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ABSTRACT

Magnesium silicide (Mg,Si) is a promising for thermoelectric materials due to
display a high performance for thermoelectric power at operation temperature
600 to 800 K. This work, Mg,Si compound was prepared from starting powder of
silicon dioxide (Si0,) which was attracted from rice husk, and Mg power. The sintering
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WhAeaseliunssniutnay Feesivsunauananfulusuuvaanizugn 3nua
m'ﬁmﬂ miihvasiivwiindagdau 24 e wuﬁunauﬂmﬁmmwm%ﬁmﬁag’l.mc'\"\m
fian fio 82.92% mﬂmﬂwﬁmmwaaﬂﬂw'u'lmaﬂmﬂwuﬂau-] soeanAnauluveny
7 (wha) AiVSuRUBANT 53.08% dniivdosatudnuidiou Tnvdsuifaumariiunnsag
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wanila (Hudaulve) dauegfilion wmdn uarlufios walogsosain
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(amorphous silica) -ua.umwmaah'lumsmﬂgn'imaq Tnearareslilumaiuiisentuiy
-umm'uaumu,nau Tﬂmmuﬂaqunwmwamu*mmwvumnmaahmam‘smw;}nimaqm'\
wsdiuiiRg e (specific surface area 'lun’rsmﬂgnﬁmmmu



A15797 2.1 wAABIFUsENEUNNALATIvELIUNAUTATIZWAELATEY X-ray fluorescent

23AUSENBUNILAL] Wediduslasimiin

SiO, 86.9-97.3

KO 00.58-2.50
Na,O 0.00-1.75

Cao 0.20-1.50

MgO 0.12-0.96
Fes04 0.00-0.54

P2Os 0.20-2.85

SO, 0.10-1.13

cLO 0.00-0.42

Taeshluidhunauildanmswwisesnidu 2 vilade

1) unaus dannnaesnaviigumaiisn iliiiviunansveunauvioey
110 (5-30%) iunaudnua dintinluviasaeduaseniueutius (activated carbon)

2) nunauend ieennsimunauluigamnfisening 600-800 °C uaviiana
Wisawe Wiunaveilnildusrlesilunisinfagmil damuldds 1,400 °C Mmoo
v WieldiTuasmdulunisedssansuseneudanidug

9IAUSYNOUAIAVBILNAUNBNINTANTOUNSIANGUA T unaudsiiansetunididu
peAuszney Ssdnlngjaglusyvedansenlesluysunanionsin

] ¢ = & = v al
M99 2.2 LLﬁﬂ\‘]@ﬁﬂﬂ'ﬁﬁﬂ@UVILUUﬁW?ﬂuW?EWIWUINLLﬂaU

93AUsENBUANBUNTE Usuns (wi%)
Cellulose 433
Lignin 22.0
D-Xylose 1452
L-Arabinose 6.53
Methyl glucuronic acid 6.53
D-Galactose 237




a gad
A9 2.3 uantesrusenoulanzeenleannululnay

asAUsznovlanzeenlen U3 (wt%)
SiO, 21-25
ALO, 1.23
Fe,0s 1.23
Ca0o 1.24
MgO 0.21
MnO; 0.074

P57 2.4 WARNBIAUITZNEUNIAASIYRILNAUIINYIIANT

p3AUsTNOUNNLAL WNaY
) 7.6-10.2
Tusiu (%) 1.9-3.7
sty (%) ' 0.3-0.8
wduloneu (%) 35.0-46.0
asTulawsaiilduselomila (%) 26.5-29.8
L1 (%) 13.2-21.0
Fan1 (%) 18.8-22.3
uAaLTEY (%) 0.6-1.3
Woanada (%) 0.3-0.7
ulvemns (@falasansenidunany) (%) - 66574
wuloamis (afalaganswenidunsn) (%) 57-62
anilu (%) , 9-20
\waglad (%) 28-36
wulniou (%) 21-22
weiliwaglad (%) 12
ansonsidesldvinun (%) 9.4

NA1597 34,5 zidiudwnavil S0, ussAUszneundnuIni 21-25%
vonantudausEnaude Al Fe, Ca, Mg, Na, K, Mn warduq deiivsuutosilofisuiu
50, Yaiuegiugivsumaveumangnin Bidauariinsiingivinalansiiovy
Tuwnau



nslduselovy

uarm1nn151§1tham’imlU‘lﬁtﬂm§aLw?mhaqLLf’i’J Franunsalunaufuanduqyii
UU']ﬁﬂﬂE]ﬁ‘JNLl.ﬁ'J Lma‘umwmnuﬂﬂwami‘]wtmLLﬂau (Rice Husk Ash) e lule
Uszlowl muUivnawanﬂmmmunau Ap A (5.02) mmmsamlﬂm‘lmﬁawama
NTLUIUNITNILAL LLazmimeqquuqq ganludifunavieii iy §8nwdn
(Crystalline Silica) %ﬁmnﬁnmmimu.iaeiami"meaﬂﬁﬂmummtmnﬁmﬂaa‘sﬂ'i'w é’ﬂ-emw
wanua.mmwmuuwawam FUTvRIRANIIvATBLUY LU anunasy Andun nnmae
amauuanmﬂnua%aum’s wazdaniedugu (Amorphous Silica) mﬁ‘]umamwmﬂmlu
\Jun@n (Non-crystalline Silica) @53wA8 anndu nAen dnnviluld

2.2 §an

UM 2.2 uanafegnsesdanuigrsinulusssuei

- 3wzl el A& dve w o I aa o
Faneulasenlus (silicon dioxide) w3eRidnfulagnaluii #dnn Aeansusznevu
' '3 an o W ol $ ot o A O 1 e
swinseanlnuazdaneusudiiudugasmaaiife SO, uazilunjiuausmislusiuie
amudaunssveuiu danuinnuldmlulusssumnienvluguvemsienienend uazluwd

wadvedleernoy Fanuduarsusenoundsuiuannlaemluvudaenlan

Fantlsnanlddutanlunswaaiivainuate @1f i, Asada, wwa, uelsiaa, Fam
suntu uaveeaseuaoadani Baluninfu Fanuiluauieindniuaniteudle-veuvan-
ot lugmniflndlAveiugamgiivios

Fanliutandesiulumsudanszan ufniuazviauis seloufaililuns
Tnsmunaufifunaanasndanduienty damddaduTagiuusnizulundniusisaman
wshlin Wy ndesiufuimn, indeiiu, 1nTaateAsIN LarNSRARMNSALAUATILLG

ﬁiamwsasuanau'lﬂaanl‘aﬂuqmﬂul,aﬂaaﬂ'mwﬂa 50, fiiAntuedlusssumnd
LAEIINNISAAASIEATY SO, TAntueslusssuAituy fumedn nite luddidindug
18un sio, awnsaafialdlagnssanaisienwnauiilildiiunssuiunisieuazenlag
WieunaufinunszuuMsYmLaTeInua?
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mmswamummnwam

33m wie danaulaeanledt (SI0,) iuansusznauiiinainnssuiiseninsdaney
waveondiou Wundnliid viedundndun Lifindu lifisa Sanudadwmngludi 2.2-2.6
yavasuwiad 1,170 ssrivaifud %uﬁ’usﬂuuwaa%ﬁm Liazanehioasamildidntion
‘luauma'l,uﬂsmvmuﬂ sniiunsalelasvigeein uiansnazanslalagniswasuiueng uaz
S’mmﬂuaanhmaa‘lawmu'lmy"lm luanmﬂlwwmm'mwaauLfJuLmeuauUnaMﬁﬂ'ﬁu,sm
feh TAnTsthadausyanuaimiisvesuts A1 dielectric constant g lumenisén &-
anuduuvdsnandaneu uavgrlfluuiinaann Saduduvesiagreains dnddniedugu
(Amorphous Silica) gnldidumsgaanuduasgadu asifiumnuudiuse arsfuuss way
99AYTENBUYRIIIIURNSE (8]

