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Abstract

This special project is the study of the adsorption of heavy metal of Nickel
cyclotetraphosphate by  precipitation technique and solid combustion. Nickel chloride
(Ni(I)C1,-6H,0) and Phosphoric acid (85 % wiw, H,PO,) was prepared for the precipitation
technique,  and Nickel  carbonate (NiCO,2Ni(OH),) and Ammonium hydrogen phosphate
((NH,),HPO,) for the solid combustion technique. The study goes on to examine the behavior of heat
by using the Thermo Gravimetric Analysis (TGA). The purposes of this study include determining
the fundamental oscillation of the catalysis, the morphology of the catalysis, and the crystalline and
amorphous by using the Fourier Transform Infrared Speetroscopy (FTIR), Scanning Electron
Microscopy (SEM), and X-Ray Diffraction, respectively. The TGA revealed that the temperature of
calcine for suitable for the synthesis of Nickel cyclotetraphosphate ranges from 550°C (combustion)
to 700°C (solid combustion). The FTIR showed 2 vibration bases, which are HPOf- and H,0O. The
XRD peaked at the position of Ni,P,O,, , which is the standard. Lastly, the SEM result showed that

the crystal has two different structure. sphere and platelet.

Keywords : Methylene blue, Nickel cyclotetraphosphate, precipitation technique, solid combustion
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2.5.4 Scanning Electron Microscopy (SEM)[10]
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2.5.5 UV-VIS Spectrophotometer (UV-VIS) [11]

< A A o ) '
UV-VIS  Spectrophotometer hweseadlenldlunmsasiniadsnanaaazan

"
1 =4

intensity 145 9TYIURTIWTIVIANZgRIUNTOYNgAnaY Tagdiat1esn ey lunToile

w o

TasfinnuenaduuasaziianuduiusivlSunauasyiavesasnegludiodin dedaulunjoe

=)

o a o a g a A o = 1 A
Wuasounsy ETTJ"IJ‘;T%ﬂFJ‘]JL“]N“liE)uLm:iﬁﬁﬂuuﬂiﬂﬂﬁﬂﬂﬁﬂE}ﬂﬂauuﬁﬂu‘]ﬁ]ﬂﬂ’ﬂllUTJﬂﬁ“L!

L z:?l 9
wanidla

=)

Auauia lumsganauudwesansile Tuanavesdaogegnaiedleudand

@

o q 9a g a & Y el v q &
wasminzauazi lodnasouneluszaeunamsganauuaudu/asuanius logluau
hflszaundsnuganiudenims falsnavesaafiduniedznouinnndiedafisununea
VINUHEIRIANANE1INAUAIAIAINNGUEY Beer-Lambert A1A13AANAUIAY (absorbance)

o w9 e [=) @ :) =] 3y 5] ‘:’f =
yosgsvznlsAuiusuau Tuanaidmsganiuues duiudeansa lanatiaiiluszyaiianag

Phinavesansann iflegludediald

TulsEneUYDUATEI UV-VIS Spectrophotometer

£y

pethdpyl] S W0 2 | &
1. unaeruiaugauraanutaua lasosmln Ing I Indinodvzaos

Yo 1 A Ay 1 ' A ) 3’; = 9/ =i
19597 lugeanueaauiaeamisdnoiie wwazAInaaoaaal 32NNANUINLAININHY

Y o a - - A P [ 2 Y A ] )

fw  waspfudauas - Inawriamuanuernautasinlasesnu  Aeudonldligndea
minzaufuvounaIminniamganauas Medaunaiiuiiaues 133 UV ldnaea H, and
D, lamp TiauIndueyglugiu 160-380 nm wiavesaalnsalnil UV molecular absorption
1Az visible 19Maoa Tungsten/halogen I A1ME1IAU TUF29 240-2,500 nm wHavoIaln Ty

salatiuuuy UVivisible/near-IR molecular absorption

1 g I~ 1 - o El
2. Monochromator @autssneuiiud i ldniuguueas Tasazrin v
| o A X =~ = = = ! =]
waefeennninauduianas  Faduwedlaswan  MWduoealuluTaswdn  Failuuounas

1 ¥
uAve HIelanueaauRed 1iiawes(nszand) USFu (prism) 30 IN5ARAI (grating)

felq @ | Selq 1 w '
3. 1adn [ UIIgEIsazaIeRId1usadn la@1InIee1  (cell  sample)

g I ~ o W l { o v
V19ATI010F 0T AN (cuvettes) JUiuuildiuia ) Idunmadnvhaleudisssua vz ldld

3
= e =3

' = U =] ) aa d
mwgyimida mziloudsssuamgnaanauuasluregd 18 iadiidiedan uasniedag

¥
@ 1 =

(quartz) 19 ldaaeginazifiia



29

o 9 - Y] 3 @ ot =l
4. DCtCC‘[OJ"V]'l‘}‘TH'W]Lluﬂ'l‘i']ﬂﬂ’ﬂll!ﬂ]wmeﬂiQfﬁ’]Qﬂ@ﬂﬂﬁuiﬂﬂﬂ’]ﬂlﬂﬁi

o A w oA o (9 A v o Ay = v = Y (a
Wa\iﬂr]uﬂaU'i\jﬁlﬂuwaQ:”ule\hLﬂﬁ@qq’]i?ﬂﬂﬂﬂfyiy']mEﬂﬂ@ﬂ\ﬁJﬁﬂTW]ﬁlﬁ\j ﬂaLLNﬂﬁiﬂleﬂaﬂg

i
o a A @

e_»: o o o W ! | o
wavu lidndes faunsaaseiudyaaniuuanmald s estaudaiidaioutueyludogiiy
do vaea v Tnafnaieiees (photomultiplier tube, PMT) Haziniossauawiindanenlalon

