLazﬁmﬁfﬂﬁaLiqﬂﬁﬁ%mﬂu 0.1 n¥u [88]

120 15 with Nif-ALLO, o

- LA conversion o
/ GVL yield |
80 | —o— GUL selectivity |

60

[%]

404

204

reaction pressure [bar]

gﬂ‘ﬁ 2.46 miﬂ%’mﬂﬁlaumméﬁ’u H, Ineld propanol Wudviazane ﬂJaQé’aLiwﬁﬁ%m
Ni/Al,O5 fikTunszUILNIS incipient wetness impregnation (IWI) mamwm’lu
nsvilgnsen 150 pamwalua Wuan 6 smim Ny bYW 0.3 Laziwtin
fseUfisendu 0.1 nfu [88]

100 4 15 wit% !’\Ilfy—l—‘sl20J

a4 Il LA conversion |

777 GVL yield

[%]

10 30 50
reaction pressure [bar]

glh’?i 2.47 nmsUSuasurnusiu H, Tngldinduiwhazane YBIRILIIUGNTEN Ni/ALO, 71
ANUNTEUIUNNT wetness impregnation (W) Aigamgiilunisviufizen 200
ssrwadua Wuan 4 $9lu, nyen 1 0.3 LLazﬁmﬁﬂ@ffgLéqUﬁﬁ%mLﬁu 0.1
n3u [88]
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100 - 15 wt% Nily-ALO,

Il LA conversion

GVL yield

[%]

120 140 160 180 200
]

reaction temperature [°C|

JUN 2.48 msuudsugamgilumsviufisevesdusauizen NiZALO; ik
AS3UIUNS wetness impregnation (W) Aivzantunisviiufisendu 4 92lu,
nuinea bW 0.3, thuidndaseuisendu 1 nsu wazanudu H, 50 U135 [88]

100 { TR T conversion 15 wt% Nif-ALO
FZZAGVL yield 273

[wt.%]

0 06 12 1,
catalyst concentration [mol% Ni]

2,4 3

JUT 2.49 n1sUSuwaguanudutuvesiinfiaveiusaufisen Ni/ALO; MH1uNTEUIUNTT
wetness impregnation (WI) igaungilunisviiufjizen 200 esriwaded 1Uu
a1 4 FIlue ANUAY H, 50 1S wavthudndassufisendu 10 nsu [88]

Yoo 15 wt% Nil-AlO,

GVL yield [wt %]

reaction time [h]

3UN 2.50 msUudsunantumsviisenvesinssuisen Ni/ALOs Nk unsyuIuN1g
wetness impregnation (WI) igaumgilunisviiufisendu 200 esrwaded,
nuinLa 80U 0.03, dmindassuisendu 1 nsu wazausu H, 50 Un3 (88]
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M19197 2.20 MTIATIERLTIUSASEENAasIY ICP-OES, BET surface area TPR Wav

Catalyst Ni content (wt.%) Specific surface area (m?/g) Reduction peak maximum (°C) Crystal phase (XRD)* Particle size (nm)!
Ni/Al; 05 wi* 14.0 96 380 and 700 Ni 50

Ni/Al, 05 p* 14.0 122 380 and 700 Ni 50

Ni/Al; 05 fsp? 134 31 800 no Ni =t

NifAl; O3 iwi® 14.8 98 530 Ni, NiO 7 (NiO)

@ Reduction at 600°C.

b Reduction at 450°C.

© After reduction.

4 Estimated with Scherrer equation.
¢ No metallic Ni phase.

3
100 15 wt% Nif-AlL0,

80 GVL yield

B LA conversion

60

[%]

404

20 4

wet impregnation precipitation flame spray pyrolysis

JUN 2.51 MaSpuliiguniswseuiisauiseimeTsiunnssiungumgiilunisi
UATEN 200 osrwa@oa 1uian 4 Talus, nying 1Dy 0.3, Wnidndaiss
UfAsendu 1 n3u uazewau H, 50 U1s [88]

Tud 2015 R. Kaewmeesri, A. Srifa, V. Itthibenchapong uag K. Faungnawakij [1]
Iinsduasieiinifufion Green diesel) anludulafifiouds (Waste chicken fat)
ANUNTuveInIaluiudasyas (Free fatty acids, FFAs) saeujisenfoanddiutu
(Deoxygenation) %ﬂLﬁuﬁiﬁﬂiugU%aﬂmﬂiﬂag biohydrogenated diesel (BHD) Inetladeil
¥msanwaiiaed navesUsunasi (0-6 Tnethutn (wt.o) waznsaluudasslulosula (6-
12 Tnghwein (wt.9) slonsideundas (Conversion), yield 7il§a1nnsyuaunts BHD wag
nsnszendnsueiiduresnai/uia veaiussufier Niy-ALOs  TudsFnsninuy
Trickle-bed (@undusuAudnans 10 fadiuns, 813 50 dadluns wazUiuas 4 gnuien
LYURLUAT) ﬁqmmﬁﬂﬁﬁ%m@u 330 A LgALTYE ImaﬁmﬁfﬂmmﬁaL'ﬁaﬂﬁﬁ%mlﬂu 8.5 N3y,

¢ a ' ™ gt - L g 9 s a
H, flow rate \Ju 50 gnurAflwuAwASHEWT (cm min ) finnuiu 10 U5 gaumgiiax

diduan 30 Wy 500 esrwaded (3 ssrwadeasiound (°C min") asldit 500 serm
waldea Wunan 3 $lus Aeuilazangamniiandu 330 ssmwaidea faufnsniazgnnad
frednsida Hyfat 1w 1000 Lifiviae (cm’cm”) fleudiu 50 w1s snsinisluase
Usumsvesiassuisennieludaufinsal (Liquid hourly space velocity, LHSV) 18u 0.5-
20 dethlie (h) nwansmaassasnsaazulsin nandndiléiainnszuaunis BHD @n

'
a

lugtuld) duazge TngldufisendeondiiudulumahuRsenuudinissiizen Ni/y-ALO; 1
gunindl 330 ssrwaidea uarnsalufudassluluduliiu 12 nedhwiin wto%) (U
2.50) Reulfisemdnfefansuetaatu/fansuendiadu (0CO/DCO)  Tumanduiu
Uiisenlelasieondiiuduaniiniutios (sUil 2.53) Avsinarh (@ Tasvwdn wto%) Tu



73

nstlau (Feed) azgeuiiy yield v89 BHD product Uszunas 20 Tngvmedn (wt.%) (m51sil
2.22 LLazgﬂﬁ 2.53) Lﬁaﬂmnmsﬂ%’uﬂgaﬂﬁﬁ%miﬂmﬁLu%’u (Hydrogenation) Law/%3o
Ufnsenlalasdlulada (Hydrogenolysis) vaslnsndwalsa ﬁuﬁaﬁwazLs'qmil,mnsuaﬂmaqa
lnsndwelsdlunsalusudassueninduuinansalutudassiigdunistovazineusulss
n1sLaen (Selectivity) 989 DCO/DCO, Way yield 483 BHD Iﬂasm%mm%u NANEAS LU
msusuneueanles (CO), arsveulneanles (CO,)  wavlnsmuarliflunfadiluasen
nAnSnaianfilmiuniane uRadmu (CH,) drusnnuasuiasmu (CH) duiio YNNY
Junandaiilunfausng annssuaumsiiiiinsiadinu (Methanation) Jadunauian
CO/CO, waznIkanvadlnsinu (CHg) sEninanszuIunsiugisen MsLLTUYes LHSV
awan yield w01 BHD iesanianlunisdudatuseainsansistufuiisaufisenssla
Jdesmelunisudeslmianufisetegisanysal fedudn LHSV Al product yield gsfian
(82 Wosifud) Ao 0.5 sidlus (h') (U 2.55) Hadllastulidifaudrangaamnssuems
wfinnudutuvesnsalutudassuasyimanihgeansaldiduingivsadluniswdn
drurwanaumilagligeddiniesdioluns pretreatment

‘Uﬁﬁ%m&mqﬁLﬁﬂiuﬂssmumié’ﬁLﬂiﬁsﬁfﬂﬁuﬁL%a (Biohydrogenated diesel,
BHD) mudnsiy sfad

- Ujisenlalasiiudu (Hydrogenation) wesnsaletadn (Oleic acid) luidunsaaiie
30 (Stearic acid)

UA3elalasdudu : Ci7Hs3COOH + H, —> Cy;H3sCOOH (2.16)

- Ufjisenlalasfioanddudu (Hydrodeoxygenation, HDO), UfA3enannsuaiatadu
(Decarbonylation, DCO), uazUiseReen@diuty (Deoxygenation, DCO,)

HDO i C17H35COOH +3H2 ‘_) C18H38 +2Hzo (217)
DCO : Cy7HzsCOOH + Hy —> CyoHsg +H,0 +CO (2.18)
DCOZ . C17H35COOH _> C17H36 + CO2 (219)

- aszuaumsyinliiiawdaiinuy (Methanation,  CH,)  dadunaunann
Asuauuesuanlen/a1suaulaeanlen (CO/CO,)

CO methanation : CO + 3H, — CH, + H,0O (2.20)
CO, methanation : CO, + 4H, — CH,4 + 2H,0 (2.21)
- Upisenlalasdlulada (Hydrogenolysis)

Ufnsenlalasilulada : CsHi1005 +3H, —> 3C;7H35COOH + C5Hg (2.22)
- N5wAN (Cracking)

ANSWAN : CsHg —> CoHy + CHy (2.23)

UfATelalasiudu : CHg+ H, — CoHg (2.24)
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ANi ONi0O OFALO,

: o X o

-g‘ (a) A

g o o o
®) o a

(€)

T T T T T
20 30 40 50 60 70 80
2Theta (degree)

Ul 2.52 WA XRD 949 (a) Ni/y-ALO; nds91nsn153md, (b) Ni/y-AlLO, Aeunsimd
WagAITB93U Y-ALO; [1]

6

IN3UN 2.52 WA XRD veeiseuf)isendniiia (N) Ai1un1s3idg asiliinves Y-
=

ALO; waz Ni Fagn3mdainla NiO fia Ni- Mdualaneg agwudl 53° wazdvuiawdn
(Crystalline size) 1Tu 8.4 ululuns

ﬂ’]ﬂ@ﬂﬁ’h‘m 2.21 ﬁ]uWU'J']ﬂ’]W‘U‘V]N’M’ENWﬁ@QiU 'Y Al.203 LLﬁuG]’JLiQUQﬂiEJ'] NI/’Y
Al203 L‘U‘u 201 way 173 G]'ﬁ’]ﬂl,ll(ﬂi@@ﬂﬁll (m g )mmmm miamawaqwuwmLLauUimm
%8&3W§M‘U§§5NW&1 13-14 L‘UE]?LGZJ‘LW] Iumlﬁaﬂgﬂsmmimaﬂ LiJEJLUﬁEJULV]EJUﬂUG]'JiENiU 'Y—
ALO;

ﬂ' 1 4’{ d‘A a 1724 1 & U 1 aaa -'-NI
M13199 2.21 ATNUARY, USHINTUBITNTU WASTUIALEUNIUALINA19YDIRILTIURATeNT
w3eula [1]

surface area pore volume pore diameter
catalyst (m? g™) (em® g™) (nm)
y-AL,O, 201 0.550 7.53
Ni/y-Al,0, 173 0.480 7.52

A151991 2.22 navesUTinansenintUgisefsongduduraansaaludn [1]

liquid composition (mole %) gas composition (mole %)
conversion yield HDO DCO/DCO,
feed (%) (%) (%) (%) n-Cs n-Cy; nCy nCy nCpu—n-Cg others H, CH, CHg C.Hg
water free 100 71.6 19 69.8 23 81.3 35 0.9 0.6 11.4 86.4 13.6 0.0 0.0
4 wt % water 100 749 19 729 2.6 89.3 3.6 1.2 0.9 2.4 78.8 21.1 0.1 0.0

All experiments were performed at a temperature of 330 °C, an H, pressure of 50 bar, an LHSV of 2.0 h™, and an H,/oleic acid ratio of 1000 (cm®
-3
cm™?),
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UM 2.54 navesUinansalufiudaseseninnshuiseneendduduvedluduln
(UASenaevinNgaumgil 330 sar@waldud, AaiU Hy 50 U5 wavdngdiu H,
| Y ! | 3 -3
salududu 1000 ldivule (cmem ) [1]
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I Conversion[ | Yield
(a) 100

80 4

60

40

Conversion of TGs
and product yield (%)
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[ ] DCO/DCO, HDO
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IO, I C,H I T,
(C) 100 T
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S E 404
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05 2 2.0
Lusv (n")

JUN 2.55 Haves LHSV seninsdfisenfeendiiuduvasiuduln (Uisenasyiigamail 330
DAFALTYE, AU H, 50 U135 wazdnsidlu H, salatiudy 1000 lifivie
3 -3
(cm™ecm ) [1]

1u¥ 2016 M. Sudhakar, V.V. Kumar, G. Naresh, M.L. Kantam, S.K. Bhargava Way
A. Venugopal [89] Ifvihmsdansgimiselfiseniidimsusuasulans (fden (Ru)
wwaditly (P), wianfeu (Pd), AaUiles (Cu) wazilntia (Ni) Imaﬁﬁaiaq%’mﬂuiamaﬂ%ua
Unlnd (Cas(PO,)s(OH), HAP) mmumﬂgmmiaimmwuu (Hydrogenahon) Faflansdadn
Ao nsmalidiln (Levulinic acid, LA) GuumauiumilmaumLimgﬂimmau Sua1nn1seSe
f15095U HAP  Tnumssuansavarsumatdoulumsnensglansn (Calcum  nitrate
tetrahydrate) 0326 lwa luih 200 fadans wdwsu pH W8 1112 easazans
worlandefifinnududy (25 Wesdus) andurhlddoasivsinasilu 500 fadans uay
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wisuansavanglanenluflonlelasiauneaina  (Diammonium hydrogen phosphate)
0.318 ua Twth 300 faddns wdwsu pH W 11-12 Freasazarsuenluiefifinny
Fudu (25 Wedhdud) anduiliFessiivumadu 600 fadans LLé’aﬁﬂUf}umu‘Imaﬁ
nsvenasazaterleainaduasaraneindounaifeuniunan 2 $ilusde 1 ade mﬂuua}v
1@Wﬂauamww“aﬂuwlﬂﬂumuua“auLﬂuwm 30 Uil azneudzgnas nTeaLazau
9auuQil 100 deAwaLTed (Overnight) ﬁnﬂuw,mquwqu 500 eAngadua 1Hunan 5
Frlusferldidumsesu HAP wiwihnisideulanedieds wet impregnation wazdinas
JuAswiiiTesdu SO, -HAP Wisuiflsufudiseadu HAP Tagnais3eaisuaings HAP
Uszana 0.95 ndu Tunsadafiain (H,50,) 0.5 M 30 faddns wardunudunan 3 $lusd
aunniives TethdiwAuasiAnnsssmeun water bath uawinegnafildagnilueud
ooumQil 100 esmnwaBea udusniigamad 450 esrwaidea iuna 3 Hlusfazle
58450 SO, -HAP 2nthuaziiassufasendlaluiuiaselelnsdiuiu Inedegnselild
Wuuuy Fixed-bed down flow quartz tubular (Lé'umu@uéﬂmﬂ 12 fadluns, ANN8
450 fadiung) fielfAzerildussann 0.250 ndu lnefissfAzeasdesinisiidly
ussemealalasiou (Hy) Agamgdl 450 esrmwaldea Wuna 3 Hluadeunsviufasen
Mntunsealiaindiusznoudiein (Wasfiusenaudae CH,OH  way CH.OH) Jzgniaesy
(feed) srodasimsivailu 1 vie 2 fadansaedalus (mLh ) museudalalasou (Hy) 7
dasnslvadu 20 fiaddnsdeundt (mlmin') wazgumgiidldlunisiiiseteglugas
275-425 pIA@aLged 31NN1TNAARINUIN FSeUATeN Ru/HAP 9wdld TOF (Turnover
frequency) Yaaunuu-Inalsuaalny (Y-valerolactone, gvl) unnIneaLsaufisenlane
Ju (3197 2.23) wAnSmeldaNUFATeRlewnsTu (Dehydration) wesnsndladdn 1wy
Angelica lactones (13 OL- uay B-AL) vzrofundassufAsen pt, Pd, Ni uay Cu/HAP
(1157971 2.23) FFUATE1 R/HAP asdien yield  woaunumt-1nalsuaalinulutidindy
CH,0H waz C,H:OH (AN31971 2.24 wag 2.26) waziian activity ﬁﬂ’jwﬁat,’:"auﬁﬁ%m?juml,ﬁdw
N13nTEAEfITes Ru ainindissUfiAten PUHAP uag PA/HAP (iU‘Vl 2.18) wammaﬂu
M3UAASe1ge A1 yield wosunuan-atalsuanlnuazanandniios Wosannisiesives
angelica lactones (m151371 2.25) lansanTuatrlnddudisessuiimuzaudmsulans Ru
Tun1sidenvihuiisenlelasiiuturesnsadladdnludunnuin-1ialsuaniny iosan SO,
HAP Tidussessuliiiu Ru aefidnisdsuutainsndladdn (LA conversion) fisinin
memsidenyfisendlawsturensedldinluilu olangelica lactones g1 wazfianssuy
wa3UfA3e1lelasdiutu (Hydrogenation activity) ¥e9 Ru %amawmzﬁaeﬂjwﬁaiaa%’u
SO, -HAP lalUsouiisuiuiisessu HAP Fatuisesiu HAP Fudufsessuilmanzay
dm3u Ru Tumsdsuutasnsndladinfigumaiivies
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@ o oH

9” S (0] ‘7%,&0

0 >
)K/\H,OH L 4-1IVA K 0_0
LA (keto form) O Q(_7/VL

g
<,
| R iy
N . 0 0
6] acgzs(t)tes U v
LA (enol form) B- AL
1)

JUN 2.56 dumansiinuisenlunmsdsundansealadnluiduwnuun-analsuanlnu
(89]

n3U 2.56 azwuinalnnisiinufzenasuiseenidu 2 dums dumed 10
UfAzelalasdiudu (Hydrogenation) vesnsadliadn (LA) 1y 4-hydroxyvaleric acid
daudunneil 2 1JuufAsedlewmsiu (Dehydration) w84 Enol 91nnsealaaln (LA) Tuidu
Angelica lactone Taeflgamgilumsvigizendin nsndlhadnazsudiselelastiuduly
resLdu d-hydroxyvaleric acid udaAsugdluifuunumn-1ualsuarlnufeujisenile
w3ty Tumsnduiuigumgilumaiujisengs Uiitedleawmsiuvesnsnaliddnaziialy
wieuunsiiauizenlalasfiudunadndu Angelica lactone 8199z1dululdnnsned
999 Angelica lactone 9199zi Uiz lalasdiuduluidunnuin-2ialsuanlny
meeil 2.23 UjAsenlelasiiuduresnsnaladdnuusiisesiu HAP fisldussiAselans

uAnEa (M = Pt, Pd, Ru, Cu uag Ni), GHSV = 2.616 findanssetmiin
AU e IUIN (mL.gca{ls’l) ﬁqmmﬁiumsﬁmﬁﬁ%mﬂu 275 93"
\waLgya [89]

Metal (wt.%)/HAP LA Conversion{maol%) Selectivity (mol%) oyl TOFgy(s7!)
GVL B-AL a-AL

2pd 253 66.5 12.5 21.0 16.2 0.44

2Pt 88.2 78.6 4.2 171 66.9 232

2Ru 922 99.8 0.0 0.2 88.8 290

5Ni 21.0 65.0 12.8 222 13.1 0.19

5Cu 322 74.8 9.6 15.6 23.2 -

M19197 2.24 UFAselelasdiudurensndladtinlu CHOH wag CHsOH uumaLseufizen
2wt.% Ru/HAP Mgaumaiilunisviruisenunnsdeiuuaga GHSV = 2.616
a aa % o w1 aaa a = -1 -1
AN IRDUIMUNAUITIUNNIBIALIUIN (ML.gye s ) [89]

Temperature(°C) LA in CH30H (pmol ge 's71) LA in C;H50H (pmol geye 's71)
Tovt raL T rn "TaL “IEl
275 56.7 - 7.04 44.3 - 14.0
325 56.6 28 6.24 42.2 1.21 15.6
375 54.8 5.1 7.02 38.5 124 224
425 53.4 48 735 336 373 248

@ rate of gamma-valerolactone using CH30H as solvent,
b rate of angelica lactones (includes both «- and B).

¢ rate of methyl levulinate.

4 rate of gamma-valerolactone using C;Hs OH as solvent.
¢ rate of ethyl levulinate.
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A151991 2.25 autinianenmuasniaaivesiiisaufisenillanewansneiu (M = Pt, Pd,
Ru, Cu tag Ni) Uu@AI5895U HAP [89]

Catalyst Surface area (m?[g) H: uptake CO uptake Dispersion Metal area (m?/g)° Particle Size (nm)? Carbon
(pmol/g)® (pmol/g) (%) (wti)
HAP 48.7 - - - - - -
2wt.%Pd/HAP 36.5 1242 364 19.3 1.7 6.19 13
2wt %Pt/HAP 343 86.3 28.8 28.1 1.3 4.30 1.8
2wt.%Ru/HAP 39.4 79.8 30.6 15.4 1.5 7.44 0.3
Swt.%Ni/HAP 31.0 246.5 67.2 7.9 8.9 3.75 09
Swt.%Cu/HAP 358 206.7 nd - - - 23

nd: not determined.
2 H; uptakes measured by TPR analysis calibrated with TPR of Ag,0.
b %Dispersion =[CO uptake (jLmol(ges) x 100]  [total metal (pmol/gea)).
¢ Metal area=metal cross sectional area x No. of metal atoms on surface.
@ Particle size (nm)=6000/[metal area (m? gM ') x p]; p: metal density.
¢ The carbon contents on the used catalysts recovered after 6 h.

M13199 2.26 wavesgumillunsinufisenlalasiiuturensadlifinuuiuseujise
2wt.% Ru/HAP Wage GHSV = 3.89 fadanssietmindiseliseiayiuim
1 -1
(mL.gest s ) [89]

Temperature(°C) LA conversion(mol%) Selectivity (mol%)

GVL B-AL a-AL
275 65.1 99.8 - -
325 76.5 92.6 2.4 5.0
375 87.9 84.0 4.8 12.2
425 94.0 80.5 5.5 13.0

4275 4.0 0.0 0.0 100

b275 44.5 4.2 0.0 92.8

3.0

3 Activity using pure levulinic acid at GHSV=2.616mLgc, ' s,
b Activity data on Ru/SO42~ - HAP catalyst at GHSV=2.616 mLgc,; ' 5.
¢ %Selectivity of pentanoic acid.

VoI111AT093TN5FUATIPINIAITOITURAZAISIU AT naluauITedesufe
Assfasenlaneiliazeglugluuuredangeonlen fariunssuiumsiaidiieliiilse
Uisenegluaveslane (Metallic phase) Fuibvldialunmsduaseidiissu)isenuiu
wardusoulunisudandoudadudeu uienssuaunisaunulunisndngs Falawamun
nszUIuNsduATIzRdssUAsolansuuasusuniinawaiuisatunisin i dusy
seasunuulng Inenssuunisildlunsililansdindunsueumilniipfe nisyulavee
Il (Electroplating)  Fudunszuiunisitdre Widudeu s1a1gn gunsalfildlunssuiu
ansanladng wagndAyredusagiselaveilsaveglumlavedanglaelinosiiunis
Aa ¢ = & a v [ aaa N al
3094 FarrgantunaulaziIatun1Idn n1syulavemglniluljisemisluinaia
Usznaumensaufisenaesdiumeiunsuisesendnduntiteluntaziantutinalneg
THlun1sfunazgadediannsoumenisitenseualniiielilessuvesaisazareiiunnda
Wihujasentugusenioasietuiiay lnenseuanidnglanuiiwalun (+) asinufisen

a LY a (3 a S a aaa v o
panBndu lessuuinluaisazaredianinsladazdsldinizntaualng (-) AnUise1sandu
lavginenvanalng ddeineiunsyuiunsyulaneaig i

Tu® 2010 AM. Rashidi wag A. Amadeh [42] lavinnsdaasievinandniauluuy
grusossuiiluudureUilosiianszurunisyulansaaelnily (Electroplating) w3sy
arsazatensdiniiadana 300 nSuredans naunuidniianaslsa 30 NSUMADAAT LATNIAUD
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3n 30 nSusiedns Taieiimsduimaiion (Saccharin) aduasavanefinifade Tnoesld
wrinfiniia (99.99 Wesiiug) vuim 100 faduns x 50 faduns x 5 fadwns Wudauelun
(Anode) uazuKuABUBSTNILNTET 1WA 20 fadmns x 15 Tadwns x 2 Sadiuns Wy
dauelng (Cathode) Jugusessy rouflazindouusuneUeiasdomiutuneunistauds
&aetuagnszduluns atlumaedevazgnuiuasuliamumundy 100 lulasiuns
uazAN pH Yasansazateaveylutig 3.5 fs 4.5 sgshlansiiadevainauaziengaeing
(Voids) wagsosuan (Cracks) Insiladeivihmsdnuildun gumpivesansazats (45-65 aamm
WALTYE), AUNUILUUNTEREA (10-200 HadwoUwUSADMITITURLUAS (mA/cmZ)) oy
USnaimsindinaiiiey (1-10 nusedns) fidwwasovuiningy nan1smaaemuintuves
Anda (hsdldiuthmadion) aviidnvaredrefisniia (Pyramidal-like morphology) (370
sUfl 2.57) winsdifuinnafiosadluasazasasidnuasdunguioufindu (Colony-like
morphology) MstfiunimasiteuadluansazareuSunas 5 nfusiedns LLasLﬁmqmmﬁmaﬂ
asaza1891n 45 ssmwadua Uy 55 esmwadea wudvunansuanas Tuvaeiidle
meammmaamsaymEJ:mﬂﬁuuaﬂamﬂmmummvﬂwmu (i‘U‘V] 2.55a) AIUNITINEU
Gumum%uusummmusuaamiwmaaua%wmumamsmeammmaﬂmiavma dunala
PNnIsduaTIendnulusiadun émmqmmmaamiazmammm 55 DALYALTADY
aoandefuNITeNUNaTIIdY wiflgaumgiising1 55 ssaiwaidea azlinssfunatnasiy
ﬁ?uﬁmﬁaLﬁuqmmﬁﬁummﬁazma%ﬁﬂﬁmiuﬁmm@Lﬁﬂaq Meindsnulunsiefvennsu
ﬁ%uagjﬁ’u Cathodic overpotential [92] 81 cathodic overpotential #A3A FILAR
wé’ﬂmuiumidaéfwmmﬁw%ﬁamﬁama Lﬁummwmuﬂmaqﬁamﬁaa (FNUIUVDY
mmaaamawuw) Fansuiildasivundn 9antu Cathodic overpotential ZANAIIBNIT
memmmmmiauma denaliuunnsuresiifndeudiuty nsdmsiuaumnuy
nsvuaRIn 10 NaduauuUiromaaeufiuns (mA/cm’) Tl 75 Saduenuuisonias
wURWAT (MA/cm’) dwalirunavesnsuanas lusasildlofiuanumunuiunssuaunniu
zldinadovuInue LNy (gﬂ‘f?‘i 2.58b) tufievuninsuveiindauasanatiionisiiu
ANLMLLULNTELE 91z IINSIiNA LM UL SEuaazdsHaliiAn overpotential g4 @
PBANSMIINIIAAKEN (Nucleation rate) egndlsfmuinddevatevinu (93] s
BNUITIINTeINTUATNTUS e st rukiunsssaTugutuiosanany
duduveslovouvesiiniaanas uaz/vie Co-deposition vaslalnsiaudisessevestaualng
wazansararedidninslad surevennsuazlidsufinnamuiuiunssuamnnndt 75 fad
LwonuUSransauins (mA/cm’) s1aazlumsty Co-deposition vadlalasiauiiiuiia
Fauelng axUdsundsnuiiuii (Surface energy) wagnalnn1siaula (Growth mechanism)
Sntanisnsvarsvesnsuudliihiilise it Anujisen3dnduves Ni© uarlesauves H'
SNEY APV ILUN T ALAY TN TLIZANANRE 1 TINE TN S L US a1 g
FeuteuiiUinuhmaifionazasiifl 3 nfudedng (U 2.580) ReuluiiAignivhlilénan
dnfaunlufe AnuRUILUUNISZUAYSZAIM 75 D9 100 HadusunUiaannsiasusiiumns
(mA/em?)  arududuresimafisuinnniwiewinty 3 n3udedns uazguvgiives
asazanailu 55 serwalded
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U 2.57 i SEM wesdnuairiiufinvesinifiafindeulns () nediitldlffuthmaifiond
ANURLILLLNTZLE 100 SaaneuuUsAomsauRuns (mA/cm?), (b) Ny
thanafien3une 5 nduseans Hirumuiudunseud 100 Jadueuuusnonisng
wuRlLns (mA/cm’) way (©) nsdifiumaiient3una 5 nfusedns fan
WLULNITLE 300 HadueuudinemsnasuRiuns (mA/cm’) [42]

35

(a) 200¢ (b)
32.5, 1
E o 160
o 30 c
N D
w
< by, % 100
i £
Q o
25 9 s0
0
45 50 55 60 65 0 50 100 150 200
Bath temperature / °C Current density / (mA/cm?)
100} (©)
80
E
c
Gt-} 60
v
£
© 40
O
a n Q
20
0
0 2 4 6 8 10

Saccharin content / (g/L)

3UN 2.58 wunaveunsuiuanssiumensuiuilisugamgilvesansazany (a), (b) Ay
MLLUNTEUA Ua () USunavesdinnalies [42]
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@ - (®)
£ fam < 1 am
= (200) =
= =
= ‘@
[7] c
5 g
P ;-
< 05 905 (200)
> =
= 220) @11) = (311)
3 & (220)
¥ ! A (222) __J (222)
— 0
50 60 70 80 90 100 110 120 130 50 60 70 80 90 100 110 120 130
26/ deg. 20/ deg.

a

JUN 2.59 XRD pattern vasinifanieldReulvningn (a) way (b) nsdlmfgamail 700
saraaa Wuan 24 9l [42]

9n3U7 259 1Wuna XRD weseuluifnianiussuiiivuiunsdiiletlueni 700
ssrwalua 1Wunan 24 Falus ssdunaiuin Tnssadsadnvesinfaiadeutnduwuy
fec waglififinvaamaduusingoy fefiindu (szunv (220) veansdiitrluimn vsen
Lmuﬁlﬁagﬂuizﬁuuﬂumm