221 au't'.‘fﬁmqn'wn'mﬁ"'m [Ura9Fan1 Fevialu silica, quartz, free crystalline
silica, silica flour, silica
gnslaana Sio,
whwidnlaiana 60.1
anu veaudednn ldfindu
AUAWIUNIE 2.2
yALAen > 2200 °C
VAUl 1713 °C

2.2.2 Tasea¥rauazuszniaadl [13]

Fanniuarsuszneuiusenaudiosin 2 5 Ao 8aneu (S) wavesndiau (O)
FnuniziiwuenseglugUiaing Tassadheiuguaes@dniuasdainn sslinisindgeiuuuie-
nsvdnsaa (Tetrahedral) anauifusznounany Lagdeumoasndiau 4 oxney 1y SO,
Fatlormouveseandiou Wusideuseivesndiau Lfluﬁ"zL‘z‘jamiaﬁ’uﬁﬁaﬂauﬁaa"lu S0, 7
aglnalAgaiu Taennalasiasraddnazidnvsidulassdasantie 3 mmuu'lmw (Infinite
Tree Dimensional Network) m‘sLUaUuuﬂaqw“ﬂawamavanulﬂ«um*m diesnnnis
InS8aive Si0, wﬂugﬂuwmmuamaa Lmumm’uu‘l.msumnmawaammma alkali,
vanadate, chloride ¥¥8 borate mMsasunvasgunuvye@amazlivhlfaudinisnisam
yosdanasuwlasluinniin



Q@ —4—=0 340,
A i
o
) i &
e e w0t
¥ = 7 ~
o o
g Lo
hA o i a0t o 824
3 n.:b:o
r o
oiFTH
NN w0}
A A M Aty
[ ¢ o ool 0
” 'S %
v N 7N
0"/ oo o
6 T e T
3 N0 Oy Oy
¥ ¥ & b, @ $:,00. w 5,00
o ‘~\". 'é‘:":i.“::“\‘r’:‘ ".o,&.'o : b“.f iy
¥ o ey

S0, 00 3400 1

UM 2.2.1 uansgukuUsiIgeg v89n1siiaumiaues SiO, Tetrahedral
lulpssadeugIueesdang

2.2.3 autian1ealivasdam

ganilaufinueiifideutratosiiguvniiung washiihujisereariaivas
wia wiegslsimulilimnganudd Fdnreslivinugaselagan mszddnamnsn
WasugUuuule LLasqquﬁqammrjmlﬂuﬂﬁﬁ%mmaﬁﬁmmx“ﬁuagjﬁ'U'gULm‘umm%ﬁm

MseSEN wavanizvesdanvinedngiu (Amorphous Silica) 3¥daslunAnimEndan
(Crystalline Silica) Mdwdutiuwsizadugudanifinuinmn

JUT 2.2.2 uandlasaainveseduguTani

2.3 lassas1ananvosganay [13]

Si §ilAssadrauuumnes (diamond structure) Tasillaseadnauwuy Tetrahedral Hvwn

WBwad a = b= ¢ agluta 5.42-5.43 Sransen Tulmizeiwadil Si 8 sxmen Fauanada
1WA 2.3

11
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JUM 2.3 uandlaTsainnanye Si

anudmiluineafunsieden Si [7]

Si 1Uus1e my 4A Tumis1as1n JHuseieglunduuesansiesani fnmsdniGeasives
18nmsou (electron configuration) 1Uu 18 25" 2p° 35’ 3p” ETINMAUTENOUMY
lelalnusnsqdauanslumsnsii 2.5

M1579% 2.5 waneUSunuesnauvedlelyinduel Si sssuvi

lolglny USunneznanlusssnyia (atom)
285i 92.2297
295Si 4.6832
30Si 3.0872

& ow

auUAnmen niazelindnfyves Si sl

[0 TADY 14

Smsineznou 28.086
AnesTinaniia 0.5431 nm
ANUMLILLUDEADU 5.00 x 107 at./em’
ANV 300K ) 2329 ¢/cm’
EVGRHIYGE! 1687 K

ALADN 3504 K

si anansavinuiisenfusaitlilslaneiifien electronegativity g4 vt lulasiouuas
mfuaunatsduasusznavlsifith (nonpolar compounds) SisNe wag SIC w3aanunsavin
Ui s udaliansusznauiifidatu Sio, waz SiF, laeil oxidation stste (Ju 4+ diiusy
si-si Tuansuseneutiu A1 oxidation state svanandu 3+ Wuluaisusenev Si,Cls Fanau
annsavihuiiiieniueendiaulaaisuszneu Sio, v3e SiO %1 SI0 vsduamIsaTEIMYLE
wan9ndi Si annsaviuiserdulaveiiadu alloy uay intermetallic compounds w3of
13071 silicides
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2.4 Tassa¥revasuuniliden [19]

%a : Magnesium

deydnwal : Mg

\aveAeN : 12

uaovmay : 24.305 amu

YAvaRIUaD : 650.0 °C (923.15 K, 1202.0 °F)
AR : 1107.0 °C (1380.15 K, 2024.6 °F)
n1sdavuanavy : Alkaline Earth
TAs9a3198n : Hexagonal
ALl 293 K: 1.738 g/cm’
& Aoutnam

(n) ()

U 2.4.(n) uaselasiassetosmauwaNdou
(¥) wanalAssasmanvsuuNtTuL

N1SAUNY

Wuitweusuiuin Sir Humphry Davy (WudAunulany Mg Tut a.a. 1808 1wlild
afauuniliduueanuiluguvesavsdasy uivifumusniinuiy magnesia usenlasivas
Tanelndyianids mumerenion Mg lusulansdaszinuifuonaaiodiulni
(electrolysis) Liifunadnds mzndnnaildfooziiatuueamnilidou (Hg - Mg)

1A a.¢. 1828 A, Bussy winingmanivsama uauusniindonuniiealugy
swmoaszle lnumavaon MgCl, Aulany K

D p.4. 1833 Faraday ww3su Mg daselaigunulael MeCl, muenaaiesiglni
msnien Mg Baseildiilulleqiiuenduvannisues Faraday ldituaudy

wunildou ﬁm'mvrmu.uiu 1.74 kg/dm’ yaviasumal 650 °C unniliduandulany
fifimnuddy Snvianis LLa.,nnmm‘[‘mmmemumsmmaulmumvunuiamau']
GLVCH] 'uommuwaﬂﬂmi‘]u‘iawwumwnLmuaﬂmnuusquﬂmauummuﬂauﬂmauuﬁﬂums
uﬂisﬂuumsamﬂmmnuavummumuiwammumLmuuaavwagnummuiawﬁ B4
Uiavdinnuinle Aundensafigeana mammuwnuwauma*umvmmwQﬂmu'ﬂwaag'lusﬂ

w09 wunilBeunay wuntidounan awnsa wiwenliidu 2 Uszan fie uunil@eumien
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wa winfiBeuvae nauwavuinil@sunansenanil ﬂ’qawmm*qun.t.‘fn‘lﬁﬁwuoianﬁﬁ’ﬂﬂ'ﬁ'au
YousIENAlAR um.,mm'manLUu'lwis’ﬂmamam’lumiﬂu‘lwmnmmﬂu.unw.‘wuu WHDY
Timsresuiaildig stwuir""lummsnﬂulﬁﬂamuunumauuLmiaulmmnufm.,tauavuﬁ-
Auyulalalus

wunii@eunauansnsaUniiladieg uav'uuﬁ'dmum-s 3n e & lalagds lavaunse
yiduwiu duvierhluldvinnenliln wa u.a.fhn.flmaﬂnau dietesdunsiineendinduly
Iamma'] LU mamuauwauwaaumwau Wi dnuaewmilen wazvivaeainauiludiu
aile Lmﬂuwuuwaumnnuwvmﬂm‘snmnﬁau warlunsuszneviudruiinnuuniiden
fulavewiin avmawm'rsuumavsia'lﬂmwmamnumﬂuammaﬂa lliguduazifinlniiee-
#ingd viliinan1siansauladny