(silicon diode detector)

oJD
e
==p.
b
Se
(a2)]
&

2.631198NINEN

=)

wAduug wie Adew [12] s ldlduaiwedia ey Flunseay msdeuddde

U

9 & a4 9 as

w o ' o [V '
wisvudnd vioudnsziamsindeunsyay wituuiauugee ildafumseousudnmilsmsiz

A P= <] =Y 2A s 9 [ = A o =3 o 3 a
luﬂ\‘li]'lﬂ?UﬂTliJLl[UWH‘JJ'Iﬂclf\'iﬂﬂ'ﬂﬁéwﬁﬂuﬂﬂﬂﬂﬂﬁﬂ ‘FI LiJE)iJﬂTi'Q:ﬂﬂﬂJﬂi]L‘W"lcl"l"ilﬂﬂﬂ"lﬂ'lﬁ

1 ] o g/ ') a a a 4 3/ = 1Y w =Y a =Y =
AN U ﬂﬂ‘ﬂﬂ']‘imu‘llﬂdﬂ'ﬂﬂwﬂﬂﬂﬂ Lﬂﬂﬂ']ﬂ'l'iﬂﬁuhlﬂ (IR} llﬂﬂ'l'i‘llcluﬂ'EM'IWWNWHLﬂNII‘lJﬂ

[ o g/ s =T | = & A o o o ac £
pndwaindinld Tasnisgadugniludnmudonnileibwnlylumsivamituug mseld

Aunuar  azadnlumsduiiunsuagmunzaunumiauug  uatedinwulyuiFesmi it

o e

= w1 A a =2 = ar o o @ = [l
neIny aawmwauswmgqmuw ‘iNlJﬂ'l'il'l]flﬂuﬁ’lﬂﬂ“ﬁ‘llhﬂﬂuﬂ]iﬂﬂ“ﬁ‘llllﬁ‘l]“]ﬂll']ﬁ U N3

9/ el & " =)
19 puanise Bos1 @MY LAZVDUTININITINEAT

o

33ums gnsefun uazane (2005) [13]1dMmsanuins ldunaudaudl sl §isedu

a

nsa Tuasn w14l dgeduddouumnauug wanismaasanyi msiunmdudus udy

A o w A & o
uazguuglddeuumanuglnai ldnnuamsalumsgaduiinin TeTamouvesnisgadu

U

Anvnnuuusiasuaaiissuasvsuady nuhdeandestunuuaumsiguadsuinniwauiies
o 4 [ 1 | ! P o
TuhpiudunadeunngaamnssudendonTasdau IngaziudymluGeninde exmmde
&4 = Yoa o A et o
wiomnveudvgaavnssy Jywnindoduisesiianuddyiusdanndmiugammnssy
9/ A c! o 9 = ] ] Y a
Wendouiteaniniinansznuiiinnlasmmzyuruiiogsous Issnu msddesinduan

a [

gadmnssimlendonasgunanhinsisas Taglifimnidadeuii wdelfifedihufveves

'
a [

0 = w d-d'd ! ’GJ A lﬁ' 1 1 ]

Y uaﬂmﬂuuﬁmﬂwuangm&m%maumwmﬁ& Y ﬂwmﬁﬂ@ghtmmm Tﬂﬂmi
g a ¥ a ' =) v =2 d & A o 9

ﬁﬂﬂ’ﬂlltﬂuWH‘UEQH‘]LﬁUﬂBHﬂﬂBUﬂ@ﬂq’ﬁﬁlﬂﬂﬁﬂ‘“ %atﬂuummaﬁuamzaﬂmmﬁumwa

sen I Tsanunuguu Tagsou



30

(=}
UNn 3

MSAUHUIIUIVY

3.1 mni

1.iinAamsueiua (NiCO, 2Ni(OH),) Lobachemie (AR)
2. uowTwiilon la Tasmuloaiva (NH,),HPO,) Merck kgaa (ACS)
3. iniianae 154 (Ni(I)Cl,*6H,0)Lobachemic (AR)
4. nsavealesn (85 % w/w, H,PO,) Mallinckrodt baker (ACS)
5. Tcm?wu"laﬂsaﬂ"lmﬁ (5.0 M NaOH) Carlo erba reagent (ACS)
1 v
6. Ulsrnn leoeu (Deionized water)

7. 41508 1UN AUV (Methylene blue) Fluka analytical

d A A
3.2 gUnsammazinsede

A £

1. YAIATBINAD

2. IATDIHININALIDUA 4 AUKUI(AND) GR-200 UTEN A&D company Yszina1ju

3. 179914 N2Y (Stirrer)

A a o '

4. 195999 NWIUNTA-A9 (pH meter)

5. 1ATDINTOULVAAANYAU (Ultrafiltration) Model WI-20 Serial no. 1YS94S 1131n
SIBATA Uszimadiu

6.N52AIYNTON (Filter paper) Whatman No.42 UIUN Advance Toyo Kaisha,Ltd. Uszing

i
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7. 19191 (Oven) Serial no.8 502.0552 138" MEMMERT yszimai1u
8. 1911W1 (Furnance) Controller B 170 UTHN Nabertherml52IMagosiiy
&
9. TngANNLAU (Desiccator)
10. 1A 00 ALTIA
4 '
11. 150381
A = 4 el g Y a e g
12, lﬂﬁ‘ﬂﬁ’)tﬂi’lx'ﬂﬂ'l‘ilﬂflfmli‘ljﬁ\ﬂu'lﬂuﬂ‘llﬂﬁﬁ’liiﬂﬂﬂTﬁﬂﬂmﬁMUﬂﬂ’Nﬂ'ﬂﬂiﬂu
(Thermo gravimetric Analysis, TGA)USH™ Perkin Elmer instruments ;'u Pyris 1
13. 19304n329 305 Iagszuuaunisa (Fourier Transform Infrared Spectroscopy, FT-IR)
131N Perkin Elmer model ~ Spectrum GX
1 EY
14, 1ATB4NATIEN M 300U TS (X-ray Diffraction, XRD)US " BRUCKER
AG 74 D8 ADVANCE
15. ﬂﬁ’mi;tmssﬁﬁ%nﬁﬂmammuﬁmmm (Scanning Electron Microscopy, SEM)
U3HN LEO §U LEO 1455VP

