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Research Title: Solid state synthesis of metal pyrophosphate (M,P,0; M(ll)= Mg, Ca,
Mn, Co, Cu, Ni)

Researcher:  Banjong Boonchom

Faculty: Science Department: Chemistry

ABSTRACT

Pyorophosphate compounds have been synthesized by solid state reaction with
starting reagents as diammonium dihydrogen phosphate and metal carbonate for Mg, Ca, Mn,
Co and Cu and metal oxide for Ni with control temperature at 800-1000 °C for 3 hrs and then
6 prepared samples were obtained. All prepared pyrophosphates found percent yields in the
range of 97-99. Additionally, all samples were identified by characterization methods. XRD
technique has been studied structural compounds, which found to be monoclinic phase
without phase impurities. Main fundamental vibrations of P,O; * and MO, or MOg¢ units in
metal pyrophosphate structures have been determined by vibrational spectroscopy of FTIR.
The results indicate that spectra of vibrations have not vibration modes of impurities in all
prepared samples. Finally, morphologies of all prepared samples were analyzed by scanning
electron microscope (SEM), which indicates that there are clearly different shapes and
particle sizes depend on metal in the structure of pyrophosphate compounds.

Keywords : Pyrophosphate; Crystal structure; Morphology; Solid state reaction
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(MgPP) mwd iy wasluifediu ussas ygaw uazamy  [6]  dvinisduaseriuasfnwinis
qaneMMNAIUTOUTDY Manganese hydrogen phosphate monohydrate (MnHPO,-H,0) Taein1s
anmznauagesIngy 394 Mn©) 05 n3u araelunsaneanedn (HsPOg) WHTIW 1 M s1udu
5 mL whihluumumnildngneu vinnisnsesasirmenoudaernndy fliurdlusime fagls
Wy MnHPO,H,0 LLé’aﬁﬂﬁﬁﬁlé‘LﬂLmﬁqquﬁ 773 K 2¢lsily Manganese pyrophosphate
(Mn,P,0,)

1u 1983 CE. Bamberger et al[7] lovinsdaunsierindnuves velTuuweann, eisiiuy
Womwn uas iwuWieureaiwn siounlul 2007 MJ. Mahesh et al [8flavinmsduasevingn Na
CuP,0; Balangeamindinanidelifinsduaseidunioy Tneldiveinlalasivesuea Aneld
mwiuiazgamgivunandagluiunsuusnlfinsduasmalinfoumoanaNatPo,) uaz Aoy
WosWaawn (CuHPO,) Tnsmsuludealansentes( NaOH) uasnsaneanasn( HsPO,) a i
TudwresreUioieain (CuHPO,) ﬁL‘ziuLﬁsnﬁ'u%nmsﬁ"qﬁumamaﬂuﬂa%ﬂaaMm(CuHPOQ) fiomay
Wesnaglsd (Cucl, nguFudniion ( pH T 3.86-4.16 wazqumpilumsdansisiie 260 °C ua

L aaa d =Y ¥ L%
AINAW 40-100 bar UfisefinTuluian 15 fu fe

Z2NaOH + H3PO,—> Na,HPO, +2H,0 (2.1
3CuCl; +2H3PO4—> Cus(PO,), +6HCL (2.2)
Cus(POq); +H3PO4—> 3CuHPO, (2.3)
Na,HPO,4 +CuHPO;—> Na,CuP,0; +H,0 (2.9)

118U 2008 G.S Gopalakrishna wagamz[o] lavinmsdunsies Li,CuP,0; meislalasines
uea( Hydrothermal) lnglsirnfiio (pH) egit 4.06-4.32 uasiigning 260 *C uduiuaududy
60-80 bar gl

Samdrunudutudused
LIOH : CuCly: HsPOq i 2:0-2:5 : 1:2-2:0: 10-12

[
a

aaa 4 = ' a e
Uﬂﬂ'ifn'ﬂLﬂﬂ“ﬂu53ﬂ?q\3ﬂqia\3lﬂiq3uﬂ@

2LIOH + HsPO;,  —> HL,PO, +2H,0 (2.5)
CUuCL +H,PO,  —  HCUPO, +2HCL (2.6)
Li,HPOy +CUHPO;, —»  Li,CUP,0; +H,0 2.7)

o a ! ‘J o s ¥ ] QI/ ] o L
dmsuasuszneungulwlseaminiinddellsinutiu weesnmulaveondintuvedansld 2
gy A Tave 2+ TowA Mg, Ca, Mn, Fe, Co, Cu, Ni, Zn 10y wasndulave 4+ 18UA V, Ta, Ti,



Te, Pb Dudu mu’lwmmsnauua~nnm‘LUUs~ﬂns’fImmmamu dndouil Jostunsiansou 1
mafomduunned ’lmﬂummﬂgnim m{]wwumﬂwnuawLstuma Unmua'amsnauuu
wmaaawaqwgamm AZunTodn Inlswoauin (Pyrophosphate (P,0; ") IﬂEJ"Dﬂ’J'lLUuIﬂSGﬁi'NVI
Lanaiwamwammuaq nsvmumiwamvmvlﬂmmmnmaq’lmamwnu‘lumswamwﬂauwm wagan
nﬁwminauuwmﬂaaavxlamxlmaumEnnu Juuansdnvasmilasadefimiloutu smsesyuundn
waziandawsfinefiuandumsnad 2.1