2.5 Usangnsalwasludidnnin (Thermoelectric Effect) [2]

UsingnisaiwesludianyEn (thermoelectric effect) Lﬂuﬂﬂﬂgmimﬂ’mUauuiU
sernandanumuioukasndsulii ﬂ':'m-sma'muﬂinngn’uimmaﬂnal,anwsmmmu
$ulut am1821 Tay Thomas Johann Seebeck WnildndwialasiuAunudn Welinaau
wand19uesgaMgilusiaaisouievesdain (Conductor) aosvila suiinussiuuayiia
nszualnialvadunelus dloduiseste fudenisingnisalfive (Seebeck Effect)
sioarlul) Ae. 1834 Jean ChalesAthanasePeltier dniandynariuaasunudn idorndnh
aouiimRefuudiniTTensekalilnaiugni fiseodese winsinfaemyiin
wandnes i gugliindy %an15L'Ué"uuuﬂawmqmwgﬁﬁuaq'ﬁ'uﬁﬂmemslwamN
nszualniih Usingnisalil§endnsngmsaiadig (Peltier Effect)

2.5.1 Us1ngn1saidiun (Seebeck Effect)

UM 2.5.1 wanaesmaiinusingnisaidiun

nnmdi 2.5.1 @uasalanzassiin (Conductor 1 uay Conductor 2) gnifeuste
- ' o - a o o a o
Tavgauende Xh Feilgamgiigs (Th) wazqa Xc allgamaiinn (Tc) winelnii (Carrier) Tu
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Fnhesiifieniansuns (diffusion) Wludiamiadeatuiunisiiemgungil (Temperature
Gradient) s x Audnilsduieunmearindanugs Jmennunslumdiliu
riniteamdinuailinmgliheglunmvauna Wesvnaaininiiaendulangei
siinfu Fefldnduussavimamienihliiise gamadl (5) Liviiu waziliiAnussiunsey
Qidonderians

aums 2.1 u.amque‘fuﬁ’uéizwmqmwnﬁﬁmaﬁ’wawmdaﬁv’maqﬁ’uu‘sqﬁ'uﬁ:.ﬁm'fu

v

V =(S, - S)AT (2.1)
oo = uwssulwihiintussudnegadensaed miae v
s = n‘ﬂl <4 I d o ' o = 1 ]
S = dusedvisBuevsern mswmieniiniisie gumglivadlavsuiinsiieg mide V/K
AT = Rewanwustgamaiinypdariaaes mie K

/1 S Ivtuagiulladesineg fie guuail Tassadisevaen uazviavesinh Famnld
sisnegtinaslden s linduilv v aldeeiiabiiugud gunsdivesTudidnninluga
Yaquuagldansiain (Semiconductor) skunszumn1sliy (Doping) el duans
RaFnihaiadu (Ntype) ReansAainirfiiddinaseu (Uszgaw) Wunmedwunuazsiing
(P-type) Aoansisianinfifiaa (Uszquan) Wuwmsden

Built-in Potential

Charge Diffusion
Temperature Gradient

<l o = L a a0
Ui 2.5.2 uamsnmnsiadieuivesnvedanluansieianiy
nilgamgiiassinubiviniu

wwgtannueasisaewiinvsiiievnanisuns (diffusion) Wuluau am
7 2.5.2 Aowmeiimslnanuiianamstomgamgiisnguvgiigiludgumgiisinisuns
Y mEtanniesiinnisivavesnseua nsdinmetrannidudidnaseunseuaiazivalu
Frmuvaunsunsarinanndreluen wasdmnnmedranniduleanszuaiiiatuay
Tnadigviafeatutuniuns lunamdi 252 arlnaainvaludne wazusediu (Built-in
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. o a & ) & | i a W a w
potential) Mifintusywindurisaesiiiigamgiuandnaiuaiusaesuisdunuduiusla
o &
fail

S==AV /AT =—=(Vh-Ve) (Th-Tc) (2.2)
Vh o = useulwihiidaldaandudeu miae v
Ve = ussulvihiidaldaandmudu mise v
Th = guugiliuieu mie K
Te = gamgiidnudu wie K
S = Seebeck Coefficient nu8V/K

2.5.2 wailudidnninluga (Thermoelectric Module)

ma‘smanmn‘iuﬂammﬂuaﬂﬂmwmﬂﬂwanm‘s‘uamimgnﬁmmaﬂumanwsn 4
ﬂﬂmm‘l'umuaﬂﬂimmmwwu (thermoelectric - cooler) wsagnmmlﬂumwam
nszualwin (thermoelectric - generator) ':aam.,mm'lmﬂuaﬂﬂﬁmwLnan'uaanu
Ui’mgmsmmaﬂuaLaﬂmﬂmuu mwanmw"L{lmaawummsmumm‘lﬂﬁwmaamwnuw
6N vidadlen duusEavdiuainn mﬁmaﬂﬁ‘ivmwT.amﬂua'ﬁmmumuaqmnw‘s.ﬂlwﬁw
aa'i.,mnuamwmumu'lwﬂwm-wuaeuﬂﬂmwa’lﬂmﬂﬂmimtaawamuiﬂum'nﬂaauﬂu
Wuewieu f]ﬂquumﬂiu‘laﬂmaﬂuaLanwsnuwmmwﬂivawﬁmw (efficiency) Agawan
u.avna’nca'maﬂ'lumim'mmsLﬂaauwwamumnm’uuiauwmummmmmnmamu’lu
L'iawawmmmanmnuau'hm-uumwnwwﬂwﬂm1ﬂuawwm~uam m‘lmuﬂamaumwm
ENﬂaﬂm:nLwawmuwszawﬁmmamaqmaﬂuaLﬁnmsﬂ‘lwmawu

2.5.3 drulsvnauvaavesludidnvinluga

= | a a
sU# 2.5.3 wansdiuuszneuveanesludlanvialuga

Nt 253 uamsmsusznoy “Saguesludidnnin’ Widugunsalflanse
g duundandasuld Soenda Lwaﬁuauﬁnm"‘sn‘luga (Thermoelectric module)”
Liumumﬂmsmmﬂmaﬂuamnmn wflodu (N type) waztlan (P type) %uuﬁnq 1R
Wugq Inennaduiu warilavzaunadnidouremgiindety Jusasgiinefuaziinis

Y
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L"Ei‘mlﬁ‘i’aﬁ'uLLUanﬂ‘iuﬂ'ldiwﬁ’]maﬂtLﬁiﬁ’JLL‘JQEQﬁ?ﬂﬂﬁ’IH donunseidriulvan (Load) mndl
nszualwihluafiszasuasasmed AfuuuLag yAUaPNUTENUMBUNULYSER Uimmm'm
maﬂnﬁlwﬁwﬁiuﬂamaﬂmLuaamﬂmmmwmamvmm.,mwuwumuwua.,mumwuag
fusmaugues - lulugatiu (26]
2.5.4 wdnnmamauvesmesludidnniniuga [2]
msasanesldnviniuga wialy 2 nuadsd uausn Goni “Wuando
T (Generator mode)” Tnglimnussvasgamaiivuuiuesliadmuuunazarsvitbiin
nsuualinnaiismnmzdusariluanssimidniu luansssheinduddinme
Hrannidudidnaseu (Electron) wisusyyau eflmudeuiiiaduuuinnndiduds n1s
InavespouasyliiAnnisuavesvmedramnma iy ﬁtﬁnmiaumlwamnﬁvﬁmuu
‘hJamuma dnluansnsiedad invetrannidulea (Hole) w3oUTEUIN Luaumm
Sauiiinduuuninnignuans leatazlvaanidiruuuluduansiuidisaiu Fatufiama g
gaanszualwilumeshuddnviintugadalnamaiulvlufimifioanu
dwmsﬁmuﬁn’lmwﬁq’lumanﬁuﬁ’u dlorunszualwindin U lumesludidnnin
Tumamm’lmmmmwmaul,t.aummLaummummmwuuﬂamumq Funin “Tmmmammm
Humelnin (Refrigerator mode)” LJJEJBJLma\'lﬁ]’ifﬂﬂﬁ’l’{ﬂﬂﬂ’]ﬂu@ﬂ W wumned vl
AnAsuAnATeInNSaulasa I uTiRausaz i WewanasnssualuivihbiiAnns
apuimasziannsadusyhlfAansihanuseunindmislusnaumil
“wosludidnnsnluga " tdgninaustgndliudsludnaysanaiifoniamn wu
Twuﬂmwﬁmﬂi"ualw% mmsnﬁ'lmaﬂn’akﬁnw'%nTumaﬁ'f'lwﬂqu'sanu”nﬁ'uLma'qm'm
SBUWQEQLEUG‘!'N‘] iy LA3DedNS msawumsutﬂw'l%lmwalwﬁmaumuu (Hybrid) violaidy
OIS AESLES WA useu WiBuiusuum ity R8N AuniltennesluBidnnin
Tugaomiedunan na.,Lﬂaauwwamumﬁmawmaamuwuwaaawulwﬁw”lﬂ drulvun
uamuumu‘lwﬁﬂ uustmumammumﬂuumnuaammaaw“lumaﬂ‘uaﬁmm'mwu laigioslsy
ADLINTALTDIUDS %qam’tsmwuwuwusiwaﬂumaumuw Snvradadoulaifidueds Tua
n1sfinreanTRUgNIIH DNA numi'l*umaﬁumanmﬂ‘[mammmmd‘lummwumamwnuw
wiuevlunsinreladnaiy