16. 1N3897A maganﬁmm (UV-VIS Spectrophotometer) Thermo scientific genesis 10s

uv-vis spectrophotometer
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3.3.1 MINIENALITMIANAZNOY (Precipitation)
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3.4 mMInsvaauenanb (Characterization)
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UNT 4

pansnaaeatazedUsiena

Tumsissouiinfa leTnamaszwoaina (Nickel Cyclotetraphosphate , Ni,P,0,,) 1ag

Qd 5 ast o y . &2 d ada o

EMIANALNBU(Precipitation) HALITNTIHIVDAULTI(Solid combustion) FUTUITRIGIALTIAG?

¥ '

Tuunit Idinauenamsnaasan ldanmswssuiinhales Inawmaseoama (Nickel

. = a e o s A o MY Y wa

Cyclotetraphosphate, Ni,P,0,,) saudananisigasienanyaivesasidunsignld 1dun auia

4 d‘ %‘ o s [- V=Y
nANuTeudIAI 0 N s asulanimiin TaverduauiAasn1anuT o1 (Thermo
4 4 Y

gravimetric  Analysis, TGA) Insdaisiayesdlsznovves luanaduinieansnina1sseive
= o = = .

au‘vﬁmmzauum‘%rf’luu35mmﬁﬁ'wszuuauﬂ‘smﬂ(Founer Transform Infrared Spectroscopy,

1 3 4 2

FT-IR)  IATIa5 MHANAI8IAT0aM TR0V IHONG(X-ray Diffract meter, XRD) 1a¥ng
ar a ~ d )

Gl‘i’Ji)ﬁE]‘]Jffﬂ.lﬂﬂJ’mﬂWﬁ?Hﬂgﬂdi}a‘nﬁsﬁﬁaLaﬂﬂ‘iﬂulLUﬂﬁﬂﬂﬂi'lﬂ(Scanning Electron Microscopy,

¥
SEM) IﬂE’JiJ‘i’thﬂSﬁLE]fJﬂﬂ'liJﬁ'lﬂUﬂﬂﬂBul‘]J'ﬁ

4.1 #aN15tA38% (Synthesis results)

5

3 '

M9es suasdmsu Iasanudtei e lFlumaTsuiinmha ls Tnamaszweama
. ~ ant a = 5
(Nickel Cyclotetraphosphate, Ni,P,0,,) Ilagldibiasen 2 35 Ao 35Msw1voauda(Solid

y ad AN 5 = Fl o ~ A = Y o 1
combustion) me‘ﬁm‘mﬂ%xﬂﬂu(Prempltat:on) v]fﬂ“]f?nsmummﬂm 4.1 1UBIRTUULAIUINIFIY

H a 0 w =~ ) =y a

NszUIUMIENNgUHYN 550 uaz 700 eruaEEaAINAIAY (Dua1 3 #2Tu vz 1@Tinina Loy

TnamaszWomua (Nickel Cyclotetraphosphate, Ni,P,0,,)

35m5env0389(Solid Combustion)

Calcination 550 °C
2NiCO3‘2Ni(OH)2'4HZO + 12(NH),HPO, ———> 3Ni,P,0,,+ 2C0O+ 30H,0 +24NH, (4.1)

== e Z 5
1EN1IANAZNOU(Precipitation)

Ni(IDCI2*6H20 + H,PO, ———> Ni(IDHPO,*3H,0(s) + 3H,0 + 2CI+ 2H (4.2)
Calcination 700 °C
Ni(IHPO,*3H,0(s) —> Ni,P,0,,(s) +H,0(g) (4.3)

ANI(INCI2°6H,0 + 4H,PO, —> Ni,P,0,,(s) + 16H,0(g) +4CI + 12H" (4.4)
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M3190 4.1 maaasasaiin ldlumsessuiinha ly Tnamasyeaiaip,0,,)

as Qs o 2‘4 9 1

AFMTAUATIZH A15AINY uvaaeawa

Solid combustion NiCO,*Ni(OH,)*H,0 (NH,),HPO,
Precipitation Ni(ID)Cl,"6H,0 H,PO,

nnmsissuiindalelnamaseaaNip,0,) agnan lddanisiei 4.2

M15719% 4.2 asnuaadiinauasiesavanan (Yyield) veatnima ly lnamaseeanai 14

a, o
INMTIEI BUAIEIT AT YD (Solid combustion) LLaZN1TANASNOU (Precipitation)

as po— a 4 a ¥ w o 3 a 5
M3 AR Winminmu Wi 1de3 % yield
NOuq (N5Y) (n3w)
Solid combustion Ni,P,0,, 4.9406 4.4380 89.8272
-y ¥ A 9
Precipitation Nildasamuiiaeens

PINMITNN 42 wudesazrandnvesiinfaly Taamszeaan ldvinnswsoudae
a o | a ! =y 3’:
ANV (Solid combustion) 13p8azHaNan15Z11M89.82728 10 19MAvInTUnouluAS