15197 2.1 audinlassadndnuesanslanswoaings o

dangu MIDPO; | oy | bA) | ch) p* 2 SG FEUUNAN PDF no.
0-Mg;P;0; 891 | 829 | 695 | 111.70 P2,/n Monoclinic | 32-0626
B-Mg.P,0; 649 | 828 | 452 | 10380 | 4 | Cm Monoclinic 73-0535
o-Ca,P,0; 1266 | 854 | 513 | 9030 | 4 | P2/n Monoclinic 73-0440
B-Ca,P,0, 8.07 | 1476 | 635 | 103.0 4 . Monoclinic 41-0489
MnP;0, 633 | 858 | 465 | 10267 | 4 | C2/m Monoclinic 77-1234
a-CoP,0; 892 | 837 | 901 | 13401 | 4 | P2 Monadlinic | 49-1091
B-Co,P;0; 452 | 853 | 666 | 10259 | a4 | Azm Monoclinic. | g5.gs521
o-CuP,0; 689 | 811 | 916 | 10962 | 4 | c2/e Monoclinic | 79.5075
-NiP,O, 1309 | 828 | 897 | 10494 | 4 | B2/c Monoclinic 74-1604
-Zn,POr 2006 | 826 | 9.10 | 10635 | 4 | i2/c Monoclinic | 7-1702
B-ZnzP20; 661 | 829 | 451 | 10540 | 4 | Co/m Monoclinic = | 34.1275

]
& ¥

2.2 aﬂuﬁiaen‘?lLﬁen%’aa/mswummssmnsiuﬁLﬁmﬁ’umsﬂs"nau M(Il),P,0,

ll

‘O']ﬂﬂﬂﬂ‘l«l‘l]ﬁ\‘iLW]Lillﬂ'1521%?15'1“14?1’151&1/1““/‘]8&7\'91%@ A.A. 1950s L‘U‘NGI'U&I'\ ﬁ']’iﬂﬂuuu‘«]uﬂﬂ
EJﬁ‘U']EIL‘V]ﬂ‘uﬂﬂ’l‘a’Lﬂiﬂuﬂﬁﬂﬁﬂﬂ"ﬂ’mﬂuamﬂﬂu Iﬂ‘c’Jﬂ']‘iGN(ﬂuLLauSu'U‘U’Jﬁﬂ']iLﬂ?UNﬁiﬂl’Jﬂﬂﬂ?ﬂﬁLﬂll

aelui

2MO () + 2(NHg);HPO,(s)
ille M= ( M= Ca, Ba, Mg, Mn, Co, Cu, Ni, Zn)
900 °C (6-12 wa.)

2 MgCly"xHz0 () +2(NHg)HPO4(s) = MyP,05 (s)+ 2C15(g) + 4NH; +(1+x)H,0 +2H,(g)

900 °C (6-12 1.
2MCO3 (S) + 2(NH4)2HP04 (S)

MyP,07 () + 2CO,g)
iile M= ( M= Ca, Ba, Mg, Mn, Co, Cu, Ni, Zn)

900 °C (6-12 3.)
MyP,07 (s) + 4NH; +3H,0

+ 4NH, +3H,0

(2.8)

(2.9)

(2.10)




\ile M= (M= Ca, Ba, Mg, Mn, Co, Cu, Ni, Zn)

900 °C (6-12 wL.)
2 MSO4*xH30 (s) + 2(NHg);HPOg (s) = MyP,0; (s) + 250,(g) + 4NH; +(3+x)H,0 + Ox(g) (2.11)
iile M= ( M= Ca, Ba, Mg, Mn, Co, Cu, Ni, Zn)

900 °C (6-12 wu.)
2M(NO3)2.XH20(S) +2(NH4)2HP04 (S) = M2P207 (S) + 4N02(g) + 4NH3 +(3+X)Hzo + OZ(g) (212)

900 °C (6-12 wa1.)
2Zn(CH;CO0), " xHz0(s) +2(NHg)HPO4 (s) = MyP,0; (s) +8CO(g) +4NH; +(1-+x)H,0 +8H,(g) (2.13)

LLa"mnmmwm%mﬂaﬂuLLUaamimumumﬂmmawmmamia Ao wWavwdy K;HPO,, NazHPO,,,
NagP,0; Waz Na4P207 Ju T,maama“amwnu‘uaqmimma‘lwmsmmuwaamwnu fasduiu
amwnmaamimwmumaan‘lsvuu 9 mwsumﬂum15LmaumsnamunumnmwmEJwlﬂuﬂ D19lu
venmswieuuuulalasvesifa (hydrothermal method) wdnMaWIENLULANTIETBILT] (Solid
state method) wanMaATENLULIYA-98 (Sol-Gel method) wdNMSIASENFEMNas(Media
method) MANNSIATBNUUUNNTANAZNBY (precipitation method) WAL WANNISWRENLUUNS
ANAENBUTIN (Co-Precipitation method) Mnndnnsiseufisefutiy wuirelAnautifm
menmuazmaaiivesesiisesnisianil q dufianuunndietu wassmuianmsfaudsmsuitey