1wl 2015 N. Zaimah, A. Nurain ¢ S. Hussain [94] lavinisiedautinida (Ni) vu
Frusassulnmilley (T Menseuiunsyulanssaglliln (Electroplating) lngusiAainnis
7INAINELRINAIBENY, NS treat LLasmsﬁw%’m%’jusumaaﬂlmﬁﬁmmwmLLﬁuﬂﬁsLLa’ga Feay
dwalidnsinsindeu (Deposition rate) veslepouuInuuiiufIfitaualnags 3unisnsi
71 High speed electroplating Jadefivihnisfnufe nsusuiUasunsidainumnuiuiu
ASTMARaE 0.1, 0.3, 0.5, 0.9, 1.1 way 1.5 weuudd mnumuiutunssudardssasoninumn
Tunsiedeuvestinifavulunidey Tegazldunslymdenvuinniig 10 Jadues tazen?
40 faduns 1ugusesdu ududsumIILIUN SELARLA TR ?fqé'f’gaemﬁwgﬂ
Fadunuun1adnrne antuduieg1adensTaensIeTIn 220-1000  wardafietis
TngasldtniAaidudauelun (Anode) waglimideududaualva (Cathode) gumgiives
ansazanaidu 75 esrwaded waznanlumsiadeully 3 undl ankanIsAaBINUINANL
MunTedaTAdeuasiintud e siiua N sz (';;Uﬁ 2.62) wazazyinliingu
avidun (18nae)  deuietu Anuwdwesifiindevizanaiienuruiuiunssua
Wiy ﬂmJaaéfnasmﬁmmwumﬂumzLLaqa (1.185 wouuwUsdonmsnuauiiuns (A/cm’))
zuansAAILTvefinganimIsEeTinImuLLuN S LERNGY (0.127 wenuUSrensng
WwuRAS (A/cm’) 91n3U7 2,60 fin XRD vesfiniAaiinnumuusunsua 0.382 weuuus
HOMISIUTURLUAT (A/cm?) 92n31an31finnunu wtunsewd 0.127  weuwUironisng
e (vem?) aguldhauniesfinagfistudsnsfiunnumuuiunssua 13y
7 2.61 Hunm SEM vesfiuiafdndavulnmidendinnumunudunszuaunnsnedu wuin
uAvennIuaranatien I iunsELa iUl 1.5 wonuds Tnenisiiuaany
MUMUUNT2UAEYINIY A1 over-potential a9 danalvidnsinisnedivesinfoa

A a 4

(Nucleation rate) windu nansdueinlaaziduouniafiazidenunTunazinuiinGey e
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o '
Al

WisuWieuiueyn1afl over-potential fn (AMUVUIRUUNTELAAT) AzdNuRTIliSeUkasd
VU lngy

E (111)
g (220)
5 [1] |
TR \ |
1.45A/cm? A ) . -Jﬁ! _—
?‘-*“1 h )
 \
0.382A/cm? i | T il Nk
B NN\ /2 N
0.127A/cm? o s

2-Theta - Scale
EDCUent 0 14 - s CumestD. S A raw - Tyoe: 2TR Tr GRS - S 20000 *- £nd 84 502 *- S1e0 0020 *- SIS tme 18.4 3- Temo.: 28 C(Room| - Fime SEtes 5 & - 2 Thets: 20 000 *- Theea 10.000 *- Ancde
Cperes *Aizral 0800 | mrpe
Hicurem ie: Cument 0 3A 8w- Tyse 2Th Th Gched - SISn 20000 *- 2. 84 502 *- S0 0020 *- ScIme 1843 - Temp ' 28 C (Foom) - Time Stanes 98- 2 Thets 20000 *- Thewm *0.000 * - Arcse
¥ Scma A3 1000 | S RADRAD 0800

- —oon
BC. 19010 94 . File: Curpsad A raw - Troe 3TR Thiothad - 514 30300 - 6384 00 *- Buag: 2020 *- Saes #me 18 4.4 - Tame. 28 C [Rodmy - Time Btaries 10 8- 2-Theis 20000 * - Thew: 10000 *- Ansde
Cpestons ¥ Scsie Asd 2000 | Sre bApnal 0 500 | mpen

35U 2.60 XRD pattern vesliniiafiinfiounanunuwiunssiauans1aiudeil 0.127, 0.382
s 1 a 2
waz 1.145 LoNuUInonITIEURLnT (A/cm’) [94]

gﬂﬁ 2,61 NN SEM TIARINAYIANLALIMULNSYLARDULIAYB RN TSI (3) 0.3 wauLUS,
(b) 0.9 woulys, (c) 1.1 wauwUs way (d) 1.5 wauwUs NMasveny 4000X [94]
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AccV  Spot Magn Det WD ——— 10um
300KV 41 2000x  BSE 16.1 Nickel plating il 0 6A

JUN 2.62 2 SEM vesnmdinvinsiinifavugiusessulnmitlenlagldaiuvuiniunssua
wAnenefiu et (a) 0.1 Weuwys, (b) 0.3 waNUUS wa (c) 0.5 wasU$ [94]



unil 3
A5ALUUN15IY

A& oA aa Y] o 1 aaa ) oW aaa a v

duilieaanisnisduasiznduseufisenlanealy nuidisauiselansileain
nsruIunsAanatueglusUvedlanzeanlen (Metal oxide) Bslunszuiunisuanansiiy
waseLinUsEanSnmlutndudomas wasmsduasigiundudomauy dussisennld
egaeliinujisenlanazdeseglualansdase (Metallic phase) Wudiulng feudd
Aosn1smseuiseeglunalangazdodluinnmssaig davihlildnalunisdansenduse
UfAse WY waztumeulumsnanireudsdudou

n15378UFsbatmuInszuINNITdNLATIYdLTIUgAT e lansuuAISUB UNd
Anuansatunsi i dusisessusuulng FB/MIRanaUTENaUMETURnaUNTUSUUR
AuauURvesmengUnimenszuiumsialasnesda-asveulueduy antuinistugdidu
=3 ) aaa 4 1Y) P ) Ry [y o % I~ 1y 491} aa
dinkagyiufasenasveuluedu Wevibidisessuiliihle wasiduniswauiiuiiouag
Anudugnuveinengun18ndunssild antuihniswdeulaneasuugiusesiuiiuda

s Y v g = & a T v

Asusumenisyulanesigluil (Electroplating) fulunszuiunisndte lidudeu siagn
gunsaliildlunszurunmsaiunsam e washiddgfeanunsavintifusugiselanediu
Ingjeglumlalanedaselaglifoninunssnig Faivantunaulayszueia lunITNEnfLS
Uiselany
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mangUgn
nengugr@lueuielanudulugeu e
gaunndl 80 perwaldya [Wuan 3 Talus

AsEUIUNSLElASINesiTa

v

AangUa 30 N3 + Unuseantessy 60 faddns Mnduldasludeufnsel
Iigaumnaal 140-220 ssmwaifoa (1a1Asn 8 Falu)  waztaalunisii

[

Ufinsendail 2-24 Hlus (@aungilasil 180 asrivaides)

aulviuiamgll 80 esmwada WWuan 3-6 Talus

:.’1 o [ < =3 v 1
nuu U dudn YuAEURIY

AUINANG 5 NadLIMT U 3.3 NadURS

Y

i e o o Ay ' o aaa s o A a
| lehsestuansueundl || viwiiSenansusuluduiigamgil 900 B4Fi1
L Anuatunsolunisii ey wasdea Tuussennia N, Wunan 2 92l
iugasenyulaneaaglin
langnlddinel dniia AANeAndlninnldfe | | eumgiivesansazangiilife 40,
(Ni), nauna (Cu) wag 3,35, 4,45 uaz 5 1ad 45, 50, 55 uaz 60 09"
lauaad (Co) walded wavanladu 5 i
lassaufiselans g
Asusuluiisessu
AnwaNURe1ge
fug1UINeN N13AN® N13ANW N13AN® nsAne NMSNAFRUNNT
p9AUsENY || TUTRN N15N98918 | | AUFAIUNIY IUHATe
UBIFW) fvaslae lalnsqudu

JUN 3.1 ununnLansdunaunisivy
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3.1 mMswmsEunanguE

3.1.1 Yaauazaunsal
@aﬂg‘dmﬁ (Cattail Flower, Typha angustifolia)
2. g8y (Oven)
3.1.2 %”'umaunﬁm'%amaﬂgﬂmﬁ
1. dianengUgBndugua® lnedenusvenendididtina
2. eongunidaudalunnuanlsiuis ntuunsnenguniSeenandeasiidnuns
Juduledng
3. ddulerengunBlalunvuy wiidideuiiegamall 80 esrwaded Wuran

3 Fluaielaninuay
'\éﬁ
s ba
B a  id,
edbadodon 48

5U# 3.2 dnvaizenanguys

@ ¢ v o ¢ Aad da = o
3.2 N5dATIERRITRsUATTUBUNTN TR gIazdadNam1salun1sn
wH1anaengugrEalenszuiunislalasmessiansuauludu

(Hydrothermal Carbonization process)

3.2.1 Yaauazaunsal
FEUUNSAUATIERAITRISUASUBUMENTEUIUNIs lalnsesiansuauluedy A
wansluzuil 3.3 TYanuargunsaifisuduswiolud
1. deufnsaldmsunszurunislalaswmesida (Autoclave) vuin 600 Haddans
anvugidunidmildludsufnsallelnsivediia (Glass) vunm 500 faddns
1hsmanleasu (De-ionized water)
oy (Oven) 8% Binder

AR e A

\P0eteans (Balances, Analytical)
a. Mettler Toledo ML54 Analytical Balance Max 51 ¢ Min 0.0001 ¢
5. wyiewA7 (Stirring Rod)
6. Unines (Beaker) U1 800 Hadans
NszUaN®e (Cylinder) Yu9 100 Uagans


http://us.mt.com/us/en/home/products/Laboratory_Weighing_Solutions/Analytical_Balances/Classic-Analytical/ML_4_Place_NewClassic_Analytical_Balances/m.html

9.

10.
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Yousing1s (Spatula)
aaugldansdmivriujisennisusuluwdu (Boat)
WK SRUULLINBY (Horizontal Tube Furnace) W3auWNIAIUANQUUNI

Y

(Temperature controller)

11. VOADNTAMSUNIENS (Quartz Tube)

12.

fawdalulnsiau (N, gas)

JUN 3.3 nszviunislalasinesia (A) wagnssuunisasveuluedu (B)

3.2.2 YUABUNITAIATIZNATTBITUATTUBY
ATunouNINAaeY Aeralull
FanongugrEminiseuldannuuuds 30 n3u
Wnengun18NTaLamanun 30 nfunauivi1iusimanlessu (De-ionized water)
60 fiadans udldaslunsuziiduniiawn 500 faddns
S o & 1% I [ a € o a aa & A

ntuhnwusidunildludugnsallalasmessiiauuin 600 Taddns (yuilend
Unrnlalasmesdaliuiuneaunis) irdelnsallelasnesdaiigeulutoulyves
g ilfatl 140-220 aerngal@ea LIa1Asy 8 Talue waziiatlunsvigasendadl
2-24 13 gaunaiineil 180 esrniallya Fagnmgll 180 awrwadua 1Wuian 8
L9 TANUNRIINNER LWaedmTunTdLasIEiiTessy [95]
o o su Y g ] ) Y - !
nengugrsnnunszuiunisialasmesiaudilalunivug mnduldludeuiiela
ANNALTIgMAT 80 e waided 1Wulian 3-6 9alue MR naUIUUTATNLE Y
wwiindregrmdndunszuiunislelasmesiia uduumegnsldlunivugla
nenguankiunszuiunistelasnesiaundmduda vuaduriugudnans 5
fadns v 3.3 Jadwes wuigdmsulunisyudisowanalafnnsudines
lalnsTiudu
nduieengUnEnunsruIunslelasmesiauazdnludaudinnviugisen

s o . . | o o 1%
Aueuluetu (Carbonization) lngldaslun1vurdmiunnans (Quartz boat) U7
Maluvisatend (Quartz Tube) Mogluimiin Ingdninalinyugdmiuimanseg
lugreiilinnuieureun (Heating zone) uiivinn1starivingvesviomendnieqn
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fhannmaou (Teflon) Triaiin wsnlflunisihufateafueulusduduuuy
1UBU (Horizontal Tube Furnace)

instou (Flow) Aglulasinudilvluienrendmeninuiuda 100 gnuen
WwuRlumsAeUNT (CC/min)  wazdnsimisiiugamniiil 5 eswalduasound

(°C/min) Ingazlimnuiouaingamgll 25 esmwadedlidu 900 s waldys
Tdian 2 $2las 55 niit andulvigungfingiif 900 esrialdea Wunan 2 Hilug
dewa$dunssuaunsfensuiat 2 Salusiligauunluds winnaginisa
pumilviuansioiaes wdsennduasauigamniivies 3sinslam
Unndavaesinelulasiau wasinuansimegdldlunivugdmsuldans
Flovhuiiseansuenlustuasands wwldudndurividussessunsvondiifui
Agesaziianuanunsatunisiililil (Conductive carbon pellet)

Cattail Flower

Hydrothermal

Drylng

At 80°C for 3h
At 180°C for 8h

Drying at 80°C And compressed

for 3-6 h into pellet

Conductive
carbon pellet CF pellet

Carbonlzatlon

at 900°C for 2h

JUN 3.4 Tumpunsdaasizismisesiuasusy

3.3 nsdauaseinaseufisenlanzuudisesiuaisusuainaengug 1@
nszmumiﬂ;ﬂamﬁ'salw% (Electroplating process)

3.3.1 Jaquazaunsal

JEUUNsdNAIIERAsIU e lansuudisassuasuouni AuEINIsalunIsin
Inifhaneengugr@laensyuiunisyulaveaigliily dawansdugun 3.5 diaguazgunsali

Tudussoluil
1. aswedinldlumsduanendusalfisenlane Iassieluil
1.1 fnifadawmn (Nickel Sulfate) 8o Ajax
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1.2 Siniaranlss (Nickel Chloride) B%e Ajax

1.3 n3AUe3n (Boric acid) H%e Ajax

1.4 peuwesdaun (Copper (1) Sulphate) 8%a Ajax

1.5 Tnueasnaslse (Cobalt (I) Chloride) S%e Ajax

Unines (Beaker) 3unn 800 dadans

dhusrnlesey (De-ionized water)

wsoud (foil) MAlumsdneseiiaissiiselans dwioluil

4.1 Cobalt foil, 0.1 mm (0.004 in) thick, 99.95% (metal basis) ~ 0.56¢/25X25
mm, 100X100 mm ?jﬁa Alfa Aesar

4.2 Nickel foil, 0.1 mm (0.004 in) thick, 99.5% (metal basis) ~ 2.2¢/50x50 mm,

100100 mm B%fe Alfa Aesar

4.3 Copper foil, 0.25 mm (0.01 in) thick, Puratronic®, 99.9999% (metals basis)
~ 5.6¢/50x50 mm 1o Alfa Aesar

i3eanuansndeslvimuiou  (Hotplate Stimer) u C-MAG HS7 % IKA
“Germany”  n¥ousaiadesingamnliansavarsdmiuinieniuais (Electronic
contact thermometer, ETS-D5) Lﬁafmuazmuamqmmqﬁiumaazma
unasdnelnih (DC power supply) 848 Gw Instek $u GPS 3030D
finiutilaneuazinmsessuasueu (Usshvsias)
aelvidonszrinsunasielwihuasdavisaos

PRunEn (Metal stand) wiouuaaum (Clamp)

. 8191151 (Ol bath) dmiumiuaugamnil
. wlualwanniuans (Magnetic stirer bar) 2 uwis dwsuldluaisavarouazluens

Wi iieligaumgiinszanglamitnines

JUN 3.5 nsdannstaguazgunsallunszuiunisyulaneeiglnih
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3.3.2 JunaunsduaTiziasslisenlansuuiisasiuansuau
fTunauN1IVAaeY Awaluil

a a

Uffseeantindundiwelunsasantudiualnaildlunissusazgadedidnasousie
n1snenszialiiielilessuvesaisazanefiuandidvinujiseriugiusoaiieasiagy

1.

iisessumsueudildainnszurunislalasmestansue wluiedu u1viinisds
ihnifnuas Tnaanudunudiegainisilidhneui iy fasegulansdae
Tl

wisuasazaedidninsladveusazfoulumumsed 3.1 wevhuFAzeyulany
Faladh Tnednssfiserlanedldanad dnifa, aouies uas Tavead dafinsih
missufizelaneaesiinasaududgy dnifa-reues, inia-lausad, Asuiles-
lavean waziniia-reUivas-lausad utAfaUVUAITEISUAITUOUNSauALluY
nszuaunmsyulanemelnin Wudissiselaveuvulangaoswin Bimetallic
catalysts) kagfisaufnsenlansuuulaneansiin (Trimetallic catalyst) auandu
ihisessuasveuldiuiasergulanesaglni Tagldilansifudauelun
(auan) wazdsessumsueulutualng (Faau) Tenseuanienusadnsliii
Pelitudanelun (+) Aedalany avifaujiseneendndu lovsuuinluansavas
51dnTnslad (Electrolyte)  avdsldinziidaunlng () Aedsesiuaisuay
AnUFRSe3end Taveinziidaunlne (U 3.6)

a

AAnuAnAndliinnldfe 3, 3.5, 4, 4.5 uay 5 Tad aaunglivesansasaienline
40, 45, 50, 55 way 60 parwayE wagnaNldlun1sinugAseyulanse el
W 5 Wil (e 1 Woulw) FausazFaulunanslunisnei 3.2

o ° aaa %] & Y o w1 aaa o % o A
iU isengulaveiglifiasaud Adusuiselangludannniniiien
USunuvedlansfiaiauuuiasessuasuauwas InA1AUAIUNILINEY AN 51N
Tuindannmsvirudisenyulavesglih waziiuldluiiiudedns

M191991 3.1 drunauvesasazatedianinsladdmsurinujnseyulanessliih

asavarudianinslad Nickel Nickel Boric Copper Cobalt
(Electrolyte Solution) sulfate  chloride acid (I sulfate  chloride
(Ni,SOq)  (NICl)  (HsBO4)  (CuSOs)  (CoCly)

Nickel (gL ") [96] 300 60 a5 ] ]

Copper (gL ) [96] - - - 300 -
Cobalt (gL ) [97] - - - . 35.687

Nickel-Copper (g-L ") 300 60 45 7 -
Nickel-Cobalt (gL ") 35687 2367 12 . 35.687
Copper-Cobalt (gL ") - - - 0.753 35687
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M13199 3.2 gaungilvesansazany, anudedndliih uazianlunisiedeuveusazieuly
Tunsyihugasegulanesalin

fouly gaunilvesansazany Ausadng L naluns
(p9ALsaLTYE) (had) doU (W)
Nickel 40, 45, 50, 55 way 60 4 5
50 3.0, 3.5,4.0,4.5 way 5.0 5
Copper 35, 40, 45, 50, 55 way 60 4 5
40 3.0, 3.5,4.0,4.5 way 5.0 5
Cobalt 40, 45, 50, 55 wag 60 4 5
50 3.0, 3.5, 4.0, 4.5 way 5.0 5
Nickel-Copper 40, 45, 50, 55 uaz 60 q 5
50 3.0, 3.5,4.0,45 way 5.0 5
Nickel-Cobalt 40, 45, 50, 55 uaz 60 4 5
50 3.0, 3.5, 4.0, 4.5 wag 5.0 5
Copper-Cobalt 40, 45, 50, 55 iay 60 4 5
50 3.0, 3.5,4.0,4.5 way 5.0 5
Nickel-Copper- 40, 45, 50, 55 ag 60 4 5
Cobalt 50 3.0, 3.5,4.0, 4.5 way 5.0 5

) faN e Electronic

2 contact

< 1
(D 4
: )
Conductive
Anode Carbon Pellet

Magnetic - Flectrolvte Solution

stirrer bar

Hotplate stirrer

UM 3.6 nssimasasiunseuiunsyulaneaiglii
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Cattail Flower
Dried CF Hvdrothermal

-8

At 180°C for 8h

Drylng

At 80°C for 3h

Drying at 80°C And compressed

. for 3-6 h into pellet
Carbon-supported Conductive
metal catalyst carbon pellet CF pellet
l Carbonization

Electroplating
at 900°C for 2h

JUN 3.7 Juneunsdaasziiusiselaveniiansuemdudisessu

gﬂ 7 3.8 mmﬂgmaﬂam fasuawduisessu (a) fnwia (ND), (b) maUas (Cu), way
(©) laueas (Co)

3.4 nsdauasginassufisenlangasuuiisesiudaniaainaangugdnae
35n15yullen (Impregnation)

FsaUfAsonlanzuuiisesiuiauiafigndansizvidieisnisyuiden
(Impregnation) axthlulIsuiisuiusussufizelansuuisesiunfueuiiduaeife
nszvIumsyulanemilni (Electroplating) Tun1svihufiseuanmladinnsudivlesialas
i dielildnansariiduuninniialsuaaln

3.4.1 Jaauazaunsal
FEUUNITFUATIBIATLT s AT e langasuuiisessudanitavinaengln18lae
nszvrumsguilen SYanuargunsaifisnuswielud
1. aswediflilumsdnaseiinsiiselans dxwelud
1.1 fnvialuasn (Nickel Nitrate) 8o Ajax



A

10.

11
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1.2 apUiloslumsn (Copper (II) Nitrate) S Ajax

UnLnes (Beaker) au1n 50 uag 250 ladans

WVSLA2AUENT (Stirring rod)

UL30 (Burett) w119 25 Uadang

¥usrmanlesau (De-onized water)

iseanuansndeslimnuiou  (Hotplate Stimer) u C-MAG HS7 8% IKA
“Germany” w¥enialadesingumgiarsazaredmiuinieaniuans (Electronic
contact thermometer, ETS-D5) L‘ﬁ'a’?mLLamaUﬂmqmwgmumiazma
WwAsLwaNNILES (Magnetic stirrer bar) 1 Wig

a

M LHUURLILBU (Horizontal tube furace) W3BUHIATUANUNAI]
(Temperature controller)
nMvugldansdnsunszuiunisasua Uty (Boat)

79ADYANNTUKNIZS (Quartz tube)

. taudalulasiau (N, gas)

3.4.2 YUABUNTEUATIZIALTIUR AT lanealuuRl5aesuTINIa
JYunaunIINnane faralull
wigunangUg1ennIunssuIunsialasmesiauaitudninesdnuiu 15 nfu uin
wisnaisazarslanzlumsm lagvinnistalanslumsnidainisuinundunsizdu
é’hLi'a‘dﬁﬁ%aﬂué’mwdauizmwﬁaLﬁqﬂﬁﬁ'%aﬂawwiaﬁaaaa%’u%amamﬂmaﬂgﬂmﬁ
7 0.6:1 (Wndnlanzlumsy 9 nSusstIntnA1seIsuTINIEa 15 N3Y)
raslavglunsniuiusanUsegusunng 20 Sadans antwinistuniulagly
uvamanniuaIstunIuULLAS 99nIUANsaza18 U8 15 Uil wlatluniuau
A158LANUNNULAD ﬁﬁmsuss@msazmaaﬂuﬁaLimﬂ'%mm 25 1888015 Lazhned
a P o A ) A

TusamendsuunIasiuniuans (§uin 3.9)
UnenguennIunsruIunIsialasmesdannsenlinainiuuasesuniuans
wioulviaiuseu lneiinslvimnueunaaumgil 80 aerwalleavueyinNITNAaDs
yiMnnsUdseansay mﬂmﬂmLimaﬁummawmiﬁmaﬂﬁﬂquwm6] W3 aulyig
LAIAUANTYILAGNNEX LwaiwaﬁavawsJﬂsvmEJmmwumsuaqmiaqwmaﬂﬁﬂqw
mmamﬂmwmmimmi’wml,mm@auLwaiamwmmmqmmm 105 D9FALTYE
I~ e.'l o d’{ (v YV @ [~ [ 2 ]
Jwan 24 9lus wagviinistugulaenisdalidudadnuaenay vuiaduniu
AUgNa1a 5 dadiuns v 3.3 dadiuns

) a v} o‘al'dy I3 =3 % o aaa 6 % d' a
ndndaanvuslidudandinijiserasveuluedunioumgll 900 oemn
waldea Wunan 2 Falus Tuussenialulasiau (N, atmosphere) 1Wuan 2 dalug
Y Y] a aa = i = . I3 &
AILBNIINTRNRUVYIN 5 Bemgayadaut (°C/min) wavaadwia 100
anuiAnuAwAsAeuId (CC/min) lagldnmiwuuiuiueu (Horizontal Tube
Furnace) wazldvielunisvinansveuluwtuiduriomias (Quartz Tube) Aazla
nanAuaduiusaujizsenlanzuuiisesiudauma
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3.5 mwiufiseuannilafnninuainaslalasiudu (Catalytic transfer
hydrogenation) ¥asfat39UfiAselansuuiigesiuasuaunasiaLsaufizen
TanzuunAl3a93uaINIe

3.5.1 Jaquazaunsal
seuumavuisernennilafinniuaneslalasiudurediissljiselansuuda

J095UATUDY Aauandlugun 3.10 dlanuazaunsaltdnludasialuil

1

o

6
1.
8.
9

anaffldlunishuiisewasanlafinnsuamesislasiuduresiussfazen
Tane figedeluil

1.1 Iwswiuea (2-propanol) Wumlesneulalasiau

1.2 wpAiumaaines (Levulinate ester) ifluanssadu

1.3 Lovnuea (Ethanol) dmuvilvisnegeiils (Product) eansreuluda GC
AsaufAzenlane

deUfinsal (Reactor)  dmSuvhuaseawanalafinnstuainaslalasiiudu
(Autoclave) vu1a 250 Hadans

avugidummasudmivldlusainge (Teflon) wunn 150 Taddns
i3eanuansndeslimusou  (Hotplate Stimer) u C-MAG HS7 % IKA
“Germany” (gﬂ‘ﬁ 3.10)

PesmuALgamYinoni i Fnsalifielgamnd (5UT 3.10)
wisusmdnnauans (Magnetic stirrer bar) 1 uvis

PINAUMBENNINIURATET W19 1.5 Taddns

NaeARRLIYUIN 1 TaddnT WioumInTes

10. nszUanA9 (Cylinder) vun 25 adans
11. Tulasta (Micropipettes %38 Autopipettes)
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SUT 3.10 (A) fsUfinsal (Reactor) uaz (8) gunsaivnlunsyivjizen

3.5.2 dupaunsviuisewannilafnniiuaineslalasduudu
[ = [ Y 14

1. ymswlnswiuea (2-propanol)  daludlvezneulalasiay  adlunszuennig
U3ua 24 fiaddas  antuldaslumiseudmsuldludeufnsal (Reactor) uwda9
Untin

2. WlulasUn (Micropipettes) misansasiutiufaiajfiunleawmaiviawian)diun
(Levulinate ester %3® Methyl levulinate) Usunad 0.58 fiaaans laasluvnseu
wiaimin antutiiusauiselanendanseinieisnisgulaneagliiuas
missfiselavendunsgimenszuiunsyuilen umldadlunaau

- legnsaldusauisenlanendunneimedsnisyulanemelnii s livsunaumes
Tang 1 05y Felusiuinudnuesiisessumsust 1aedonsnaiuseniIntedaLse
Uffselanesiadisossumsuaudu 0.6:1 (winlans 1 nfusedmdniisessy
ASUBY 1.66 N31)

- dwissfiselaneiduasizisieisnsyuilendunlainisw3snludnndiu
Ql' 1 [ A ¥ o a a U Y 1 aaa Ao s ¥ aa
mirduieasliinllssuiisuiudasaufiselanendaunseisieisnisgu
Tavgamulniila Inednsiausenindssljiselansmosisedsutiuiaanaen
sUm8u 0.6:1 Wmilnlanglunsm 9 nfureumiindasesiuduna 15 n3y)

3. dnnaeunngluiinsansnsiu aisiliesneun wazdussuisenlans sIunNme
wildnniuans Whmstunudeliasiegnielunaniu  Weansnauiuudavi
M3LAUIBE18 (Product) 1 ASY Rewhujiseuaaniladinniuameslalasiiudu

4. nduvihinsussyvvasuadludaufnsaliiionagyinufisen Ineasujnsainneuy
\wwseenIuasnsenlvinuseu (Hotplate Stirrer) uaiiumedvadaunsaliisaniu
LASBIAUANRNYI

5. USuimsesmiuangungiuasiasoiniuaisineamgdildlunisvigisendu 200

= o PN aa = 1 0 . 1%
BIANYALTYA UazdnIINTTHILEMMYIN 10 ssmwalluadowdl (°C/min) lnuazli
anuSouninaamall 25 esrnwadealuldu 200 esmiwadea 1dian 20 Wil

& v a aa = < o
Pntuligaumiiaeii 200 semigaldea [Wuaan 3 43l
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6. vhnsiufegns 1 ﬂ%ﬂLﬁaqmmqﬁLﬂuﬁuﬁa 200 93 waLdya waLiufieg1anne
1 49Tas ifunan 3 dalus (1 Haluwio 1 e eiatadunszuiuns wndesaauay
gaumgilazyhmsingampiflituiinsalies udUaesesnuntgumydl

7. théegeildluvinstiumies (Centrifuge) iflasinenvaeiidnissujiiounsdiu
Aaudedsivesunn wwedesdunisuielidiswifisennngmou a1niuvinli
#10619139914 (Dilute) rouflagllvinnsnsainesdlsznoumaadl fMelnies GC
(Gas chromatography)

8. lneldlulastilngnansietnausuna 50 lulasins Tdluvindmsuin GC ualdly
Tastilngatenuea (Ethanol) U3uas 950 lalasdns Tdlunndislansiodised
dmiuin GC Mntufiinisanainesdusznoumaniifienies GC

3.6 N1331AT1eM (Characterization) ¥aeA33e3UATUBUNALATIURATEN
languusiasasfunrsuauanaanguné

3.6.1 MsIATIERemAiaNNsaULYRsS9dIend (X-ray Diffraction, XRD)
Iwella XRD  Tun1s@nwiesnuszneuvessiaiazaisusenauiiegluiisessy
3 Y 1 aaa (% [ s a P a 6 v a
AISUBUKATALIIU RS larsuusiasassuasuau Reulvnldlunisimsieimemaia XRD
wandlua5199 3.3

A15199 3.3 Waulvlunisimsgvimematia XRD

XRD : Bruker D8 ADVANCE

Scan type : Coupled TwoTheta/Theta
Scan mode : Continuous PSD fast

20 : 5 - 85 degree

Power 240 kV, 40 mA

Scan speed (Step time) :0.55s

Increment (Step size) : 0.02 degree

3.6.2 NM531ATIZRRIENABIYANTIAUBLANATEULUUABINGIA (Scanning electron
microscopy, SEM)

Idwmata SEM Tun1sfinwdugiuinen (Morphology) ¥83ia5835uASUBLLALAILS
UfAzelanguuiisesiuadueu Beulvildlunsinseidhemaiia SEM uandluasned
3.4 Tnoazldlusunsy image j lunsiavuinndsveseymelavevideeynialunin SEM

A15199 3.4 Waulvlunsimsgisemada SEM

SEM : Hitachi, s3400N
Vacc 120 kv
Magnification : 500X, 1000X, 3000X, 5000X kaz 10000X
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3.6.3 N15LATIZNAEWALA Focus ion beam Field emission scanning
electron microscope (FIB-FESEM) uazimaila Energy dispersive spectroscopy (EDS)

ldwaila FIB-FESEM uwag EDS lunis@nwinisnszanediveslanglunindnuing
(Cross section) uaguuLRIFIULL (Top view) nieuifufinuiasusenourasninluids
USinaesiuseufiselansuuiisesiumiven Feuleililunsinseidemain FIB-
FESEM wazinadla EDS uanslumsnedl 3.5 uaz 3.6 mudeiu

A157199 3.5 Waulvlunisiasigienawaia FIB-FESEM

FIB-FESEM : FEL VERSA 3D

HV : 20 kV

Magnification : 2500X, 25000X, 60000X, 100000X tkaig 150000X
Spot 5.0

Current :0.11 nA

Det : ETD

Mode » B

A15719% 3.6 Waulvlunisimsigsisnewatia EDS

EDS : FEL VERSA 3D
Spectrum processing : Peak possibly omitted

: No-peaks omitted

Processing option : All elements analyzed (Normalised)
Number of iterations 13,/ 4 ag 5
Standard : C (CaC0y), O (Si0y), S (FeS,), CL(KCL), Co (Co), Ni (Ni), Cu