2.6 vquiuarudnnisiasziidnuseAnunsaty (X-ray Diffraction w3a

XRD) [4]

watansiEsauuvessidindlunaiiansimswiwuyliviharwatsiaete (non-
destructive analysis) Fnhanlilumsnsvinsnzeiisveaaiusnglutandeiutoyaii
Tnmsasviesesifemeiiansidsaiuuvesiidindssysenoudie Joyavesyndi d-
spacing uwavAuvessEnsdulddasmiluldinmsfuam Auaniiswsiiiines
(Lattice Parameters) lnssadnandin (Crystal Structure) agieasne wiaveanaiiusing
wunvaunTu (Grain Size) wazluvrnsdifannsaldlunisinseidnuugn1IdnTuaves
duusznauvedlaseaing (Texture Analysis) ladnee $idEndidunduusinanluiifisian
awempdueglutie 001 ft 10 wiluaes defididndiinsunsnisivaasazinli
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mﬂUswngmmmqqwunmﬂamaqm'smmnau msnivmuawsamsmmwwwswng
mmumnanwmvLawm,mmaqﬂumsmamumau‘uuﬂtuaqmﬂmaaumwLﬂuwanmumi
Inieey mauamamuiuwau‘tumuumLLa.,wmaqm.,mumaiqﬁwmmmnnsmuuum
mawmivmuma‘]ma:u;mmu’nvau'«a.,m'lw.nqumnssnmsLammu’umsaamnwummnm
(Intensity,|) mae'samanwununsvuﬂwﬁ'{ﬁ (Current,i) ANuAFANY (Votage,V) Uaiaw
e:mamaaﬁmmﬂmﬂ’] (2) audsamedienuduiusnuauns

e 0 2 J 1
I =kizv dle k fudpeil (23)

dumuivessidienduuuiamzasndiuiliifuivieverneumungveweadd(Moseley ‘s

Law)
U=k(z=1) il k Jurmai (2.4)

AstaguTeIRAEnduUweniluaeuilafed i ufogsiiduss (Powder X-ray
Diffraction) wavd uniuiiegreilunaniae (Single -Crystal X-ray Diffraction)

1. Powder X-ray Diffraction %ﬂﬁmﬁn"‘zLﬂiﬁzﬁmﬁmmaﬁaﬂiﬁtﬁaqmnm'iLﬁm $ad@
\$n9 Diffraction Sxlviaunamudnwas mw"l"ﬂaausia.,ﬁ'ma'm”ﬁnuan"z’gmm%w'a'n‘uaa
'Jamlmwmmmuwanwsaaammumﬂuﬂuuﬂsviwu"lum's'nﬂﬂvwawmv'ummm
UQn‘saﬂaﬁwuqm'mmu’ﬁnuan‘uuma&msﬂaq’[ummﬂQnsmfnm’agmﬂ-ﬂad'zaﬂlm

2. Single-Crystal X-ray Diffraction ¥58 X-ray Crystallography AusamlAsIaTn
vosluanaldfeannsnuennsinesivetesnenmiugniiusemseninsesnoululuana
lﬁﬁ@mu'1'muanﬂ'1ﬁﬂL%'aaﬁwawumaum’uumaﬁuﬁ"ummiw 22 ovpou Wluanald
maemmammamamwwmﬂuﬂumaqLﬁumamﬂa’amuumumaunﬁmfmaﬂwummmmy
mn'lumsﬁﬂmmvswgnww;ﬁwuﬁuwmmmmmmamaqiaata ngagluglnaeaiv
JYEENTY wmavmauluwan'uawmummm’lvﬁaaLaﬂﬁa'}msnmﬂmsLamwu"meLLam'Lu
AW 2.6.1

- 4 @ o ¢ a a v e
EUW 2.6.1 LLﬂﬂQﬂ"liLﬁﬁ?LUu‘ﬂaﬂ‘NﬁLgﬂ‘mﬂﬂﬂ'}ﬂﬂqiﬂizl'ﬁﬂLtﬁzuﬂﬁﬂaaﬂ'ﬂaﬁiqa
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MsdsIuuUsEneUiIe 2 Tunsutunsuusnienisnszids (scattering) veassdan
ns¥nUBavingm @ numwuwawaamammmsaaﬂsvmmm'muumamamnnkum’iuum
avsziuedasiadmEnaiininszdwesidid ndtuneuiiaesfionisiianisunsnaen
(interference)  10e39@nsziaiiAnduainsruruaegdinisunsnasaidunuuiaiy
(Constructive interference) ipsansumisvasrduaineessuunsaiussyi iednszide
umawmﬂaummummamﬂaumsaﬁuavmuLﬁuqﬂam'lumummmmsnaamﬁuuw
#n&3 (destructive interference) Wipsansuviwespaumanaiuddnszidaeiiaues-
waqﬂamaqmu'wdauuwsmswvmmﬂuamwLaﬂmmsalumuLaamanmsmawamaauustﬁ
Tngruduiudsewinemmmemeduressidid ndiussosrsseninassunundnuazyuan
ﬂix‘V!'Uﬂ'u.l’l‘iﬂE)ﬁU’lElIﬂ&ﬂ‘Hﬂ{]‘UElqu‘Uiﬂﬂ (Bragg “law) fi9@un1s

nA =2dsin@ (2.5)

Toe 1 Aeswauiviiioninduiuresmsaziiou
A fomupmnauvesieanid
d PRITIEWNTENINSEUIUKEN
6 feyussnineiddnnnasnuiussuIunan