3
=3

1y gungll nan Anudunsauaviug wasasReil SruanA AR UMATRaINTEEY

2.2.1 wmallan1sanaznaul10]

nMswRgLuUANAEneY  (Precipitation) (Hunssunumsitdis  Aewmssuansdauliidy
asazaremududumuiifents  wndumansiviilviAaaneney dwlug  anslanewomnnae
anazneulugnmmINnge ieluadeiu sufushldAensnouiein Wuasidunsauivde wa
WA 19U MILATEN MnHPO.3H,0 3 nssuuansses 0.1 M MnClp»aH,0 + 0.1 MH,PO, 7 pH =7
M 0.1 M NaOH

Mg MIFNATILT  MnHPO#H,O  Tned8n1smnanaul11] ¥nisduaseilasld Mn
(c;complexometric), 99.99 %, Merck) 0.5 g. azaeluiM naaweavia3n (86. 4%w/w HsPOq, Merck)
5 mL. mﬂuuﬂumuﬂszmm 10 Wil agldmznoudileum nimmvnaumamsaansmammwmﬂ AN
nzneusaeiudieulusinie

Yo

e MIFUATIER Nanocrystalline Manganese Pyrophosphate (Mn,P,0 e 438
aNAgNou[12] yinMsduasyilaely Mn(NO3) -4H,0 (Merck, AR) 5 g. i HNO; 3 mL.
(Merck, ARWLUDuNuUY Hot Plate ‘mazu‘vmu 40 serngaldue azldngnaudinied nsosdie



e,

Lﬂiaansaaamm’m'\ﬂ ﬁnnuuuﬂmmmamwnu 800 ey e 3 Halis thluamedeudnuae
MINMEANEIELATES Scanning Electron Microscopy ,SEM (LEO SEM VP1450) azifunuulngsd
A59U (Polyhedral grains) LLasuanwmswunqunau Feudnuumuilurunadn (100-200 wilulums)
uavaualugy ( 200-500 ulumns) saufueg

nszvumakeniiedulfidetinmsunsnsznevasasiialosemihanaasaa (Phase) a1
@15 2 wfin ASrmdunsunInsTMesEaauadeiy ssvile ANISOLENES A Win
sannniulaeie TnslanizdsnsdiureinIsunsnszatsves 103 Whasaunsowenatshiaasean
nnfuldlaginisuenifles Adufien nInnngnauraslsameldulessuausawenaaslss
looou ( ( ') eonan miasmawulaaauauq Yuey 1Wu lunsalessu( NO; ) Wosaaaisalosau
(Clo, ) Wi stwmammmwmmmnmmwmszmawamaa‘lm"lmﬂamﬂmaqufua (AgCl) mawxlaw
Wuvesvan (asazangranlse) dewannia 'Lu*ummlaaauauumuaamﬂvzn‘lnaﬂua 15 WY
ImamaauUim‘TmﬂhﬂﬁLLanmeﬂiqmm 138071 Single-Stage Process 1 asazansusazsiaile
amqmumaammwsnsvmEJLmnmqnu‘lwmn msuenliauysal awnsavhldlaeldnszuiunisuen
vae A% Bonin Multi- -Stage Process na‘lnwmmu ‘luﬂﬁumumﬂwnﬂamﬂmmmmwummsw
aulasznihauvadeaa m‘uu wiatlanasien ummamnanammumw Fractionation Technique
FeamnsoulldSnnateuuuudiug viavearaduiuvends veaman Miamsu nsuenlnegds
mnmvnaumaqmﬂwanmaqmmLLmnmanusumwmwaﬂmmms azanEveInENouTidaINISLeNDeN
N mnaumumwaﬂmmmmiavmammmm mnmznauuanaaﬂm‘lcﬂnaumunauwmmwaﬂmmm
Msazanege aansaRarsanlaiinig mnmvnauﬂaLwﬂuﬂmaqmmaﬂme"laaauwau“lwaaﬂ”luma
eIz vilinszaiean eglumavesudmiensnauls IﬂEJLWJ.I?I"ISVIQJﬂmmJ‘UMLmﬂ“’ﬁﬂlﬁ']Wa'U
Juimnngnau ns LLEJﬂmmsnnimﬂmusamsmmasJLm"lmuuwuaanumwmmnmasumwwaﬂm
YBINS aumsruaqm.,ﬂauLmakumm%nﬂ‘uuuavﬂ'nuLmumuﬂaﬂaaauwmnm"nau W|suenlay ns
anmznawditide aumﬂLLavuau’lﬂmuamqmwu’mmmumsLLanqusmmmn=] usdvelde Ao
zJﬂLﬂﬂ‘lJi'mgﬂ’ﬁmmiiJuLUau (Contamination) YeIRENAULUUNNALNBUTIY (Copredpltation)
fauthlesoufisuniu (nterference ion) wiiunmuee fiay vl munauwiﬁluusawﬁ "3
mnmunauLwaLLanmﬂmamqawm’lﬁ’lﬂmnauw‘luusawﬁ muJumaqmsms mam’lwm'"ﬂauwlﬂ
‘Uiﬁ‘VIﬁ mmmsam"l,ﬁimamwm pH TevEnsavany uasliensa annsnoufilanisiasas