(Cu), P (GaP), K (MAD-10Feldspar), Ga (GaP), Ca
(Wollastonite), Mg (MgO) wag Si (SiO,)

3.6.4 M3ATzaewmaila N, adsorption-desorption

Tmatia N, adsorption-desorption lTunsAnwituiing (surface area) vesfisosdu
msusuuaziLsufitelansuusisesfumivou Reuluildlunsinseidemaia N,
adsorption-desorption wAnlANS T 3.7

A19199 3.7 Weoulvlunsimsgimewmatia N, adsorption-desorption

N, adsorption-desorption : Quantachrome NOVA 2000e

Method : Brunauer-Emmett-Teller (BET)
Sample degas :100°C 1Huran 3h

Sample weight :~ 0.1g

Analysis gas : Nitrogen

Multipoint : 74 point Ads 40 pts - Des 34 pts — BET 11 point
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3.6.5 N5ATIZRAEASaTaReY (Multimeter)

THp3eatfaifmeslunsinmaruanunsalunisiiliiadensiaaauduni
11 (Electrical Resistance) wagan AU U Ul (Electrical Resistivity) w8962
sesfumiuaulazissufATelavguusisesiumiueu Tasmarusunliinifaldann
Thadfiwes axluunue R Tuaunsfi 3.1 Wemmanmaudunuliisely

R'A ' < ¢ a

p=— wmhody Q-cm (lovigufiumg) (3.1)
l.p 1 [ 6

R = - mhodu Q (lovin) (3.2)

Tog R = dreusnumuli (Electrical Resistance) ey € (o)
P = anwanusuniuli (Electrical Resistivity) ey €2-cm
(LovisLgumtuns)
A = iluiinthdaveshsesiumiueuuazinseiiselany mhedu cm’
(M1 YURLIAT)
[ - P g viieruruvesisessumsuauLazaIsIUATelans e
Wy cm (wudiwns)

3.6.6 NM3IATITRAIASoAaTAsUN AN (Gas chromatography, GC)

T#Ae1 GC Tunsfnwesduseneunaiivesassetnsildannsvhufizeuan
mlafnnsuaineslalasdiutu (Catalytic transfer hydrogenation) lnadisiusesufjisede
Fussufzelangifishsesiuifunsuou

A15199 3.8 Keoulvlunsimngimetniowialasunlans i (Gas chromatography, GC)

GC : GC-2010 Plus SHIMADZU
1st Columm : MEGA SE-52 0.25 x 25 m df=0.25 Um
Over temp : 50°C -280°C (3°C/min)
Injector - 250°C
Split ratio :1:100
Monitor FID - 290°C
H,: 50 mL/min, Air: 400 mL/min, Make-up: 0 mL/min
Switching : 8 times
2nd Columm : MEGA DetTBuSililBeta 0.25 x 25 m df=0.25 1m

Over temp : 45°C (12.00 min) - 180°C (2°C/min)
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3.6.6.1 MIARMARATBNLLNalswanlaunlatdunsy
1. WuNva9iA (Peak area) Ao x NItASIzRleaINAIBILAALASUAANSIH (GO) 1un

MAIAULLUTU (Concentration, Molar) A8 y Insunuluaunisilaain calibration curve

AIFUNITN 3.3

1ng

y = mx+C (3.3)

y A9 ANAINULTNTY
= P A A
x AB ATNUNNA (Peak area)
m #ia A1 slope ¥4 calibration curve (fiAagailisomn)
c e Aflan19n calibration curve

2. WalsAamnuuduniwalfuwnuluaunisi 3.4 wag 3.5 Wensiaaauusunu
ansmanuiiaiagfiun (Methyl levulinate, ML) #ildasly @snisazdesdianlnalAssiuaiig
TaluTunisvinnisnnasewmausuay kasUSununandusiwnuLIIwalskanlaunls (Gamma

valerolactone, GVL) s1ua1au

- YSinauansaesiuiuiaia)aiun

AULTNTUIN calibration curve X VML+2-propanot X

1ng

MW yy,

ol ) g of ML (3.4)

ANMNLLTNTUAIN calibration curve A8 ANANULINTUNLAR1N calibration
molML

—] Fvhedu mol/ml %3s luas (M)
V =1000 ml

curve kaSAg 1000 [

V ML+2-propanet A® Unsenssanu (Methyl levulinate) uagdli
pzaoulalasiau (2-propanol) (ml) Nanum
MW ;7o wialuianavedansaany (Methyl levulinate) (130.14 g/mol,,)

- SN UNANA UALNNLNIA LS AR AU LA

[ s . A a v a ¢ MWGVL
ANULLYUATN calibration curve X Viypya_propanotivideludsujnsal X ———
1 molGVL
= g of GVL (3.5)
98 AIPNULNTUANN calibration curve Aa ANAMUNTURLRAIN calibration

molML
V =1000 ml
VML +2-propanciiieludsfnsal fie USuasenssadiu (Methyl

curve wauisnag 1000 [ ] Tyuaedu mol/ml 38 Tuais (M)

levulinate) wagalvioznoulalasiau (2-propanol) (ml) Awdeludafnsel
FemlFnUSunsomeauieiinsiigresnuiluvaefundntsiio
TUAAs1z9 GC (Sampling)

MW gy, feo tnaluanavewdngdg (Gamma valerolactone) (100.12

g/molgy)
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3.6.6.2 N13AA % conversion Wag % yield
1. nsfnderavvain1sasunUasnnansisruiiaiadiunludundndamiunum
Mialsuaalnu (% conversion)

Peak area (i3uéu)—Peak area (gnavie)
% Conversion = Peak area (Guin) X 100 % (3.6)
LIUAUY

2. M3ANSeUaYRINARAUNTILA (% yield)

NANANDSY
% Yield (NandnIoeay) = - ~ X 100% (3.7)
NANRANINNG YY)




unii 4
NaNIsNAasIazanUsigna

Tunuideilfvhmsdaanegidsesiuaiveuaneengndfenszuiunslelas
wesifa-msveuluwiu lnsginsAnvgamniuaznarfnzaslunsiujise lelns
wosa-msueuluiufiolildfsossumsveuiifisfiuiiiags fasdiefufiuilunisia
imeveseymelavevieduijite uesfiuiuilunisvhufisendnde

nEntuihdmsesfuasveuiildainnsvhuiasenlelasmesda-asveuluedy
uwhmsindeulanensnddusmenssurunmsyulavgdelifinietludssgndlfiduiaise
UFRssitldesuneluundeunid neagvinsfnwmavessdalanensudtuildutadu
Misaufizewuulavetniies (Monometallic catalysts) fio fintfia (Nickel, Ni), ApaUiUas
(Copper, Cu) uwazlausad (Cobalt, Co) FuseufAzewuulanzassvia (Bimetallic
catalysts) Ao dntia-aeUiUas (Nickel-Copper), fintfa-lausad (Nickel-Cobalt) Lazaoy
wWes-laueas (Copper-Cobalt) wazfissufjizennuulangaiuviin (Trimetallic catalyst)
Ao Iinifa-netieslavead Tnesssujiselansiildannszurunsyulavgseluiiiug
avviinagyhn1sAinudadevesdraumsdndlih (3.0-5.0 Tiad) uavaumgiivesansazae
(40-60 B wALTEE) L1AENUTIBUATBILANENIUTTY, Arruisdndlniuargamgl
yosensazanslunszurunisyulanedgliih funnssuazdmanenaifaiaveslony tuf
folavedaszuarlanzeanles, Tasvadauavedagiuine, Audifn (Surface area) uazen
ANAUnUlY

Tudhureansiluvssgndldiduindafisentuldinis tdasaiiter dnia-
AoUleasninmInenutinssujisenldd unhuiitewannlainniuaieslslnsi
FuFeuisuiususewiitondnfauasiuseufitoneuies Wefnwauaunsalunis
SeUFR T lnldnansnsiiiduunuamialswanlau edlddnsieudoudubude
nsdinldianzisessumivenlumsiuiiseuamlafinnsuameslalasiuduiiofny
IhsessuiufidintaslunsiseuiATenduiu wazgavnefeiUsouiisunssuiunmsilily
n1sduasIgRisaufisenlany Aenszulaunisyulanemeglniln (Electroplating)  uag
nszuIuMIYUeN (Impregnation) daazdssasenisvinufizeuanmlafinnsuasiosislng
Jwduitelilandnsusiidusnuumnalsuaalnu Tnensanwiseginanludedudu 9
uanseazSendareluil
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4.1 Waulvvasnszurunistalasimadiia-asusulutsdunurundaasiziduda
s995UAISUDU

4.1.1 HavewaunluazIaIvanszulunslalasnesia-arsusuluieduy

NnnsAnugamgiiuaznailtlumsiugizenlelnsmesifa-miveuluwduiie
daneidhsesiumiueuanaengln® Ssumgiivesnszurumslelasinedia-afueulu
wFuiIviinsAnwAe 140, 160, 180, 200 Way 220 aerwalded naﬂumw‘hﬂﬁﬁ%mmﬁ
g dalus uarAnwinatlunmsinufitendsd 2, 4, 8, 12 waw 20 s gruugilunisvii
UfA3eAsil 180 esriwaldea lassegrmdaainvhuiatenlelasmesia-asvouluedu
sunszuIuMImiueulumtuiionmgil 900 esmiwaldea iunat 2 9alus luussenia
Tulmsiau (N, atmosphere) Sawanisnaassilgidusasioluil

navesAuTiRIveInengU Buarisesiumsueuiiniunssurumslelasivesia-
msveluledufigumaiunanaiu (A) wazaunnsisty (8) fiuandluguil 4.1 wudiaen
U Elalfunssuunislaaedifuiiiavssina 0 mmamesienu esniiuiill
ansaiamsgaduuialulanauld udislothnengumduviugazeasveuluedu lng
laflgtunssuiumslelnamesifa-miveuluedy asffuiRaUssam 2 mmaunsdoniy
Wisuifisufunenguqn@iiunssuiunslalasivesia-amsveulutunouiingijise,
arfuauluwdunudAiuiiineganiu gumginagnatlunsiuiisoilelasmesta-
asuaulueduiintuauiguugd 180 ssmiwada uay 8 Falusmud1du wuiiAudiag
wfuun sty Wesnnlanavesthausaunsidnluimeiustluimnengun1dld
Tuanafifunadniienusyduqfasgniensenainmdndnsidiesunszuiunsai fusuluw
u withgamafuasiiannndt 180 esrwailua uay 8 Falusnud iy nudAiuiaey
anas ilesnnluanavesihduausinannsownsidiluhareiusslufnonguldine e
siunsruaumseiveuluduluanafifvunadnvioussdun fargniotoonanuanfusi
nnnd dwalsdifuiifinanas anaansieszidisiuaunsoagdliinssuiunsleles
wosia-afueulusiuastisusuanifvesnengun Slidiuiiiwagaudugnguan
Ty

NAYDININ SEM fifndsweny 1000X vesdsesumsuesuiiinunszuaunslalas
wesiia-asvoulutuiionmgiiunnsineiu nanlumsiiiseinsi 8 alus Auandugud
4.2 wuiisesiumsueuiiiiunsruumslalasmesifa-msuoulusduiiaamail 140 s
waldoa (U 4.2A) sgiinlassaeitidnvasdudulofivuiaduiugudnaisuszann 20-
30 lalesiuns muddu aunsafundavaduazsesrevesiusadiiogaeluduleld e
punnilunisiuaselelasmedia-asveulueduiniu dulefidvulvgasinnis
uAnTinuazLEnoen Tvuialduiugudnaniianas dunavosiailunsiufazelslnsg
wosia-afueulusiufindoudiunavesgamnd Aeilarnailunisvuiisemndu duled
fvuslvgjaziinmsusniinuazuenoon fvuadusiuguinasiidnautuifiontu fsesy
mfveuiiiunszuunslelasimesia-miveuluwduiionmgll 180 ssmwaldea Wulan
8 $lus nuinduledildesddnvasiiundsvaduazsossovosntiavadfiognieludulels
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fuivenduleaziidnvazivgvsziazilusemiugad dualilliuiiouasaudugng

d’{ d! o o [ Ly [ 1 1 = ad‘d
1nTu Fumnzadlumsiluvidudiisessuaiveu wandsaineengUg8unaniuiives
dulefidnuauziteunasidusewigad dwalvliiuifuaranudugnutes
PMnNanIsANETeduAzTiuled Weulviwunzaulunisduaszidisessunisuou
neengugElnenseuiunisielasinesia-asveulugdume Neamgil 180 asrLsaided
I QIJ d' I3 d' d'd 1 4” d'a Ly U 4 d' [~
Junan 8 9alus wesnnluieulandaiuniivesiisessuasvauuiniigauwas Lidunis
° Y] N a a = ~ ° P Y] ¢
anglassainsvesnengua@nuniiull JammnzauiszihanldduReululunsdunsies
MvesuAIsual szaudRndAyveiisessuarsuaumenisifuNR el iuNunly
nsganzveayNIAlanevisemsUisen wastiiudiuilunisvigisentues

(A) 700
[ 582 586
- 600 537
NO/)
£ 500
-~ |
O 400 354 336
m 1
@ 300
©
(tha
£ 2
£ 200 -
2] |
100 ]
[ O 2.29
0.‘.._.._ - - . Y ¥ i 4 2
pure  pure 140 160 180 200 220
car900
Hydrothermal reaction temperatures °o)
(B) 700
| 586
< 600 -
E | 456
€ 500
< 407
O a00 | 66 356
©
§ 300
O |
5 200 |
wn
100
0
2 4 8 12 24

Hydrothermal reaction times (hours)

JUN 4.1 AnfiuiiivesnengUgduasimsesiuasusuitiunssuiunisislasmesida-
asusuluwdunaumaiunneieiu (A) (140, 160, 180, 200 ua 220 8¢
wardea) Wunan 8 Falus wagiiauansaiu (B) (2, 4, 8, 12 way 24 Falua) 9
gunil 180 BeANTALTYA



106

\

$3400 20.0kV 4.6mm x1.00k SE

Ul 4.2 i SEM (fdswens 1000%) vesshsesiumsusuiiiunszuiumslelasmesita-
ansuaulueduiigaumgiunnsatudsi (4) 140 ssmiwaidoa, (B) 160 e
waldyd, (C) 180 aernwaidya, (D) 200 a3 gaded wag (E) 220 derwaitua
Huan 8 Hilus



107

4.2 nsflfaseufiseuuulansyilamed (Monometallic catalysts)
4.2.1 nsdlwdaudussufisenlaveiduiniia
4.2.1.1 navasnnueednglni

HAYRIN1TaERUUSIFRNG (X-ray Diffraction) veesinseufisenfiniiavufisessu
s A ] a 14 P 1
AsusuniianuansatunsihiinunssuIunisyulanemelnih aeldteulyvesd
ANAAng i iuaneeiudel 3.0, 3.5, 4.0, 4.5 uay 5.0 Las lnednsliaumgiives
- = =i = L w1 jaaa A  a a A a a
a13aza1uAIil 50 asrwaldua Mhandlugui 4.3 nuimissuisendnifasiiaiiniinida
TugUuuuredlansdasy (Metallic phase) ludnlngifisumus 20 windv 44.5°, 51.8°
way 76.4° Fedussuisentinfaluguuuuvedliangdassasmunzanlunsviuiiseiwen
alafnnsiuaieslalasdudu (Catalytic transfer hydrogenation) Tagfinaustsdngluin
lun1sviuisen 3.0 Taad Arenuduvesiindnifiauazal crystallite size dAndosiian &
A1 crystallite size @m1saAwIulAIINENNSVONUYBSLSES (Sherrer equation) fina1aluun
72 Wuwannanaynirvedlangisuiinisnediuasiinn1sla (Growth) 2858un1AUUAY
sessumsuau tnalanziinisinizinuudisessuarsusunudalifiinfnans Weadnusig
Andlniniusnntudu 4.0 1ad Ameuduvesfiadniauasa crystallite size azifiugin
= ! v < = =3 = a 1w v !
Yu dawalviimnudundnuindu [98-99] LuaamﬂmmmiﬂamLLazmﬂmmaymﬁlmmw
nsgimusednglililising Snvisnisinizinuudasessuaisusutuifay
| o A a I w & & 1 1Y N a a i
agulsinudlaiinanumsdndliilidy 5.0 Tad Arpnuduvesiainifawasen
crystallite size zanad denabinnudundnanas Aduduiiinziliounanvalswvua
mefiuiil msnefuarnislaveseunaliuiniiatu Liosan deposition voltage g1 il
Aanissaudandunguieu (Agglomeration) veteun1aunTy [41] unaldarnam SEM (5U
1 4.4(Q) Nivunvesey1Antvgdu  waznisnaunialuan SEM - dyuinlng) weien
crystallite size ARAY 919LLBWINNVUIAVBIBUNIA 1 BUAIALUAIN SEM 8133z laily
= Ao o Y a = ) =
ynAvaINandnseai lUluiiemafesiuauely sty 1 ouniAvesnin SEM 0193sd
HAnagTuINIIN awdnmatuiissuulunsiasesialuluiienasediu asdanaliien
crystallite size 110 AuTundnias uilunsdiaadmaneguinly 1 sun1ATeInIN SEM
1N1990138989TLUTUNANAUAZTIANIY dnalyie crystallite size anas
dnan1sidngaveseynialanzuuiisesiuldunuudn sunalansdsdniseeianu
aglidiluszifou meannaiidnuiuivinbinnudundnanatuazorvasyiliingngu
meluturatlavenisuuumisessuniiueu [100]

A a

waz D. R. GABE [103] na11a19iAnnunuiiiunszud (Current density) w3afiny
aedndluilraen Tunisgadulalasiauuuiuinfiisesiunsenisiinu]isensanduves

lelasiauloseuluilunfdlalasiauiitaualng (2H +2e — Hy) azifaludiuauunn dewme
139 lMAn hydrogen embrittlement #9139 lvinnulundnanas Lavainuanis
NAABIT A UTLANAMUAANGINT1LNTY wdwilsen Crystallite size anas dawalininu
[ = d' a aaa v o [ [24

Jundnanas 8199zilosunannnisiiaujisensanduedlalasiaulessuluiluialalasiau
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(e) Temp 50°C, V 5.0V

(d) Temp 50°C, V 4.5V

%_

(¢) Temp 50°C, V 4.0V

%,_

(b) Temp 50°C, V 3.5V

%_

(a) Temp 50°C, V 3.0V

| S S S S LA
%_

Intensity / arb. unit

— T T B R e i g e
100 15 20 25 30 35 40 45 50 55 60 65 70 75 80 85

Angle, (2Theta)

w

(B) 60 7
46.04 1&° 47,62

40 -
30 -

20 -

Crystallite size (nm)

o

3.0V 3.5V 4.0V 4.5V 5.0V
Voltages (V)

Ul 4.3 nsinsAsLuLsdiond (A) wazan crystallite size (B) vasinsaufAzelans
(@nifia) vushsesfumsueuiiiimnuannsalunsthlihiiiunssuiunisylay
feluit aeldinislianusmedndluihiunnsnsdudsdl @) 3.0 Taad, (b) 3.5 Taad,
(c) 4.0 Taad, (d) 4.5 Taad uae (e) 5.0 Taad (eaumgivesansazanelu 50 agen
\wALTEE)
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93U 4.4 Wunw SEM Aifidsvens 5000X vesiaissUfizendnifavusisesiu
miuoudauannsalunisiliiiiunssuiunsyulavgdeliin ameldnnslvan
sadndlaiihfunnsnety guvglivesansaratensil 50 ssmwala wuiwasaufazen
niAa aeldmslinnusnadnglain 3.0 Taad (3UA 4.4A) aziAnlassaiefifldnunadne
sila fvuredusitugudnatsszanm 0383 lulasiuns  dewvuiaadeinldanlusunsy
image j lnglasaasnaisndnagnszageguuiisessuaivay dlelsausadnglninia
1Ny (gﬂﬁ 4.48 uay 4.2C) aznuilassadrvesiisnfinesiivuaiilnaudssanas 0.499
Lulaswns waz0.557 lulaswns smuddu dwmsunsallianudsdndluin 4.0 wag 5.0
Tad esannsnefuaznislaveseyniatuiniiitu vldaanissmdidunguion
(Agglomeration) weseynANTY AwalivuaesounAlngjiy Tsaenndestunaresnis
Aenwusediend [41]

" - e < " e . . -
. » . . ’ aY i Lo
a L . .

W

. s :
o &3 L y -y
“8340¢ V 4. 3mm%x5#80k S @ b 3 20. 3 G
3’40.0 ZQgt\J 4.3mm xf’yﬂ.)k SE A lS.:giOO 4?%\/3 Smim x _]Ok ol

g ;q‘. A :

a* 2% » ,
= %

A ;ﬁé
5340020 owﬁ!mﬁgfum SE

. »

JUN 4.4 2 SEM (fdsveng 5000X) vesiaiseufiselane (lniia) vudisessunisueui
= o 2“ 1 ¥ 4 %
fanuanunsatunisihlnihfeunsgusunmsyulanemealnin agldnisliaay

a

snading i fiunnsaiudall (4) 3.0 Taad, (8) 4.0 Taad uax (C) 5.0 Taad (gaumgd

Y

‘U@ﬂﬁ?iﬁ%ﬁ’]ﬂlﬂu 50 @Qﬂ']L‘EIaL‘?iEJﬁ)
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4.2.1.2 Na%aaqmwgﬁ%mmiazmﬂ

93Ut 4.5 Bunaveanindeauuiediond (X-ray Diffraction) vosiaLisufisen
fnAavufsosfuaiveuiifinuasolunsi i diunszuiunsyulangsg i
Tnogamgfivesansaransildunndnafuded 40, 45, 50, 55 waz 60 psanwaLTa
Wisuiteufunsaliviiisenieamgiivies (Room temperature) aneldmslrnaanusing
dndlafiasi 4.0 Taast Tnefigamailunsviufisensing viefigamgiivies mamiduves
finfniAalusuuuuvedlangdaszuazen crystallite size azioy Wogumgiivesasazaneiiil
wntudu 50 esrwadoa mauduresfindniAslugiuuredansdassandunntu Tu
yuzeIfuAl crystallite size Afivanndu [41] dawaliiinnandundnundu 1101 My
Lsu'wfm%LﬁaqmmﬂLﬁaqmmﬁmaqmiazmau’mﬁu Fedutusiunisanasvesd cathodic
overpotential [42-43,102] T,mEJ%Lﬁuwé’qaﬁuiuﬂﬁsdaﬁamaqﬁaLﬂﬁaaﬁaaymﬂ M lsonsn
lunN13nefAi78981N1AaNaT dINalRAUNUILULYBIOYNIAANAY LAANISIA (Growth) wBd
nEnifinsdndeadavesssuundnivluiimmadeiududlng dwaliien crystallite size
1N

otlsinuiloifiugamniivesansavareidu 60 esrmwaldoa Aauduvesiia
fnifavranas wavAl crystallite size Aanasmieuiy dwaliianudundnanas Uray
Hounmnidlesnmpivesansavanewiiutu nsfiaUfAsen3fndu (Reduction) veslelnian
Toooulddunialelnsiau QH +2e —> H,) irunlnafzuinduufy [103] dewalvifui
Arlunsiaufasesenduvedaneiitiualnnanas wazidessemegaildidudauainaiy
Huesveuisidnvazanudugngu Suddlelnsauotaszunsndnlunugngy Tusaed
loooulansiaganifnufiseridnduiitauelnaiuliannsowsalunusnsurasisesiu
msuauls vieeaazunsnidnldldden iWosanualalasiaudnuinsgngued vinlilavy
nszaweguuiiuinvessesiuiiudilug udufnnisiaveseynavieinsy (Grains) Uy
fufnunntu dunaldanam SEM (Ul 4.6() Tilviavesounaiivaiu  waznisi
oynalunn SEM  Tvunnlng) usien crystallite  size anas 913921099 InLINYDS
oun1A 1 aymalunim SEM 919aglillivuiavendniidndssialulufamadertuiauely
w31¢ly 1 9yn1Aueann SEM  91aazdindnegsiuiuinn dmdnimardudsruiulunis
faZosialulufimmadentu wwdmaldan crystallite size 3nn arundundnfigs uilunsdidl
AIAIIMAENENTY 1 DYNIAYBINTIN SEM HIN133ALT8IVRITLUNUNGNAUAETIANIG denali
A1 crystallite size anas

Feulviidfianvesnszurunisyulavgdglniinvesduss fasendniia Aensd
gumniivesansazans 50 esrnwaldea neldnislimnusisdndliing 4.0 Taad agvilsian
AudNfiawazan crystallite size vosliniAatuguuuulangdassunn dwalrinnudundn
a9 [98-99] Feenaazimnzaslunsvinu e uananlainnsudiieslelasiiudu
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L]

U

=
7

Intensity / arb. unit

~
@
=

Crystallite size (nm)

60

50

40

30

20

10

A

o
L2
(@]

| 9
S
=

(f) Temp 60°C, V 4.0V

;.

(¢) Temp 55°C, V 4.0V

%—

(d) Temp 50°C, V 4.0V

%_

(¢) Temp 45°C, V 4.0V

S S

(b) Temp 40°C, V 4.0V

i

(a) Room-Temp, V 4.0V

10 15 20 25 30

=—Ni

N
35 40 45 50 55 60 65 70 75 80 85

Angle, (2Theta)

48.6

RT

40°C

45°C 50°C 55°C 60°C
Solution temperatures (°C)

4.5 n3winmsidenuusdond (A) uagen crystallite size (B) vasdusaufiselans
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(@nifia) vussesfumsueuifinrmaansolunshlnihidnssuiunisyulans
Felulih Insgaumgivesansavansfiunndnefiudsdl (a) gamgdivies, (b) 40 aamm

walded, (c) 45 aerialdea, (d) 50 ssmaaldea, (e) 55 asrwaldiud way (f) 60
sseadua (meldnslieussdndlnig 4.0 Taad)

n5UN 4.6 1 Junm SEM Aifdsveney 5000X vesiaissufaseniinfavuiisessu

Asueauniiauausalun sl ik unsruunsyulanemeliin Ingaungives

ansazaneldunnsnaiu pnusedindliihaad 4.0 Taad wansiiuindiseujisendnian
a & = = a Y Aawo Y o

gauniivesansavangilu 40 ssmwal@ea (3UN 4.6A) iinlassainidnyugaqeiis

A o [ ¢ | o o s «
llﬂllslluf]ﬂLaumqu@u&ﬂﬁfmﬂﬁgﬂqm 0.413 lelIﬂ'ﬁLllm'ﬁ ﬂigﬂqﬁagﬂumﬁﬁaﬁﬁﬂﬂfﬁtuau LD

paunpfivesasaraneifisanniy (U 4.68 uaz 4.60) awnuiilassadnsvesiinfingeduua
ﬁlwzyjﬁu Faufulumunaresmsidsnuuddiendinaludnsdiu [40-43,102] LAEBNLYAHA
nilsfe Tlgnngiias wwviliduvesdiuiiinnissiud (Layers of growth) tuifisnndu
dwalieuniaveslangrieinsuiloundlvgiu [41]
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A

Bt ™

LN T by £
J S300 %g%vg.;ﬁm‘ﬁ;ﬂﬂkﬁl':’

Ul 4.6 7w SEM (F1dswens 5000X) vesiaussufienlany (Enifa) vushsesiumiueud
fanuanansolunahlifihihunssuiunsyulaveselnih Tasgamaiives
ansaraneuaneaiusall (A) 40 asrniwaldea, (B) 50 aarmiwaidea uaz (C) 60
psmnealdua (neldnislieussdndluting 4.0 Taad)

4.2.1.3 ualisAnvesRaulunngn

FeulviiAigeuesdaiisufiseniinia Aensaviufizenyulavefelniniigamad
yesansazas 50 ssmwaldua neldnislvianudisdndliing 4.0 Taad agilviaainu
Wuvesiindnifiawazen crystallite size 11n dawaliifiaaudundnas [98-99] Fans7isaLss
Uffsendinifatinnuilundngs 019vstiessufisewanailainnsudineslalasdudulad
mﬂgﬂﬁ 0.7 \Junw FE-SEM upzasnuansTunamedavednfanuuuingmeian (A)
AU (Top view) kae (B) NiAana (Cross section) vaesiseufiisenfiniauusisessu
asuauifinuamnsalunisiliisiunszuunisyulangiolninlas gunanfives
asazanoilu 50 esmiwaldoa aneldnslianusnadndliiiad 4.0 Tad nsdlnmdne
nd1uuY (Top view) uandliifuilansinifaaenszasegihiiufinvosisesiuaivon
69.49 Wosidudlasniin uandefnwinuunndnuing (Cross section) axwuiilavy
infaasindovsginuuureshsesiunsueu uarillansinfauisdunsndluluduyes
fhsesfuaiveu tneavmalunmdnunaillavsdinda 66.52 Wosdudlagtmdn anam
Funuwaznmdaradingn uandiiuiiussfitednifaduiinnnssasimedans
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aﬂﬂLauauuéf'sim%’UﬂﬁUauuazﬁiamﬁﬂLﬁamaahuﬁLLmﬂagjjiu%’usuaaﬁ’aiaa%’Uﬂﬁuau ik
Tidenudundnas Faonvvsdidingislunisssfiselds

Ni Ka1 ; 69.49% | [Hika1 ' 66.52%

SUT 4.7 nw FE-SEM uazdBnamedlaveinfianauuulinsesiain (A) fuuu (Top view)
waz (B) nMARYIN4 (Cross section) veeiisaufiizenlave (nifia) vusisessy
Afuoufmmansalum s s unszuaunsyulangseliih Tnsgnmgd
vosansazaeidu 50 ssmnwaldua neldnslyieassdndluing 4.0 Taad

4.2.2 nsdindaudnssufisenlaveiilunaues
4.2.2.1 uava3AuAeAnglni

NAvBINTIALNULTEeNT (Xray  Diffraction) vesiaissufsennauiesuus
sesfumiueuiifianmannsalumsilwihfiunssuaunsyulanesagliin aeldnnsle
ausnafnSlinAiunnsnafudsl 3.0, 3.5, 4.0, 4.5 way 5.0 1aad Qmu@jﬁﬁummiazmamﬁ
40 psrwalToa Muansluguil 4.8 nuivssufisenreuilesasifnfinrouieslusuuuy
vodlanedasy (Metallic phase) \udulngfisumis 20 Wity 43.4°, 50.5° uay 74.1°
wagilusuuuuvedlavgeenluithsudliiniidiumis 20 wirdu 36.5°, 42.4° uaz 61.3°
Fafminzanlunisiufitetuanailadnnswameslelasiiudu (Catalytic  transfer
hydrogenation) lagfiaausadndluiilunsvinufizedmg Arauduesiianouiveslu
suuuvvaslavasuazen crystallite size awtion amusdndluiuiuanntuwdy 4.0
Tad Aenudimesiinreuiasluguuuuredlangdassuazen caystallite size agiiiuanniy
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danalrtinnudundnunniu agralshanuilaiiuanusnadngladndy 5.0 1ad Aranudy
vosiinmeUeaslugluuuvedlanedassuazan crystallite size azanas dewmaliiiaudu
nananas Famanatiudulununsdlvesiisslisentinifannanlneunidil [40-43,100-
103]