A v a 1y | = 5 ; o Y a
naaoandana hisosazwandn ladosnnTuniangu s luvussuveamawnms ez hiina
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) a oo ~ ad ! a
msgdvasHaatas hhnnuazuenainiimsmugugurgiininase’ ovas voanandnday
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?f’JLIﬂ1ilﬂiﬂuﬁﬁﬂ’lﬁﬂ1ﬁﬂﬂﬂ$ﬂﬂu (Precipitationﬂu‘ﬂuﬂﬂuﬁJ@\iﬂ'liﬂ'if)xié’"h?ﬂzﬂﬂuuuﬂ%ﬁ@ﬂg'lﬂ
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1 ¥
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(¥ d a
4.2 wi:lm5m:mframanaﬂymmmmﬁﬁaﬂmﬂuﬂﬁiuq (Characteristic materials and

Identification method)

TaunAaoUANUANIANINTOUAINATIA Thermo gravimetric Analysis(TGA) #3399
sUuumsduvesTuanande lesouiiiuesdssnoumelulnssadredremniin Fourier
Transform Infrared Spectrometer(FT-IR) A333eaULaz AT 1M Insaasavesms laeldinailn X-
ray Diffraction(XRD) mazasdnaeudagminsuitequinasymaiiumaiingatiolasldndes

qamsﬁﬁuuuﬁmﬂsm Scanning Electron Microscope(SEM)

4.2.1 msfnpmsaaadimannuioulagmaiia Thermo gravimetric Analysis (TGA)

MIARBINGANTTNNINNNTBURIBmaTiames Tuns AunInozut lada
Thermogravimetric  Analysis  (TGA) wildmaumanuadesnimnennudon  uagms
WasunlasTnssadeTastoyamsinmdina i 1 umssnuagisgamgilums
una lniuea NiCO, 2Ni(OH), 4H,0

Faimsgquidodmine 4 d1afesei 1 afigamgisendne 50 - 95 - ms
godnhmminlssnadosa 0033 FahazRannmsaaredivodlanonTudion laTasiou
Homaaaauns (4.5) uag (4.6)

2(NH,),HPO, ——> 2NH,H,PO, +2NH, (4.5)

2NH,H,PO, ———> 2H,PO, + 2NH, (4.6)

$rait 2 (Aefigungisznin 95-155°c nsgudnimindsznadosns
0.1078 Fariwzfinamninms amesvesiinfamivemaloasen e draums 4.7)

NiCO,*2Ni(OH), —> 3NiO + CO, +H,0 4.7)

[l
' =

= { = 1 %’ s
%9 3 Aefigungiisening 155-245°C Imsgaydedmindszinniovas

& a a

° aaa ' a  ow o o
0.1810  Fudnzdinamnnmaiannmsvinlfiseszninnsaleareiniunetijeseen lud

Fuilundasuain 1dunaunsi (4.8)

3NiO + 3H,PO, —> 3NiHPO, +3H,0 (4.8)
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$297 4 (Anfig uNisEHIN 245-455°C Fahazdumsiia Ni,p,0 Aaaums
(4.1)

2NiCO,"2Ni(OH),"4H,0 + 12(NH,),HPO —>3Ni,P,0,,+ 2CO, + 30H,0 + 24NH,  (4.1)
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fieron1dnniTmsmueands (Solid combustion)
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P a 1 g
ajlldhdeumgungi 390-450°C ¥l Tavz 1 Ni,p,0
= 9/ 3 a o A oy a
MIANBINGANTTUNNANNTOUAIBINATIAMES TunT1 AT nozuT lade
Thermogravimetric  Analysis  (TGA)  3zmI¥nsiumanuadesnmniaanuieuuasms

nlaoulaslnseareTaedeyansanmdananoninnldlumsmmuayiguugilumsuna

l H 1 1 1 { =) dl. = 1
lanuea Ni(INCly 6H20 daiimsgapdeimineg 3 92afenaei 1 ifangungiszning
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¥ . 1 = g 1 {

10-400 ‘Clmsgapdoinmiiniszanndesas 0.2312 #9119217AN15 desorption WBINAN 299
{ ¥ v 1 =

2 iinfigaungiiszning 400-600°clmsgydnitmindszumissaz 0.1147 Fuhaziianams

1 { a { ~ 1 2 s

dehydration Y84 Ni,HPO,"3H,0 %33%1 3 ifafiguugiszning 600-900°CHmsgauduiimiin

Uszummdosas 0.1177 Faurwzdlumsiia NLP,O Aauns (4.1)
2412

2NiCO,*2Ni(OH),*4H,0 + 12(NH,),HPO, —3> 3Ni,P,0,, + 2CO,+ 30H,0 + 24NH, (4.1)
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o d i HIJ =
4.2.2 Nnmsmmﬁaumnaﬂymﬁugmmaammummmﬂﬂﬂmﬂuﬂ Fourier Transform
Infrared Spectrometer (FT-IR)
anlnns1 FTIR veaiinfialsTnsinasswema (Ni,P,0,,) inansdsgiil 4.3 uq
o 4 d & 4 oA g & H
mstuungluuymsduesnitlu 2 Augiumsdu fe guuumsau wugvesluanai Ty

g A B
Insawdn(H,0) tazgluuumsduiugiuveses Inoaaueulessu (P0,") Fvzwumsdana
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. Y 4 r B C i
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1 a . a 4 o
n138ANA(Stretching) Yoany lansenda uaz Ni,P,0,, Aunum@uniy 104337 11ums Inweuuy
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wernadag Uit 4.4 Anifa'leTasureaiaNLHPO,31,0 ) niisgtuvumsdusendu 2 gy
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dmfugdunumsduvesiinda lyInsmassWeamaNip,0,) R NEREETER
o - o o
TnssadraduleTasmasevoamanoulosou (p,0,") dzuanuondnusimsdufie nsdana
wuv ldaunas (asymmetric stretching)U®3d PO, U@y POP ﬂ'liﬁﬂ‘ﬂﬂLLlJ‘UﬁIJiJW]‘i(asymmetric
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2 d o [ a 1 (v d
4.2.3 ﬂ]i?!ﬂi1$ﬂﬁﬂym$ﬂaﬂ1m$ﬂﬂmﬂ'IHﬁ'JEJL‘I‘IﬂHﬂﬂ']?[ﬁU'J!UHSdﬁ’!aﬂ“ﬂ (XRD)

a & [ o . . . <] o | s

IMATANS AU UV ITDNS (X-ray Diffraction technique) Humatinfio1de

w & a o s &L o A A dgwa 4 ¢ da

wanms@envuLazMsnszilvess mendmeluiledng  insesllenldnaniousndisdan

a 4 4 o | a I'd a

usnladimes (X-ray Diffractometer) tiorhansiesonldundiaszd InseatanFouioudy

I a A 1 a <]
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" A A A o 1 v @ o ! L |