wipailofIanisidsnuuressididndraiadonendisanunsalniiines (X-ray
Diffractometer) Tasfindnniavinaudsiievdosnsvuadaludatuainadsiuduainli
Fmu%’amﬁ'a‘lﬁlﬁwaam%’auﬁw‘%aﬁwé’uwuaawav‘h‘lﬁ'ﬁtﬁﬂmauwﬁmuamaﬂaanmmn{ty"a
uﬂiwmavmuuwuua?umwfluiaw.mmmmsau‘lﬂﬂ (aneittisaldduiuelunfonauns
LLav‘[uaUﬂuuTﬂwaamv‘i’lwmummtﬂuuwaqmmﬂuammm auturanvumanvsedl
'umﬂwmawaa"lmyafmiuaumummvmmumanmmﬂ"..wtgwsawaﬂwumsﬂmnauiama n
1ad) mm’lwmanmama’lwamaanmmaaLanmau-ﬁuamm‘wLmuwaaswaammmium
mmawaaamaanm’lusﬂwaLaneﬁu,a.,m'msam.,mammwaaLau‘lmuw'ﬂi}sqawﬂm%nmu
TnguSunu 1% 'uaqwamuwmaaanmmwumaawnwmaaanmuﬂ'a'ieat,anmwwwwm
(Characteristic) i Ker was K3 mnuuaa‘Lmuun'samawaLﬂumﬂmnaummaﬂﬂauw
Lifesmsmdneniiaves K 8 senluielmnaessdidndfiinininuussgnasainlagi-
a3 (Detector) Fvannsniafdnszidslduusiiag vidlimdn 20 ladeyefivuiinua
seniuansluzunsmaadiiussenitemaudi (Intensity) wasAy 26 lnvansusas
'uumu'lwsﬂuuumsLamwu‘uaasaal,an'ummnﬁmﬂu"l.'tﬂﬂsmminmmsm‘mﬂausﬂuwms
tamvuu-uaasaaLan'uwlﬁimam'smlﬂgmﬂumaunwauammmuwaq"[,uuﬁmaua Joint
Committee on Powder Diffraction Standard (JCPDS) a’zuﬂ‘ivﬂauwmﬂl‘g‘uadm‘im (X-ray
Diffractometer) uammgﬂ'm 26.2
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2.6.2 wansduusEnauidn

o

YaAIOY (X-ray Diffractometer)
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unii 3
ASN15ANTUIIUIY

Tuuniernamiisdunoumsiiumide Sszuseoniu 2 neudislui

poudi 1: Wutunounswioundnuunii@oudaled (Me,S) nuauaniifouuians
uaznedaneuviavd ielfifunsdAnulael§38uffiervesuds (solid state reaction
method)

poudt 2 : Wudumeunsada@dnou (5) nunauiiielfifuarsdsiulunisvinag
woesludidnnin Tnvazulseaniu 2 nseey

TopazSusuodurshaudiatsiedl in3osllonaraunsel nszuannisadiadaneuain
LAAY LaEnsTUIUATSWRENIANAE AU UARS s e T uazantulunissivany
lendnwaifomadansEIuweiEndise (X-ray Diffraction, XRD)

3.1 IngAvuazasiall

M7 3.1 uansguingiuasansiailinld

o

G PORUNAsATIIAL jUamszneu

31 LAAY
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ddu TgRunazansiall sUAMUsENBY
312 nsalelnsaasin Wutu 12 lua
- £
3.13 wawuniiBeauagnd
3.1.4 HIFANOULTGND
L §
318 ORI




=
3.2 gunsniuaziadesiieldlunisnaaes

- e o A
M1579N 3.2 uamqﬂn'imuasmsaauaﬂ"'l'&'luﬂ'l'iwnam

23

o a P o
a1y UNTULAZIATOIND sunmsznou
st Jnnaseunm 150 mi, 250 ml, 600ml,
= 1000 ml
322 uvisuuans dounn9ans
323 MYaygiun
3.2.4 AsNAMSUURAIILAL
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aiu gunIniuasiATeie sUnwUsEneu
325 AEUNANAN
3.2.6 nsrAeNTaLn
o y an =l
BL \A30ITIEITAINOaRITIALIBLA 0.0001
| nu nEnlaguIem Sartorius
=3 a &
vaeneaasvugy
1. @uURUAUENAIN 6 Y3, AINE 8 Y.
228 |2 WURIAUONANY 6 YA, A2AGD 8 B

3. \UHIUAUENATN 6 TH. AINGA 8 T,
4. s UAUONA1a 1 93, ANFI10 Ta.
5. (duRuAUENaNe 1 gy, ANNGILS5 Tu.
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amu guUnIniwaziATele sunmUsznev
td as -
3.2.9 n3nednlalnsdn
3.2.10 \ABURUNYIINN
wiasluusseniaeinen lganla
3.2.11 | gumgilgeanil 1200°C [uisaiiio
gaungil 1200°C luussumiaunaonineu
WS IgUgMAiaaan1200 °C 19
wuseLioeigamnii1200 °C Tu
22 e

UsSEINIAUNG
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3.3 wadafildlunsiiased
3.3.1 X-ray Diffraction %38 XRD lavdeinfinaiviland amdequasiusiil

3.4 Aaniun153e

mATowvady 2 neu Ao deieluil
aaufl 1: nszuruMsAuATITiRsRAnuunTiBendaled (Mg,Si

1.1 mawiseuans MgSi Ingsufizeweuds Buanmsfunaufidensewing
wunii@e (Me) fiud@@nau (Si) Faaunseioluil

2Mgry -+ Siig) ——— Mg,5i()

1.2 s uiusesarsniglunisnaasatunsy TeglwuSunsadnnum 100 nu

2Mgy + Sifg) ————— Mg,5i(y)
100 8—

Y
o)
o
=
=
=
e
»
Zo
=
. ]
ab

SAUIUAT 14

1.3 Yanszanemsesalunuuedosisneaniuasden 0,0001 deansiaiinldan
marmamaunsiute 1.2 Insldasdeduduniifen (M) s1uau 63.3388 n3u

1.4 thnseanwisesslunauuedosiinsneanaziden 0.0001 Seansiadiitléain
msfhmaunsieiiute 1.2 Tngldansiasududanou (5 Sy 36.5960 niu

1.5 ntumasannssewisesmassiivinsteudiaduasndmivunans

1.6 Yhnsuawarmulidniy arsmaeddidnduiodeaiu inisuagesfiuna
30 widlounansduiioderfundransildfe winilideudaled (2Me+Si)

1.7 vhnssawwsesdlunavuniostnanoanituasden 0.0001 Fearsuuniides
U 5 N3N

1.8 wantuvnsmasannsEaevseunasluuiiudensdnans udnhludai
aesdalelasanlannusuluniseail 250 Yraaa
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1¥nuaun 250 1hama

unused lyanaion

ANUANUAY

UM 3.1 uansdaudseneusnanueuessdnlalasan
o o 4 o at 2 v °
1.9 dudinansinunszuaunsdameiniasdalalasaaudalumn Tagagyinisimn
Tnglfimuniinmulaussenma Ar iWunan 1,2,3,4 uag 5 M3 Ngaumgil 650 93¢0 uaviin

MsUuRinka fanandlumisian 3.3

M15199 3.3 Uuvinwan s UAsUMIaIveIN1EIHT Mg,Si

VA lglunIswen j A
o AISWALULUAINEINTISLN sumndsznev
(Fla)

e NTAN TN DU
WilounaUYINSIKN Jdun7
YDIDDNTVLIUNITUINE

1 \dnes LAUILIUIEUS DY
faagayinuu
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naAlglunIswn
(F21u9)

a w
NSUALULUAINEINTTINN

sUnwUseneu

Fethalidettiduauieu
Wasudhana fdvves
panBIauuSuRRMIuaY
uSusauludiuauun

Fethadsuivdidetin &
dunvasoanduindvi
YInafamtiuazuiiauseuy
(Wuduaunn

fegragniliuaaiuiuiu
natgidud Inelidunives
gonTaulzyusgnan

shethgninnaunaneilumed
W fdvniveteandiau
Yruagee
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@ | o I =4 @ ' d o = = v ¥ <
1.10 nmMsdanadmsnaazdendegniiimswudiioendinuinduliosiign
wasdlndiAssneunmimsiwnniige diinisiadl XRD iweiinsizlassaiiuasinan
namesludiinyin

apudl 2 nszuruN1TENASANEUANNUNAY
nsvmumsanmanaumnunauu 2 Sunoundn fil
mmmg_l AsanA@anT (Si0,) INUNAY
funeud 2 mawasudaniduaneu