[¢
(A)
c Cu0  Cu oo
| T~ C m CA“C "2 Cu
(e) Temp 40°C, V5.0V
g (d) Temp 40°C, V 4.5V
o
ot
<
>
g (¢) Temp 40°C, V4.0V
: i l_JL_
__/\ ﬂ ®) Temp 40°C, V 3.5V
(a) Tcmp 40°C, V3.0V
RS UL Y P i — UL
10 5] 2075 30 35 40 45 :0 55 60 65 70 75 80 85
Angle, (2Theta)
(B) 60 - 53.22
~ 50 -
€
[«
N 40 -
()
N
w
O 30
ol
©
e 20 -
>
v 10 -
=—Cu
O T T T T
3.0V 3.5V 4.0V 4.5V 5.0V

Voltages (V)

sUfi 4.8 nsminsEeaLLiadiend (A) uardn aystallite size (B) vasiasaufizelans
(roukes) uuisesiumsueauiifinrmaunsolunshlnihfiiunszuiunisyu
Tangdeladin aneldnslirusnsdndluliiunnsneiused @) 3.0 Taad, (o) 3.5
hiad, () 4.0 1aad, (d) 4.5 Taad uae (e) 5.0 Tiad (gaumgiivesansazaneidu 40
DIALYALTEE)

NgUA 4.9 Wunm SEM  findsvens 5000X vaeiaisauizennedivasuuda

Y 3 o ° a v v v
saasuansusuniaualunsalunsin i iinunssuaunsyulansaagliin agldnistv
Anuiedngliiiuandaiy  gaumgivesansazaignnl 40 aeAYALTEA WUTIRIS
Uffsemeuies anelanislimnusnedndlily 3.0 1aad (U 4.9A) auiinlassasnend
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dnwaupduusiuauvdeilaeiaiuniavesgiuaumdsu sz 1.1-1.2 lilasuns ua
AUE1INYARINANYDIgIUAINA Nl US I enYeIgIuAIM AL NUTEIN 1.9-25
lulasing dnSesdoutuadrondunonlsl [104] uwiddiduuliann lesaneynievedans
WiaaziFunofuaziinnsnsla (Growth) veseynavuiisesiuasueu Tnsfinsinizdn
vussessumsueutugdlifvinfiens Weldmnusedngluiufuinniuain 3.0 Tas v
Hu 4.0 Tad (3UA 4.98) agmuinduauveslasadsuruauimasaganniuuasiound
imy,'%u 199910 deposition voltage Ty ilminnisnedikaznisinvesenniala
ﬁﬂdmsaﬁﬁmmmaﬁ’ﬂeﬂvmﬁm [40] egalsimudiolinnusedndliiinfiagudu 5.0
hast (Ul 4.90) agmueymalanzuuiiuindsesiuaivouasiansmusadunduiou
1nu Fadnidesiuosdlifusndeu wareransiliiingnsuniglusuredansiindon
UUFI58I5UAITUBY [100] Fedosvuanldilasmiitubidieniotoudivded
Aetuidlelfemsadnglniigen Aonsuiesfleglusuveddanseenled Juilliievesnoy
Weslulanzoonledlunaninidenvuvesssdiondifiuiu uifinvosaeuesiiiulans
dasgnauanas [105]

$3400 20.0kV 4. 8mmx5.00k SE f ; - $3400 20.0kV 5.0mm x5.00k SE

340020, 0kV'S 2mm x5.00k SE

4

Ul 4.9 21w SEM (F1dsvens 5000X) vesiassufiselans (aoUiles) uuisessy
mfueuiifiruannsatunailiihikiunszuiumsyulaveeliin aeldnis
Tianussdngluihilunnsatudsil () 3.0 Taad, 8) 4.0 Taad wag () 5.0 Taad
(gaungiivesansazaneidu 40 asrnwaldya)



116

4.2.2.2 Na%aaqmwgﬁ%mmiazmﬂ

93U 4.10 1Hunavesnisisnuusdiond (X-ray Diffraction) vessaissUfisen
aeUiesuufsesiuafueuifinnuannsolumsth i fdunszuiunisyulang e
it Tnegaumnivesansazaefildunndnatuded 35, 40, 50 war 60 oeruwaTya
LU%EJ‘ULﬁwﬁ’umzﬁﬁﬁwﬂﬁﬁ%mﬁammﬁﬁaﬂ (Room temperature) ausnadn sl 4
had wuiiigamnilunsiuisersg viefieamgiivies manuduvesiinretivesly
sUsuvvaslavgdaszuasan crystallite size wion Wogumnivesasarateifiusnniuiy
40 eernaldua AmuiduvesiinnaUeslusunuuredlansdasyuazen crystallite size
sty dealiianudundninntu sgdlsiaudladiugamgivesasazaradu 60
asmgalded AnudivesinneuilaslugliuuveadangBaseuazai crystallite size 9%
anas dswaliilanudundnanas Wadosnanieamailunsijizogulansie
Iniflhgadu apinnisiedsntuvesdadovu (mpurities) Hufifie sondlaunasdaies
seminansgvaunisyulangdaglnin Jeeendiauilldudaievu axvilsiAnnsiane
(Embrittlement) Ima?iaL%UuﬁLﬁuaaﬂ%mu%mﬁsmLLUaawqaﬂssmaaaﬂﬁﬂizﬂauﬁ%
ihlgearulsiados dwalimudundnanauilefingungiigstu [41]

U 4.11 10un1w SEM Afndsvens 5000X vesmilssufizenneuivesuusisesiu
msvouiifinuanunsalunsi i iiunssusunsyulangselii Tnsgumgives
asavanefildunnineiy  audisindlnihesi 40 Tad wuddsefatennedidesi
gumgiivesansazaailu 35 ssrnwadoa (U 4.11A) aninlassairsiidnvasiduusi
audsulnedianunneuesguasmasn s 1.3-2.1 lulasuns uazauenangs
Asnanavesgiuanuivdsnludisonvesgruanumisudszina 2.2-3.1 lulasiung Sadesdou
furdrenduaenly  Feeuoutuuuiiuiivesisesiuarfuey wassdiduaulin e
pumpivasansaratefintuan 35 esrueaidoa Ty 40 esmuadva (Ui 4.11B)
nuhauveslasaiusauBsnivuofuuuiuintesiasessuaueuafiusnn iy
wagdvurailugty esanndsaulunisiefveseyniafiuduniunisanaduosad
cathodic  overpotential Mlvgnsnlunisnefivesitinfganisauninanas Linn1sla
(Growth) waseuneanty agslsfimuiiogungivesasavaneiiiudu 60 sswniwaidea
sumAsnAnnsadudunguieusnnty wwhenssuguiulasedsifsneusdudou
Auwdouvialug desnanmaiiaduresdwiifiuln (Layers of growth) wnntu uagnis
AnUFATe 3T (Reduction) veslalasiaulessuluiiuufalelasiauaniingnlulunsd
dfssufAselaveiduinia vhlviouniavedansdoualvgiu (103 Felaseadieiia
dnwaipfudeudinasufensuiesluguuuuveslanzoonledaniinanlulunsdifnuini
adngdlaiin [105]

Foulvidfigavesnszuvrunmsyulansselinyesiisslfizenevives Aensdl
gumniivesansazans 40 ssrniwaidea neldnslimnusiedndlaing 4.0 Taad agvilsian
audutinuazan crystallite size vesrediosluguuuulanedassunn dawalvifiaudu
WANga [98-99] Fap1vazivsnzanlumsinuFAzeuanmlainnsudiieslelnsiudy
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(A)
A 41_1 A o L
(g) Temp 60°C, V 4.0VL
S g W o L A A
J () Temp 55°C, V 4.0V
= l (e) Temp 50°C, V 4.0V
St
=
el ___/\ i A A J L
£ l (d) Temp 45°C, V 4.0V
=
L
(c) Temp 40°C, V. 4.0V
™ N A Jl A P e )Y L
(b) Temp 35°C, V 4.0V
__/\ ki J J A A oy L
(a) Room Temp, V 4.0V
O B e B e s
5 10 15 20 25 30 35 40 45 50 55 60 65 70 75 80 85
Angle, (2Theta)
(B) 60 - 53.22
45.81
50 - 44.29
N
o 0.1 326
N
w
g 30
I
v 20 A
2
(@]
10 -
=—Cu
O T T T T T T 1
RT 35°C 40°C 45°C 50°C 55°C 60°C

Solution temperatures (°C)

U 4.10 nswwinaideauuiediond (A) uazen arystallite size (B) vosassufidelans
(AeUes) uuiisesiumivauiitianuansalumsthlni fiunssuaunisgy
Tavgdelnih lnsonmpfvesansaranefiunnsaiudall (a) gamafivies, (b) 35
9ANTAYd, (c) 40 asraLTaa, (d) 45 asAnwalded, (e) 50 osmiwaded, (f)
55 pernwalded way (o) 60 avrwalea (neldnisliausnsdnglniing 4.0
1an)
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$3400 20.0kV. 4Bmm x5.00kSE $3400 20.0kV S.2mmKED0K SE
\‘,.. iy 5

A

Ul 4.11 71w SEM (Fndswene 5000) vesiaissufiselans (rotives) uusnsessu
Afusuidamaansalun s i unszuumsyulaneselnih Tae
pangfivesansasasiuandedussil (A) 35 ssrisados, (B) 40 ssmwaidoa,
(C) 50 psrwALTeA WAz (D) 60 ssAwaLdea (eldnisliaausnsdndlaiing
4.0 Taa9)

4.2.2.3 wawuinvasaulvnangn

FeuluiAfignuesiiisaujitennetives AensdinufAzenyulansiaelniing
gumnlivesansazany 40 sseniwaidea aneldnslimnusmadngluliing 4.0 Taas agsilvien
anudufiauay crystallite size vesnadivaslugunuuredanedaszun dwaliliaudy
WAngs [98-99] FemsiidnLsufizeneuivesiinnuundngs o1aaztaoiseUfAseiuan
mlafinnsudieslelnsdiuduldd a1nguil 4.12 1Hunm FE-SEM wagmsauansuiana
vadlanyaoUednauuudingeiann (A) #uuu (Top view) waz (B) AMmMenwang (Cross
section) vesiaLTaFATemeUeuuiisesiumiveuiiamannsalunisinlidiviiu
nszuaunsyulanemelii lnsgunglivesarsavaiedu 40 sarnwadea neldnasla
AruAnefngliiing 4.0 Taad nsdamdreanduuy (Top view) wandlidiuinlavemou
Wosawnsznweyihiiuinresiisesiunsuau 47.36 Wesifudlaetwiin wasdlenwiuuy
AMMARYIN (Cross section) AxnuIlane ABUWOIILLATOURLATUUUTDIFITBITUAITUDY
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wazilaveaaUasursdrunsninbuluturesdisessuasuau Tnevianua b wdnunadl
Tangmauilas 91.01 wWasigudlaawinin

Cu Kat 47.36% 91.01%

JUN 4.12 aw FE-SEM wazUSunavadlanenouilaimauuuiinsienain (A) auuu (Top
view) kag (B) MnAnYINe (Cross section) vaasaseufizenlave (redias) uu
o U s o o ' 19
msessumiveunianuausatunsibiilunssuIunsyulangmeli
Inggaumalivesansavareidu 40 esmwadea angldnishimnusadngluig
4.0 ladt

4.2.3 nygiwdauduseufisenlansidulavoas
4.2.3.1 #avaInUANRANglWAn

NAYBINSEEIULSIAIeNG (X-ray Diffraction) vesiaissufisenlavearuuiisesiu
msuoudauannsalunsiliindiunssuiunsyulavgieluia aeldnnslsaing
sedngluihiiunndnaiudel 3.0, 3.5, 4.0, 4.5 uar 5.0 Taad guvnivesansazarunsdt 50
psriaidoa fuandluguil 413 wulhwassufisolaveadasiniinlaveasiisluguiuy
voslanzdasy (Metallic phase) fisnunus 20 wihiu 75.9° wazlanzoenlasiisiuvis 20
Wiy 36.4°%az 42.3° lagfinnudnsdndlninlunsviiufatering eanuduvesia
laveadlugUuuuvedlansdaszaztioann uaye crystallite size Ao denalid
audundntion wWoanusadnglaifinsnntudu 4.0 Tad manuiduvesfinlaveadly
E‘ULL‘U‘U‘U@ﬂIaﬁzaﬁizf\]SLﬁuu’]ﬂ‘ﬁu wawen crystallite size Adiuguiieniu dealiiniig
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Hundnuntu  egslsfinuidefisausisdngluiindy 50 Tad dnrnduesiia
Taveadluuunuuredlanedassazanas Tuvazifendue crystallite size Aanauguieai
dwalidaudundnanas Savematudulununsdeesusejisednifadindlunon
wihil [40-43,100-103]

C
(A)
C
—_/\ c o0 €00 c Co
(¢) Temp 50°C, V 5.0V
= e A
= (d) Temp 50°C, V 4.5V
=
} ____/_\
% (© Temp 50°C, V 4.0V
A
(b) Temp 50°C, V 3.5V
(a) Temp 50°C, V 3.0V
T ¥ T M e DD, A I N el | T
5 10 15 20 25 30 35 40 45 50 55 60 65 70 75 80 85
Angle, (2Theta)
(B) 70 - 61.41 63.03
55.65 56.03
At 49.77
€
£ 50 -
8
‘0 40 T
oy
= 30 -
©
w o -
Pl
@]
10 -+
—4—Co
O T T T T 1
3.0V 3.5V 4.0v 4.5v 5.0v

Voltages (V)

SUTl 4.13 nsinsAsUuadiand (A) uazen crystallite size (B) vosiussUfiselany
(Iueas) vussesiumfusundanuannsalumsi i fikiunssuaunsyy
Tangdeladin aneldnnsliausnsdndlilihdunnsnaiudsi @) 3.0 Tad, (o)
3.5 1984, (c) 4.0 13ad, (d) 4.5 1ad wae () 5.0 Taad (eaunglivesansazaneiu
50 BIMLYALTYE
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1n3UR 414 Juam SEM Aifidsvene 5000X veadssufAzenlaveaduush
sesfumfueuiifinrmannsalumahlulihiiiunssuaunsyulangsgluin aneldnnsls
anushsfnglniniuandnsty  gumgivesansazatonsil 50 esrLwalea WuIIFILTe
Uffsenlavead neldnnslrimnusinsdndlnin 3.0 Tad (Ul 4.14A) auifnlaseairaid
anwaztduuiuuisglusgauuluiung (Nanosheet) daisssiunuulaiviuiu Ingaauning
YOILHUUIIUsEUNaL 10-20 Wlumns [106-107] luanunsainnaueveunuuiee) lnegis
wiuou delviarusedndlniuiutudy 4.0 Tad wae 50 Taad (U7 4.148 uay U7
4.14C) aznuitvunvedlassadeiidnvasiduuiuuncgasvuadilugtu 1desen
deposition voltage iunnntu yhlAnniseduazmslaveseynialddninsdfieusig
#ndludieng [41]

53400 20.0kV 4. 4mm x5.00k SE

Ul 4.14 p1w SEM (F1dswene 5000X) vesinssufisenlavy (laveas) vusiisessu
msvouitinnuannsalunsiliihiiunssuunsyulangsng i el
nslimwsednglihuansnatudd (8) 3.0 Taad, (B) 4.0 Taad wag () 5.0
Tad (gaungivesansazanedu 50 ssruaaidea)
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4.2.3.2 Na%aaqmwgﬁ%mmiazmﬂ

93U 4.15 1Hunavesnisiisnuudsdiond (X-ray Diffraction) vossaissUfisen
Taveaduusnsesiumiveuiifinnmannsalumahluih i unssuaunsyulangsglui
Tnuguvnivesansazaeildumnsnafuded 40, 45, 50, 55 uaz 60 o uTAITYa
Wisuiteufunsaliivhdfisenfigamgiivies (Room temperature) wsnsdndluiinasii
4.0 Tad nuwassufiselaveadasinfinlaveaiisluguuuuveslansdasey (Metallic
phase) uazlanzoonladfefina1dlulunavesramsnedndlndi Tnofigamgilunisin
Uz Aanudimesiialaueadlusuuuuvedlansdaszaziiosnn uazlianmsaine
crystallite size 1 denalifinandusdntios Tneamgnsdliviuizenigamaives wui
wiAnudfinlaveadlugiuvuredlanzeonlediiosedaier eguwgiivesasazateLiiy
wndudu 50 ssrmwaidea Aanuduvesialavoadluguuuuresanydasy axfunnniy
waven crystallite size ALNUAEITY dwmaliirudundnunndu egralsimudiowia
saungiivesansazateilu 60 esrneaidea Auduvesiialaveadlugluuuredlans
dasvavanas luvgiReaiual aystallite size Narauduiediu dawalidanudunan
anad ?jqmq}waﬁ?ulff]ulﬂmmﬂia'jsuam%’hLﬁ'aﬂﬁﬁ%mﬁﬂLﬁaﬁﬂdnlﬂﬁawﬁwﬁf [40-43,100-103]

9ngUR 4.16 1Hunw SEM Aifdswens 5000X  wesdalseufAsenlaveaduush
sesdumsusuiifinnuanansalunsilihiiunssuaumsyulavedelnin Tasgauvgd
yosansazanefiliuandeiu amnusnadndluiiiai 4 Taad nuirasinlassaieifidnuas
adefunsaifiAnwAausedndlnil  dudelassadefiidnuas duwiuung dedinns
Fasussuuuluiiuiu ldawnsatnauevesiuuigldegiwiueuuientu Tned
LﬁaLﬁmqmmﬁmaﬂmﬁazawiumiﬁwﬂﬁﬁ%mmﬁu Tassafenidnwas Bunsiuuisgasdl
yuwndilngiu iesninndsnulunsnesveseyniadindumunisanasued cathodic
overpotential yinlidns1lunisnafvesiiiadeanisauninanas Lian1ste (Growth) ¥as
aqmﬂmméﬁu [41]

Feulviinfignvesnszuiunsyulansdgliliiwesinissuiiseonlavead Aensdl
gaumnlivesansazans 50 asrnwaldea neldnislimnusisdndlaiing 4.0 Taad agvihlsian
AuluTialLage crystallite size vadlaveadlugliuulanedaszin useravzlivungay
lumsvihiseuenaladnnsudneslalasudu inediadlaveadlusuuuuvedans
sanlynuinwaauesludssuiselany
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Intensity / arb. unit

70

~
@
=

60

50

40

30

20

Crystallite size (nm)

10

C Co

® Temp 60°C, V 4.0V

(e) Temp 55°C, V 4.0V

(d) Temp 50°C, V 4.0

<

(¢) Temp 45°C, V 4.0V

N N

(b) Temp 40°C, V 4.0V

—

(a) Room-Temp, V 4.0V

——Co

—T—T T T T T T
25 30 35 40 45 50 55 60 65 70 75 80 85

Angle, (2Theta)

54.4

63.03

50.35
4591

RT

40°C 45°C

50°C 55°C 60°C

Solution temperatures (°C)
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4.15 n3min1siaeRuusIEend (A) wazan crystallite size (B) vesseufjizelans

(lauead) vuisassuAuauniaLamsatunm sl fedunseuunTYU
lavgmeliin Inganumgiivesansazarefuansneiueail (@) aamaiivies, (b) 40

DIANTALTYE, (C) 45 DIALYALTYE, (d) 50 BIALYALTYE, (e) 55 DIALTALYE
way (N 60 asanwaLdoa (neldnishianuaedngludni 4.0 1had)
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e R R

$3400 20.0kV 48mm x5:00k SE

i

(@)

53400 20.0kV 4.2mm x5.00k SE

Ul 4.16 71w SEM (fndswene 5000X) vesiussfisenlavy (lavead) vuiisessu
Afusuidamaansalun s i unszuiunsyulaneselaih Tae
amgfivesamsazaeiuandeiudil (A) 40 ssriaides, (B) 50 ssmwaldoa
uay (O 60 ssrwaidoa (neldnnslimnusnadnglniii 4.0 Taas)

4.2.3.3 wamiuinvesaulviangn

Foulviinanvessusauiiselavoad Aensalvinufisoryulavgieliinfigumgi
vasansazans 50 esrwadua aeldnislinnudsdnslndag 4.0 Taad agsildeniy
Wufiauazen crystallite size voslaveadluuivuvedansdassann dwalifinanulundn
49 [98-99] usionaglimunzanlunsviujisewanalafnnsudmeslalasdudumey
fansillaveadlusUuuuvedlanzesnledunwoauas 91nguil 4.17 1Wunm FESEM uaz
msenansUinamedlanslaveadiuudinziain (A §uuu (Top view) uwae (B)
AMFAYN (Cross section) vesiassufAzelavsaduuisesiunfueuiifiniuanselu
nsihlniiunszusunsyulanemeliin lnsaumgivesasazaedu 50 osrgades
meldnsTveusnesdngluing 4.0 Taad nsdinindnearndiuu (Top view) wandliifiugi
Tanglaveaiaznszarsegiiuinvesiisesiuasueu 57 wWesiudlasinin wasile
ANYIUUNINARYIN (Cross section) JxnuTanglauoadaziAfauagaMUULYDIAITOI5Y
asueu wazilantlnveadursdiuunsnidluluturessisesfunisven Tnevavunly
amsarnsilavslaveas 60.84 iWesidudlnetmn
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CoKal 60.84%

SUT 4.17 I FE-SEM uasUBinnmmaslavslavoadiiauuuTiasigiann (A) fuvu (Top
view) k8¢ (B) NMMAAYINN (Cross section) vasdseufizentave (avead) uu
fhsesfumsueuiifinrmansolunsilnieiunssuaunsyulang gl
Tagaamglivesasazareidu 50 osrwaiea meldnislsianusednglaiing
4.0 Taadt

4.3 nsfifaseufiseuuulansaaswiln (Bimetallic catalysts)
4.3.1 nsdhndeudaudsufiselansiiduiinifa-aauies
4.3.1.1 navasAnuaednglni

9n3Ut 4.18 Hunavesnisidsnuuisdiend (X-ray Diffraction) vesiaLisufizen
fnAa-reiesuumsesiuasveuifamuamnsalunsihlihiiiunssuunsyulans
geladin neldnnslimnusadngliiinfunnsnetudsl 3.0, 3.5, 4.0, 45 waz 5.0 lad
gumpilvesansazatensil 50  esAwaldea nuitfussFiselanzazifadiainifad
Aunus 20 wiriu 44.5°, 51.8° waz 76.4° finredilesluguuuuredansdase (Metallic
phase) 7 20 winiu 43.4° waglanzeanlesdiduwmis 20 wiiu 42.4° Tpefiaa
sefndluih 3.0 Thad wuiezinuaiinvesnsuiesluguuuuvedavzesnles oausins
dngluinuintuidu 3.5 Taad meaudufiewazan crystallite size vasneUwesoanlonay
anas utaziinfinvesinifaty uandonnumedndluiuiutudy 4.0 Taad wulasiAadie
“UENF]E]ULIJE]%IUEULLUU%ENIEMZS&?%%U Tnefimanuidufiauazan cystallite size voney
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Wedeanlusazanas drummnuduiiauazen crystallite size vosdiniiaazanniy ogrslsh
pailoifiuarmsnadnglifianniudu 4.5 wae 50 Taad wuifiavesnsuidesluguuuy
vodlanydaszazmely udenuduiiauazen crystallite size vasneUaioanlodaifindy
waranaslunsdiliamnusisdndluih 5.0 Thad manudufiauazan crystallite size 104
Snavzunty wasmeldlunsalldeusedngludt 5.0 Taad

(A)

(e) Temp 50°C, V 5.0V
Ni
/N\i Ni

(d) Temp 50°C, V 4.5V

(c) Temp 50°C, V 4.0V
Tl \
(b) Temp 50°C, V 3.5V
) L

(a) Temp 50°C, V 3.0V

Intensity / arb. unit
; > > > > > n
f{ 2

5 0y 15% 20 @25 @30 35U[(40 148, 50) 25560 g OR300 85
Angle, (2Theta)
(B) 70 7 6281 60.72
58.65
- 'S
60 - S P --___.‘
— So 48.53 Ak (o s
Es0 (6~—_ [0
p -
N 40 -
(%]
e
£ 30 - 37.88 39.15
S 33.79
(%]
> 20 -
O]
10 -| == Nij
-<49= Cu20
0 T T T T 1
3.0V 3.5V 4.0V 4.5V 5.0V

Voltages (V)

SUTl 4.18 nswinsidenuuiediond (A) uazen crystallite size (B) vosassufidelans
(@nifa-notiUed) vussesiumiusuidanuansolunsiliihikiu
nszurunagulavgdaelii aneldmslienussdinglaiihdunnsnetuded @)
3.0 Taad, (b) 3.5 1ad, (c) 4.0 Taad, (d) 4.5 1ad uag (e) 5.0 1iad (@umngiives
ansazaneiu 50 osrwaLTea)
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9n3UM 4.19 (Junm SEM Aifndswenes 5000X vesiussufisendinfa-aeuiesuy
sesfumsueuiianuaunsalunsilwih fiunszuiunsyulanesaglidin angldnng
Tanusnsdndliiiniuandnediu  guvgiivesansazatonsil 50 ssriwaldoa wuiidise
Ufsendnifa-netives  meldnslianusmisdndlndh 30 Taad (GUA 4.19A) 9zifin
Tnssaaiifidnuazadedulilnofioynavesneuivosuasdnfaiidunssnausuiadunin
Audnansuszanas 0.125-0.20 lulasiuns defududusuddsliffsiuaeenin e
arsinadngliilifintuain 3.0 Taad 1Udu 4.0 Taadf (U 4.198) wutheynieuesaod
Weswazdniaffunsinanazdaueiiluaiuuszanm 0.25-0.40 lulasans uazduasiing
fewuUisiuateenu I swesady iesen deposition voltage WiimanTy v
TiAnmsnodnaznislaveseynialdaniinsdliiarmsnadndluiiegg [114] uaziilely
aruinedngliifinandudu 5.0 Taad (U 4.190) ssnuheyniavesreUiosuariinifad
Hunssnauagiivuiadlngiulszanm 0.7-1 lalasuns wazasfianismusudunguion
1998Yn1ALINTY 183910 deposition voltage g¢ nareduazmslavesaynating
P lfeumaiansrudafunguiounntu [41]

e T

53409-ﬁ0.01<‘.’ 4.8mm x5.00k SE : $3400 20.0kV 4.8mm x5.00k SE

53400 20.0kV 4.8mm x5.00k SE

Ul 4.19 21w SEM (f1dswene 5000X) vesiussufisenlavy (Inifa-aeuies) vui
sesusuauiiauaansalunsthlnih fiunszuiunsyulangselndh
meldmsTiausadngliihdunnsatudall (4) 3.0 Taad, (8) 4.0 Taad uaz ()
5.0 Taad (aaumniivesansavatesdu 50 asrwaidua)
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NENTNN 4.1 UaRIUART USiasuazauavesgniuvesmissujnseninina-aey
s v (% s A v ¥ 4 1 U
Wasuuiisesfuasuauiunssuiunsyulanemelniinglanislinausisdndlin
o w o & s o a = =~ ] a0
wanenafueatl 3.0-5.0 13ad Nouniivedasazalgaafl 50 eerieaidea  wuIINIanY
ufnsergulangmelninigldnisivaudedndlai 3.0 Tad daunwindu 376.8
' o A a ! o X ) s ' X da

Msunssensy uilllaiiuauaesdngluiunTudy 4.0 Tiad agnuitrmnuniiana
I - = v o |aaa ¢ - a
Waziliaannaniiaussdngluinlun1siujisen 3.0 1ad eunavedlansifisasisune
Mazian13N15le (Growth) ¥899uNIATLAITEISUAISUBY tnefin1sin1einuuAlTessy
Asusuliudalifviniaas siliduiueuniavedlansianeguumisessumsuaULaE LI
Tanugngutudaiosey Juiliaiunnags Weanusedndlniwivunduiu 4.0 Tad
\Ann1snediwaznisiaveseynialaandnsainaudesdndlniiieme Bnnsnisinmeinuuda
sossuATUBLTLAATY Y lWdwineuniavedlanersiioguuiisessumsuouwaziunnly
AINFNFUUUNINTY danalipiuniaaias egalsfaudiaiiuanusisdndluiniu 5.0
Taad wudieunauiudy Wewnainnisneuarnsiaveseuniatuing 1y 8nvenis
Whdnvetounialanzuuiisessumsvewdunuugu sunialansdsdnsesiaiuegdlidu
seilgumeanuidainbiiiasniuniglutuvedavenndevuuiisesiunivey dwalv
& da = a @ = A a aaa a v o < [24
HuniIundu wagdndadenilefenisiinufisensantureslalasiaulessuluiluiig
lalasiauaunvaualvg  [100,103] vsvileunialaveliaunsownsnlumugniuls vie
9193zunInlatoy dwaliAriuniniuty dnenisiinfiiglalasauiundiwalvaty
g1agyhlmAngnsudunelutulave FeazdwalimNuniuiudugusiediu [110-111]

= L da a v 1 jaaa a o a 3
M131991 4.1 WNUAED USnsuazauinvesgniuresiiswiisetlany (dnfa-aeuives) uu
v (Y s aa ] 1 v
msesumiveunilauaunsatunisi fiwiunssuaunsyulavemelii
nelanislyanussdngliiniuansiaiu (3.0-5.0 1aad) uazgumgiives
ansazanelu 50 esrwales

Ni-Cu/Conductive SgeT Pore Volume Pore diameter
2 -1 3 -1
carbon supported (m7g) (cmg ) (nm)
3.0V 376.8 0.074 3.718
3.5V 355.9 0.067 3.689
4.0v 328.7 0.063 3.691
4.5v 364.7 0.047 3.683

5.0V 405.7 0.078 3.685
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4.3.1.2 Na%aaqmwgﬁ%mmiazmﬂ

NUN 4.20 Wunavesnisidieaiuusadiend (X-ray Diffraction) vaddaissufisen
tnfa-medivasuumsessuamsveunianuaiunsalunisitluihiniunssuiunisyulane
melnih Insgungivesasavaneldunnsraiusail 40, 45, 50, 55 uag 60 deALTALTYA

= = Y Ad o jaaa A a v v =
Wiguiguiunsalivihufisenfgaumaiiies (Room temperature) AsNaAnglni1AsT
4.0 Taad Inefeaumaiivieanuinasiinuafinvesneuilestugluuuredangeenlen usillelv
gaunfiiinduidu 40 esrwaldod  azinfinvesdnifadu IneAianuduiiauazad

. . ¢ ¢ P A o |aaa = X
crystallite size  vasnpUiUaioanlunanas Wisgamgilun1svinufaseniauuindudy 50
aemalgea nudnziinfinvesneuivaslugluuuvedlanydasedu uazAinuduiinuas
A1 crystallite size ¥93HNAALNINTY dIUAIMLTURALAZAT crystallite size Yosnay
Weseanlydazanas sgnslsinuliaifivgamgilunsviujisendu 55 wag 60 a3
wadea finvesreUilesluguuuuredlanedassasmely udranuduiinuazan crystallite
size va9naUilasoanlonaziudy dauaAInuNRALaLAT crystallite size vasliniiaay
anaq

9n3U7 4.21 Junm SEM firfndsvene 5000X vewassuiizeniinia-aedivasuy
v L% s o o A v
AasasfuArsuauniiauaunsaluntsiilwihnedunssurunisyulaneameliii lne
gaunnivesarsazateiltuananeiy  anuadndluding 4.0 Tad wuindussujisen