Combustion)  HiAsngidumualndifssnudumuavesnsinasgiu  fdnia lyTnamasy

Woamla(Nickel  Cyclotetraphosphate, ~ Ni,P,0,,)  uaza1inssouldninitnisanaznou

il a A = Y o Yd P o
(Precipitation) #ANUT1ngRMAMMULM GauaalimunTassasewantuuyedugiy
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2 Theta (degree)
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g‘ﬂ‘ﬂ 4.5 MIVATIEHANHUSHANUAEDTUTTUAILITMTDYAUUUIINLIDNDY (XRD)

a a { =1
yosininalaTnawaszeaaNiP,0,,) Miwson 1811n35n151H1989404 (Solid Combustion)

91317 4.5 TagazwuNANEN 2Theta I 14.597(-111),21.108(-112),25.508(-311),

28.41(310),30.026(-402),31.527(-313) 1taz43.473(-133) H9IndiRvanudoyauas§1uPDF# 862160
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103U 4.7 uermamsnfisuifieufinssnitinga ly Tnamaszeamanniinisen ()

A as : 1 [ ' o3| @
paza1s N ldnndsmsanaznou(b) ¥ limeunumwsizigy (o) Wuedugiu

4 o { 3 ' =Y a ' o 1 " : o a
u%mNa"ﬁ'lﬁ’mmmmmuaﬁw‘Hmsmmmuazmmmmm Crystallite size Hﬂlﬂﬁul."'ﬁ

{ a ] ' Y
Tnawaszeala(Ni,p,0,,)  1ldnnmawssndrsdsmsmvesuisvuaveninoz iauminy

82.7375+ 15.6839 W1 TUIUAT

A1519% 4.3 HAMIMUINANAAN TIN5 Va1 eI on Tanaanisien

Methods Systems a b c 1Y Average
(nm) (nm) (nm) (deg.) crystallite size + S.D,
(nm)
Combustion PDF#86-2160 11.61 8.218 9.826 11846
This work 11.62 8.229 9.829 118.47 82.7375 £ 15.6839
DIF This work-PDF 0.01 0.009 0.003 0.01

a d o LY (Y]
4.2.4 ﬂﬁ’]lﬂ‘ﬂ%‘ﬂﬁﬂﬂm$ﬁm§1uﬂlﬂdﬁ1ﬂu‘i$ﬂﬂgﬁﬂ]ﬂ (SEM)
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doans1a (SEM) Taviimsasiadeudnuaizwyi ldnadagl)
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Sigral A w SE1 Date # Feb 2014

Scanbperd s EMT® 150080  SgrelAeSE)  Date 8 Feb 2014
e Mags S00KX  Time 144033

W= @mm Mags 100KX  Tiwe 144320

Signal A = SE Date 12 Fob 2014
Mag® 1000KX  Tims 115058

A

Sigral A w SE1 Date 12 Fen 2014

Wos Bmm Muge SO0KX  Tiwa 116406

(c) (d)
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(a) AAULIY 1000 (111 (b) AIAIVLIY 5000 19171 (c) AIFIVEIY 5000 17 (d) FIFIVEIY 10000 (91

1ngUR 4.8 wunglsndugrinsuesingalalaamasswoama (Ni,p,0,,) Msiou

A =1 ” . ) < Y 1o
189103 Msnveade (Solid Combustion) Hanvuziuwdnnszoeegoaliiusudovuasii
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ScanSpesd ® 6 EHT = 15000 Date 12 Fob 2014
WO Time 121346

(b)

(c)

11 4.9 nmn1 SEM vesasiiwion 189103t nsenazneu (Precipitation)

(a) M@V 500 111 (b) MAIVEIY 5000 111 (c) A1AIVE 10000 (117

1ngUi 4.9 WuNFUsNFugIUINOVITITNATENINITMIANALNDY (Precipitation) )
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4.2.5 Namﬁlﬂi‘lzﬁwqaﬂi5Nﬂ1iﬂﬂ‘fﬁj( Analysis of adsorption behavior )

4.2.5.1M53A512AMIGANAUNES (UV-VIS)

9 o a

msAnEIMsganauLaIvesmsazawmiauugaleinina ly Tnamaszoma

4 ¥ 4 d [ =] ' 4
Fu1ATee UV-Vis Spectrophotometer Iasitinawiuanesuiioy (Blank) l9a1nueinauy

WA 660 W1 TUINAS

4.2.5.2 mm%’nnﬂvlmmgm (Standard Calibration Curve)
o v w d 1 Y g ' &
ﬂ'i'lﬂll'iﬂ'iﬁ'lﬂﬂjuﬂﬁllﬁﬂQﬂT]lJfT‘JJ'W‘L!ﬁ‘ixﬂ’]'lﬂﬂ'ﬂiﬂﬂlﬂ"uullﬂgﬂTﬂTﬁﬂﬂﬂﬁu
ad ar [V 4 1 Y g " =) A =1
HERVBITTASUUNAUUYANUAUNUTIEHINANUUNVULATAINTEANAUAAULTIVLY
o < Y = ad -1
aﬂym:nJuLﬁuﬂ‘mmﬁ:mﬂuﬂﬂﬂmmgmwumumu
aoa Fl) a 3 < w