Yumeuil 1 nsaiaeIBan (SI0y) NKNAY

Tudumeuusn Ansmdusseadinsunaudsitutuisnsineedinimin Leaching
w39 Hydrolysis Inunsalusyiuaudntusieg weuusguiharsdunsd duduyszneu
ddyveunaulUliuslend 1y 1% Xylose llugnamnssuemisld Furfural #ldlu
geamnssd luasu uagen

uuﬁlmmm-sﬂﬂmmuﬂ‘s"ﬂawaumau sainidusiamnsnad 3.4

5197 3.4 uaneduYeIsIMBIRYsEnauluknay

daulsznav 9% Tngtimiln
Water 24-11.35
Crude Protein 1.7-7.26
Crude fat 0.38-2.98
Nitrogen free extract 24.7-38.79
Crude fiber 31.71-49.92
Ash 13.16-29.04
Pentosans 16.94-21.95
Cellulose 34,34-43.8
Other 21.4-46.97

Lﬁ’l‘Ui’NLLﬂﬂUU‘i"ﬂﬂUﬁ‘wﬁ’lﬁlﬂdéﬂiuﬂEJUﬂ"J‘LJﬁaU 15 579 Feflogluy3una 1-1200
ppm ﬁﬁmma’luﬂa Aluminum, boron, calcium, iron, potassium, magnesium,
manganese, sodium, phosphorus, sulfur wag titanium Tnevianunagiiusinasuiaiy
1% Tasthviinueanauuavaudnduresarsidefinuluunauaindivesuiade Wuss
P13 3.5
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- v v -
#M1319N 3.5 uﬂﬂQﬂqqutﬂﬁﬂuﬁl'ﬁ\?ﬁ'}ﬁlﬂmuuﬂau

59 ANULTNTUYEI5TR (ppm)
Al 10
B 1
Ca 1000
Fe 20
K 1200
Mg 300
Mn 200
Na 20

50
20
Ti 1

nssuislumswaknauiiy §dioanaiiesdani fniluusseiniavasesndiau wie
Tuenmalaeilsgazdeatunourolud
nsTUINNITanagdni (Si0,) nunau

1. wenunavesnaniiy aynipdunsty TR wasdndeuudug tneldunay
19U 300 ndh dededindusiuiu 4.5 anseyios 3 A

2. vnmssuliiusetmevgamgdsibunar 20 wit wasifulilunmuue ey
91NN

3, W sIndndunaus iy 30 nfuluansagaionse HCL Arnsidudu 12 Tua Wy
v 45wt Agamail 10045 B3

4, &ratnaviidunsividnddenduuiaviaubunas (Jalagldan pH) udsan
hvinseuliuis wdnAuldwmuritasiiladmiunissdondan

5. dunaviioamail 100-1000 ssniadsaluwduiiar 1 Hilu ieifuiegi
Tnoianunadeey 10 ndu lavsrainnisanduiindeyasrlsdmsio 3.6
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d' o ek 4 @ n‘ ':l
A15199 3.6 Vuiinwan1swunauigamaiisnegiiaa 1 97l
WIMNNES
gl (°0) — u dvod SIO; Uty
ADUWT | VAN
(9) (9)
100 10 10 hings
Wavuulas

200 10 10 Finaaudy

300 10 4.48 &
= o 4‘ -l

400 10 1.89 Adlioavidun
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Yminans
gaunpil (°0) dvea S0, JUsiy
AOUW | VAR
(e) (9)
asndidum
500 10 1.89 Ty
Uzyulanuesy
dynilddma
600 10 179 | souquasiiey
ARHIEATM|
700 10 1.36 v
800 10 1.88 dun
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vvtinans
gl (°0) dves SIO, Uiy
Aouw | vaamn
() (e

dviie

900 10 5 £ =
avidun
Furuile

1000 10 1.76 A
aviden

d o ﬁ. 4 = "4 - LI~ 1
6. NN 3.6 anbinaviwmdUdsududvfonguvgil 600-1000 83rn dvine
Wetutumswasuwadassadidludasiunesiaiagiildanmsundeiinsia xR0

& = o - a -
YuAUN 2 Mswasudan il dudaney

Wvnevesuidetiiensintagmeiludiannin MeSi lawarldasasiu Sian

5 ﬂ‘ 1] Ve s < 'I”l ﬂy Qr e en - e

wnav Anduneufinunlasnisatatanianwnay lutuseuiinudunisataddineuanda-
v o a1 o ma  faa Y -l 1 o -

nitleanduneuii uLlntEianIsTAgsamMdsuwentiden wiantsvineenidu 2 Heuly

Fan15190 3.7
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J 4 - e -
A5 3.7 uanensildsudanilmidudaneu

o o
woulwn 1

- o]
woulun 2

Fluassaunsaolul

1hdanfildandunoud 2.1 1
Uifsenfusnuunii@enuiavsmudndou
yaailumisussemaeineu

gamadl 650 samiaidea 1Wunan 1

2Mg + Si0, —> 2MgO+Si

ihdamildnduneud 2.1 iviuiRse
wausniieuuigvslumusssninensneuii
gamgdl 650 ssrmieadeaiunan 1 Faluad
aunsaeluil

4Mg + SIO, —> Mg,Si + 2MgO

wanthaiaisseguildannis 2 Goulvviufitefvarsazanouenluiiyle-
asandled eddnansvuleuiisilifonisuaziiaisiedndein XRD iieiAsIzw

TAssasamanaans s lull

A1571991 3.8 uansdsulvvesarssegnlunisideudaniludaneu

o o8 4 = eUNAY 87
amun Fodas e L, be VULNA
(&) (h) 2
2MgO+5i Air 650 1 -
2MgO+Si Ar 650 1 !
Mg,Si +2MgO Ar 650 1 -
: virunzeiu NH,OH
o Mg,Si + 2MgO Ar 650 1 - "
LUURaT 30 W
: i §senriu NH,OH
5 Mg,Si + 2MgO Ar 650 1 . I
‘ wuan 60 U
ynunnseiu NH.CL
6 | MgSi+ 2MgO Ar 650 Y V4 g s
LuLa 60 U




unil 4
NANISNAADILAZNNSIATIZUNE

Tuuniagnaniwanimaaswazminseiiddlasiaieiomain XRD lngay
wananmsvinaendu 2 Aoy mutumeunssiunivedsei
0.1 wamswdeurdnuuniiFendales (Me,s) MnaausniiFunuiand wavnsddneu
v3avs el dunsalfnuilagl§iBuiisenvesuda (solid state reaction method)
4.2 wansafiadaneu (5) Mnunauiteliiiuasieiulumsvinfanwesludidnvin
Tagazutseenidu 2 Bnstendail
4.2.1 msafa@dn (Si0) nunay
4.2.2 mMswasudanndulanou

ar o ' o oo aal e W, 4
4.1 dnwnzvasinogreildannisiadsuuuniiBeuddled (Me.Si) UiqMe
= o 4= 'L =l = = ' o
MNNSATENAIINIAU Mg,Si USavicazfigamadl 650 B Anamegaudouly

fansemelull

= Y AP W e ] “ '
AI97 4.1 uansanei Me,Si uigns Mwlenulanuieulusiieg

| RER=1 Jear gampil | 1A
anu | | TRET sunm VUL
AUATIZN 47 (hrs.)
& [
Wuwiannss
NsLUBN JVUIR
i ugudnan
1 93, AANUNUN
0.5 91 WIUMST

DNDENUALINIY
d a oy
WAseanlalasan
/| Fadianuuuy
ADUTAE

1 DU | Mg,Si - -
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ac
/s
Auasevi

L]

HIFHnnRL

FiregaldTen
| fduawieu
Wabudhena &
dvnmes
aﬂn‘ﬁi‘muuﬁ'uﬁ
!f‘ﬁwﬁjuaz

% | vshaseuqdu
AN

| #oeng

| wasuudiden
| 35 fdvnves
| son@iouandui
UM
TR BT LazuSuTeU
— | Husuamn

LAILH
3 | Tuussen-
nA Ar

LAY
4 | Tuvussen-| MgSi 650 3

299NN
Wunauuau
nanewuma Tned
dvned
pandlaulylu
gy

LATLN
5 | Tuussen- | MgSi 650 q
1A Ar
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e e gauvpdl | an
a1 .| weans Junm UL
dupIen (iE ) (hrs.)
FDENQNLHIAY
nanedudden
v
LAY 1 Advnves
6 |luussen- | MgSi | 650 5 panglaudyu
nA Ar gy