Joung
fnifa-rouied Ngumglivesansavaneiliu 40 ssrwaldea (UM 4.21A) aziAnlaseained
vz fuoymeansinausuaduiiugudnatsUszanm 0.25-0.4 lulasms Tagazeging
wuuiifueuniaieny wazdetududdusnuddilifisiuauesninilounsdfidnu
AsaAngLuifi LﬁaqmmﬁmmmﬁazmmﬁuﬁuL“flu 50 DANIATEE (gﬂﬁ 4.21B) 3%
wuieynevesreuilasuasinfafidunsinavasiowaillugiu  uazduesiinisonuy
Asiuanvieenumasnuinaresdwiu ednslsinuilegaumgiivesarsazarsiaudy 60
psrwala (UM 4.210) wuiteynavesreUeiuariinifafliunsinanaziinnissuiy
Husymadidauelvgiutszinm 081 lulasiues wandanissaudadniusdusilil
Usngisfuanfiuiesnlunieiianismisdndunguiouresoumesnntu ownannis
anasearn cathodic overpotential Tagaziiuwdsnulunisnesveseynia ilvidnsilu
msnefveteyninanas denaliiAinnsla (Growth) veseynianiu warluvasiferuf
Lﬁﬂmiiwé’hLﬁumjaﬁaummfu [42-43,102]

Soulviifianvesnseuiunsyulavgdeliinvesiusaw§Atondnfa-neties fe
oumgiivesansazas 50 esmiailoa waznslinrmsinsdndlulin 4.0 Taad esaniiii
vesnatiaslusuvuveslansdasziintunaioulnfion diudinnudufiouasen
crystallite size vasnoUiladoanludtioniian Snisrnaudufianazan crystallite size voq
InAageiian dwalvdanudundngs Javnzaslumsiiitouaeailainniudimies
lalns3iudu
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C
c
() Temp 60°C, V 4.0V
—/\ A c L
o (e) Temp 55°C, V 4.0V
E __/\ \ A Ni Ni L
£ (d) Temp 50°C, V 4.0V
S
z (c) Temp 45°C, V 4.0V
W
=
_._/\ BN L
(b) Temp 40°C, V 4.0V
__.,/\ A . L
(a) Room-Temp, V 4.0V
B Ill()l1I5I2|0'2|5'3I0'3|5'4|0'4I5'SIO'SIS'6|0'6|5'7|0'7|5'8|0'85
Angle, (2Theta)
(B) 60 7 53.49 53.46 0,53 52.67 55.84
73 .' ‘----*s 44.64 ”*
- S0 -
- v
£ 40 -
()
E 37.88
:g 30 A y
T 20 - 27.63  28.08 28.68
2 24.49
()
10 - =@=—Ni
=<9= Cu20
0 T T T T T 1
RT 40°C 45°C 50°C 55°C 60°C

Solution temperatures (°C)

U 4.20 nswinsideruusdiond (A) uazen crystallite size (B) vosassufidelans
(@niia-retied) vuisesfumiueuiisinruanunsalunisluih s
nszurunsyulavgielni Insgamnivesasaraefiunnssiudad ()
oM iivias, (b) 40 BarmwallYa, () 45 BarwalaYd, (d) 50 ariwalgya, (e)
55 pamaldiua wag () 60 asriaadud Wisuweuiu (Meldnmslianusing
#ndliind 4.0 Taas)
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83400 ZO.Q}V_&Bmm x5.00k SE '_‘ d $3400 20.0kV'4.8mm x5.00k SE
v L [~

2k :"‘:"h'\ 9

5*:3-400 20.0kV 4.8mm x5.00k SE

Ul 4.21 11w SEM (fndawene 5000X) vesiissufisenlavy (Enfa-aeuies) vui
sesfumsusuiifianuannsalunisthlihiniunszuaunisyulangse i
Imaqmwﬂuﬁﬁuaaaﬁazaflaﬁmeﬁhqﬁ’uﬁ’aﬁ (A) 40 paFwaLTed, (B) 50 99
waleauas (O) 60 ssmwadua (neldnsliamnudisdnsluding 4.0 Taad)

INANSNN 4.2 LAAINUNR? U'%mmmawummaqgwqumaaéf’aLéaﬂﬁﬁ%mﬁﬂLﬁa-ﬂaﬁ
Wesuufsessuaiveudunszsuiunsyulangme g amgiivesansazangunnsianiu
Asll 40-60 asrnwaea nelanistirunsdnglniinen 4.0 Taad wudinsaavinujiszen
gulaneagluiigamall 40 ssrwadva deaiuniwidu 411.7 ss1aunsaensy us
~ a a c’{ < a 1 1 d’l’ Aa =
Waringaumiivesansaratesnduly 50 ssmgadid asnuAiuiiianaunde 328.7
MI10URTABNTY UAzilesnInTgungiiaisazaty 40 eerwalealuun)ves
a1sazatedaiesed n1sunsvadleseulavenesluasararedianinsladdalosninsdl
gaunilvesansazany 50 ssmgaldud vilvlessulaveindeunluditiualnalatey dea
Tidnueunavedaveunsniuaugniuiudesniingdl 50 s walloa vivbimnuiag
29 Feuanenannsllgamniivesansazaty 50 asAgaldud Ninsunsvedlesaulans

a & I3 1 o A P [ q!.l/ v 1 v
neluaisazanedaninsbaduinnii vinlvlessulanerdauntugdwalnalaunn danal
urueun1rvedlaneiunsniumugnutuInndIngdl 40 ssrwal@ea vivldAiuNg
Weaninsdl 40 esrwadea aglstaudiaiiugamngiivesasararsuntuly 60 aam
walled WuIHANUAREWY WWewnangumgivesasaralegeiuyesing (Voids) ag

a X a P 1w o val I . 3 1 v & A
WinnnTulaziinnswewsiany vilvidaulugngu (Porosity) unfiu [41] dewalieniiui
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fags BnvenaAnuiisenssndureslalasaulessuiitaualnaunn asviliounialanylsl
annsounanlunusnguld videnmasunsnldos Gaaenndoatfunaresnisidenuuisdiond
dwalsiaiuiifingeningd 50 esmweadoas MiAnUFAsIAnSureslelnaiauloseuiivs
walnatey vihleuniAlanaunsownsnlumugnguvesiisesiumsuaule

39Tl 4.2 i USmsuazaunnvesgnuvesiassuisenlany (Inifa-neues) uu
fhsessumsusuifauansalunsthliihsunszuunsyulangee i
flgaungfivasansazansunnsnaii (40-60 ssmwaidoa) a1eldnsliaieig
Andlnin 4.0 Taad

Ni-Cu/Conductive SgeT Pore Volume Pore diameter

carbon supported (ng_l) (cmag_l) (nm)
a0°C 411.7 0.070 3.683
45°C 373.8 0.082 3.692
50°C 328.7 0.063 3.691
55°C 352.8 0.049 3.689
60°C 423.4 0.063 3.680

4.3.1.3 naliNsLANveasRaulunangn

Raulwnfngavesislfizeinfia-reuiles Aansalviuisenyulanemelil
~ a a P v | ) a ¢ U aa
Ngauniivesansazany 50 asrngaea n1elanislinnuasdndluing 4.0 Tiad duiliia
vesnUilaslusuuvuvedlanzdasuiinfuialleuluien diudindiuduiiannazan
crystallite size vesmaUiUaseanlanosiign dniaAnAuLTuRALAZAY crystallite size UBd
a a a 1 Y @ = = A v | aaa a a =
Uniiageiian dwalidanulundngs [98-99] Fenisiduseufiserinfa-nedivesining
Juwdnas 9199zdraissujiseruannladnnsudmeslalnstiutdulas angun 4.22 Ju
AN FE-SEM  uazUSinavedlanstinfanazaouiuainaluuiiasieiain (A) auuu (Top
view) Uaz (B) AAnYI (Cross section) vasdinseufjizentinifa-meuivosuusiigesu

I3 ‘N'Ql o ] v a
Afueaunauainsalunisdaluiiiunssuiunisyulangaieliiy Insgungives
arsazaeidu 50 asrwaldea neldnislrause@nglining 4.0 Thad nsdin naieann
Auul (Top view) wandliiuinlangroUlesiasiniaaznszangeginiuiiveddiisessu
AsUaU lagaziivsunaesdnifa 41.17 wWasidudlaeuuin wazUusuiamaulas 10.79

s & H Y] A = ) . | ¢
WaSHUALASUINNN Laztla@ANWILUUNINAAYNY (Cross  section) agnulIntaremaUvlos
warilinifiaaznszatgegniuia Ingviamualuaindavinagiivsunalansiniia 23.32
Wosigudlaeuvin wazUsuuaadiues 4.28 wWesiduslaginnin dalunindnvinstuyas
NaedlangilazAsuauaziinnisuaniazienasn (Cracking) [115] ilosanAdnglninves

&l 0 & a a | I v o
WwadNan1IzInIgIL (€ cel) vasnatiuas (+0.34 V) waziinifia (-0.26 V) fimlilnalAsaniu
e lranuausaluniseasuNkasnIswns WEnwalnawnneeny Ingesnauvadlansy
a0 [ b‘t:ll 0 1 g.; @A [ a
fendAndlnivensadnan1izunsgiu (€ cell) 1nniunae aeUes azlimuaiunsaly
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MsiAdeudisinsunslugdaualnainiansdvedansiiflendndlniiwewwadianie
wmsg (Ecel) sndriinda SsauliauatasiilfAndesinvdenisusneentisosse
S¥NINERIlaNyUsaRI5895UANSUBN danalratauaun Ul (Electrical resistance)
wazan WA UMULNT (Electrical resistivity) 1NTU FaaonndosTUNAYEIANANEIUNIY
T uazanmdumulnihivanddunisied 4.4 [41]

(A)

“EL 10.79% "N 41.17% | |7Eu 4.28% ' Ni 23.32%

SUT 4.22 nan FE-SEM uastinamaslavedinia-asuasfauuuinszian (A) §ruuy
(Top view) wag (B) nMMinu31e (Cross section) vasiussufinzelany (aoy
Wed-Inifia) wisesiumsueudisinrmannslunshlwiriunssuaunsyu
Tangiglwih lnsgamgiivesansazaelu 50 esmwaldea neldnisliniy
sradndlatfing 4.0 Taad

4.3.2 nsgiwdaudussufisentanziduiinfalavead
4.3.2.1 #avaInUANANgIWAA

N3UT 4.23 Hunaveanisidenunssdiend (X-ray Diffraction) Tesdisaufisen
fnAa-laveaduusisesiumiveuifanuaunsalumailulihiiiunssuiumsyulans
Fglwil aneldinslimusinsdnglatiihfumnsnatudel 3.0, 3.5, 4.0, 4.5 woy 5.0 Tad
gumaiivesansazatnnsl 50 esmwaldoa nuiiussufiserlaveeziAndiadnifauas
Taveasluguuuuveslansdasy (Metallic phase) fisumis 20 wirdu 44.5%ua275.9°
muddu wazdfinlaveadluguuuuveslanzeonledisumis 20 winfu 36.4° uay 42.3°
Tagfiausnadnglaiih 3.0 Thad wuinaziAnuafinveslaueadluguuvuveslansdassuas
Tangoonlys Wemnussdndlwiuiutubu 3.5 Tad Aarunduesiialaveadlusuuuy
voslangdaszavanas udaniinfinvesinifadu uagieausadndluindududu 4.0
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Tad wuhmanuduvesiislaveadlugiuuuredansoonlsduasdnfasundutu s
crystallite size vawislnusadeenladiazdniiaszifiuannty wiArauduvesiialaveas
TugUuvuveslangBasyavanas agndlsfinudodiuanusadnglnitunntudu 4.5 uag 5.0
ad agnuitAauduvesiinlaveadtusuwuuvedangeanleduaziinvesinialzanas
SnvieAn crystallite size YowiiEDIRARAIR BT

C
(A)
@
_—/\ c Co0 CoO C
(e) Temp 50°C, V 5.0V
=
s A
% (d) Temp 50°C, V 4.5V
=
= ._./\ LI\A'
Z (¢) Temp 50°C, V 4.0V
4
£ _._/\ L
=
e A
(b) Temp 50°C, V 3.5V
Co
___,/\ A
(a) Temp 50°C, V 3.0V
e o S o f S A e A e e
5 10 ,; ISP 2092530 35840 § 4550 SHME0 6Smm/Of 75 W80 85
Angle, (2Theta)
(B) 70 - 60.56

(o))
o
1

5345 __4e__ 5202 5094

47.08 ___W---..
-
¢ 52.84

(S
o
1

N
o
1
=Y
»
(€]
\O

Crystallite size (nm)
W
o

44.76
20
1o | ——Ni
=49= CoO
0 . ; ; . .
3.0V 3.5V 4.0V 4.5v 5.0V

Voltages (V)

Ul 4.23 nsminaEeaLLiadiend (A) uazd arystallite size (B) vasiasaufjizolans
(@niia-lavead) vussesiuasusuiiinrmausalunsun i
nszvrumsyulanesgliin meldnsliaussdngdlaihiunndrstuded @)
3.0 Taad, (b) 3.5 1ad, (<) 4.0 1ad, (d) 4.5 Taad uag () 5.0 Taad (grumgilues
ansazaneidu 50 osrwaLTea)

91n3UA 4.24 1Hunm SEM fifdsens 5000X vesiuseuFAzendniia-laveasuy
fsessumsueuiiauannsalunmsiwihiiunssuaunsyulavesnelidi aeldnis
Tausedndluliniiuandneiu samgivesansazatonsil 50 ssmiwaldea nuindise
Uffseniinifa-lauead meldnslimnusednglain 3.0 Taad (GUA 4.24A) szifslaseaing
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niidnwazilueuniavsainanvunaduiiugudnalsUszuia 0.3-0.6 lulasiuns [108-109]

¥ '
1 ]

nszatwoguuiiuiy deldausmsdndlaiuiuiuain 3.0 Tad Tl 4.0 Taad (Ul
4.24B) agwuieymansinauaziivuiniingiudu 06-08 Tulasuns inzsmiududou
nssnanvuin 23 lilasuns uddsliiAanissudiiureseynia 1ieaa1n deposition
voltage \fiusnniu shliAnnsdesuasnisinveseynaldfiniinsdfiausnadngludi
i BnstenisinnzRnuuiisesiuaiueutuiiniu egralsinudeldninusiedndlin
dindudu 5.0 Toadf (U 4.240) asnudteumanssnauasdvwaillugiutssun 0.8-1
lulasiwns inzoufuaruisuiensmudadudefieaty Weminnsdesuasnsls
waaaumﬂﬁ’jmﬁm%a%u biAnnssinddunguieu (Agslomeration) Gumaumﬂum%u
dwalfuuaveseunialugiiu [40] Snvienisddnveseynialavguuisesiudunuudy
sumalavydsindesiaiuesslidussdoussavniivilfiagnsumeluturodansd
\douuufisesiuaiuon [100]  uareraingnsutunieludulane esinnafiuaia
sedndlaiannty ashlmAnuiisessnduredelasaulesoululufelalanauiuits
walna udnsiAnualelasiauasvinlilassaeddnuusidusngu vieflanuwgu [110-
111]

(A)

.

$3400 20.0kV 4 Tmmx5.00k SE $3400 20.0kV 4.7mm x5.00k SE
L A

53400 20.0kV 4.6mm x5.00k SE

Ul 4.24 p1w SEM (Ffndswene 5000X) vesinissfiselavy (Bnifalausan) vusisessu
msueuiifienuansalunnhlviiiiunszuiumsyulavgielin aneld
nslesiadngluihiuansnetudall (4) 3.0 Tad, (B) 4.0 Taad uag (O) 5.0
Tad (eamglivesansazaneilu 50 e wadea)
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4.3.2.2 Na%aaqmwgﬁ%mmiazmﬂ

NUN 4.25 Wunavesnsidivauusadiond (X-ray Diffraction) vaesalseufiizen
fnfa-laveaduumisessuasueunianuaiunsatunsiiliihiiiunssuiunisyulans
melnih Tnggumgivesansaraeldunndiaiudiail 40, 45, 50, 55 uaz 60 deALYALTYA

= = Y Ad o jaaa A a v v =
Wiguiguiunsalivihufisenfgaumaiiies (Room temperature) AsNaAnglni1AsT
40 Tad  Veungiivies nudnazinuaiavelaveadlusUuuuvedlansdassuazlans

¢ 1A 9w aa X g =~ ' v ~

panlys uiidlolignmaiiiiuduilu 40 ssrugadea AAnuluvesiinlaveadluzuiuuves
lanzdasvuavlavveanlonaziindu uwazan crystallite size vaslauaadoonlonniuTunle
dogaumgTiutulu 45 asrwaded Ainuduiiauazan crystallite size vadlaveaniu
sunuuvestlanzeanlarazanas usaziiniinvestiniiaty diufinveslaveadluguiuuves
langdaszasnmely Wogumaglivesansarareiiumnniudu 50 swrwaidoa wuinAAm
WuiiauagAn crystallite size  vadlaveadlugluuuvedlangeonleduaziniavsiiudu
agdlsfinufleiingamgiivesansazaedu 55 uas 60 srigaded aznuinaAaudy
fiAwazen crystallite size vadlaveadluuuuuradanseanleduasiiniiaszanas

NIUN 4.26 WunmM SEM Adavens 5000X vesdnsslfiseniinifia-laveaiuu
v L% s o o A v
AasasfuArsuauniiauaunsaluntsiilwihnedunssurunisyulaneameliii lne
gauniivesasarareNltunndaiy  anuaedndlniin 4.0 Taad wudduselfisen
fniia-lavead Noaugivesasazaioidu 40 esmwailua (FUN 4.26A) aziinlassasneidl
(Y [ v ! & o
anwazilusunianssnanvadurIuaugnaeUszana 0.18-0.20 lulasiuns inesiuiiu
Judeuvwalng wideliiianissiumiuveseynia Wegumngiivesasavaleiinuiniu
Ju 50 eereaidua (3UN 4.26B) aznuiteuniansinanazlvuinilugauidu 0.6-0.8
lulaswms imegswiuduiounsinasvuin 2-3 lulasues widdldfanissaududuie
Weatuveteynia egrdlsinnulieanmglivesasazatoiinilu 60 semwadoa (U
4.260) axnuhlasiadenidnvaziduoynansinasaziianisinizswsduilodaniuly
v tneusdiudnsanuvasiiiiueuniansinauliog uraziiuvdiunddnuazilunsy
nafiu [112] wazifiagnsunigludulaneiiadou Fegnsuiliinduiuifinainnisnviualvn
AnufAsesanduveslslasiaulessuldidufinelalasauiuivialng [41,103]

- Ao % o aaa a a ¢

Reulunangavesnszuiunisyulanemeliivesdisaujiserdnfia-lavead e
gauniivetansavany 50 samugaldea wavnshinusednglndin 4.0 Tiad Wesndian
AuluTiaLazen crystallite size vesliniialuguuuuvedlangdaszuarliaveanlusliuy
vadlangoanlynuinnindeuludug wisneszhimnzaulunisiugizewaanilafinnsiud

s = o = =t s s & | v
waslalasudu ilesniilaveantusluuuvedlangesnledidudiuyusznouludiig
Ufisenlane
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Crystallite size (nm)

Intensity / arb. unit
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N
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(A)

C

Co0 CoO C
A

(f) Temp 60°C, V 4.0V

Ni
AA

(e) Temp 55°C, V 4.0V

(d) Temp 50°C, V 4.0V

I

(¢) Temp 45°C, V 4.0V
C

L3

we

(b) Temp 40°C, V 4.0V

—

(a) Room-Temp, V 4.0V

5

10

T
15

LU L L . i, UL
20 25 30 35 40 45 50 55 60 65 70 75 80 85

Angle, (2Theta)

60.56
| 49.84 ,A\
14214 __ &< \4\2.59 42.44
-
| & ---»
41.67
. 38.26
34,34
- e N
-<9-= CoO
RT 40°C 45°C 50°C 55 (@ 60°C

Solution temperatures (°C)
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4.25 n3minsideuussdiend (A) wazan crystallite size (B) vassiusaufiisenlany

(@nifialavead) vudisesuaisusuninnuaunsatuni s lniing
nszvumsyulaneegliii lnsaaumgivesansararefunnsineiunedl (a)

gaunQiivias, (b) 40 srwallya, () 45 Brwalted, (d) 50 sarwaldya, (e)
55 aeALwaLleE way (f) 60 parwawdad (nelanistiniusefnglning 4.0

Tas)
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Ul 4.26 71w SEM (Fndawene 5000X) vesinissfiselave (nifa-leusad) vusisesiu
mfusuidamaansalun s i unszurunisyulaneselaih Tae
amgfivesamsazaeiuandeiudil (A) 40 ssriaides, (B) 50 ssmwaldea
uay (O 60 ssrwaidoa (neldnnslimnusnadnglniii 4.0 Taas)

4.3.2.3 wamiuinvesRaulvnangn

Foulviifianvessusauiiterinia-lavead Aensavinufiseryulavseliiing
gumnivesansazats 50 sseiwaibua aelinisliaudnadndlaing 4.0 Taad duden
AudufiaLagen crystallite size vesinifaluglvedlansdaszuazlavoadlusuuuuves
Tavgeanladinnninfoulvdug uormaghimnganlunmsviufitowasalafnnaudies
lalasdiudumszilaveadluguuuuredlanzeenlemdudiuisznouludussuiiselans
NgUT 4.27 1Bunw FE-SEM wazUinamedlavedinfauarlavoadiowuuiinsesiann (A)
AU (Top view) wae (B) NmdnwIn4 (Cross section) vaefiaselfiseniinifia-laveadiuy
fhsessumsvouifanuannsalumsilifisiunssuiunsyulangselnih negauvnd
yosansazaeidu 50 ssmiwaidoa neldnslianusnadndlaiding 4.0 Taad nsdamane
MnduuL (Top view) uansliifuinlanslavoaduaziinifaaznszansegihiiuiivesh
ses¥umsuau lnsagiiusinalavead 3657 Wesidudlnediniin uasUnniinda 6.49
Wosidulasthmiin uasidlofinunuunimdnuag (Cross section) agnuinlavelauoasiua
niiassiadauaginuuuvesiisesiuasuey wavilanglaveaduazinfiauisdiuunsnidd
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Wluturesssesiuasuou Tnemualunindavineiilanslavoad 48.09 Wesidudlng
dvin waviinifa 10.44 Wesiiuslaetmin Fslunmsinvnazudioondy 3 suseiy
Fuuuan wwuszneuselansiidulaveadifudanlvg Fusesaunazdsenoudelansiiu
Tavoaduazinifa dudsgrasUsznoudeansveududiulng esanadndlnihwes
wadannzanss (€ cell) vaslauead (-0.28 V) wazdiniAa (-0.26 V) felndiAsaiu Tq
vlianuanansalumsiadeusi (Mobility) sausienisuns (Diffused) ludsdaualnavois
aoslanziureuindlndidsatu vliliindosing (Vacancies wie Void) fiseesiosywinedes
Tany Fensiiliiiagesinmiaiinlusiviutios azvhldaimnudunulaiy (Electrical
resistance) havan naunulnin (Electrical resistivity) o8 @onnasiiuNauaIAIAIN
Frumulniuazaninnumnuliihiiuandlunsed 4.4 [41,113]

Co Ka1l NiKa1

Co 36.57% | Ni 6.49%| [Co 48.09%  Ni 10.44%

U 4.27 1 FE-SEM upsUiamaslavedinifa-laveadiauuuliesesiain (A) fuuu
(Top view) wag (B) NMinu31e (Cross section) Yasissufinzenlany
(@nifa-lavead) vushsesiuasueuiiinrmeanmsalunsthlniruglany
el Inegaumgivesansazatedu 50 ssmwadea nelinislinausing
Fndluiing 4.0 Taad

4.3.3 nydlwdauduseufisentanzidunauivas-lavead
4.3.3.1 HavaInuANAnglnin

N3UN 4.28 Wunaveanisideiiuusadiend (X-ray Diffraction) vaddissufisen
roUes-laveaduudisassumiveuiiianuausatunisin i fdunseuiunisyulans
mglil aelenislianusesdndluihiuansneiudisil 3.0, 3.5, 4.0, 4.5 waz 5.0 Liad

(%

gauniivedanTazatuayl 50 asrwallisa nudissisenlans asiinveiialaveadly
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suuvuvadlangeanlediisiunia 20 Wity 42.3° wasiinvesreuivesiuguuuuredany
panleafsuvus 20 wihdu 42.4° Lilssanduwnisfiavedlaneiisaadlndiuuin f99199z
a v Y a o g Vv & & A A P ] Y] ¢ 1
WWanstauiuiuvesiia vinliiuduuaiiabien Inefinua1sdndlui 3.0 Taad Amau
Wuiiawazan crystallite size voslauoaneanlenaztes Woauas@ndlnifinuindy A
ANLLNALAE AT crystallite size vaslavaanoonlonaviingnIulUaudensanlraiiumng
Andlnin 4.0 Thad wazazrseqanauiloiumnuatedngluinundudu 6.0 1aad

C
(A) ¢
CoO
< A &
(e) Temp 50°C, V 5.0V
A |
g (d) Temp 50°C, V 4.5V
£
= A
~ __/\ JL A
Z (© Temp 50°C, V 4.0V
2
2
= ,_../\ A A L
(b) Temp 50°C, V 3.5V
___/\ A K
(a) Temp 50°C, V 3.0V
e = NN, U AR o AL Wl AR P =~ o
5 10 15 20 25 30 35 40 45 50 55 60 65 70 75 80 85
Angle, (2Theta)
® 70 1 59.14 57.93
53.07 g 56.17
7N ' ——
£ 44.71
< 501
8
.lT’ 40 -
e
£ 30 -
©
+—
:>\ 20 -
@]
10
=—CoO
0 T T T T 1
3.0V 3.5v 4.0V 4.5v 5.0v

Voltages (V)

SUTl 4.28 nswwinsidenunisdiond (A) uazen crystallite size (B) vosaussufidelans
(ReUes-lavead) uushsesiumsusuitiarmamsalunstn i
nszurunagulavgdaelii aneldmslienussdingdlaiihdunnsnetudd )
3.0 Taad, (b) 3.5 1, (c) 4.0 Taad, (d) 4.5 1ad uag (e) 5.0 1iad (@umngiives
ansazaneidu 50 osrwaLTea)
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91n3UT 4.29 1Hunm SEM fifdauens 5000X vesiisauiizenneuiles-lauead
vuisesduasueuiiianuannsolunsiliihiiunszusunmsyulangsgliin aneld
msliirusinadndluliniunnsaiu gaumalvesansazaisnsil 50 esrmivaidoa wuindaLss
UfAzenneues-lavead  aeldnislimnudnedndldi 3.0 Tead (GUA 4.29A) azifn
Tnssafrenfidnuazifueymansananvuiaidusitugudnansuszanm 0.5-08  laulasing
nszawoEuLiuivesfiseasiunfuey eldarussdndlaiinfinmniuain 3.0 Taad 1
Hu 4.0 Taad (3UT 4.298) wuheymenssnavazdivuiafingtudu 1.0-1.2 lulesuns las
fifanaineiaiueg widsliAnnsmusiiuvesoynia 1osa1n deposition voltage i
wntu lfiAansnefuasnisinvaseynialddniinsdiiiauaisdngludiasg [ao]
ogalsinudlelinrmsnadndluiuiumntudu 5.0 ek GUA 4.290) wudreynianss
nauaziinnssudufudedfioty unzfnlassadrefiifnuagadronuny ervasinan
oynansanaunasusInindulasaiisfing1n Medlunuijseonaineyniansanaud
saiaduilaiieniu desde deposition voltage il 3wiliAansnosuaznisia
yosoymATnnAulY

$3400 20.0kV 4.8mm x5.00k SE* . R $3400 20.0kV 5.1mm x5.00k SE

)

B v

53400 20.0kV 8.0mm x5.00k SE

Ul 4.29 21w SEM (Ffndswene 5000X) vesinssfiselavy (Reuies-lavean) uush
sessuAnsueuiitianuannsalumsihlwihiiiiunsyurumsyulansse i
meldmsliausadnglnihiunnsatudall (4) 3.0 Taad, (8) 4.0 Taad uaz ()
5.0 Tiad (@aungiivesansazateidu 50 sarwaides)
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4.3.3.2 Na%aaqmwgﬁ%mmiazmﬂ

93U 430 1Hunavesnisisnuusdiond (X-ray Diffraction) vossaissUfAsen
oulef-lavsaduuiisesiumiveuiiiinruaninsolunsihlnlih i unssuaunsyulans
Felwi Tnsgangfivesarsazanefildunnsiafudil 40, 45, 50, 55 uay 60 ssriwaLdea
Wisuiteufunsaliivhdfisenfigamgiivies (Room temperature) mwsnsdndluiinasii
4.0 Taad nuidssuiRselansanfntisiielavoaduaznativesluguuuureslanzeanled
uiiusiievedlangiiaedndtiumn fenaasiansdeuriuiuvesiia vliiuduuefie
Fien fainanlulunavesinrasiedndlidi Tnefgamgilumsvhuiizeisny mesnds
fiauaza aystallite  size  veslavaadesnladaziios lnslaniensdivinujasend
gaunniivies Wegamgiivesansarasifiunniu Aeudufieuasa crystallite size veq
Taveasdoonlsdaziiunniulvaudsnsdiliigumaivesansazans 50 ssmueaidoa uazae
Fovanadioifiugumnivesarsazatouiniu

91n3UA 4.31 1unm SEM Aifdawens 5000X vesiusefizonneuies-lausas
vussesiuaiveuditiauansalumsi i idiunssurunisyulavgsglii 1ag
gaumgiivesansazanefliunnsiieiu anussdndliiiias 4.0 Taad nuidissufizenney
Wed-lnueas Mgumgiivesansazanendy 40 esrnwaldea (GUA 4.31A) aziAnlassadneii
anwasduoymanssnauswnduriuaugnaUszana 0.3-0.7 lulaswns nIzangeguu
ufvesisesdunivou Wegnmglvesansazanafiuundudy 50 ssmnwaidoa (U
4.318) wuiteynianssnasagiiuwafilng@udu 1.0-12 lulesuns Tasfiginanizsuiy
og uddslsitAnnssaniiiureseynin 1ilesa1nen cathodic  overpotential anas vivls
wiselunisdesiveseunaiiniy dwalisnslunisnediveseyninanas iianisla
(Growth) vaseynasnty ogslsfimudlofivgamgiivesasazaiedu 60 ssiwaided
wuilassassiiddnvasdueynansanavasdvueiivgiudy 1.5-20 Tulasuns uas
Annsrudadudaieaty LﬁaqmﬂWé’amu’[,umsfiaﬁasuaamgmﬂLﬁwﬁu inliinn1sle
Y9398YNIANINTY [41-43]

Soulviifnanvesnseurunsyulangieliihmesiuswiitonneuiles-laveadie
gumgiivesansazats 50 ssmiwailea uaznslvimusnadngluiih 4.0 Taad fleaainien
mnuduiiaazan crystallite size vaslausadesnlurgsiian usenaazlsivnzanlunisi
Uiiseuanalafnniudieslelasiiudu iesannilanseenlediludiuusznoundnly
msaufnsenlane
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Intensity / arb. unit

—~
@
=

Crystallite size (nm)