1 m‘%wmsazawmwaauug l‘lTiJ‘U'In! 100 ppm ﬂﬁuﬂ?mmﬁ’mmﬂauiummﬂﬂ%mm5

100 ml

a a A 3,

¥V
2. hasaraeiiaduugimion latlamunnudududade Uil 05,1,1.5,2,25
o = 9 suJ )
ml tazlFudTimasaaotinauy
o A A w e A Y A
3. thasazaroiwiou 1a 1“].|’)ﬂﬂ"liﬂﬂﬂﬁmm'ﬁﬂ’.]ﬂl.ﬂ'im UV-VIS spectrophotometer Tay

I¥n1u1IAAY 660 nm

MINA 4.4 taasmmsganauuasianulndua g veuiad g

AN (ppm) AMNITGANAULE (Abs)
0 0.000
1 0.205
2 0.378
3 0.605
4 0.814
5 0.987
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A15199 4.5 MMIQANAUUAIVDIATATAIBNAAULY

WIah anududu (ppm) | AINITRANTAUNAA (Abs)
1 1 0.408
2 2 0.8204
3 3 1.2535
4 4 1.795
5 5 2.741

4.2.54 msfinnlelsmenmsgadiv
-~ o A ' w ad L Y o o w
vinmsnyfadeiiinanenisgaduveaniauug Taold Ni,p,0,itludgady
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werhdeyah ldanmsgaduriimsnu lo Tmmesuaeimsgedy Tagadansanuduwus
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A d 1w ' ] o ~
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§ o 4 a/ aa
M3197 4.6 Toyaninmsmiuiale TumeSuvesmsgadumFaunguuNi,P,0,

LU ] Vv g9 [
ANUVNUVUNOU mmwmmmmﬁ ﬂ']’]llﬁ’m’liﬂcluﬂ']‘i
- - y) log C, log q,

A% ; C, (ppm) WU ; C, (ppm) AN ; q (mg/g)
1 0.408 0.592 -0.38934 -0.2276783
2 0.8204 1.1796 -0.08597 0.07173476
3 12535 1.7465 0.098124 0.24216859
4 1.795 2.205 0.254064 | 0.34340859
5 2.741 2.259 0.437909 | 0.35391623
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0.2 e
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UNN 5

aguwamsIdeuazderananus
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5193 Ywamamen (Synthesis results)
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H 1
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(NH,),HPO, iwiseungmuall 550 aemusaidod 18 %yield = 89.8272 uagainismsanazneu

U

(Precipitation) 13 1d a5 nd0ans

o G a
5.2 a3UnamInIIae RN aNHIR I INIYNATAMNIIY (Characteristic materials

and Identification method)
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" ! a | a 1 1 a
pouTwiflonlaTasourealasien 2 iRafgungiisznan 125-150°C  Imsga@orinnin
Uszinmdosaz 0.1078 Foiwzlinamnoinms dawdvesinfamiveiun loason lvdaei 3
“a { = U = %} ar é )
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v
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HansuAneInas1984.Ni,HPO +3H,0uaz ining 1y Insinassemwa(Ni,P,0, )

wudelnast FTIR vesiniialalasmureamia (Ni,HPO, 3H,0 )i ldninmsiasondio3tnis

3 =

) M ; y J A 3 4
anAZNEN NNSBANA(Stretching) Yo NN 3319.35 em” Tasunuaauilsingiavaau
3 & ] | A \ A4 dd ¥ o A
3319.35 om” fleMsUANA (Stretching) oWy laasenda auounisganauiineIvesnumsta
1 3 5 3- a A = A
nauvy ldauuins (asymmetric stretching) 493 PO, HINODNIYUAOILUAD UaUNaYAAY
-1 A A -1 & o & .
1331.66 cm LDUVNRUADY 713.49 cm  LUAZLDULAVYAAU 507.56 L‘]JHﬂ"I‘iEJGWTﬂ(Stretchmg) U4
) ! 4 = a o =Y =
Wute P-OH &1  upvvuazyie hiemanmsaaisdimiennudeuluiluiinhalsInsmase
- 4 I~ ]
HoaMa(Ni,P,0,,) Auoumunay 1026.37 Wums Tasseuuy ldauunas
(asymmetric bending) U84 PO,
davesdninalsInsmaszdomwn  (NiL,P,0,)7 149 1nmsiasoud673
- . ¥ o -1 A A -l A
IW1 WUMSUANA(Stretching) Y94 TwAnN@1IN 3319.35 cm” upuAaUNYIINGN@UAAY 1629.08L0%

3387.46 cm’ AOMsUANA (Stretching) voany lansonda naz(Ni,P,0,,) AuauavAdu 104337

< 1 i
(ums TRsseuuy liauinas (asymmetric bending) ¥84 PO,’
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b

5.2.3 NaM33IATITHANYMTHANNAZ BT MGIM (XRD)

a [ o I~ a A a Y 1
ﬂﬁ’;tﬂ’ﬂ&:ﬁaﬂ‘lgm:Nﬁmmzaﬁmgm L'l.lurﬂﬂu’ﬂ‘l’lﬂ"lﬁﬂﬁﬁﬂﬂ']ﬂaﬂﬂ'ﬂulmgﬂ'ﬁ
a o = 4 & o A o a4 Y a ¢ v a o
ﬂﬁmﬂ@‘“ﬂ\‘lSQﬁlﬂﬂcﬁﬂ']Ulluluﬂ'Jﬁﬂ LNE]‘L[']ﬁ'l'iﬂm'iﬂullﬂﬂﬂqmi’wwTﬂ54ﬁ51ﬂ’lﬁﬂﬂlﬂﬂ‘ﬂﬂﬂ XRD