MIANASNBUDBNY AN WaHIH® wasASuBLUn

LLau‘Laaaummumummmsmmuﬂaunuuﬂw‘laaaulwawm wiilesanan HARMYBINT
axanpvesnznouiiinvnuevlessumaisilimetumntn vilin1s Ay pH Lwalwmm'm
Lmu%umaqLLau‘Laaaummumaq nuuuaﬂmwmwammﬂwms LLﬂﬂLﬂﬂlﬂE]EJ'NﬁiJUim Sy mns
anaznauTfsiinsuend s sauntunilirey feghady NMsuENLAATBNDENIINLUNTITENLAS
Tavgdanlall ma’lumsavmafﬂam vtinUuageag Fupeulunisuen fe Fewinmsusnlanewh
seitdusenludou antu amuAy  pH 'memuaumv MlAauIsansnuAaLdensanaIn
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wuniifen uwavlave damladimeueulessusenvian lunsdvesioamaniduiu dasusnlanemin
oanisu MnuFesinisananazneutenuunudsLosnandanlauavlessuldlnemnazneudy
MgNH.PO, wdnhluwnlinznau Mg,P,0, nudailudh dwiunismnagney Asusniouh
msnnazneuluasasaefiuiodentu (Homogeneous Solution) Tne thnselnseasisex@in
waufvarsazaevesuanlessuiill pH gudnhlugu asiliin uweulessumiveumiinnazney
upnlosould

222 msmesazmaﬁqquﬁLtazmwﬁuge (Hydrothermal)[13]

nmswisuuuulelasinesifa (hydrothermal method) findnnnsine q fie nMsuavansHaRui
Usznaulumeanslave %aﬁau’imﬂ%Lﬂuawsluﬂﬁuiawvaanlﬁﬁ (Metal Oxide) asunasraInaaLng
1ﬂLLﬂ HiPO4 , NaH,PO, , Na,HPO, , KHZPO4 , K,HPO, NH4H2P04 wag (NHg), HPOL,LLaumsamma
ot Tnonaunudndiluavesans ‘uuaanumﬂlaw srlpaaiidosns mnuumsa’luaﬂnsm
Autoclaves  7idnafiv mwnmmeammuaqmwmmuau niouAMUATTLIIAT HiTaUeq
Autoclaves avumﬁm‘ﬂﬂauwmmawu'uaaamwnmm CLRRHMER uanmﬂmam'ﬂ‘vm Autoclaves
q"maaummmaﬂﬂa1umﬂgnsmnumsa.,msrumm nsUawiln Autoclaves  firnudanniign

-

AoneUnlviatin[14]

AT 2.1 ’J’ﬂﬁ]?ﬂ‘ﬁ'ﬁﬁ Autoclaves[14]

Msindensiiinannissug fe linudugaunn  (amudugeds 15 winnzuiana vse
Uszann 150 whwesnnuduussemauni). gaugiinldeglurag 100350 esrigaidea Fogandn
nsnfBnsnnazneuLaslva-ioa u,a"ahu'lum’lﬁé’nﬂuﬁaaﬁwﬁmﬁmm"lﬂLmLﬁa'lﬁLﬁaanlcuﬁﬁﬁmmi
msmnmunamsuuanwmvmuwmw fie dalvgiueumavewdniBadien fammuigvige wandy
doiitentu uidedsvesisifendos Autoclaves Sisrmums Joinldmstimssitaldseiuns
in3euge fedumsduasiziaslaveveaminmeislelasmesiia Wy n3daATIEY CUHPOLH,0
[15]0363910 CuSOuH,0 Hauifu KH,PO, wazthasly Autoclaves Tnenaumudnanluavesdns
nnfuhidumuniigumgligmieusmunsreznafimnza
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fegnnsduasieilagislalasinesila Aon1sduasievindnvuinidnues Potassium
Copper Phosphate Hydrate ( PCPH )[16] Imsmﬂwmw CU(CH3COOZ)Z 0.25 M U K;PO, 1 M
ma'lmmsﬂumuwamwnuwmmunm 30 1l st edes Ultrasonic (unan 10 wifl Lwa'lvn
asaraonanAuldRty wwAavemanAiniy weesmaldasluly Teflon line stainless steel il
AN 60 mL. Lmuaalﬂ 80% 193A113VBY Teflon line stainless steel AnalduSu lonuea fe
v 1y 3 §i0 1) Mnulawin Teflon line stainless steel mnuumwmmaulwlﬁ'] Trnudoud
180 e Wuian 24 4lus Taendn PCPH #ild thlunsnaeudnumenansnndisiaie
Scanning Electron Microscopy ,SEM agtuimandnissssiegraduseideou uiﬂiﬁdﬂaﬁﬂlm‘umlw
Ltammiﬂw 2.2

3UT 2.2 LARIMNSEM T83 PCPH isndsweng 100 uay 20 lilasumsii6]

2.2.3 wailAN1IANAZNBUSIY (Co-precipitation method)[17]

Wumsthanslaveinnitas v wWlvaglushumisuanfanslulassassanslavewoainn
vliAnasusenoudilmifiGendn vidlaveoaia (Binary. Metal Phosphates) nann1similauny
NIIANALNBULUUSTINA. Aa. inssnansaranslane deiln udnhlUnaufuunaeaing wausu
mmmunsmmaLua'lummuau \WoliiAanznoutiu fegatu nsmiew Mn,. XMgXHPO4-3HZO[18]
mnivwmsmmu 0.1 M MnClpdH,O + 0.1 M MgCl*6H,0 + 0.1 MH,;PO, V] pH=7 fe 0.1 M
NaOH lnedndu x LUaUuLLtJaqmuqmsawm‘[amvdamﬂmm:,mcﬂaamﬁ