(f) Temp 60°C, V 4.0V

[

(e) Temp 55°C, V 4.0V

—

(d) Temp 50°C, V 4.0V

—

(c) Temp 45°C, V 4.0V

(b) Temp 40°C, V 4.0V

— [

(a) Room-Temp, V 4.0V

70

6

o

50

40

3

@

20

10

o

T T T T T T T 01 "~ g T ' 1 ' T

10 15 20 25 30 35 40 45 50 55 60 65 70 75 80 85
Angle, (2Theta)
\ 59.14
1 7484 55.06 5301
a47.47
| 4353
—4—CoO
RT 40°C 45°C 50°C S5i@ 60°C

Solution temperatures (°C)
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4.30 N3 in1siaeULTIEeNG (A) wazen crystallite size (B) vasmiseufizelans

(redies-lavead) vumsessuasusuniataunsalun s iinfku
nszvIumsyulanemelni Insgamgivesansazaneunnsineiudiail (a)

gaunQilvias, (b) 40 srwalTEa, (c) 45 Brwaltyd, (d) 50 sarwaldya, (e)
55 eALwaLTeE way (f) 60 perwawded (n1elanistiaiusefnglning 4.0

Tas)



144

$3400 20.0kV 4Fmm XS.GD!;'SE §3400 20.0kV 5. 1mm x5.00k SE

(@)

83400 20.0kV 4. 7mm x5.00k SE

Ul 4.31 71w SEM (fndawene 5000X) vesinissfiielavy (nevies-lavead) uush
sesfumsusuiifianuannsalunisthlihiniunszuaunisyulangse i
Imaqmmﬁmaamiazmaﬁmehﬂﬁ’uéfaﬁ (A) 40 asFwaled, (B) 50 99
waldea waz (C) 60 sarwaldea (neldnisTimnusadngliig 4.0 Taad)

4.3.3.3 HananAnveseuluianga

Y Aaa Y ' aaa s & A a
Reoulvnfnanvesduseufiserneuives-lavead Aogaumngilvesaisazany 50 8
=~ v ' o ¢ o = Y ' .

waldea wazn15lAua1eAngluin 4.0 Taad esandaimnuidufinuazen crystallite
size vadlaueadoanlendian wienvaslimunzanlunisviujisewenanlafinnsudines
lalasfiudu eannillangeenlyidudiuusena undnluduseuiselans 2ngui 4.32
Junm FE-SEM  wazUSunamedlanzaslioiuazlauoadisuuuiingisiain (A) fuuu
(Top view) wag (B) nMMAnwI4 (Cross section) veeinsalfisennauies-lavsaduusi
seasuAsUeunlauansalum s lnirunssuIumsyulanemgliiih lnvaumgives
a1sazaneilu 50 esmngadea nmeldanishianuaisdndlning 4.0 Tiad wansldiiiui
fauwdlunaunisideaun (XRD) dusunusiinvedlaveadiavaauiesluguuuuvedlany
sanladlndiuuin Fee1aaziianisdeuriuiuvesiin vliiudulafiaifies uina EDX

=) Da

annsadudulain laneidunelesiegludnsswfiselany Jadulumunaves XRD
na919Au laensaaIma1saInauue (Top view) wuillavgreUilosuazlauoanay
339180 NuRI09MITeITUAISUOY Faasiivunuveslauead 43.54 Wesidudlaey
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dnidn wazusuiumeed 17.73 wWeddudlnetutn uazilednwinuunindniig
(Cross  section) agwuinlangetiesuarlavoaraznszaseginiiuia lnsiamualy
awinwnazivsnalanslaveas 68.25 Wedldudlastimidn uazUSunameUed 11.99
Woddurlnevmidn Fsunsusnalunmiauinsturesisdeddanyuazasusuaziinnsuan
(Cracking) \Uuuule7 (Vertical) dswalvianaanusnuniulnidn (Electrical resistance) way
anmdumuliiin (Electrical  resistivity)  11nu iiesannddndlnihvewsadiianny
1A5g1U (E cell) vosmpuias (+0.34 V) uariiniAa (0.28 V) danlilndiAseiu Faduly
AuNaveINTaALTIuAselinAa-AeUilas [41,115]  WaAzADAAROINUNAYDIAIAIY
Frumulniwazaninsunulniihdvansluased 6.4

CoKa1l a1 Co Ka1

4354% €U 17.73% | | Co 68.25%  Cu 11.99%

SUT 4.32 nn FE-SEM uastunamaslavgastiasuaslavsadiuuuiinnesiainduuy
(Top view) Wagn1m@ArINg (Cross section) vasdalssufisenlavy (reUas-
Tavoad) vusisesiuansveuifiauannsalumsthluindunszuiumsgy
Tangeglih lnsgamgiivesansazaneilu 50 eswmwalea neldnisliniy
sadndlafiai 4.0 Taad



146

4.4 nsgldaseufizewuulansaruvila (Trimetallic catalysts)
4.4.1 nsdhndauissufiselaveiduinifa-aeuef-lnuaad
4.4.1.1 navasAnueednglni

9n3U7 433 1Hunavesnisisnuudsdiond (X-ray Diffraction) vossaissUfisen
Inifa-neuies-lavsaduusisesiumsveudifinuannsalunmsilihiiiunszuauns
yulavgielnih neldmslianusadngliiduandrsiudad 3.0, 3.5, 4.0, 4.5 wag 5.0
had gumglivesansazanensdl 50 esmwaldea wuidiswiisolansaziniinvesiiniia

Psunida 20 wirdu 44.5%uasiinlausadtugluuuvadlanzeanledifiuia 20 wirdu

42.3° dquiinvasmeuivashiusingluiaunisiaeauy esnainedndluiiveagadd
0 o a v v & Y v

an1zun g1 (E cel) vaslaneieauslauane19iu Aalun15AIuANAIILLTNTUYDS
asazansazlinuausalumsedeuiitasnisunsludnualnavedansisaueiiniu
= @& o va Y 1% = o v oMy A Al o I S aa
fanusmlnaAssiuaoutsenn Juililanzursililaedeunludtiualnatunse Tany

3 = = A Moy A A a9 ] =
meadiles  uagdnwswanilanaedeslildindounluinentiualnaiuendagiiewnann
nszurunsyulangiagliihtudunissenszualinieliiinnisuandiveslessuuan

- s v =\ o ] fa v & ! v -
wazlesouau (e) Frauilosiinisdnesvesdianasoulutu d eesiviaiy dwmalinisias
inlidianaseungaesnuusenisuanalulesuuinuazlessuaudurildennindnia
saa v a & fa o [ a 1 o °
wazlauoanniinisdnisesdanaseulutu d eeslvialign Inefianuadngluiiay (3.0
Tad) wuinasiauaiiaveslavaanlusiuuuveslanzeanleniiesog10fied WoAUeN9
fnglaiadwdy 4.0 Tad wumanuduiiauaza crystallite size wvaslavaadiiy
sUsuuveslanzeanlyduazinfadviiindy agrslsiaudeiiuarusadnglniunu
(4.5 wag 5.0 Tian) nuinAnuduiiaLageal crystallite size vesfiniiaazanasiazmalily
nsalAusedndlui 5.0 1aad diumnnuduvesinlaveadlusuwuuvedanseenleiay
anaa anviaAn crystallite size NanasnlgLuiy
a < Ao o Ly | aaa a a 4

NIUN 4.34 1unIw SEM Minaueny 5000X U89at39U4)nseunina-aauiuas-
laveaduumsasiuasusuiiiauaansalunisi i idunssuiunisyulangaelnih
aelanmslianusinsdndliiuansieiu aamgiivesansazaiensi 50 asrwaldod wuii
Asauisentinfa-reues-lavean meldnslvianussdndlnda 3.0 Tiad (5UN 4.34A)
ziinlassadaniidnvuzilusyniansainagsuiadudiuagudnatsUssuna 0.05-0.1
lulasiuns eguuiuiivesinsesfumvsuuddliduiuliduin welvausedndluiiia
Ty 4.0 Taad (5UN 4.34B) wudneuniansanauvziiauiafibngdudseuna 0.5-0.7
lulasiuns nszareadiaua Ui uRIvei199TUAITUOU ag19lsnauileliAa1ueg
ngluifiinanntudu 5.0 Taad (U7 4.340) wudteuniansananasiianisinizsiuiuiy
nqufouvuInlvg) Llewsae deposition voltage 1niAuly FailviAnnisinigsuiuves
BUNANINTY danalviouniavetlaveiivuinilngiu
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C
(A)
C
—-/\ C CoO C
(e) Temp 50°C, V 5.0V
5 __/\ A i L
£ (d) Temp 50°C, V 4.5V
.‘? _/\\ hk
§ (c) Temp 50°C, V 4.0V
E
A
(b) Temp 50°C, V 3.5V
N \ & L
(a) Temp 50°C, V 3.0V
T 2@l 1 - 1 -1 "0 50 0T ' 170 it e T -1 © 1 '
5] 10 15 20 25 30 35 40 45 50 55 60 65 70 75 80 85
Angle, (2Theta)
(B) 60 - 53.45 54.24 53.67
51.08 ’ 50.94
50
S
£ 40 A
¢ 43.24 42.73
@
g -—
=
2 20
P
(@]
10 o et Nj
-<9= CoO
O T T T T 1
3.0V 3.5V 4.0v 4.5v 5.0V

Voltage (V)

Ul 4.33 nswinsidenuudsdiond (A) uazen crystallite size (B) vosudsufiselans
@nfa-reUileslausas) vushsessumsueudiianuasnsalunsiluiing
HunsyuIunsyulaneag i meldmslimussdnslasiiunnanetusad
(a) 3.0 1ad, (b) 3.5 1ad, (o) 4.0 1aad, (d) 4.5 Taadl uag (e) 5.0 Taad (Qaunndl
vpsasavanely 50 asraLdea)
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F

53400 20.0kV 4. 7mm x5.00k SE i l 0.0kV 4.8mm x5.00k SE

$53400.20.0kV 4.8mm x5.00k SE

U 4.34 nw SEM (fdswene 5000X) vessissufisenlave (@nifa-nevies-lnuead)
vuihsesfumsveuiitinrmamnsolunsthlslihiiiunszuiumsylange
ihaneldnslinnussdingdluihiunnsnstussd () 3.0 Tad, (8) 4.0 Task
way (O 5.0 1iad (qumafivesansavareilu 50 esmwaidea)

4.4.1.2 wa%aaqmwgﬁ%aeaﬂsazaw

91n3U 4.35 Hunavoanisdsauuiediend (Xray Diffraction) vesiaLssufizen
noUos-Tausaduusisesiumsusuiimnuansalunsiliihiriunssuaunsyulany
saglniin Imaqmmﬁmmmsazmaﬁiﬁ?ﬁ,mﬂﬁhdﬁ’uﬁaﬁ 40, 45, 50, 55 way 60 paAALYLd
Wibuiisuiunsdivi§iseionmgiivies (Room temperature) Amssdndlninnsd
4.0 1iad nudusesufiselavzasiinfinvesdnfalusluuuvedanedassuasiinlavead
TugUuvuveslangeanled drufinvasnetiveslivsngluaunisdenuy wilousunsda
yosmusnadnglulin Tnefigumgilunsvinufien 40 esmwaldoa uazfigamaiivies v
\Aaudfiaveslaveailuguuuuvedanzeanledifivsetuien Wesnmaivesansazaeiiia
wndudu 50 samwaldea Aaudufiauazen crystallite size vaslauaarlusuuuuves
Tanzoanledazifindu drumemnudufiauasen cystallite size vosinAalugUuuuredians
daszRiintuduientu egnslsfnuiiofinguvnivesarsazareiiu 60 ssrivaidoa
WUIANULINTALaEAT crystallite size vosliniiavzanauazAesquigly d@rumAinaudy
fiAwazen crystallite size vedlaveadlugUiuureadlanseoanlenazros qanadiuiu
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Reulvangavesnszurunmsyulangaielnihvesiussufisen dnifa-nedives-

q
a

laveadfe aumgivesaisazany 50 asrnwadea wazn1sliausedndlndi 4.0 Tiad
idesnnfidmnudufiauaze aystallite  size  vosdiniAalugunvuveslansdaszuas
Taueadeenladsnniign uienaaglivanzaslunsijiseuanalafinnsudmeslslasd
wiu lesnillangoonludludussujizelansegwoanas uazliunngfinvesneuives

(A)

C
Co0O C

(f) Temp 60°C, V 4.0V

(e) Temp 55°C, V 4.0V I
Ni
A

2]

(d) Temp 50°C, V 4.0V

e

(¢) Temp 45°C, V 40V'
(b) Temp 40'C, V 4. OVI

(a) Room«Temp V4.0V

SN

Tl 7 T b e 17 ey § 14 L a8 mTd
5 10 15 20 25 30 35 40 45 50 55 60 65 70 75 80 85

Angle, (2Theta)

(B) 60 7 54.24
4745  48.63
0 gppy G412 ) yi e
% 40 45.67 46.54
N
w
9 30 -
T
20
(@)
10 | === Nj
=<9- CoO
0 T T T T T 1
RT 40°C 45°C 50°C 55°C 60°C

Solution temperture (°C)

gﬂﬁ 4.35 n3minmsidsnuusdiond (A) wazen crystallite size (B) Vel isenlane
(@nAa-reules-lauead) vushsesiumiueuiifinnuansalunisihlvlihi
sihunssurumsyulanedelaih Insgamaivesamsaraefiunninaiudll (a)
gaunQiivies, (b) 40 srwaLTYa, (c) 45 B waldud, (d) 50 sarwaldya, (e)
55 aarnisaldea waz () 60 ssmwaldea (meldnsliaiusisdndluing 4.0
1ad)
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N3V .36 1unm SEM fifndsvens 5000X wesisefAseniinifa-neuies-
Tavoaduwisesiumsueuifinuannsalunsilnidiunssuaunsyulangsglui
Taggamgfivesansazaefiliunnsnaiu armsisdndlalingsd 4.0 Thad wuindasaiize
Inifa-roUios-lavean flgamgivesansazanilu 40 esmiwailoa (JU7l 4.36A) axiin
Tasaadaiifidnuazidusymanssnassnaduriugudnatsuszanas 0.3-0.5 lulasiung o
vuiufitvesisesuaifueu wileudunsduavesaudrsdnglin eguugives
ansaganeifisnndudu 50 eseiwadea (GUA 4.368) nuitoumeanssnauasdouiailug
Juusznas 05-07 lalasiums nssaeainauevuiiuiavesiisesiuasueu agslsfinm
derfisgumgiivesansazateilu 60 ssrnwaidoa (JUAL 4.360) wuiteyniANIINauaLLin
maingsmfudunguioususlng esnndsulunisiesveseyniafiudu viliiia
mﬂmsuaﬂaumﬂmﬁu [41-43]

53400 20.0kV 4.7mm x5.00k SE w2 .0kV 4.8mm x5.00k SE

Ul 4.36 11w SEM (F1dswene 5000X) vesiussufisenlavy (Inifa-aeuios-lauead)
vuihsesfumsueuifinrmaunsolunshlslihiidunszuiumsylangse
Iniflasgumnivesansazaeiuansatudall (A) 40 ssrisaidea, (8) 50 pen
waudoa uag (C) 60 asrnwadea (neldnslianusnedndling 4.0 Tad)
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4.4.1.3 walisANvasRaulynnngn

A Aaa U aaa a a s ¢ A a
Reulvnfnanvesdiseljisenfinifa-neuiles-lavead Aeamumgivesaisarany
50 erwaldied wagn1shiaua1eAngludn 4.0 1aad LHesaindaianuduiinLagan
crystallite size vasfinifatugluuuredlangdassuazlavaadoanlanuiniian wie1avsly
winzanlunisinufiseuananlasinnsudmlaslelasdiutu Wesaniilazeanlanlusians
Uffselangegneoaums wazlivsngiinvesreuies 910U 4.37 WWuniwm FE-SEM uas
USuauedlanziinifalarlaueadyanuuiasiznain (A) auuu (Top view) uag (B)
ANFRI1e (Cross section) B0edseUfAsedniAa-noUas-lausaduuiisassuasuoun
a o 1 k4 a <
fiauanunsatunisiibiidiunssuiunsyulaneaiglii lnegamglivesasazatelu
50 asruwaldea anglanislimnuansdndlaing 4.0 Taad uwansliifiuinlangiindouuusn
Y] 2 & A A a eV s A |
sosfuasuautuilualanzinfanazlavead livsnglaneaolles esnainamdndlviin
ﬂ’ld' O 5 a 1 o U g.;
YR4LYAaNaN1ITUINIFIU (E cel) vaslansnIanusdanangeiuy AatuN1TAIUANAIY
Wuturesasazarefaglinnuaunsalunisindeunuaznisunsludsdaualnauedansi
auriatuilinusAlnalAesiureud1eenn Jeililansursiildlardounluaualng
& G s a ~ o My A PN 3 &
wunmslanzaeliles wazdninsnanisiineUeslilandeunliuinisnvinalnatiue1aas
= 4 gj [~ 1 d‘ Y a o
Wawnannseuiunsyulanemigliriudunisdtenseualiiiielvifianisuandives
leoputinuazlesauau (e) Fsrolileosiinisdnsssvedidnnseulutu d easivaldu dwa
TinsiaziinliBianaseungaesnumsenisuandilulesuvinuazlessuauiuilasin
| a  a cala v A aa & fa v W2 S &
nindnifauaglaveadiinisinsedilanasouludu d eosivalihy dululumunaves
XRD 7ina1913su lagnsalnmaiaaindiuuu (Top view) wuitlanzinifawazlaveasay
NIzERgTNURIvefITesuAISUeL FeasliuSunawesdnfia 80.96 wWesidudlaguiniin
N a ¢ s 2 & s @ ) o
wazdUsuralaveas 5.20 LUaSIEUALABUIMEN waslioAnwIluunIninw19 (Cross
section) agnuinlavelinifanarlaueadaznsyargeginuil lngvisnualunmdnvinaagi
USunalangfiniia 61.31 WesiWudlasimdn wazuSunalaueas 3.60 wWasidudlagtuntn
~ a I a a ¢ al U (% s P 3 = 5 a
Wesnnfualanzdninawaglaveadluiniguusisessuasusuivanalyg delansniassd
| a 0 [ U = o § v P A
Adngliihvaawadnanzunsgu (€ cel) nalhgaiu Juilianuaiunsalunisieioud
(Mobility) $2u%3n15Uns (Diffused) lUdstualnnvesvisanlangiunoudnslnalAesiu vin
TilsiAnee9114 (Vacancies 139 Void) Niseumaseninvdedlangisafisessunsvon dwali
AANNATUNULNTAN (Electrical resistance) waganina unulnil (Electrical resistivity)
oy dennfednunavesAInuAuIuinwazan A umulniinuanslun1s1en 4.4
[41,113]
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MNi Ka1 CokKal M Ka1 CoKal

Ni 80.96% Co 5.20% Ni 61.31% Co 3.60%

JUN 4.37 2 FE-SEM uasUSunaadlaveiniiauaslaueadianuuinseiianneuuy
(Top view) uagn1MAAYINe (Cross section) vassssuisenlane (Hniia-Aay
¢ 2 1y ) ¢ Ao ° |
Was-lAauean) UussassuaAsUaundauaIunsatuni s linmunszuIung
gulavigieliiln Inegamgivesasavatedu 50 ssmwadea neldnisli
ANMUANENS INAN 4.0 Thad

4.5 nsflfnwnavasfssufiselansiuandrsiulunisinujnsenyulans
faglnHNdenanoaAIWuAR  (Surface area), A1AMNAIUNIY  (Electrical
resistance) wazan InAMUAUNUINAT (Electrical resistivity)

d‘ dgj ‘NI‘Q o U 1 aaa a
NAIIT 4.3 wanaiunin USuesuasauinvesgnuvesdiuseuiselans (¥ia
wANenefiy) - vusiasessuasusuniauaunsatunsualninsunssuiunsyulaneaie
it Insgnmgivesansazanelu 40-50 asmwadva anglinislianusiednglning 4.0
Tadl Wiguiguiudmsesiuasusu waganguil 4.38 uansleleven (sotherm) n1sgadu
YoeisaUiselansilSouiisuiuimsessumsusuguii wansliiuindisesiuasueu

ad da v = v =
wANUMAIUTZIU 615 mT1awasaensy wazilleleweunisaaduitunuu Type IV Faly

o A

Faniiignsudlvgdugnguauinnaense mesoporous JUUWIAFHIUTENIN 2-50 Uy
wes lugiausn@adeanududuiusa dulolowmeumznileudulelamenviind 2 (Type I)
mﬂﬁumi@m%’mﬁuﬁuammﬂL%@Lﬁammé’fué’uﬁuﬁ‘qﬁu iesainnsmuuvuualaan’
(Capillary condensation) ‘%ﬂugmu FailiiAn  Hysteresis loop lugsnisaiedu
(Desorption) MsAULiULATAa3YI 23 Desorption fUSnagatuiigsniinisiAinnisgn
Fuiiausiusiniu uwiillevhnsiedeulanzasuusisesiumiveusenssuaunisyulans
mgliidudusauiselane nuifidnvaglolameunisgaduluwuy Type IV wmilaudu

a o [y s i a A o a0 i | v 1 A Ada o i =~ A
NIEUVDIAITBITIUATTUBDU LLG\QSNUi@J’]ﬂJ@J@%UWWWﬂ'}’] ﬁﬂNaIMiJﬂ']WUV]N'JGI']ﬂ’N LUBDNININLND
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iuAsegulangaglniing langaznsgatgegiuunvasdisessunsvounasilany
vnduunsndlululasaadagnguresiasesiuaiueu dunaldainam FE-SEM fadiuuy
waznmdana shliuTinauialulasauiigngaduuuiiuinanas desalieiuiiinanas

Tnensdvhufiseulavesslihuuulangsiaifienisd duseufisendnifa, aoy
Wo$ waslavead wuiiinaufalulasauiigngeduuuiuitvesiassfisenativesas
foufign dwmalidafiuiifatesfianduiy sosasunfedisnfisendnifanaslnuead
pudiU Uazilosnanlavgaetilesaznszaregiuuuresiisesiuaivou wilans
aeUlasdnilngazunsnidldlulassadragnguvesisesiumiven Tnefiusinalans
unsnidluduinnndnsddusefiseinfauasiavead Seiliusmnaufdlulnsaudign
arduvuiuivesiisiufiSereuiesanas dwaliariiufiiatosnindusauiAsefinda
wazlavead 1esanlessulansvesiissufisorneuivesasiinujizeddnduluiiu
aunAlane (Metallic phase) 1uU%LamﬁLﬁugw§uﬁ%’aLmimmﬂﬂdw&hLﬁ'ﬂﬂﬁﬁ%mﬁmﬁmax
Tavoad eiliariiuiiiadind: unaldainain FESEM  wazulunalans (Elemental
composition) nsdimmearinswesiusfiselanseiaifeavanulay

nsdFeuiiiouTavefldlunsviudaseqgulansselninuuassiindd duss
Ufnsentinifalavead, dnifa-reUiles wazaeUes-laveas lnensaldusaufisentiniia-
Taveadasdviinaufalulasauiignaaduuuiuintesiian dewalifeiuiinadiian uiae
Jewunnnezneuvedlangiilaveaduarinifadadngluiveswadiianizuinsgiu
Ecel) Indifpeiu Feinldauanunsalunisindeuit (Mobility) sauvansuws (Diffused)
Ugsiualna dudeudnslndidesiu shlwlifiadesing (Vacancies wie Void) #isesse
seninvaestlany dunalaannaInanyINvesnIn FE-SEM wagnisinizin (Adhesion) ves
Tavgisasauazisosfuaivoufsfintudndie Fansilaneiisaesuasfisosiuiinng
imeBinunn ailissuaufdlulnsiuiigaduuuiuinanas dwalsariiufiiasmias) wid
Tunsdlvesdussfizeniinifa-neuies uazasuives-lavoad Juiuaufalulasiauiign
paduuuiiuiingandt dawalirifuiiiauinndinsdissufaserinfalavead unay
deunniaetansiifiddndluiivonsadfiannzannsgiu Ecel) wansaifu Faiili
anuannsalunsedeuiinaznisunsludsaualnauandeiu Tnsesmenvedlavediden
dndlnihveagadfianiizanasgiu (Ecel) wnnih agfinruanmisalunisiadeuiiniuia
nsunslugadaualnaaninsdlvedaveitadndluiwensadiianzaasgiu Ecel)
dnin GeenalliaunaivilfAndesinsfisesdessuintaadaveiossesiuaivou dwa
Tmsinein (Adhesion) waslavgiiansuasiisesiuaivouanas Usinaudalulasiaud
@mﬁwuﬁuﬁﬁqmﬂﬁu AfiuiiRiuty [41]

nsflfnsaUfAsewuulanauvlinne duseufisendniia-aeUives-laveas 4
ﬂ'%mmtﬁﬁluimLwﬁgﬂ@j@%’wuﬁuﬂaﬁmdﬁaLi'mﬁﬁ%muwiamaawﬁm danalvidan
fufifntosnd Wesnanlansfiindevuuiisesiuaivoutuiualavednfauaslavoas
geliumnglavgaetiled uazillownelavednifauaslnueadimdndlifiwesadianie
g € cell) ndifpatu Feilvianuannsolunisiadoud (Mobility) asiansuns

(% (% (%
[

(Diffused) LU NAvMIERIlanztuARUTNNALAS Y VI lAluRAYe9319 (Vacancies
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738 Void) 719598M05¢N3N19@09lanen3am15995UAISUDY d0nnlAINATN FE-SEM Al
ANFAVIN WAXNISNIZAR (Adhesion) VadlansiiidanuasfiisassuasusufiuTY 399Nl
Uunaufalulasiungaduuuiuinanas dawalipnuinaem

M54l 4.3 Wi Vinsuazaunemessnsuvasiadeufitelansuuiisesiuanfuauiia
Auaunsalunsiliidunssuunsyulaneigliih Tnggamgiives
ansazaneidu 40-50 ssmwalea meldmslranuinadnglaing 4.0 Tad
Wiguiguiusmisessuaisuay

Parameter SgeT Pore Volume Pore diameter
2 -1 3 -1

(mg) (cm'g ) (nm)
Conductive carbon supported 615.9 0.115 3.671
Ni/Conductive carbon 380.5 0.088 3.707
supported (50°C 4V)
Cu/Conductive carbon 316.8 0.080 3.681
supported (40°C 4V)
Co/Conductive carbon 431.5 0.137 3.697
supported (50°C 4V)
Ni-Co/ Conductive carbon 328.1 0.083 3.701
supported (50°C 4V)
Ni-Cu/Conductive carbon 328.7 0.063 3.691
supported (50°C 4V)
Cu-Co/Conductive carbon 379.1 0.107 3.694
supported (50°C 4V)
Ni-Cu-Co/Conductive carbon 324.9 0.065 5.514

supported (50°C 4V)
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(a) Supported
T---mni
260 4 () Cu
4---=@co
2404 (e) Ni-Cu
e (l) Ni-Co
————— (g) Cu-Co
— 2204 - (h) NI-Cu-Co
_%D 4
2 200 —
S
A i
= 180 —
w e
@ 160 -
E |
= 1401
s 4
120
100 —
i
80

Relative pressure [P/P |
sl 4.38 Telwmen (Isotherm) M3gaduressnsesiunsueu (a), fussiiserdnda (b),
MisaufnzeIreUiles (o), Aussuiselavead (d), Fuseufisentinfia-aey
wWes (), dussufisentinialavead (f), duseufiseineuiles-lavead (g)
Lazissiisendnifa-neues-lavead (h) iunszuaunsyulangig
Tl laegaumgivesansaganesening 40-50 asegadod nelan1sliaanueng
Andliin 4 1ad

91nuavedAInuAIunIulN (Electrical — resistance)  wazananaunIulni
(Electrical resistivity) vasfussufjizonlansiuandumseid 4.4 waaddiiiuindasesiu
A1sUBLAEIAIANA ULl (Electrical resistance) Uszana 3.34 Tavial wagann
Frumuli (Electrical resistivity) 1.2854 Teviaaufiuns uwiidlevhnisindeulanzasuui
see5uAIsUBUMIEnIzUIun1syUlanzielwi L ludsaufasealans azvinliaiai
sumuliiuaganmdnunulilinanas wesanidleviufiseulans sl Tavy
wiNreguumTasfuasuau warllansursdiuunsnidnlilulassasiagniuvesiisessu
Asueu danaldannam FE-SEM duuuiaznmdnuing dwalimsilwiiuiutu e
ATUNIUANAS

nsdlvhufAsequlanedeliihuuuTansdadeasd dssuiatendnifa, aey
Wos uaglavead agnuitmanusumulii (Electrical resistance) waganIndiIuNIY
il (Electrical  resistivity) 183159 ATeiniAavzdeniign wanaintiliinlffian
sesaanmefswizenlaveadiaznauiues mud1du %uﬂuiﬂmmqwﬁmaqmmm
Aumuuaznsiabiivedany

nsdUFeuiiouTaneldlunsviufasequlansdeliuuvaosdinged dss

a

Ufisentinifalavead, dnifa-reUes uazaeUes-lavead laensalduseufisentiniia-
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lausanaziaianuaumulnid (Electrical resistance) wazan wstunulnid (Electrical
resistivity) tioefian ihawiflesnanesmewmadlansilaveaduazinifadmdnslifives
wadfian1zansgiu Ecel)  IndlAsstu Javinldauansalunisindeudl (Mobility)
shuvansuns Oiffused)  Tdadaualne dudoudralndidsaiu vialdldiingesing
(Vacancies %38 Void) iseasaszninsadadlans dunsldannmsinuiiewes FE-SEM Fennsii
Laiiindesinasoiinluduiutes agsilvainuaiunulnidn (Electrical resistance) way
andunulii Electrical  resistivity)  tios wazgluvnisiieafufazifiunisinishia
(Adhesion) veslangiasuayfsosfumsuoudnge dansilansiiaeuazinsesduiing
\gRaun syl Tes Uiy [41] F5813508USUR1ONaV0SARUTIR (Sae) Fis
m31e7t 4.3 uithlunsdlvesiaisalfteniinifa-netiles wazaeuiles-lavead Jan
Frumunnninsdfswiisednfalavead tezideananiasdansifiedndldh
YerAdan1ILNInTEU (E cell) unnsnaiu Jeilimuannsalunmsindouiuaznisuns
Udstualnauandsiu Tngozneuveslansiifadnglniinvossadiianiizuinsgiu
Ecel) wnnin axflanuannsalunsiedeudisauiinisunsldddaualnadiniinsdves
Tangidadndlnihuousadiianiazuinsgiu Ecel) snd Gesnliaugaiiasyinliiin
dosinefisesseseninaadlangniofisesiuansueu Fanisintesineseninsaeslaneise
23893V axvhlinsinziin (Adhesion) wedlanziiiansuariisesumsuouanas denals
AAUAUMIULNHN (Electrical resistance) waganinaunulnil (Electrical resistivity)
WNTU SeAuTiRa Az RNTuduRea T [41]

nsflfnssufAseuulansaustinge Fussuffsertinfia-reuias-lavead den
ANUAUNIUlNAT (Electrical resistance) wagan A 1unIulndn (Electrical resistivity)
ffon iiosnanlanefindevuufsesiuaiveuiuiiudlaveinfauarlavead dvliusng
Tavzaedies uazidosielansdnifauazlnueadiimdndlniiwessadian1izuinigiu
(Ecel) Inddseiy Fevhldrnuanunsatlunisindeudl (Mobility) saumenisuns (Diffused)
Udstaualnavewiaedansiudeutndndimosiu vililifingesing (Vacandes vise Void)
fiseusosyninaeslavzrdefisosiuniuey waznsiniziin (Adhesion) vedansiides
LazinsesduAsUauALiNTY Yildae gl (Electrical resistance) wazaniw
fuyulaiin (Electrical resistivity) tog
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A157199% 4.4 AnAnud U Ul (Electrical resistance) waganinanuauniuludn
(Electrical resistivity) vasiaisaufjnzenlansuudisessuasuaunil