Indnenzveiet s Insei 4.1 TdeInnisinn Mg,Si Tnmedutiit 2 Aedegn
fifloondwundutiasiigaminisdeda XRD edwsinanialassairaiivuivaidesu
rouquasiunstuduinmannsoldnuldrondnivssavbnwiiofiagldlunisisdouans
wesluadnvsnlutunausielUlnenatiidaannisdein XRD dnadansvidslui

uan53a XRD wae Mg,Si U3qws

4500 -
] e
4000 '
3500
3000 A
2500 D
— o °® [ ]
5 20004 ° | T X Mg,Si (An)
S 1500 _' __)L_J_ o, i }k > | S
>
&= g L ]
% 1000
- e
it N ® ™ ‘ | ,’\ Mg, Si (Air)
0 _M‘ e ‘ﬁ& J A A
500 - ® Mg.Si
: | | | | JCPDS35-0773
-1000
-1500 : T T T T T T 1
10 30 40 50 60 70 80
26 (deg)

gﬂﬁ' 4.1 1598379 XRD 993 Mg,Si
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nnsessundnuunii@oudaled (Mg,S) Mesuffse1veuds (solid state
reaction method) fn‘anmnﬁ 650 pemwalda wazilUimswilassadreadnainiaios
XRD wmwanwmumsmﬂgnwwaammqmunu 650 DeAwaTya uanwm:sﬂuwms
\deavuiiaenndostuyatayauinsgiu JCPDS vaneiay 35-0773 Usqngwwnmamwu
20 =24.2,281,40.1,47.4,49.7, 58.1, 72.9 aqm'[muwm'mamwumwummqnusﬂuw
mstamvuusaawn'u"lwmauammmwaamsuunuwama‘lﬁﬂ Mg;Si

-NmnnsNa"mu"lm'mmn'mam|.'uuwmmusﬂuuumﬂammu'uaq'qﬂ'uaua
mmsgﬂuﬂawwLmsaumsmmm}gn‘sawmu.'rN (solid state reaction method) "7
y358nAoTs el Mm@ nsaldulnegsrout v sEanSaw

o aa 4 ‘ o s =3 =
4.2 wansafndanau (s anunauieldiluansasdulumaviriaqmesludianuin
4.2.1 wan13enadana (Si0) nunau
nnszuaumsennavasiiaulvieg humw e ilagananmsassaunala

framsaneluil

F15199 4.2 Lanedn e RANTIFIINNSIILNAY

AU o o RUBLUR YN
(@) L (hrs) : i
1 100 1 Taifinswasuudas

o

o
=

2 200 1 SRRIENT
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gunqil

VIan

anu WUBA sUNIW
(@) (hrs) R :
3 300 1 den
e\ o -
4 400 1 FMloaldun
- < : Ao fidvdydu
oy
dumiidinageun
6 600 1

wailimenaUs Uy
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AU Re i ULIEN sUnMm
© this) K 3
7 700 1 du
8 800 1 dum
9 900 1 dvuioanidon
10 1000 1 duiiloasidun




a o a o a 1
M99 4.3 LLﬂﬂ\’ﬂ'l'ianEJuuUﬁQ'UﬂiLkﬂﬂU“a‘ﬂﬂqimqﬂqmﬂﬂgum'}ﬁ‘]
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m‘SLmu.na*u'lumﬂ1ﬂﬁuﬁ%zﬁmv‘h’lﬁﬂuLﬁﬁﬁ‘mﬁw wagnuamvnﬁlum'nmmﬂ
Gansnedl 42 was m9 4.3 eeuansdaiminiimeluuadifinnnnsmunauiigamgd
srequdsarnmsin Taglussia 4.3 Tudauiustsuansfaunaulutavdsududviouasyil
ﬂ'ﬁaa'\ﬂwﬂﬂ"lu'mqmﬂnu 600-1000 BF
AAAIINANTIT 4.3 %*Laan'lwnauqmwnu 800 'é?’msun’rsm‘SEJu'mmwa'iaLaﬂmn 'va
gounnil 800 B3P um‘sacytiwmmanuawammammmuuna'ummwamwnu 600-1000 ¥

Weight (g) Weight loss
Time (hrs) | Temp. (@) Colour
Before After (%)
100 10 10 0 Gold-Yellow
200 10 10 0 Brown
300 10 4.48 55.20% Black
400 10 1.9 819% Black
; 500 10 1.89 81.10% Grey
White
White
White
White
White

L'lJﬁEJULﬁUﬂ‘U"I'JLﬁlIE]uﬂU IﬂU?l'mqiﬂ']tﬂiﬁ“‘%ﬂﬂi\'lﬁ'i'lﬁﬂ‘aﬂﬂ']EJﬂﬁ']Lﬂ‘i']"‘b’! XRD QQD\BMLU'U

Nan153m XRD Yasunau

1000 -
o
800
Tmum.... 1000C
O el e
S 5004 900C
8
> 00 hea e 800C
£ 300+ oL
2z W
€ 200 700C
00 P
i 600C
0 -
-100 -
-200 T T T T 1
10 30 40 60 70 80
20 (deg)

5U# 4.2 Tasead1e XRD 181 silica wigamgisaqemuiioulumumsed 4.3
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mamsmsauuﬂaumeamwnumaﬁ]muwaul'ummm wililagand (SI0,) uaz
m"lml':m'swvw'Iﬂsqaﬂawanmnmsm XRD mwmwanuanvmviﬂuwmﬂamww
aonAaInu Sio, Ui']ﬂgwwumamwu 2= 6.3, 6.7, 10.3 uay 12.1 aqﬂﬂmawrmmamwu
YNVINWI‘NﬂUiﬂLL‘UUﬂ’ITI.ﬂEJ’JLU‘lJ‘NEILSﬂYiWa""UIN'QWUE]U&)J’IW?WU JCPDS wnuiav 45-0112
-u\mﬂﬂﬂwwmuavaammmmwanﬁlmusﬂuvuL{‘Juuuuaé’mﬁm (amorphous) 1a81nN"3
meqmmnmanuw 600, 700, 800, 900 uaz 1000 dsmaidea LuivinlviiavewesdianT
(SiO,) wan@fuNINAUNINTN wmminaﬁ\ﬂmﬂmﬂmLmau'namwnmwmﬂum'lw
Tassadwvendnidsuuvadiuannidu

d oa -
4.2.2 wansasudanuluddnou
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Preparation and Characterization of Silicon from Rice Hulls
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Abstract

High purity silica can be prepared by reflux raw rice hulls m 1 N HCI for 45 minutes first, then
pyrolyzed at 650°C for 3 hours in O, atmoesphere. The obtained white ash was examined by XRD showing a
broad peak of amorphous silica at 2 theta = 22 degree. Silicon can be prepared by metallothermal reduction
of pure silica at 650°C in Ar atmosphere for 1-3 hours, using magnesium (99% purity) as a reducing agent.
High purity silicon (99.98 %) can be obtained by subsequently washing the as-reduced silica with HCL:
H,0 and HF: H,0 solutions. The results from XRD pattems and Raman spectra indicated that the obtained
brownish powder was polycrystalline silicon. The impurity concentrations in the silicon was analyzed by
ICPAES. The morphology of the powder was revealed by SEM showing porosity due to acid leach.

Key words: Silicon. Rice hulls, Preparation. Characterization.

Introduction

Silicon of various grades. depending on its
purity. can be prepared by several methods.
Metallurgical grade silicon (MG - Si) of ca. 98%
purity has generally been prepared by carbothermal
reduction of quartz (S10;) in electric arc furnace at
a high temperature of 1900°C O Mara, ef al.
(1990) and thermal decomposition of leached rice
hulls using metals such as Mg. Ca, Ba, and Al ete.
as reducing agents.® * ¥ High purity polycrystalline
silicon for solar cell and semiconductor device can
be produced by further purification of MG — Si
using Siemens process (Siemens and Halske, DT
1102117, 1954 and DT 1140549, 1954) and Ethyl
process (Ethyl Crop.. EP — A 0112151Al. 1984).
The purpose of this study was to prepare, and
characterize, pure silicon from raw gice hulls
(RRH) using Mg as reducing agent in the reduction
process of pure silica. obtained by the pyrolysis of
RRH. in the inert atmosphere of argon. The
structure of the samples was examined by X - ray
of silicon was studied by SEM, and some trace
elements in the sample were analyzed by Inductively
Coupled Plasma Atomic Emussion Spectroscopy
(ICPAES).