2.2.4 msinspulagdslea-va ( Sol-Gel Process )[19]
a a AN Ls ] a a 4 v
nsinsenlagdslea-nalunssuiumsnaniifiusyloninasegilunsanssinduasuin
laiavzagadataniidosnisaiuuiansge Inovilunszuiunislea-na Wunszuiunisiwisu
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< : ] ' =l
aaugInvesmaINiiendt lea Jedmunegluguarsuviuasefivuineynialssuna 0.1-1
= '
lupseu iurewdiiSonit 1aa

3Uit 2.3 msifinlea-iaa[19]

Uiiseriiddnlunseuiunsivaiaa 3 UjASe Ae lelaslada (Hydrolysis),  Water
condensation, &z Alcohol condensation ﬁﬂ%ﬁ'ﬂﬁ’lﬁ'mﬁﬁwaﬁiaé'mﬂﬂ’mﬁﬂﬂﬁﬁ%m fa pH fLse
Uifsen Srmdauluaroniuatiane wazgaumgll nsmvnuiladomaniluanefimaiuasinlilea
uaziaafldfiandiuaslassadotieiu  lunssviunismdmianannsiiiulvanasioa loidng
nsvuIuM sl azlandndosiluguuuusneg 1y Fiber, Aerogel, Xerogel, Powder uae
Coating fitm {Hufngivdmsugramnssuduqdely



L4

L4l

P
unfi 3
ASandiunside

mAdeiaulafinviAnfunsdinmginsiamaiaiig genan 10157 wiewlineliiin
dunsrglusagnisinion msadeaatuzveud (Solid State) FeldvaaeaUisuiieufumaiingy
7 wuhnluwedadl And1 wadadu q wu mawdeusudlelnneduea vidamadaleluaiifianiie
Unit wiawmadialulasion dwsuanslavelnlsoamn Allavewanenawdu 2+ 6N 9 fip Ca, Mg,
Mn, Co, Cu, uag Ni Iﬂamsnaulwismal,mu umsﬁnmnuammwsmms AYILUVANTAIAUY A2
LLtJ'iamfavLLavmmuﬂmsmssuwmnwma udenAded aulansuasemsdiduiunawedanyd
TIANGNIINGIIUNIRA 138LN3ANTSA INSARAATNTSL WiBtnsalnunsnTN Tnen1sissenazendons
Naumsmmumﬂutmawadaw Lazuvasweaaanesa Fuldweanasa nsaildnenisineas 7
Sendwidy Ae laueuluden lelasioureama vanauliifuduseged wéa ﬂaﬂuwlﬂl,mw
GRRHIGY fmnyandmils fuiuidumounismseuildoonuui ﬁ]vﬁmﬁmmnmq n‘umumamﬂa
ﬁnmm’lwamm anmmL‘Uu';ﬁﬁlmamwnuLLaunaﬂumiLmauaumwmﬂuﬂau 9 Fwzadurstuney
BnswTeweswazBealimsluiomdaly

mm%ﬁlﬂﬂmaanmiwmsamulm fie Tavglnlsvloain MoP,0, Usvnauselans Ca, Mg,
Mn, Co, Cu Wae Nil $aueausIuIL 6 frog IﬂEJ‘\]’]ﬂmiﬂﬂLﬁEJﬂLVIﬂUﬂﬂ']SLG]iEJiJVIﬂV]ﬁﬂ filvina
muﬂmauummqmamwuavmqmmaamswmsaulﬂumwam LLa.,Lmnmqmnmumlﬂumsﬂnmm‘lu
afn lagaudAnisnieniwiazniaaidl lmumsmmaaummwﬂuﬂmq 9 1AuA A15RIIEBY
perusEReUmMAATvesasivun Ao ns1eseuliinalans fewmaie Atomic  absorption
spectrophotometer (AAS) as1adeuUsununaanasa Inensimseiiiieud (Colorimetric analysis)
'uml,wﬂuﬂmsﬂsurmuLmsuauTuaUIMame (Molybdophosphate complex) m'maamanan‘wm
iﬂLmumsawmwuﬁvmduiuLana %amsnauu efigUuuumsduiussusamieges P,0,", uas
MnO; or MnOs (51’1EJL‘VIﬂUﬂﬁLUﬂIﬂiﬁIﬂUm‘SﬁmLUU%ﬂLiEJSLLVliua‘V\IEJSJJ duWsusa (Vibrational
spectroscopy; Fourier transform infrared, FTIR) asiaseulendnuninilassaiauazauinain s
wiadiansideauuSediond x- -ray diffractometer, XRD) uazasvaeudugvine sendesgansa
8laANTOULUUADINTIA (Scanning electron microscope, SEM)

3.1 qﬂnmiua::m?mﬁa
o %)
3.1.1 YnLATOIU
3.1.2 lngaA3®u (Desicator)
3.1.3 Hot plate stirrer, Heidolph MR 3001
3.1.4 weeds 4 fuwis (Sartorius), Scaltec SBC -31
3.1.5 pH meter (Metrom)