Auaunsalunsilisunssuunsyulaneieliih Tnggamgiives
ansazanailu 40-50 esrwaidua neldinisimusnsdndluing 4.0 Toad

= = v o o s
WIPULNBUNUAITOITUANTUDU

Electrical Resistance

Electrical Resistivity

(P, Q:cm)

Metal Circle Edge
Conductive carbon supported — 3.34%0.1 6.710.1 1.2854
Ni/Conductive carbon
supported (50°C 4V) 0.6%0.12 0.8%0.1 0.2311
Cu/Conductive carbon
supported (40°C 4V) 1.240.1 1.3%0.09 0.4629
Co/Conductive carbon
supported (50°C 4V) 0.810.1 0.910.11 0.3084
Ni-Cu/Conductive carbon
supported (50°C 4V) 100 gg=r=ad 0.3854
Ni-Co/Conductive carbon
supported (50°C 4V) 0.7£0.1 0.910.1 0.2695
Cu-Co/Conductive carbon
supported (50°C 4V) 1.2£0.1 1.3440.11 0.4592
Ni-Cu-Co/Conductive carbon
supported (50°C 4V) 0.710.1 0.810.1 0.2698

*Circle = Jngnaudnaaveddamsuauiianifu

*Edge —> Tnanvausunililudnaunils (vounsatnui)
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4.6 wamssaunsenannilafnnsuanaslalasiiutu (Catalytic transfer
hydrogenation) tWan1suanunuunalsianlauvasiasslfisenlans

4.6.1 nsqlfssuisenlansiunndnsnuseuiisuiunsainlaldldaseujisen
wazilduAfisasfunsuauLiNeaEahYd

13U 439 uanssurumsiasusiiaiegaiunild (Vethyl levulinate, ML) was
nanSasiwnuunalsuanlaufily (Gamma valerolactone, GVL) NIV ATE AR
plafnnsrualeslelasiiuduresiussufisolansfunnisiuded Fussufaseninga
(Ni), FssufAzennetiles (Cu), MusefAzeniinifa-rouiesidaundundngs (N
Cu_High crystallinity) uagfifiaufundns1 (Ni-Cu_Low crystallinity) wWisuiieufiunsed
Alafldfsaufizen (No-cat) waznsdlildunfsesiuasueuiiissogaien (Supported)
Tnoigamgiiflilunsviuiasondu 200 ssnwaidoa

Tnelunsvhuiiseuannlaiin noudeslalastududulfidendiseuifseuuy
Tonzassriintufite fFusewfisoninfa-notiles inTelifiavesaeuivesluguiuuyes
Tangdasuintunddouluiien Snvkararudufiauas crystallite size wosiiniiaunn
druAeudNfiawaza crystallite size vesmaUilosoantyntios dawalvlirnulundngs
Favzanlumsviuiizeuasmladnnsudeslolasiudu dufisafAseniniia-
TnueaduaziussuAseneues laveadiuilavzeanleddudmusznevludissuiazen
Taneg Felumunzanlunisitujizeuanailafnnudioslalasudu wazdisaufnsen
wuulanzawain @niia-nevieslavead) duilavzesnledludaiiafizelanzor
woaums wazldusingiinvesredives Fskumunzanlunisviujisewanailafinnsud
wleslelastiuduudy feildfnnidiseiiseouuulanseinfonndieuieuiusise
UFFSefiniAa-neves sufifednssufisedinfauasiisaufiseroues iesnden
ansdiufiauazan crystallite size veslansdaszann dawalviinnundundngs Faumnzasly
nsvudiseuanalafnnsudileslelastiuty  diusussuifselaveasiuilaveas
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45 41.09

0.76

ettt

% conversion and % yield

Ni-Cu_Electroplating Ni-Cu_Impregnation

Comparison of methods

SUT 4.42 % conversion maamﬁ%ﬁumﬁamg&um (Methyl levulinate, ML) uag % yield
YosrdnfaTunuLLalswanlauils (Gamma valerolactone, GVL) 2159
Ufseuanmlafnniuamleslolasiiutuvesiussfjizeninia-aeuivesh
dupsreaiseisiunndeusd nssurumsyulavedelaih (Electroplating)
Wisuidisuiunszurumsyulen (impregnation) Ineflgaumndildlunisii
UfAsenu 200 ssrwa Ty



unii 5
ATUNANITNAABILATHUININITWAIU

5.1 @3UNan1Inaas

nstifnwiraveau@ndlnin Tnefiaussdndluilunisvigisen 3.0 Tad
& I = a v ~ P . '
WuAraudundnvseainnuduvesialanemlualang (Metallic  phase)  uagan
. . 4 1 1 d” Aa A 1 [ a d? I 3
crystallite size awtioy druAiuniivzun Wearusdndliinivundwdy 4.0 1aad
Anuundnazanndu dupiuiimiavanas Wewinifinnisnediwaznislaveteyniainid
nseAAUAAngWfai g Bnsan1sin1ERnULAiTeIsUAISUBUTUARTY 1BLANAILANS
Andluilndu 5.0 Taad anudundnanas dauariuiiinsiiudu iesainnsneduasnis
Invasayniatuinsrdu vlmaanissiududunguiou (Agglomeration) ¥aaynIANIN
Ju Falunn SEM  agdlvwinveteyniailugiiu  Snmiduinufisensdntuvesialasiau
losauluiluufdlalasiauntanalnauindu inliAn sugunigluduredane dwalioynia
langlalanansaunsnluaugnsulavseavasunsnlatey AunEIIuiudy wagvilviay
Jundnanas
nsdifnwinaresguugiivesansazais Imwammﬂumﬁmﬂgmmm‘*] ‘m'em

vV

am‘mmwm ﬂ']’]iJLUL!Nﬁﬂ"\]%UE]EJ ﬁ’JUV”IWWUVIN’Jf\]“Jﬂﬂ Lmaammmmmia“mEJmenﬂsuu

9
I

50 ssmwaidea Audundnisuiniu wasAiuiinagzanas desnaniflogumgd
vesansavaneuInty sasilunisiesvesiandsdanas \inn1sia (Growth) Tesudniisins
Fassshvossznundnlulufiemaieniududilng dmalianudundnuiniu Sni
nsunsvedlossulanzaeluasazaredidninslasuinnia lessulansndouiiludi
walvalauin v‘fﬂﬁﬁwmuaummaqiawﬁLmaﬂiﬂmmwwmm’jw denalimfiuiinades
rm LLG}LmameammmmmiavawLUu 60 aerwaldoa wunmudundnazanas daue
NufiRazifivannduy Luaqmmﬂmim@‘dgﬂimsﬂﬂsnuéuaqiaimwulaaauluLUuLma
lelasiauiitanalnaundy ImamamLﬂmu‘mgmmawaumiumamaqmwawaumﬁu
dnunegnguey Tuvneilessulaveflazunifinujiteidnduiitaualnadulsiamsounsnly
AININTUVBIITRITUAISUBULA s?fﬂawavﬂivmaasjuuﬁuﬁwaqﬁaiaﬁuLﬁudauiwaj 150!
mmmﬂmaqaumﬂmamiu (Grains) Uuwummmu m‘mmwmﬂumaﬂaﬂaq Sniewesing
(Voids) 4% Wt uuas mmmiwamaﬂummmmwu ilndiaadugngu (Porosity)
ey aqwaiumwwmqq

nsdifnwadinvesiasalfizenlanefiunndrstuusudisufusisesiuaueu i
sesfumsuauazasdimaudunuliih, anindumulii wasAfuiiiounndige udile
WMADULANLAIUUFAITOISUANSUDY XVNAAIAINA LMY, @nindrumuluidn wazan
fuiifnanas iWesnidlevhuisemulaveseliihug Tanzasinzoguuisosiuasueu
wagiilanzursdruunsnidrlululassasiegniuvesdisesiuaisuen daalinisunli
A pudiuuanas waseiuiinafananduien iy



164

nsalvihudiseulavemealiiuuulanselioben lagduseufisendnifaiianiy
fumulnin (Electrical resistance) wagzanin@aiunulnidn (Electrical resistivity) ﬁaﬁﬁqm
wanaini Wi liafan Sadulunmamguivesdanudunmaznisiliiiveslany diw
naveIR LA Aenuifiisenreuesiaituiintesiian ewnainlanzaoy
Wesdlngazunsnilululassaiagniuvesiisessuaiveu Faviliduseufiiseney
Wesfienituiiintesnindiswiisednifanaslnvear

nsabvihuisenyulavesgliiuuulaeaeseiin lnedisewfiseninia-aeuiles
wazaeUiles-lavead dAranuiiumuuazaiuiiiannniinsdinseujisen-iniia

s A & Aa 1 o ¢ al 0 1 Y]
lavead easnannsaedanendadndlnivosgaananizainsgiu € cell) unnsneiu

=

Foilarwannsolumsiedeufiuaznisunsiudsdauainaunnsneiu FaasvhliAndesin
fvesdesynivaaslaveuiodisosiuaiueu wagnaiintesrineseninandlanevion
sesdupriueu azvhlvinisingiin (Adhesion) veslansiiaesiazinsesfuasuauanas
dsnalviaranudunulii uagan ndunulnfiunnty sautsefiuiaafezfiudu
LUAEINY

nsalvihufasegulavgmalaiuuulangauinfa fMissujiserdniia-aouess-
Tavead fidiauduniutes uariviinuufalulasiauiigngaduuuiiuiadiniidige
UfAsewuulanzanswiln dwalifidnfuiiiavosndn Weunanlansiindouvusisessu
msueuduiualansinifauarlavead Fvlivsnglavgaedes waziewnelaneiinifa
uazlauaaniiandndluivesgadianiizanasgiu (€ cell) Indissiu Soilianuannse
Tunsindeufisaisnsunsudstaunlnavesisaedaniuroutdlndifoaiu vilslsiiAa
Friviensuaniisessioszuinaedaneviefisesfuaifueu uagnsinizin (Adhesion)
vedlaneisansuazinsesiuasvauiun dwalieanuduniulwi uazaniwdumiu
nlihiios sawvsenituiifnfidesiuiy

Hauean1sssUfisewannilafnnsuameslalasiiudu lnedaisaufisendniia-
poUilesfitamdundngsduaunsondounnniialsuaaldinnninsddug Wesndu
FussURATe MU Bimetallic Fallauaunsnlunisisel§zelddninduseuiiseuuy
Monometallic wagnsiimaveslanzogluguvedlanzdasy (Metallic phase, M”) 1Hudau
ey agvhlmAnuisenlan nsdilSeudfisunssuiunisdunsierisissljisenlans lag
nsdfduasgisonssuunsyulangsglninazdiessufitenldunnniinsddunsey
Fonszurumsyudenionnnnszuaunsyulanedelwiniuinssw fiselans flday
oglusureslansdaszidudiilvg Favmnzanlumsiugiteuanmlainnsuamesislasd
wiu waznsnszaneiivedlave (Active site) uufsesiutureutisahiae



165

5.2 LUIMINNITWRIUN

misavAnwvtinvadlangnltlunisduaseiinsafiselanemienseuiunisyu

a

Tangsgliifisda esandissljzelaneifiviavedlansiuansrsiufioz dreise
UAzeniiunndeiu waglunisiiufaseiuanailanniuaineslslasiiuduresiise
UifseTaneiiduaszidensyuiunsyulavgdelniidy Uinaunuumalsuaalaudils
routstfoudlodioufuarsieduiildly ailorsasnidosnnndusufiseviaionnas
wanglunsisauiisedugiuenmiennmasalfzeuanmlafnusuamloslalasdiudu
dmsusussufiteuuilansameingu davlilavgisaueiainefinuuiisessy
tuannsaildlaenmseuauarududuresnsaranedidnlnsladveslangisanuyia 3en
Tavediendndlinvessadfianizanasguilndifssuiielininuaunsalunisiadeud
suisnsunslustualnaveslangiianusiaiinnnusfilndidsstu uag donlaneiid
autAflndifeaiuiu nsdnSomwesdidnnseu vuineynenveslans Wusu



166

1ONE15919D4

[1] R. Kaewmeesri, A. Srifa, V. Itthibenchapong, and K. Faungnawakij, “Deoxygenation
of Waste Chicken Fats to Green Diesel over Ni/Al,Os: Effect of Water and Free
Fatty Acid Content”, Energy Fuels, vol. 29, pp. 833-840, 2015.

[2] Y. Liu, R.S. Boyas, K. Murata, T. Minowa, and K. Sakanishi, “Hydrotreatment of
vegetable oils to produce bio-hydrogenated diesel and liquefied petroleum
gas fuel over catalysts containing sulfided Ni-Mo and solid acids”, Energy
Fuels, vol. 25, pp. 4675-4685, 2011.

[3] I.T. Horvath, H. Mehdi, V. Fabos, L. Boda, and L.T. Mika, “Y-Valerolactone a
sustainable liquid for energy and carbon-based chemicals”, Green Chemistry,
vol. 10, pp. 238-242, 2008.

[4] J.Q. Bond, D.M. Alonso, D. Wang, R.M. West, and J.A. Dumesic, “Integrated catalytic

conversion of Y-valerolactone to liquid alkenes for transportation fuels”,
Science, vol. 327, pp. 1110-1114, 2010.

[5] M. Chalid, H.J. Heeres, and A.A. Broekhuis, “Green Polymer Precursors from
Biomass-Based Levulinic Acid”, Procedia Chemistry, vol. 4, pp. 260-267,
2012.

[6] G.M.G. Maldonado, R.S. Assary, J. Dumesic, and L.A. Curtiss, “Experimental and
theoretical studies of the acid-catalyzed conversion of furfuryl alcohol to
levulinic acid in aqueous solution”, Energy & Environmental Science, vol. 5,
pp. 6981-6989, 2012.

[7] J.P. Lange, W.D. van de graaf, and R.J. Haan, “Conversion of furfuryl alcohol into
ethyl levulinate using solid acid catalysts”, ChemSusChem., vol. 2, pp. 437-
441, 2009.

[8] D.M. Alonso, S.G. Wettstein, and J.A. Dumesic, “Gamma-valerolactone, a
sustainable platform molecule derived from lignocellulosic biomass”, Green
Chemistry, vol. 15, pp. 584-595, 2013.

[9] M.J. Climent, A. Corma, and S. Iborra, “Conversion of biomass platform molecules
into fuel additives and liquid hydrocarbon fuels”, Green Chemistry, vol. 16,
pp. 516-547, 2014.

[10] L.E. Manzer, Production of 5-methylbutyrolactone from levulinic acid, US patent

Us6617464, 2003.
[11] Z.P. Yan, L. Lin, and S. Liu, “Synthesis of Y-Valerolactone by Hydrogenation of

Biomass-derived Levulinic Acid over Ru/C Catalyst”, Energy Fuels, vol. 23,
pp. 3853-3858, 2009.


http://pubs.rsc.org/en/content/articlehtml/2008/gc/b712863k
http://science.sciencemag.org/content/327/5969/1110.short
http://science.sciencemag.org/content/327/5969/1110.short
http://pubs.rsc.org/en/content/articlehtml/2012/ee/c2ee03465d
http://pubs.rsc.org/en/content/articlehtml/2012/ee/c2ee03465d
http://pubs.rsc.org/en/content/articlehtml/2012/ee/c2ee03465d
http://www.ncbi.nlm.nih.gov/pubmed/?term=Lange%20JP%5BAuthor%5D&cauthor=true&cauthor_uid=19370740
http://www.ncbi.nlm.nih.gov/pubmed/?term=van%20de%20Graaf%20WD%5BAuthor%5D&cauthor=true&cauthor_uid=19370740
http://www.ncbi.nlm.nih.gov/pubmed/?term=Haan%20RJ%5BAuthor%5D&cauthor=true&cauthor_uid=19370740
http://www.ncbi.nlm.nih.gov/pubmed/19370740
http://www.google.ch/search?tbo=p&tbm=pts&hl=en&q=ininventor:%22Leo+E.+Manzer%22
http://pubs.acs.org/action/doSearch?text1=Yan+Zhi-pei&field1=Contrib
http://pubs.acs.org/action/doSearch?text1=Lin+Lu&field1=Contrib
http://pubs.acs.org/action/doSearch?text1=Liu+Shijie&field1=Contrib

167

[12] D.M. Alonso, S.G. Wettstein, and J.A. Dumesic, “Bimettalic catalysts for upgrading
of biomass to fuels and chemicals”, Chemical Society Reviews, vol. 41, pp.
8075-8098, 2012.

[13] A. Martinez, C. Lopez, F. Marquez, and I. Diaz, “Fischer-Tropsch synthesis of
hydrocarbons over mesoporous Co/SBA-15 catalysts: the influence of metal
loading, cobalt precursor, and promoters”, Journal of Catalysis, vol. 220,
pp. 486-499, 2003.

[14] K. Klaigaew, C. Samart, C. Chaiya, Y. Yoneyama, N. Tsubaki, and P.
Reubroycharoen, “Effect of preparation methods on activation of cobalt
catalyst supported on silica fiber for Fischer-Tropsch synthesis”, Chemical
Engineering Journal, vol. 278, pp. 166-173, 2015.

[15] S. Karimi, A. Tavasoli, Y. Mortazavi, and A. Karimi, “Enhancement of Cobalt
Catalyst Stability in Fischer-Tropsch Synthesis Using Graphene Nanosheets
as Catalyst Support”, Chemical Engineering Research and Design, vol. 104,
pp. 713-722, 2015.

[16] H.M.T. Galvis, A.C..J. Koeken, J.H. Bitter, T. Davidian, M. Ruitenbeek, A.l. Dugulan,
and K.P. de Jong, “Effect of precursor on the catalytic performance of
supported iron catalysts for the Fischer-Tropsch synthesis of lower olefins”,
Catalysis today, vol. 215, pp. 95-102, 2013.

[17] D. Song, J. Li, “Effect of catalyst pore size on the catalytic performance of
silica supported cobalt Fischer-Tropsch catalysts”, Journal of Molecular
Catalysis A: Chemical, vol. 247, pp. 206-212, 2006.

[18] A. Martinez, C. Lopez, F. Marquez, and I. Diaz, “Fischer—Tropsch synthesis of
hydrocarbons over mesoporous Co/SBA-15 catalysts: the influence of metal
loading, cobalt precursor, and promoters”, Journal of Catalysis, vol. 220,
pp. 486-499, 2003.

[19] Y. Shen, A.C. Lua, “Sol-gel synthesis of titanium oxide supported nickel
catalysts for hydrogen and carbon production by methane decomposition”,
Journal of Power Sources, vol. 280, pp. 467-475, 2015.

[20] A.A. Mirzaei, R. Sarani, H.R. Azizi, S. Vahid, and H.O. Torshizi, “Kinetics modeling of
Fischer=Tropsch synthesis on the unsupported Fe-Ni-Co (ternary) catalyst
prepared using co-precipitation procedure”, Fuel, vol. 140, pp. 701-710,
2015.

[21] S.S.R. Putluru, L. Schill, A.D. Jensen, B. Siret, F. Tabaries, and R. Fehrmann,
“Mn/TiO, and Mn-Fe/TiO, catalysts synthesized by deposition precipitation-
promising for selective catalytic reduction of NO with NH; at low
temperatures”, Applied Catalysis B: Environmental, vol. 165, pp. 628-635,
2015.


http://www.sciencedirect.com/science/article/pii/S0920586113001144
http://www.sciencedirect.com/science/article/pii/S0920586113001144
http://www.sciencedirect.com/science/article/pii/S0920586113001144
http://www.sciencedirect.com/science/article/pii/S0920586113001144
http://www.sciencedirect.com/science/article/pii/S0920586113001144
http://www.sciencedirect.com/science/article/pii/S0920586113001144
http://www.sciencedirect.com/science/article/pii/S0920586113001144
http://www.sciencedirect.com/science/article/pii/S1381116905007831
http://www.sciencedirect.com/science/article/pii/S1381116905007831
http://www.sciencedirect.com/science/article/pii/S0021951703002896
http://www.sciencedirect.com/science/article/pii/S0021951703002896
http://www.sciencedirect.com/science/article/pii/S0021951703002896
http://www.sciencedirect.com/science/article/pii/S0021951703002896

168

[22] T. Zhai, B. Liu, C. HuiDing, L.X. Lu, C. Zhang, K.G. Xue, and D. AnYang, “Ni-P
electroless deposition directly induced by sodium borohydride at
interconnected pores of poly (ether ether ketone)/multiwalled carbon
nanotubes composites surface”, Surface & Coatings Technology, vol. 272,
pp. 140-148, 2015.

[23] Y.J. Song, J.R. Monnier, P.T. Fanson, and C.T. Williams, “Bimetallic Ag-Ir/Al,O5
catalysts prepared by electroless deposition: Characterization and kinetic
evaluation”, Journal of Catalysis, vol. 315, pp. 59-66, 2014.

[24] W. Wanga, L. Li, K. Wua, K. Zhang, J. Jie and Y. Yang, “Preparation of Ni-Mo-S
catalysts by hydrothermal method and their hydrodeoxygenation
properties”, Applied Catalysis A: General, vol. 495, pp. 8-16, 2015.

[25] anUuwmalulagnsyasunadnumysaianseda. 2558. aendugug18iviivinga
AsUTs. [Online] Whisldann : httpy/teen.mihai.com.

[26] dinaurenssadld drinddeniseysnuthlduasiugiie nsugneuiad dadth
wagugiie. 2558. gUg18. [Onlinel. W1dsldan : web3.dnp.go.th.

[27] uwwa Uszann mhwoySnsuazliusloyinonssa deufiinsidonasisoulgnivy
NARDI UNINFEINWATAIENS. 2558. §URTE. [Online]. 1i1dislaann :
clgc.rdi.ku.ac.th.

[28] unwa nnUszam audwalulagdidnvselinduarnouiunasuier@. 2558. N1suan
n3EA1AINgUR BasANAUY. [Online]. 1189lA91n : www.nectec.or.th.

[29] Inendeunlumalulagnseaaunaiaianseds. 2558, aensugugrgiviividnasiu
tisu. [Ontinel. whasldann : www.nano kmitLac.th.

[30] sruuguteyandnImsAngeans alulad msmansuazdswandon qud
Inenmansiflonisne. 2558, fugugn®. [Onlinel. Wihiisldann:
www.nano.kmitl.ac.th.

[31] M. Asifa, T. Muneer, “Renewable and Sustainable Energy Reviews”, Energy
supply, its demand and security issue for developed and emerging
economics, vol. 11, pp. 1388-1413, 2007.

[32] T. Ogi. Biomass Handbook. (2002) Japan Institute of Ed. Ohm-sha. pp. 12-15.

[33] R. Demir-Cakan, N. Baccile, M. Antonietti, and M.M. Titirici, “Carboxylate-Rich
Carbonaceous Materials via One-Step Hydrothermal Carbonization of
Glucose in the Presence of Acrylic Acid”, Chem. Mater, vol. 21, pp. 484-490,
2009.

[34] T.P. Fellinger. Hydrothermal and lonothermal Carbon Structures: From carbon
negative materials to energy applications. (2011) Institutional Repository of
the University of Potsdam.

[35] M. Sevilla, A.B. Fuertes, “The production of carbon materials by hydrothermal
carbonization of cellulose”, CARBON, vol. 47, pp. 2281-2289, 2009.



169

[36] A.V. Bridgwater, S.A. Bridge, “Biomass Pyrolysis Liquids Upgrading and
Utilization”, Elsevier Applied Science, pp. 2, 1991.

[37] J. Lede, “Reaction temperature of solid particles undergoing an endothermal
volatilization. Application to the fast pyrolysis of biomass”, Biomass
Bioenergy, vol. 7, pp. 49-60, 1994.

[38] S.S. Sofer, O.R. Zaborsky, “Biomass Conversion processes for Energy and Fuels”,
pp. 201-211, 1981.

[39] T. Suzuki, M. Miyamoto, W.M. Luo, T. Yamada, and T. Yoshida, “Science in
Thermal and Chemical Biomass Conversion”, vol. 2, pp. 1580-1591, 2006.

[40] K.S. Maitry. “Electrocrystallization of metallic thin films on different substrates:
effect of operating parameters.” Department of Metallurgical and Materials
Engineering of National Institute of Technology Rourkela. 2014.

[41] J.W. Dini. Electrodeposition: The Material Science of Coatings and Substrates.
Noyes Publications. New Jersey. 1993.

[42] A.M. Rashidi, A. Amadeh, “Effect of Electroplating Parameters on Microstructure
of Nanocrystalline Nickel Coatings”, J. Mater. Sci. Technol., vol. 26, pp. 82-
86, 2010.

[43] A.M. Rashidi, A. Amadeh, “The effect of current density on the grain size of
electrodeposited nanocrystalline nickel coatings”, Surface & Coatings
Technology, vol. 202, pp. 3772-3776, 2008.

[44] 95 Feriound 1AUNNYE Miledeans1NTUEI. 2558. dnfia. [Onlinel. 1ihalaann :
https://web.ku.ac.th/schoolnet/snet5/topic2/Ni.html.

[45] 95.Fe ot LAWNNYE MsdeaIIUNITUTN. 2558, NBwa. [Onlinel. dialsan :
https://web.ku.ac.th/schoolnet/snet5/topic2/Cu.html.

[46] 93. eIt LuNNye nilvdoansmuynsusie. 2558. lavead. [Online]. wWhdslaan :
https://web.ku.ac.th/schoolnet/snet5/topic2/Co.html.

[47] Wikipedia. 2015. Catalyst support. [Online]. Available :
https://en.wikipedia.org/wiki/Catalyst_support.

[48] Wikipedia. 2015. Carbon. [Online]. Available: https://en.wikipedia.org/wiki/Carbon.

[49] Wikipedia. 2015. Alumina. [Online]. Available :
https://th.wikipedia.org/wiki/Alumina.

[50] Siamchemi. 2558. &&n (silica/SiOy). [Online]. wWdskaan :
http://www.siamchemi.com

[51] audy oA mmiﬁugmmﬁmﬂiimaaﬂﬁﬁ%mL%aLi'q. nyawne: drlnfiniviey
2546

[52] suiinud dnm. mawseuiusfisenedilvilavenauunafiudmsuveandiau
Intuluraiemddiaisy. IverdnusUiyyumdudin aagingimans
fgmaaﬂsaiwﬁwmé’a, 2548.



170

[53] Eloy del Rio, Diana Gaona,” Speciation-controlled incipient wetness
impregnation: A rational synthetic approach to prepare sub- nanosized and
highly active ceria-zirconia supported gold catalysts”, Journal of Catalysis,
vol. 318, pp.119-127, 2014.

aa 6

[54] 3006 yayiies. navesihsosiureauTTOULTONTARTRINAUUABLEY. Inendnus

USayayrumndnudio AgInendans aunansalunnineds, 2547.

[55] Wikipedia. 2015. Gamma-Valerolactone. [Online]. Available :
https://en.wikipedia.org/wiki/Gamma-Valerolactone.

[56] Z. Yang, Y.B. Huang, Q.X. Guo, and Y. Fu, “RANEY Ni catalyzed transfer

hydrogenation of levulinate esters to Y-valerolactone at room
temperature”, Chem. Commun., vol. 49, pp. 5328-5330, 2013.

[57] A. Demirbas, “Biodiesel from vegetable oils via transesterification in supercritical
methanol”, Energy Convers Manage, vol. 43, pp. 2349-2356, 2002.

[58] o1l widesugliende. 2549. lulefiwa (Biodiesel). [Onlinel. 1Whdslaan :
http://nstda.or.th/rural/public.

[59] F. Ma, L.D. Clements, and M.A. Hanna, “The effect of mixing on transesterification
of beef tallow”, Bioresource Technology, vol. 69, pp. 289-293, 1999.

[60] H. Fukuda, A. Kondo, and H. Noda, “Biodiesel fuel production by
transesterification of oils”, Journal of Bioscience and Bioengineering, vol. 92,
pp. 405-416, 2001.

[61] J. Jitputti, B. Kitiyanan, P. Rangsunvigit, K. Bunyakiat, L. Attanatho, and P.
Jenvanitpanjakul, “Transesterification of crude palm kernel oil and crude
coconut oil by different solid catalysts”, Chemical Engineering Journal, vol.
116, pp. 61-66, 2005.

[62] L.C. Meher, D. Sagar, and S.N. Naik, “Technical aspects of biodiesel production by
Transesterification-a review”, Renewable and Sustainable Energy Reviews,
vol. 10, pp. 1-21, 2004.

[63] J.M. Marchetti, V.U. Miguel, and A.F. Errazu, “Possible methods for biodiesel
production”, Renewable and Sustainable Energy Reviews, vol. 20, pp. 280-
288, 2005.

[64] A. Srivastava, R. Prasad, “Triglycerides-based diesel fuels”, Renewable and
Sustainable Energy Review, vol. 4, pp. 111-133, 1999.

[65] A.S. Ramadhas, S. Jayaraj, and C. Muraleeharan, “Biodiesel production from high
FFA rubber seed oil”, Fuel, vol. 84, pp. 335-340, 2005.

[66] audwnalulaglaneuayianuiauid. 2558, nallandsdanunsndu (XRD
Techniques) [Online]. 1slaann :
https://www.mtec.or.th/mcu/phcl/index.php/th.



171

[67] Wainn e, Scaning Electron Microscope : SEM. [Online]. 11delaann :
http://www.mfu.ac.th

[68] Augidenaiidndvesianunguinnududaiuidnd. 2558. Field Emission
Scanning Electron Microscope JSM-7001F. [Online]. 1ndislaann
http://www.thep-center.org/src2/files/eq/fesem.pdf.

[69] anslyed Iunding. mﬁmﬁuﬁﬁﬁwL‘vmLLazU'%mmgwgumaﬁa@@m%’U. diniiun
113813 NFUAINYIFERTUINIS.

[70] Gas sorption-principles of operation. 2544. [Online] [cite dated April 2014]
Available from: Internet :http://www.quantachrome.com/GasSorption
/index.htm.

[71] S.L Lowel, and J.E Shields, Powder surface area and porosity. 3 rd. ed, London:
Chapman & Hall, pp. 1-40, 1991.

[72] G. Q. Lu and X.S. Zhao, Nanoporous materials: an overview. (2004) Nanoporous

Materials: Science and Engineering, Imperial College Press.

[73] Hoa Andy. “Adsorption Isotherm.” [Online]. Available from Internet :
http://particlescies.blogspot.com. 2013.

[74] S9a55A A3a1AT @1 WaNd antudaasunsaeuinemanitazinalulad
NIENTNANLITAT NINIBINT. 2529. mmiﬁmﬁ’mm‘imquazmimw
Fou. NFUNNY : LIIRUANN AW,

[75] unIneIaesImAILKe. 2558. Malasuinns il (Gas Chromatography). [Onlinel.
WHelAan © www.e-book.ram.edu/e-book/c/CM334/CM334-6.pdf.

[76] A3. @NINT waerIIUNS. 2558. CH 210 Chromatography. [Online]. 11dialaain :
www.science.mju.ac.th/chemistry/.

[77] M. Li, W. Li, and S. Liu, “Hydrothermal synthesis, characterization, and KOH
activation of carbon spheres from glucose”, Carbohydrate Research, vol.
346, pp. 999-1004, 2011.