1 =Y = { [~
Pattern 1195914 wud  dinida la Inamaseeamaiision 18013 msmnve suda(Solid

" == t:!' o 1 Y~ s ] 1 a a
Combustion) WA IngAdumualndiReInudwmtIveIns mmasgu  dnifaly Inamase

Weala (Ni,P,0,,) Wi ldtduduldhensawioninnaly Tnawmaseeala (Ni,p,0,,) 14 Tagll

Al Crystallite size IM11AV82.7375 + 15.6839 W1 Tuwas wazasiwsonldoindsnmsanaznou in

'
I3 1

~ A ) - d o = - o ' ; ’ LY
ﬂﬂ‘i"lﬂgl!ﬂ'lﬂﬂiﬂﬂhﬂ? ‘]N“JJE]ﬂﬂQﬂ'J’IiJL‘]J‘H'E]ﬁﬂJ;!THEJQ m”lumms'nmmmm Crystallite size Llﬂ

v

a d o o
524 Nﬁlfni']lﬂﬂﬁ‘ﬁ'G\ﬂ'lzlmzﬂm§1uﬂlﬂﬁﬂ1ﬂu‘5$ﬂﬂqi}ﬂ1ﬂ (SEM)

MNMIARTIERN s UdagAInsvesiinda la TnamaseommlaNi,p,0,)
v a o ' = (= . =
fendogansimis@naseunuudednsia eynnvesiinialyInamaszoanla(i,p,0,) i

Y =] = T\ 1 & = = " = 1 1
nsudnyusiundnnszorvegodia ludluszfivunaziigysen liniveu

5.2.5 HOMIRATUAITAZMINAA WY

U

Y = =

INMINATLINIYAFUTITazaLRAN LA etinifa Iy Tnamaseaaah

U

1
=t

<1 . @ LA
wionldvnITmsimueanda (Solid Combustion) TMIRAFULUUFUIALY (Monolayer) i)
: " =& a a = v w o d
%Adsorption 1M1 55.34 @an1nnsinieTuiedsaums leTmmonvesnsgaduveauiioid
9 w a a 3; = 1 = o a oA 9 ' '
l¥dmiveTuemagagunuurufes  Amwisiiimesveslo Tameunuvuauilsaalaun Ak,
uazq, 1LNAWIAY 0.20370adnTudoansIAY 7.83690aANTNVBIAIYNAATUADNTNUDIAIRAT

£ ]
o @ =

o
awawuaniueg lduuuiiassaumsvesle Tamenmsgaduununauiio? datifeaunsi 5.1
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q = 1.5964Ce (5.1)
1+0.2037Ce

5.3 YDIAUDIUUY

=) =Y a | Y acd = = 9
Lmuaseuiinda ly Tnawmaszlemva da035msanazneou mnmugungingwn i
g = a d‘
gevuewaz ldtiniAa ly Tnamaszdeamaidoams
2 fAnimsiaseudinia lyInamaszoala d1e35msduienSvuisunan 1dy
- :ll‘
nuIteil
= A a A o ' ' o=y 1 =
3 AnvunuAuiensndanlag Tuaseninadsaauiaziaosia iz ay
4 q oy ¢ d o a
ol Idnlesidudnaningage
o ) s a a A o L4
4 hmsasAguiienanyaiinia ly Inawasereamaiidunsie lddaondeq
] ) ' ek . 4 o
0N939 ﬂﬁmaﬂmemmuammu (Transmission electron microscope, TEM) Lﬁﬂ‘ﬂ w‘lﬁmmﬁa

' I a
wmuaxgﬂﬂawmﬂ'lﬂamwmu
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MANUIN N

BNV (Solid Combustion)

1.1. AuIMNIalaanavesms

NiCO,+2Ni(OH),*4H,0 376.0700 niu/lua
(NH,),*HPO, 132.0600 asu/Tua
Ni,P,0,, 433.3868 niu/lua

1.2. MMIHIaIMyHaUIuu

- NiCO,2Ni(OH),*4H,0 2 Tua

27N n

n

" Tuavesiininamsveomaloasen las
- (NH,),HPO, 12 lua

1N n

n

o Tuaved laveu TwiloylaTasnuos TnWoala

58

g
Mw
2.8925

376.0700 x 2
0.0038 Tua

0.0038 Twa

8

Mw
6.0943

132.0600 x 12
0.0038 lya
0.0038 Tua
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1.3. muaSovaznandnrnananvaatinifalaslnamaszoama

- AMUINUN theoretical yield

2NiCO,2Ni(OH),"4H,0 + 12(NH,),HPO,—> 3Ni,P,0,,+ 2CO,+ 30H,0 + 24NH,
2 ; 12 ; 3

0.0038 Tua x (433.3868 n§u/Tua x 3)

92109 Ni,P,0,,

49406 N5

“theoretical yield 11171 4.9406 N5U
- ANUIUN actual yield

A151990.1 Ms1eaaidsuiauasievaznanan (%yicld) vodiiniia la Tnawmasz o

Al v ~ Y ad o . :
‘Vlllﬂﬁ]’]ﬂﬂ’]ELWSUNQUU?ﬁﬂTﬂNTTBMWQ (Solid Combusnon)