«

14

3.1.6 sqmﬂ%lmnsquytyﬁmﬂ (Suction pump), B'U'CHI Type B - 169

3.1.7 Oven (Fisher Scientific)

3.1.8 1 (Furnace), Isotemp Muffle furnace, Fisher Scientific

3.1. 9 Fourier Transform Infrared Spectrophotometer (FTIR), Spectrum GX, Perkin-
Elmer

3.1.10 Thermogravimetric/differential thermal analyzer (TG-DTA), Pyris

Diamond TG/DTA, Perkin Elmer apparatus uag Alumina pan

3.1.11 X-Ray powder diffractometer (XRD), Bruker AXS, D8 Advance, Germany

3.1.12 Differential scanning calorimetry (DSC), A Perkin Elmer Diamond

3.1.13 Scanmng electron microscope (SEM), LEO SEM VPI450

3.1.14 fhensudes (Crucble)

3.2 d1siAdl

3.2.1 Acetone, C3HqO, 99.8%, CARLO ERBA

3.2.2 Ammonum hygrogen phosphate, (NHg);H;PO,, 99.8%, Merck
3.2.3 Ethanol 95%, Riedel-deHaen

3.2.4 Calcium Cabonate, CaCO5 >95%, Fluka

3.2.5 Magnesium Sulphate, MgSO, 98.99%, Aldrich

3.2.6 Manganese (|l) cabonate hydrate, (MnCO5exH,0), 98%, Aldrich
3.2.7 Coblat (Il) cabonate hydrate, (CoCO4xH,0), 98%, Aldrich
3.2.8 Cupper (Il) cabonate hydrate, (CuCO5exH,0), 98%, Aldrich
3.2.9 Nikle (1) choride hydrate, (NICl,*6H,0), 98%, Aldrich

3.2.10 Water (Deionized water, D)

3.2.11 Methanol, CHsOH, Carlo Erba reagenti.

3.2.12 Silica gel, Merck.

3.2.13 Sodium hydroxide, NaOH, 98%, Carlo Erba reagent.

3.2.14 Hydrochloric acid 38 9%, J.T.Baker.

3.2.15 Potassium bromide, KBr, spectroscopy grade, Jasco

3.3 8nsduasiev

mATlaanwnswIeulanslnlswaains (M2P207 M(I)= Mg, Ca, Mn, Co, Ni).f185suy
?1’1‘591\161149)'1\1‘] T,ﬂaumaamﬂu 2 ngu fe msmmumﬂmmawaﬂaw (M) Usznaunie MCL,
MCO3, LLaumsmmumﬂmmawmﬂaaﬂasa () laun (NHL;)ZHPO4 wuisenaiinisiin M,P,0;
ﬁ].,Lnmmamquwmammumﬂammw 900 °C LLaumimmummaulmwLtauaumnwaﬂluﬂgnsm
wuvvewdaiu Ao anshadusewing MCO; fiu (NHp),HPO, lneiluffisunafifuaniuan



.

1. 2MCO;5 (s) + 2(NHg};HPOL(s) =2 MyP,04(s) + 2CO,g) + ANH(g) + 2H,0(g)

Lﬁa M= Ca, Mg, Mn, Co, wtag Cu

2. 2NiCl, (s)

+ 2(NHg;HPO(s) =2 NipP,0r(s) + ANHs(g) + 2H,0(c)

15

1 800-900 °C

71 800-1000 °C

mMsAndun1sidy wwmamLaamﬂgnsm‘lumnmaumsnau M,P,0,(s) Tlasmnsinsiuay
ma’lumsmsﬂumnwam Ingdnnsonitauafaumunn  Tnsununwraeansnsevaslansunazyin
wansliisiugad

NHH,PO,

lwau
]

!

CoCO4(S)

h 4

CuCos(s)

NiCl,(S)

URKEU

URANEN

900°C,3 h

UANEN

\4

G

[+]

900 °C,3 h

900 °C, 3 h

C02P207(S)

h 4

CU2P207(5)

!

l ATIIATIEMONANYAIAIE  FTIR, XRD, DSC, SEM ]

CaCOs(s) MgCO4(S) MACO(s)
Y Y %
UARE UAKAN UANAY
\ v l
900°C,3 h 900°C,3 h 900°C,3 h
CasP;04(s) Mg,P,04(s) Mn;P;04(s)

Bnsiesey

Ni2P207(S)

1. HANE1S MCO; (s) %58 NICl, (s) U (NHg),HPOL(s) &ndaulua 160 1 Idadludin
103 100 Jaddng
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2. temsnanlulnineste 1 adudensudesrun 100 fadans uanaulidniu
Wusdai

3. thanstude 2) Wleniigamgd 900 asmiwaifea Wuna 3 Falus

4. 91nde 3) exldnsaziBunvesanslavelnlsvoain thérdedndy wazdradheie
muesliazen udnilveuilgumgiivszum 80 swrgaidus

5. Wigarllendnwalans daewalla FTIR, XRD was SEM Anunndeuavnanan

dmsrumsinieuanslaveveammniogn ssvmssoudietiees 3 91 WWnandasi

\Duansngu MoP,0; 11U 6 feg Aslavie Mg, Ca, Mn, Co, Cu uaz Ni ualdihlunsinaoy
Ainneviceiadasiiese 4