[78] Y. Gao, X. Wang, J. Wang, X. Li, J. Cheng, H. Yang, and H. Chen, “Effect of
residence time on chemical and structural properties of hydrochar
obtained by hydrothermal carbonization of water hyacinth”, Energy, vol. 58,
pp. 376-383, 2013.

[79] C. He, A. Giannis, and J.Y. Wang, “Conversion of sewage sludge to clean solid
fuel using hydrothermal carbonization: Hydrochar fuel characteristis and
combustion behavior”, Applied Energy, vol. 111, pp. 257-266, 2013.

[80] D. Kim, K. Lee, and K.Y. Park, “Hydrothermal carbonization of anaerobically
digested sludge for solid fuel production and energy recovery”, Fuel, vol.
130, pp. 120-125, 2014.


http://espace.library.uq.edu.au/list/author_id/725/
http://espace.library.uq.edu.au/list/?cat=quick_filter&search_keys%5Bcore_37%5D=Nanoporous%20Materials:%20Science%20and%20Engineering
http://espace.library.uq.edu.au/list/?cat=quick_filter&search_keys%5Bcore_37%5D=Nanoporous%20Materials:%20Science%20and%20Engineering

172

[81] G. Pari, S. Darmawan, and B. Prihandoko, “Porous Carbon Spheres from
Hydrothermal Carbonization and KOH Activation on Cassava and Tapioca
Flour Raw Material”, Procedia Environmental Sciences, vol. 20, pp. 342-
351, 2014.

[82] W. Wang, K. Zhang, Y. Yang, H. Liu, Z. Qiao, and H. Luo, “Synthesis of
mesoporous Al,O; with large surface area and large pore diameter by
improved precipitation method”, Microporous and Mesoporous Materials,
vol. 193, pp. 47-53, 2014.

[83] A. Srifa, K. Faungnawakij, V. Itthibenchapong, N. Viriya-empikul, T. Charinpanitkul,
and S. Assabumrungrat, “Production of bio-hydrogenated diesel by

catalytic hydrotreating of palm oil over NiMoS,/Y-Al,O5 catalyst”,
Bioresource Technology, vol. 158, pp. 81-90, 2014.

[84] Y. Jiao, J. Zhang, Y. Du, D. Sun, J. Wang, Y. Chen, and J. Lu, “Steam reforming of
hydrocarbon fuels over M (Fe, Co, Ni, Cu, Zn) - Ce bimetal catalysts
supported on AlL,Os”, International Journal of Hydrogen Energy, 2015.

[85] R.G. Kukushkin, O.A. Bulavchenko, V.V. Kaichev, and V.A. Yakovlev, “Influence of
Mo on catalytic activity of Ni-based catalysts in hydrodeoxygenation of
esters”, Applied Catalysis B: Environmental, vol. 163, pp. 531-538, 2015.

[86] T.M. Sankaranarayanan, A. Berenguer, C.O. Hernandeza, |. Moreno, P. Jana, J.M.
Coronado, D.P. Serrano, and P. Pizarro, “Hydrodeoxygenation of anisole as
bio-oil model compound over supported Ni and Co catalysts: Effect of
metal and support properties”, Catalysis Today, vol. 243, pp. 163-172,
2015.

[87] C.L. Ye, C.L. Guo, and J.L. Zhang, “Highly active and stable CeO,-SiO, supported
Cu catalysts for the hydrogenation of methyl acetate to ethanol”, Fuel
Processin Technology, vol. 143, pp. 219-224, 2016.

[88] K. Hengst, M. Schubert, HW.P. Carvalho, C. Lu, W. Kleista, and J.D. Grunwaldt,

“Synthesis of Y-valerolactone by hydrogenation of levulinic acid over
supported nickel catalysts”, Applied Catalysis A: General, vol. 502, pp. 18-
26, 2015.

[89] M. Sudhakara, V.V. Kumar, G. Naresh, M.L. Kantam, S.K. Bhargava, and A.
Venugopal, “Vapor phase hydrogenation of aqueous levulinic acid over
hydroxyapatite supported metal (M = Pd, Pt, Ru, Cu, Ni) catalysts”, Applied
Catalysis B: Environmental, vol. 180, pp. 113-120, 2016.

[90] S. Shao, A.W. Shi, C.L. Liu, R.Z. Yang, and W.S. Dong, “Hydrogen production from
steam reforming of glycerol over Ni/CeZrO catalysts”, Fuel Processing
Technology, vol. 125, pp. 1-7, 2014.



173

[91] B. Dou, Y. Song, C. Wang, H. Chen, and Y. Xu, “Hydrogen production from
catalytic steam reforming of biodiesel by product glycerol: issues and
challenges”, Renewable and Sustainable Energy Reviews, vol. 30, pp. 950-
960, 2014.

[92] E. Budevski, G. Staikov, and W.J. Lorenz, “Electrocrystallization Nucleation and
growth phenomena”, Electrochimica Acta, vol. 45, pp. 2559-2574, 2000.

[93] I. Bakonyi, E. Toth-Kadar, L. Pogany, A. Cziraki, I. GerAocs, K. Varga-Josepovits, B.
Arnold, and K. Wetig, “Preparation and characterization of d.c.-plated
nanocrystalline nickel electrodeposits”, Surface and Coatings Technology,
vol. 78, pp. 124-136, 1996.

[94] N. Zaimah, A. Nurain, and S. Hussain, “Effects of current density on size and
surface morphology of high speed direct nano-crystalline nickel plating on
titanium surface”, ARPN Journal of Engineering and Applied Sciences, vol.
10, pp. 7864-7869, 2015.

[95] W. Gunpum, P. Changsuwan, A. Eiad-ua, and N. Viriya-empikul: Effect of
hydrothermal temperature and time of carbon nano-villi from Typha
Angustifolia Flower: International Conference on Safe and Sustainable
Nanotechnology (in conjunction with 4th German-Thai Symposium on
Nanoscience and Nanotechnology), 14-17 Oct 2014

[96] G. D. BARI. Electrodeposition of nickel, Modern Electroplating. Fifth Edition Edited
by Mordechay Schlesinger and Milan Paunovic Copyright John Wiley &
Sons, Inc. 2010.

[97] Bseys wiadrda, eflsaul ugly, duf winsUssdiu, Ians §Rsades. nismuRuLA
nanvasTanansuimanmesisalin CoFe medgnismslnilialidmsuiieiu
Jeudeyasinfardlasn. madaniemnssudidnnsednd aagdmnssumans
anUumaluladnszasuinaiinumnmsatanss U

[98] F. Cai, C. Jiang, and X. Wu, “X-ray diffraction characterization of electrodeposited
Ni-Al composite coatings prepared at different current densities”, Journal
of Alloys and Compounds, vol. 604, pp. 292-297, 2014.

[99] Z. Zhang, C. Jiang, P. Fu, F. Cai, and N. Ma, “Microstructure and texture of
electrodeposited Ni-ZrC composite coatings investigated by Rietveld XRD
line profile analysis”, Journal of Alloys and Compounds, vol. 626, pp. 118-
123, 2015.

[100] C.T.J. Low, R.G.A. Wills, and F.C. Walsh, “Electrodeposition of composite
coatings containing nanoparticles in a metal deposit”, Surface and
Coatings Technology, vol. 201, pp. 371-383, 2006.



174

[101] S. Cheng, G. Chen, Y. Chen, and C. Huang, “Effect of deposition potential and
bath temperature on the electrodeposition of SnS film”, Optical Materials,
vol. 29, pp. 439-444, 2006.

[102] C. Ramirez, E.M. Arce, M.R. Romo, and M.P. Pardave, “The effect of temperature
on the kinetics and mechanism of silver electrodeposition”, Solid State
lonics, vol. 169, pp. 81-85, 2004.

[103] D.R. GABE, “The role of hydrogen in metal electrodeposition processes”,
Journal of applied electrochemistry, vol. 27, pp. 908-915, 1997.

[104] Z. Wang, L. Wang, C. Qin, J. Liu, Y. Li, and W. Zhao, “Tailored dealloying
products of Cu-based metallic glasses in hydrochloric acid solutions”,
Mater. Res., vol. 17, pp. 1003-1009, 2014.

[105] Z. Wang, J. Liu, C. Qin, H. Yu, X. Xia, C. Wang, Y. Zhang, Q. Hu, and W. Zhao,
“Dealloying of Cu-Based metallic glasses in acidic solutions: products and
energy storage applications”, Nanomaterials, vol. 5, pp. 697-721, 2015.

[106] K. Ye, D. Zhang, H. Zhang, K. Cheng, G. Wang, D. Cao, “Platinum-modified cobalt
nanosheets supported on three-dimensional carbon sponge as a high-
performance catalyst for hydrogen peroxide electroreduction”,
Electrochimica Acta, S0013-4686(15)30184-5, 2015.

[107] L. Wang, Z. Li, X. Liu, P. Zhang, and G. Xie, “Hydrogen generation from alkaline

NaBH, solution using electroless-deposited Co-W-P supported on Y-Al,05”,
International journal of hydrogen energy, vol. 40, pp. 7965-7973, 2015.

[108] S.R. Yahyavi, M. Haghighi, S. Shafiei, M. Abdollahifar, and F. Rahmani,
“Ultrasound-assisted synthesis and physicochemical characterization of Ni-
Co/AlL,03-MgO nanocatalysts enhanced by different amounts of MgO used
for CH,/CO, reforming”, Energy Conversion and Management, vol. 97, pp.
273-281, 2015.

[109] KK. Pant, P. Mohanty, S. Agarwal, and A.K. Dalai, “Steam reforming of acetic
acid for hydrogen production over bifunctional Ni-Co catalysts”,
Catalysis Today, vol. 207, pp. 36-43, 2013.

[110] S. SRIKOMOL, P. JANETAISONG, Y. BOONYONGMANEERAT, and R.
TECHAPIESANCHAROENKIJ, “Morphology and hardness of
electrochemically-codeposited ti-dispersed ni-matrix composite coatings”,
Archives of Metallurgy and Materials, vol. 59, pp. 1287-1292, 2014.

[111] S. Srikomol, Y. Boonyongmaneerat, and R. Techapiesancharoenkij,
“Electrochemical Codeposition and Heat Treatment of Nickel-Titanium
Alloy Layers”, Metallurgical and Materials Transactions B, vol. 44, pp. 53-
62, 2013.



175

[112] L. Yan, L. Liang, L.G. long, H.Z. wu, L.J. dan, and Y. Si-rong, “Fractal
characteristics and wettability of Nano-Al,Os/Ni-Co composite coating
prepared by electrodeposition”, Trans. Nonferrous Met. Soc. China, vol.
21, pp. 380-383, 2011.

[113] P. de Lima-Neto, A.N. Correia, G.L. Vaz, and P.N.S. Casciano, “Morphological,
Structural, Microhardness and Corrosion Characterisations of
Electrodeposited Ni-Mo and Cr Coatings”, J. Braz. Chem. Soc., vol. 21, pp.
1968-1976, 2010.

[114] H. Jung, S.H. Lee, J. Yang, and M.C.Y. Lee, “Ni (OH),@Cu dendrite structure for
highly sensitive glucose determination”, RSC Adv, vol. 4, pp. 47714-47720,
2014.

[115] P. De Lima-Neto, A.N. Correia, R.P. Colares, and W.S. Araujo, “Corrosion Study of
Electrodeposited Zn and Zn-Co Coatings in Chloride Medium”, J. Braz.
Chem. Soc., vol. 18, pp. 1164-1175, 2007.



N1ARNUIN



The 22" Regional Symposium on Chemical Engineering: RSCE 2015
“Embracing the Opening of AEC Incorporating with Education,
Research, and Industries in Chemical Engineering”

Bangkok, Thailand, September 24-25, 2015

RSCE

\
N Bargte, Tatlnd \K / {5 0%

Synthesis of carbon pellet from Cattail Flower

Wachiraporn Gunpum', Nawin Viriya-empikul® and Apiluck Eiad-ua""

'College of Nanotechnology, King Mongkut's Institute of Technology Ladkrabang (KMITL),
Ladkrabang, Bangkok 10520, Thailand
*National Nanotechnology Center, National Science and Technology Development Agency (NSTDA),

111, Thailand Science Park, Klongluang, Pathumthani, 12120 Thailand

*Corresponding author: keapiluc@kmitl.ac.th

Abstract — Carbon pellet was successfully synthesized
from Cattail Flower; CF (Typha angustifolia) by 2 stage
process: hydrothermal and carbonization process. In
the first stage, the reaction temperature and time of
hydrothermal process were varied from 140 to 220°C
and from 2 to 24 h, respectively. In the next stage, the 5
and 8 mm-pellet sample was carbonized at 900°C for 2
h under nitrogen (N,) atmosphere to improve surface
area and form the carbon pellet structure. The final
product shows the generating of electrically
conductivity which could apply in several fields:
sensor, support catalyst, adsorbent, and so on. The
%yield, %contraction, density, resistance, morphology,
and Sggt of each sample were investigated. The highest
Sger (586 ng'l) was obtained under condition
hydrothermal process (180°C for 8h) and then
carbonization process of 900°C for 2h. This condition
suitable for compressed into pellet.

Keywords: Carbon pellet, Cattail Flower, Hydrothermal
and Carbonization

I. INTRODUCTION

Carbon materials are widespread with a large range of
technologically important application, including energy
generation and storage applications [1-2]. The preparation
of carbon material from renewable resources is a growing
area of research such as biomass and so on [3]. Support
catalyst application is interested because fuels oil from
renewable resources is important due to progressive
depletion of petroleum-based fuels has led to the global
energy crisis [4]. Thus catalyst for synthesis fuels oil need
to support. Carbon material is important material for
fabricate support catalyst because it have large surface area
and good electrically conductivity [5].

Hydrothermal carbonization (HTC) is a most effective
process to convert lignocellulosic biomass into carbon

products. HTC method has interested because it uses water
which is naturally present in green biomass, non-toxic, eco-

friendly, and low cost [6-7]. HTC is normally performed at
a temperature of 180-250°C under saturated pressures (2-10
MPa). The process may last 1 min to several hours [8-9].
The fabrication of carbon support in form pellet is simple,
low cost and to use less pressure drop in the flow of
reactant through catalyst [10].

Cattail (Typha Angustifolia) is native to North America
and Europe, currently spread worldwide [11-12]. In
Thailand, Cattail can behave like aggressive introduced
weeds, but are native elements found in a variety of natural
communities. Cattail Flower (CF) is lignocellulosic
biomass; including cellulose, hemicellulose and lignin. CF
have hydrophobicity and nanometer scale suitable for
synthesize the carbon pellet [13].

The objective of this work is to synthesize the carbon
pellet for support catalyst from CF via hydrothermal
(compress into pellet) and carbonization process. The effect
of temperature and time of hydrothermal, the effect of
different size of carbon pellet affected to %yield,
%contraction, density and resistance were investigated. The
investigation focused on the analysis of surface
morphology and specific surface area of product sample by
SEM and nitrogen sorption.

II. MATERIALS AND METHODS

1. Materials

Cattail Flower (CF) was collected from stagnant water
areas and beside the railway at Nakhon sawan province,
Thailand and King Mongkut's Institute of Technology
Ladkrabang, Ladkrabang, Bangkok, Thailand. CF was
dried in oven at 80°C for 12 h to remove water and
consecutively weighed until no further weight loss.
Reagent used in this experiment was De-ionized water
(conductivity @ 25°C = 0.056 ps cm™'). Water molecule
diffusion into the biomass to break the polymer bond
inside the biomass.
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2. Hydrothermal carbonization (HTC)

Initially, the mixture of 30 g of dried Cattail Flower
(CF), 60 ml of de-ionized water was transferred to glass
liner and put into the stainless steel reactor. Hydrothermal
reaction was performed at the reaction temperature of 140,
160, 180, 200 and 220°C for 2, 4, 8, 12 and 24h. After
reaction, the autoclave reactor was quenched in an ice bath
to stop the reaction. The product was placed into a vacuum
oven at 80°C for 12 h to completely remove moisture and

then compressed into the diameter of 5 and 8§ mm pellet.
To process the carbonization process, the samples
(hydrothermal process and compress into pellet) were put
into the horizontal tube furnace reactor under nitrogen (N;)
atmosphere. The carbonization temperature was 900°C for
2 h. After the reaction, the tube furnace reactor was
naturally cooled to room temperature and obtained to
carbon pellet which good electrical conductivity. The high
heat treatment in order to increase electrical conductivity.

3. Characterization of hydrothermal product and carbon
pellet

The hydrothermal product samples obtained from HTC
were brought to characterize for surface morphology and
specific surface area by Scanning electron microscopy;
SEM (Hitachi, s3400N), and nitrogen sorption
(Quantachrome NOVA 2000e), respectively. Magnification
of SEM images were 1000X, 5000X, and 10000X.
Nitrogen adsorption-desorption were collected at 77°K
using a N, adsorption analyzer. The Brunauer-Emmett-
Teller (BET) method was utilized to calculate the specific
surface areas (Sggr) using adsorption data [14]. A 10 mg
carbon material sample was placed in a BET holder.
Temperature of degas station was performed at 105°C for
3h. To find the high specific surface area condition for
compress into pellet. The %yield, %contraction, and
density of carbon pellet sample were investigated.

1. RESULTS AND DISCUSSION

Cattail Flower (CF) was mixed with de-ionized water
at the weight ratio of 1:2 put into the autoclave to process
the hydrothermal reaction at 140-220°C for 2-24h, then
compressed into pellet size was 5 and 8 mm. The
hydrothermal CF was carbonized at 900°C for 2h in N,
atmosphere improving surface morphology and surface

area.

By the nitrogen sorption results, Sggr of hydrothermal
(at reaction temperature of 140, 160, 180, 200 and 220°C
for 2, 4, 8, 12 and 24h), Cattail Flower, and non-
hydrothermal were investigated and compared as shown
in Fig 1 and 2, respectively. The Sggr of Cattail Flower

RSCE

N Banghoh, Thaiand

(Pure) was ~0 m’g’. Without applying hydrothermal
process (only carbonization process), the improving of
Sger (~2 ng'l). On the other way, when the hydrothermal
reaction temperature and time increased to 180°C and 8h ,
the Spgr of carbon product could be increased because of
the increasing of water molecule diffusion into the CF
matrix to break the polymer bond inside the CF matrix
(shorten the biomass molecule). The weakling or short
biomass molecule was easily removed from the biomass
matrix by the carbonization process [15]. However, when
the hydrothermal reaction temperature and time increased
to 220°C and 24h, the Sgpr was decreased because a lot of
water molecule diffused into the CF matrix and broke
several parts of CF matrix. Then the biomass molecule at
220°C and 24h could be removed more than the lower one.
The high Sgpr of carbon pellet resulted in applied to
several fields such as good support catalysts and the
catalyst can be in many forms.

700
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(A) Hydrothermal reaction temperatures (°C)

Figure 1 SBET of hydrothermal Cattail Flower at different
temperatures (140, 160, 180, 200 and 220°C) for 8h and non-
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Figure 2 SBET of hydrothermal Cattail Flower at different times
of 2,4, 8, 12 and 24h (180°C).
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Figure 3 SEM images (1000x) of hydrothermal Cattail Flower at
different temperatures ((A) 140°C, (B) 160°C, (C) 180°C, (D)
200°C, and (E) 220°C for 8h)

By the SEM images, the CF sample morphology with
hydrothermal was investigated. Fig. 3 shows the SEM
images of CF after hydrothermal process at different
reaction temperatures (140, 160, 180, 200 and 220°C) for
8h. After hydrothermal at 140°C for 8h (Fig. 3A), the CF
sample was a fiber structure with diameter range of 20 - 30
pum, and the cell wall including boundaries of the cell wall
of the fiber was still clearly observed. However, when the
hydrothermal reaction temperature increased (160,180,
200, and 220°C), the cluster of fiber (large diameter) was
broken and spited. The smaller fiber diameter and sheet
structure were found as shown in Fig. 3B, 3C, 3D and 3F.
By the hydrothermal process, the water molecule and
thermal diffusion into the CF matrix to break the polymer
bond inside the CF matrix. The weakling or short biomass
molecule was easily removed from the biomass matrix by
the carbonization process [15]. However, hydrothermal

process at 180°C for 8h was the highest surface area
because of the water molecule to break more the CF
matrix. The SEM results confirmed in Sggt results
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Table 1 The %yield, %contraction, and density of carbon pellet
of hydrothermal process at 180°C for 8h with carbonization
temperature of 900°C for 2h.

Size %yield %contraction density
5 mm 24.46 63.08 0.896
8 mm 44.83 49.08 0.783

By the %yield, %contraction, and density of carbon
pellet (5 and 8 mm in diameter) of hydrothermal process at
180°C for 8h with carbonization temperature of 900°C for
2h was investigated and compared as shown in Tablel.
The %yield of 5 mm carbon pellet was 24.46% less than 8
mm carbon pellet and the density of 5 mm carbon pellet
was 0.896 g/cm’ higher than 8 mm carbon pellet, the
%contraction according to the density indicated that the
weakling or short biomass molecule was removed from the
biomass matrix by the carbonization process resulted in
surface area of carbon pellet was increased suitable for
synthesis carbon pellet.

IV. CONCLUSIONS

The condition of hydrothermal carbonization reaction
process of 180°C for 8 h and carbonization process of
900°C for 2 h was the highest Sgpr of carbon product
sample (586 m’g™") resulted in good support catalysts and
the catalyst can be in many forms. The density of 5 mm
carbon pellet was a higher than 8 mm carbon pellet. The
high density carbon pellet (5 mm) was a good react applied
to several fields.
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Abstract. Carbon-supported metal (nickel) catalysts has been synthesized from Cattail flower (CF)
by two stage processes: hydrothermal carbonization (HTC) and electroplating technique. In the first
stage, CF has been transformed in the HTC process with optimized condition at 180°C for 8h. Then
the samples have been compressed into the 5 mm-pellet and calcined under nitrogen atmosphere at
900°C for 2 h to active-surface carbon which produced high surface area and good conductivity. In
the second stage, the products obtained from HTC were subjected to produce the carbon-supported
metal catalysts. Due to the good electrical conductivity of the carbon from HTC process, the metal
can be effectively deposited on the carbon surface. Various parameters such as temperature of
solution (40-60°C) and voltage (3.0-5.0V) have been studied. The results indicated that the
electroplating process of solution temperature 50°C under applied voltages at 4.0V were the optimal
conditions produced to mostly metallic phase.

Introduction

Biodiesel is the methyl ester and glycerol from transesterification process of triglyceride. It is
use in industry to reduce the use of diesel refined from petroleum. Bio-hydrogenated diesels (BHD) is
biodiesel that adding the hydrogen to convert triglycerides to synthetic biodiesel which is similar to
fossil diesel and has the properties better than biodiesel. The products obtained to BHD through 3
major reaction pathways including decarbonylation (DCO), decarboxylation (DCO,) and
hydrodeoxygenation (HDO) [1]. The BHD product is very low sulfur, high cetane and high heating
value.

There are many metal catalysts used in BHD such as Co, Ni, Cu, and Mo [2]. Catalyst supports
for BHD is Al,Os;, Si0,, TiO; and graphene [3]. In this work, catalyst supports is the carbon pellet
with good electrical conductivity and high specific surface area from Cattail Flower. Cattail Flower
(Typha Angustifolia) is a nanofiber structure with hydrophobicity resulted in carbon graphite
structure can be applied to several fields [4,5]. Cattail Flower is improving properties by
hydrothermal carbonization (HTC) process. The advantage of HTC is simple, low temperature, low
cost, no-pollution and eco-friendly [6,7]. The product from HTC is large surface area, high porosity
and conductive carbon. The fabrication of carbon support in pellet form is simple, low cost and to use
less pressure drop in the flow of reactant through catalyst.

The processes to synthesize carbon-supported metal catalysts such as impregnation method
[8], sol-gel method [9], hydrothermal process, deposition precipitation method [10], electroless
deposition [11] and so on. It is a complex process, no eco-friendly, unable to control the form of metal
and the produce is a metal oxide [9]. With limitations, the synthesis of carbon-supported metal



catalysts by electroplating process is interesting because of its simple process, low cost, controlling
the form of metals, free metals without a reduction and eco-friendly.

Weiyan Wang et al. [12] studied the synthesis of mesoporous Al,O3 was a supported catalyst
by precipitation method. Then the NiMo-based sulfide catalysts were prepared by incipient wetness
impregnation of Al,O; with an aqueous solution for the promoted catalyst in the
hydrodeoxygenation (HDO) of p-cresol. The resulting materials indicated the mesoporous Al,O; has
large surface area (412 m%/g), the good mesoporous structure of the ALOs support resulted in the
high dispersion of active species and the rapid diffusion of reactants and products in the pores,
hence, improved the HDO activity of NiMoS/Al,O;catalysts. The supported carbon in this research
has the higher surface area than the review, expected that we will have a better HDO reaction.

The objective of the present work is to synthesize the carbon-supported metal catalysts from
CF via hydrothermal carbonization (HTC) to active surface area and electroplating process (control
metallic phase) under the effect of solution temperature and voltage on the characteristics of
carbon-supported metal catalysts.

Materials and methods
Hydrothermal carbonization (HTC) and compress into pellet

Cattail Flower (CF) was dried in vacuum oven at 80°C for 6h to remove water and
consecutively weighed until no further weight loss. For HTC experiment, 30 g of dried Cattail
Flower (CF) and 60 ml of de-ionized water were placed in the glass liner (500mL) and then put into
the stainless steel reactor (600 mL). The hydrothermal reaction was heated at the reaction
temperature of 180°C for 8 h. After the reaction, the autoclave reactor was quenched in an ice bath
to stop the reaction. The product was placed into a vacuum oven at 80°C for 3-6 h to completely
remove moisture. Then the dried samples of hydrothermal process were compressed as pellet
diameter of 5 mm. To process the carbonization process, the samples after compression pellet were
put into the horizontal tube furnace reactor under nitrogen (N,) atmosphere. The carbonization
temperature was 900°C at heating rate 5°C min"' under N, flow rate was 100 mL min" and
maintained at this temperature for 2h. After the reaction, the tube furnace reactor was naturally
cooled to room temperature to obtained conductive carbon pellet with the highest Sgrr [13].
Electroplating process

The plating bath was placed on the hotplate stirrer. The conductive carbon pellet worked as
the cathode. The anode was nickel plate (99.9% pure) with surface area of 10 mmx*20 mm and
parallel to the cathode. The distance between anode and cathode was 50 mm. Magnetic bar with
diameters of 2 mm was normally rotated in the electrolyte solution. Electroplating was done under
applied voltage of 3.0, 4.0 and 5.0V with solution temperature of 50°C for a certain time (5 min)
and temperature of solution were 40, 50, and 60°C with applied voltage of 4.0V for 5 min of certain
time. Chemical composition of electroplating bath for coating nickel on conductive carbon pellet
consisted of nickel sulfate (Ni,SO,), nickel chloride (NiCl,) and boric acid (H;BOy). All chemicals
used were laboratory (lab) grade.
Characterization of carbon-supported metal catalyst

The carbon-supported metal catalysts obtained from HTC and electroplating process was
brought to characterize for the morphology and the elemental composition by Scanning electron
microscopy (SEM), X-ray diffraction (XRD), and energy dispersive spectroscopy (EDS),
respectively.

Result and Discussion

By the XRD results, Fig. 1A shows the XRD patterns of the carbon-supported metal
catalysts (Nickel, Ni) with electroplating process at different voltages ((a) 3.0, (b) 4.0, and (c) 5.0V)
and solution temperature of 50°C. The XRD patterns at different solution temperature of 40, 50 and
60°C and applied voltage at 4.0V as shown in Fig. 1B. The XRD pattern of the Ni metallic phase



was found at 20 of 44.5°, 51.8°, and 76.4°. The Ni oxide phase disappeared in the diffraction peak.
At low of voltage (3.0V) and temperature (40°C) found that the small intensity of Ni peak. When
the voltage and solution temperature of electroplating increased to 4.0V and 50°C, the intensity of
Ni peak increased. However, when the voltage and solution temperature of electroplating increased
to 5.0V and 60°C, the intensity of Ni peak decreased. The optimal electroplating condition was the
solution temperature of 50°C and applied voltage at 4.0V resulted in the highest intensity of Ni peak
(free metal form or metallic phase). The metallic phase of metal catalysts exhibit high BHD activity
[14]. Thus the nickel catalysts at solution temperature of 50°C and applied voltage at 4.0V suitable
for synthesize the bio-hydrogenated diesels (BHD).

By the SEM images, the carbon-supported nickel catalysts with electroplating process at
different voltages (3.0, 4.0, and 5.0V) and solution temperature of 50°C as shown in Fig. 2. After
electroplating at 3.0V (50°C) (Fig. 2A), the carbon-supported nickel catalysts have a pyramidal-like
structure with size of 0.383-0.4 um diffuse on the sample surface [15]. When the voltage of
electroplating increased (from 3.0V to 4.0V), the size of pyramidal-like structure increased
(0.499-0.54 um) because of the increasing of voltage or current density lead to the nucleation rate
increased. The grain size increased [16,17]. However, when the voltage of electroplating increased
to 5.0V, the size of pyramidal-like structure decreased (0.333-0.413 um) because of the increasing
of voltage up to 5.0V whereas further increase in voltage or current density has no significant effect
on grain refining resulted in the grain size decreased [18].

Fig. 3 shows the SEM images at different solution temperature of 40, 50 and 60°C and
applied voltage at 4.0V. After electroplating at 40°C (4.0V) (Fig. 3A), the carbon-supported nickel
catalysts have a pyramidal-like structure with size of 0.413-0.521 pum. When the solution
temperature of electroplating increased, the size of pyramidal-like structure increased. The
nucleation rate increased by increasing the solution temperature related to the agglomeration of
metals resulted in the grain size increased [19].
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Fig. 1 XRD analysis of carbon-supported nickel catalysts from electroplating process: Fig. 1A under
different applied voltage of (a) 3.0V, (b) 4.0V, and (c) 5.0V at solution temperature of 50°C and
Fig. 1B at different solution temperature of (a) 40°C, (b) 50°C, and (c) 60°C under applied voltage
at 4.0V.



Fig. 2 SEM images (5000x) of carbon-supported nickel catalysts from electroplating process under
different applied voltage of (A) 3.0V, (B) 4.0V, and (C) 5.0V at solution temperature of 50°C.

Fig. 3 SEM images (5000x) of carbon-supported nickel catalysts from electroplating process at
different solution temperature of (A) 40°C, (B) 50°C, and (C) 60°C under applied voltage at 4.0V.

The EDS results confirmed in the dispersion of metal on the conductive carbon pellet surface
in SEM images and the elemental composition of the carbon-supported nickel catalysts at solution
temperature of 50°C under applied voltage at 4.0V as shown in Table 1. The metal catalysts (nickel)
ordinarily dispersed on the conductive carbon pellet surface. The amount of nickel cataysts was
69.49 % by weight.

Table 1 EDS analysis of carbon-supported nickel catalysts from electroplating process at solution
temperature of 50°C under applied voltage at 4.0V.

Conditions Weight %
Ni 69.49

Summary

The hydrothermal carbonization (HTC) process, solution temperature and voltage in
electroplating process were mainly effects on the morphology, specific surface area, and chemical
composition of carbon-supported metal catalysts. The electroplating process of solution temperature
of 50°C under applied voltages at 4.0V was the optimal conditions produced to mostly metallic phase
suitable for synthesis of bio-hydrogenated diesels (BHD). The carbon-supported metal catalysts were
the metallic phase without a reduction and could be controlled the form of metals by adjusted the
solution temperature and applied voltages.
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