Han DI IMANATZINUINM WM NNTZOAUIN I NANS
(NSW) + 815 (N5Y) (NSY)
Ni,P,0,, 50,6820 55.1200 4.4380

“actual yield (N1 4.438 N

- F1UIMUN Percent yield

Il

210 Percent yield actual yield

— ¥ _~ NV % 00
theoretical yield

Percent yield = 4.4380
e x 100
4.9406

Percent yield = 89.8272 %

. Percent yield 191101 89.8272 %
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] = aa|
14. MAIAUMIAIENNTAZMSINAaHYY
1.4.1 191380150 10NATPIUNATUDTNTU 100 ppm, mg/]
asazaly 1000 ml NNauug 0.1 g
A5azay 500 ml NNaUUg 0.05 g
. ad @ w W = EY ¥
SFuNnauug 0.05 afvazaluviainlSinasuuin 500 ml uardSudsunsdrni

naullsieninlesou

1.4.2 9T eNA1TaZAONATPIUNAAUUINDY 123 4 1Az 5 ppm, mg/l

A0S MUINTITASAWNIATFIUUATUUQTUTU 1 ppm

MINANNAURUT CYLNR C,V,
w1 x50 = 100 X V2
Va2 = 0.5 ml

~UnlamsaransazaromnasgiumAauugdudu 100 ppm Y31as 0.5 ml ldasluvaa
9 1]
s uasvina 50 ml uazlSulSmasdiotindulsaeinlessunazdimiuaisazaty

e ci Y 9 v o " = L 3/ 3 [ a
mmgmm‘nauumemwwumaqmmmwummﬂnmamu‘lﬂwammiwm.z

[ Vv 1
MIni 02 YFnasmsazatemesgumiauutudy 100 ppm tazdInauls AN

[l Aq 9y A ad
lovauildwsanmsazaivuas gIumRaug

viait | aududuvesmsazae | Whinesmsazareasgm | Whnanihngy
MPIFIINRAUUY widuugeindy 100 ppm | Usirinleseu

(ppm, mg/1) (ml.) (ml.)

I 1.0 0.5 49.5

g 2.0 1.0 49.0

3 3.0 1.5 48.5

4 4.0 2.0 48.0

5 5.0 2.5 475
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MANUIN U

mMInaaosil 1 MIANEINTINYIATIIU (Calibration curve) YOIATALAWIIRAUD]

U

MMIgaNaUUAINAIINeIINAY 660 W1 Twuasvodmsaza1e1asiieds (Blank) fie

]
[

H a { g g 1
mﬂauua:fmazmUmmgmmwﬁuugﬁmmwwumaq

M V.1 HANIINABBIAINTRANTUIAVOINITAZAIINIAS FIUNRAUY

110l A Mmsganiuua
(mg/1)
! 0 0.000
2 1 0.205
3 2 0.387
4 3 0.605
5 4 0.814
6 5 0.987




1.0 -
0.8 -
E 0.6 |
=
i
Q
= 0.4
= vl
0.2
0.0 Y T ¥ T T T i T v T
0 1 2 3 4 5

Concentration ( ppm )

w o

- a o a £ o
gUn w1 aslinaspiuansazanuunavyg Imduilszansandunus

(R*) 11101 0.99986

Y o/ = g = ) =)
M3INAaeLi 2 MIANINIgAFUVBITITaz e AAuIguUuAinfa le Tnamasy

Woeawe

MINA 1.2 HANTNAADIAINTYANAUNAIVOIE 1A MUNTA DY

Tt ANUIVNTU (ppm) | AINTRANAULEAY (Abs)
1 1 0.408
2 2 0.8204
3 3 1.2535
4 4 1.795
5 5 2.741




c; = @/ s d
mMInaasdn 3 ﬂﬁﬁﬂ‘]&ﬂll@I“]J’L‘Vl'ﬂllﬂ"liﬂﬂ“b’ﬂlﬂ]ﬂuﬁﬂmEJS

ms197 4.3 Teyaninmsmuin leTamefuveamsgadunsauuguuiinfa laTnamnse

63

Woevea
Y 9 " Y 9 @
ANMTNTUNOU | ANWVUTUNGIRA | AwEIITaluns
o o o log C, log q,
Aaa ; C, (ppm) %1 5 C, (ppm) A9 ; q (mg/g)
1 0.408 0.592 -0.38934 | -0.2276783
2 0.8204 1.1796 -0.08597 | 0.07173476
3 1.2535 1.7465 0.098124 | 0.24216859
4 1.795 2.205 0.254064 | 0.34340859
5 2.741 2.259 0.437909 | 0.35391623
2.5 ad §
S
2
:-‘E: 1.5
an
E
| = 1
0.5
0 - B - s o
0.5 1 135 2 2.5 3
F Ce (ppm)

d

Y

a
N

.2 o Tmmeumsgaduvesaisazaroiuiauuguanan U FuW LT 11119 q fUCe



1.4

1.2 : /
ik /

<08 : ' 4’/

-
0.6 y =0.6248x +0.1276 ——
0.4 L/
2=0.9876
0.2 —
0 T T - T T T 1
0 0.5 1 1.5 2 2.5 3

1/Ce

7UN 0.4 ToTmmeunmsgaduuuuuauiies vesasazarvmiauug
YoM sazaemNiauuguanInuduiuTsE NI 1 1Y 1/ Ce voamsi

~ an < \ .
INTYUINITNITIHIUDIUI(Solid Combustion)

NAUNT q = /qkC
I +kC
aw'ld NS 14
q quL Cqm

E4
o ' =

5 3 .
Fuilevm 1/q uaz 1/C wmaoans oz Idnsndedy vagldaumsdunsadadl

y = 0.6248x+0.1276
diorhninsangums g = glkC
I+ kG
1@ 1 = 06248
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(ay 1 =0.1276
a
iy = 1
0.1276
K, = 1
(7.8596)(0.6248)
= 0.2037

o

by ¥
aanuaglduuuiassaumsvesle Tameunsgadunuunaaies dail
q = 15964Ce

1+0.2037Ce
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