3.4 msigatiendnualvesansilinn

3.4.1 mﬁLﬂﬂzﬁgmwumsﬁ"wmaaﬁﬂiznaueiaﬂma’luimaqa

vhasts M,P,0; (M=Mg, Ca, Mn, Co, Cu uaz N flalutufinainafunisdudeinies
FTIR spectrum GX Perkin-Elmer Spectrophotometer Ingl¥ineiia KBr-pellet  Sdumeudidl 14
arsiegnadlulnswunliaudonfuiiomeafuiu Ker lusasidiy sample : KBr t0u 1:10 ud7dn
Ihuusuunag fe Hand press wanthildadlu disc holder wasvimstufinawnasunisdu Tne
AMUARAILTBINITIATIBN Aodufinanuainue1anfu(Wavenumber) Tudiag 4000-370 cm™
Fuunfanmsnsiu (Scan Number) Wi 4 e Resolution : 4 e’

3.4.2 N1TIATISINNIAS AT
thansiléiie 6 et Ao MoP,0; (M=Mg, Ca, Mn, Co, Cu taz Ni) 11m5993AN"S
Arnvutessdidnditemeuanfivmsiines (a, b, ¢ Wazyu B) UavAWIMILIANANAIBANNTS
Scherrer INMaUTgUIiBy XRD pattems  vesansshativfuansuinsgiu feipfes  X-Ray
powder diffractometer lngunansiuaziBoaudildaslu sample holder uagyinmsinsesisely Tne
fvunEnMzYeINITIATIEN fel Voltage : 40 kV; Current : 35 ml
Identity
Type of scan : Continuous; Scan mode: Normal ©/20;  Step size (*26)
0.020; Start angle ("26): 10; End angle (*20): 60; Scan time (h:mis) @ 30 min; Time / Step :
0.50 sec
3.4.4 minaTedugivel

v
¥V

thansfiléivia 6 sheeha Ao MoP,O; (M=Mg, Ca, Mn, Co, Cu tia Ni) fidansieiuls
i 1ATITnTRug I Ane S sagansIdtlannseuLuudeinsn Tnensiaseufetaiey
MsUATIERMENIsIAGaUNBAIAREILAT IR SEM using LEO SEM VP1450 way LEO SEM
VP1455
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MunvaayANaN WILRNINAIaIans e

Pu |
uni 4
NAN1539g

namdeMsduaswilanylnlsweamnn (MP,0; M= Mg, Ca, Mn, Co, Cu, Ni) #2e33
Ujitewends  Wiuafuazesnuuunisduanesiansndguil snnunenaneds vansansdedu vane
WUU naeiulsmuan Ao guvgll et anmdlenntauazlionnia gavhelddunuimadnitiine
wazazmInTIngs Usendndunulunsdunied Seldidenmaialiuinsswesantuzaeuda Ima
sspzamanien edldioalihu 3 dalus Iﬂamsmmuw‘lfuﬂi"nwma MCl,, MCOs, u,a.,m'sm
mumﬂmmawmﬂaaﬂasa (P) Il (NH,),HPO, w,nmwamamaqammumﬂaaqmﬁ 900 °C ilefs
amwnuwmuummsmmuﬁ]uumiaawmLLav‘waamauﬂu L'UaEJLILLﬂaQIULUuIaﬂuvLWIiW@ﬂLWM M,P,0;
nnlanefunnaneiu s 6 wia mnLUuLmuﬂmsmswnﬁmimsaumsnauu‘lm 6 o8
‘Uiuﬂa‘Uﬂ’Jﬂ Mg;P,07, CaP;,07, MNyP,0;, CosP,07, CusPr0; Wae NiP,O; Wdranansiasesiule
Wanue Adesiluasivaauiendnual Fudenisasavdevlasiadrsdemaiadsdiond (XRD)
minaamﬂu‘uumsaumawmﬂsaamﬂlu‘lumﬂa semadaaunlnsalndnisdy (FTIR)  gavinenis
aLﬂswvwammmwmLLawummaumﬂmanaawamsﬂaLaﬂmauu‘uuaaaﬂsm (SEM) Fawan1sidely
vhdefinanindrsun ssndnedisasisendieluil

4.1 Wan198AI29 (Synthesis results)

ﬁ'umwmﬁamlwiaﬂamw (MaP20; M= Mg, Ca, Mn, Co, Cu Ni) MEITURNTE oD
szdonarshadu Ao Lmaam{[awmmu MCl, MCOs  uwazansmsuiiliuuvaseseansda (P)
Iaun (NH,), HPO, ﬁ]uLﬂmwamav‘uaqammmﬂaaqmw 900 °C wuinduwmediafide azan way
590157 IﬂwumaumsmsﬂmwEJLLﬂwammiwLﬂwumLwa’mwaumnuamam ﬂasmm"l,tll,mwammu
gefegendn 900 °C uan 3 Flug szmﬁn1'sLmsumamimmuwlmwmuu wumﬂumsmmu
namiammaanumamamwamwnulumu 1000 °C umﬁmmwamwnmaqmsmmuwmau S