Materials and Experimental Procedures
Rice Hulls Purification

Straw, ¢lay particles and materials other than
the rice hulls were singled out. Rice hulls were
thoronghly washed at least 3 times using distilled
water and dned in an oven. A portion of RRH was
refluxed in 1 N HCI1 (AR grade) for 45 nunutes.
The acid leached RRH was rinsed with distilled
water until neutrality (measured by using pH
meter) was obtamed. It was dried in the oven and
kept for further silica preparation.

Preparation of High Purity Silica

The acid-treated RRH was pyrolyzed in O,
in a box fumace (Lenton fumace, UK) at 650°C for
3 hours The obtamed white ash of whisker structure
was analyzed by X - ray diffraction (XRD) using
CuK, radiation with A = 0.15418 nm (PW3710
mpd control. The Netherlands). The purity of silica
was measured by X-ray fluorescence ( XRF).

Silicon Preparation

Metallothermal reduction process was employed
for the preparation of silicon. Stoichiometric amounts



of silica and Mg powder (Riedel — de Haén. 99%)
which equal 6.1800 g of silica and 5.0000 g of Mg
were homogeneously ground to obtained fine powder
using agate mortar. The mixture was pyrolyzed in a
tube furnace (Lenton furmnace, UK) in Ar flow
(2 V) at 650°C for 1. 2. and 3 hours. respectively.
A portion of the obtained brownish powder (as -
reduced silica) was analyzed by XRD and
subsequently washed with HCIl: H,O and HF: H;O.
Ths is the leachmg procedure adapted from Amick
(1982) and Hunt. er al. (1984) - illustrated in Table
2. - to remove Mg. MgO and unreacted SiO;. The
acid-treated brownish powder was examined again
by XRD and Raman spectroscopy. Quantitative elemental
analysis of silicon was performed using ICPAES.

Results and Discussion

Figure 1 shows the XRD pattern of pure
silica prepared from acid-treated RRH with a broad
peak at 28 ~ 22 degree which indicates the amosphous
form. Table | shows impuwity concentrations i prepared
silica and its purity was found to be 99.330%.

v v ™ T T g
" m a W o - ] b
2Fhala

Figure 1. XRD pattemn of pure silica prepared from
acid-treated RRH.

Table 1. Impurity concentrations in prepared silica

Impurity Concentrations(wt%)
K 0.008
Al 0.130
Mn 0.006
Fe 0.007
Cu 0.010
Ti 0.002
Na ND
Mg ND
Ca 0.036
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The XRD pattemns of as — reduced silica
using Mg in Ar at 650°C for 1. 2 and 3 hours are
shown in Figure 2 (a)-(c) respectively. The XRD
pattems of leached powder according to the
procedure in Table 2 are shown in Figure 3 (a)-(c)
for samples prepared at 1. 2 and 3 hous,
respectively. Figure 2 (a) — (c) exhibits clearly that
the as — reduced silica contains Mg. MgO. Mg:Si.
Si and other unknown compounds of magnesium
orthosilicate. Most of these peaks can be reduced
after leaching in HCl and HF solutions as
obviously seen in Figure 3 (a) — (¢).

200 4

(a) 1 hr.

(c) 3 hrs.

5 1000 i :
5004 & H }, 1 = [
¥ |z H
- TN R TR T
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Figure 2. XRD patterns of as-reduced silica in Ar at
650°C. (a) 1 hr. (b) 2 hrs. and (c) 3 hus. Unknown
peaks labeled by *.
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Table 2. Conditions and procedures used for leaching Raman peak of prepared sample at 650°C
as-reduced silica powder. for 3 hours in Ar, as shown in Figure 4, materializes
at the same wave number (519.728 cmi™) as standard Si.
Ratio Temperatur(*C) i
Leaching | o ppion | by "‘"_b" and leaching time o
e s volume | ¢ (min) 20 —s
3 13 j T T "
1 5804
HF  H0 | | 15 Room temp. 10 mun 20
HGO RO | 12 I Room temp. 10 by
2 2204
I HF HO 1:2 5 Room temp_ 10 m2n 1 - e
% i, ke =
HO H0 T1 30 5= 5°C 15 min 420+ L = ke
3 a0
HF : H:0 11 30 95% 5°C 15mn sy R P PR P S A
Figure 4. Raman spectra of standard Si and prepared S1.
m] (a)1hr. Impurity concentrations in silicon analyzed
by ICPAES technique are listed in Table 3. The
0 impurity in MG — 81 is also given in this table for
. : COMmPArison.
100¢ 4
8 i Table 3. Impurnty concentrations in prepared Si with
1 : comparison to those in MG - Si.
I W~ S i
Coucentrations (ppm)
" = = - L] ® » Ly i 4 MG - Si Prepared | Prepared | Prepared
g Si(lhr) | Si@hrs) | Si(hrs) |
1 (b) 2 hrs.; al 15004000 | 408 298 339
2008+ Fe 2000-3000 059 006 ND
= Ca 100-400 0.36 059 323
£ Ni 100-400 ND 204 ND
S 100G 4
‘ : Mn 100-400 1048 4042 4242
- > l { Mg 100-400 1267 224 188
. iy A Cu 2040 1248 199 ND
T z::.;. AYEAY Cr 100-400 55.39 12226 | 1327
5 ) 3hrs. Ti 100400 5289 15319 | 10878
c) 3 hrs. : :
2000 4 Note: ND = not detectable
1500 ] 1 As can be seenin Table 3, the impurities in
¢ prepared Si were less than those in MG - Si due to
B 2 the purer starting materials used. Generally in the
. conventional silicon preparation (MG-S1) the materials
- § used are unpunfied sand. chopped wood and graplute
fi] -, i electrodes. yielding a product of lower punty.
e
o et z,,':u b sl SEM micrograph of prepared Si is shown

in Figure 5. Porosity of large grain size of Si can be
Figure 3. XRD patterns of acid-treated as-reduced
silica in HCI:H,O and HF:H,O solutions.
(a) 1 hr. (b) 2 hrs. and (c) 3 hrs.



observed due to the etching by acid used for
removing the resulting MgO. magnesiun orthosilicate
and unreacted Si0;.

Figure 5. SEM mucrograph of prepared Si.

Conclusions

High purity silica ($i0z) can be prepared
by reflux RRH in 1N HCI for 45 munutes first, then
pyrolyzed at 650°C for 3 hours m O;. This silica
was further used as a starting material for silicon
(Si) preparation by metallothermal reduction
process, using Mg as a reducing agenf, in Ar
atmosphere at 650°C for 1, 2 and 3 hours,
respectively. The obtamned Si was analyzed by
XRD and found to be polyerystalline S1 as also
confirmed by Raman spectra. ICPAES analysis
confirmed metallic unpurities such as Al Fe, Ca,
Ni, Mn, Mg, Cu, Cr and Ti  in the fotal range of
145 — 325 wt.ppm. The punty of silicon extracted
from acid-treated RRH 15 99.98 %. The punty can
be improved by using higher punity raw materials
used in the reduction process. Ar is expected to
prevent oxygen (O;) in air to react with the mixture
of starting materials. In addition, the extracted Si
from RRH 1s pure enough to be further purified
and used as a starting material for the production of
solar cell grade and senuconductor grade silicon.
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Abstract

Magnestum silicide (Mg Si) is a promising for thermoelectric materials due to display a high performance for thermoelectric power generation with ZT
0.9 at operation temper 0 K. This work, Mg,Si compound » repared from starting pow
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