9

msamamwmmsnamu SalufaRuildudunereeninnsdonlfasresurdniy wazarnnis
Wisuiluiussuudy q ﬁaﬂlﬂumsauluwmaa‘luaﬂmwmum uwuLUu‘uauawLﬂuﬂiia‘vuuau
wangiagimaiiadl Ul sSnamsdnad, lusgdvgaamnssulusutan mnmamamsnauum 6
A9E19 Lmamulﬂu aﬂmsnmummsaaauwawamvﬂ,mmﬂmsmiaumsnauu FIDENATAIUIAS
Fuanet] uazeailduanesinnsedl 4.1 Tnossifiud S3osarntsndaustana 80-99 Fsflouaialy

Argenn fedudussuuiinhidlumsndnlulssugnamnssildess
s [] o 14 a diy
AegNsAINMTREasHANAnTLA

M3 YesasNaNEnUeEs Ca,P,0, INENTRIFUIEUY CaCo; - (NH4 ,HPO, T,mﬂ‘u
dnsdailans uwradenasuoiuauansimuatSne Teeanmsedey 3 91 USunanihwin

139826
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uwraldeuAusiumLRABYinAY 5.3119 n{u uasdnEs Ca,P,0; ldthweinadswiniu 5.1850
N3y

2CaC0; (s) + 2(NHg);HPOL(s) 2 Ca,P,05(s) + 2CO,(g) + ANHs(g) + 2H,0(e) 7 800-900 °C
NANAT

2 ua 2 lua 1 lua

Fruniluaauyares CaCo; x 2

v

Punluadaved CaP,0;

Umiinead Ca(CO, = Umtdnuad Ca,P,0;
WIalllanaved CaCo, waluanared CaP0;
Uminuas Ca,P,0; (Cal) = dmiinwes CaCO, x WIalaanaved Ca,P,0;

1alLaNa8Y CaCo;,

= 20915¢ X 254.00 ¢/mol
100.01 ¢/mot

= 53119 g

Sovaznandn (% yield) =  dwiines Ca,P,0; (Obs) x 100 %
UiuNUe9 Ca,P,0;(Cal.)

= 51850 x 100 %
5.3119
= 9761 %

dwsumsinnfevazrandnvadlansinlsWoanniieg1dy 9 Ao Mg,P,0;, Mn,P,0y,

b ° Y a o & ) Y ]
CoaP,07, CuP;0; e NiP,O; ansamulalauuudBifendull wanlauandlinisedn 4.1
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< Iy
199N 4.1 J08a NﬁNaWUENﬁ'ﬁ M2P207‘VlLG]iEJZJ‘LWMﬂiuUUﬁ'ﬁGlW]ULLauﬂm‘ViﬂuﬁN q

E‘ﬂﬂ‘U iu‘UUﬁ’]WNGl‘Ll QEU?]QZJ‘V]LN’] Namnmmﬁlm saﬂaswawﬁm

/°c M,P,0; M,P,0;

1 MgCO; + (NH,),HPO, 800 Mg,P,0; 98.25

2 CaCOj; + (NHg),HPO, 800 Ca,P,0; 97.61

3 MnCO; + (NHg),HPO, 900 Mn,P,0; 97.54

4 CoCOs + (NH,),HPO, 900 Co,P,0; 98.21

5  CuCOj; + (NHg),HPO, 800 Cu,P,0; 97.41

6  NiCl, + (NHg),HPO, 900 Ni,P,0; 96.23

4.2 wamMsAsIvERULENANEITRIANSHEMATiAATY 9 (Characteristic materials and

Identification method)

dfiunsasseuiendnuaivasensngulaveinlsaaunii 6 fhagheiloteonld Ae sudy
nvseugluuumsiuvedianavislessuiiuesiussneunielulasiadng srewmadia FTIR asaadou
lnswademnsiomaila XRD  uargainunsivaouduguinen Weguuneynia demeaia SEM

4.2.1 wansasvdevinuuzlaseadevasasiremaiinawnnsalndnisdu
a13Usenaulaneglnlswoana MyP,0, (ll) Mg, Ca, Mn, Co, Co, Ni msnauuwﬁ

LananwmsﬂuwmsaumaluiuLaﬂaﬁuawuwaaa fa PO, LLauIaaauLLavuiULmesawaawuﬁ"
Iaw ﬂ‘UE]EJﬂ‘ZILf\]u mu‘lﬂsqamquaanmuamsaa(Mnoé) waznaTEEATea (MnO,) IﬂEJi’ULL‘UU‘Umﬂ']‘S
&y PZO7 " uaulosay mammmmmqwgﬁwmﬂuwmsaummﬂ 3(9) - 6 = 21 gUuuuLazLAANTS
Fourfuituiy vilddunauounisduvdnals 6 sULUULARIRIAN T 4.2 dsuanasnsdunes
ansUsznoulanglnlswoaa MP,0O; Ml)=Mg, Ca, Mn, Co, Co, Ni wanslilun1nfl 4.1 uazansns
a%magﬂLLUUmsﬁ’umaqmsﬁ"'mmasiﬂlﬂummﬁ 4.2

] o
M9 4.2 uansguuumsduredlianalnlswaain

sUuuunsdy KAUN3AY (cm-1)
Vas (PO,) 1108 s
Vs (PO,) 1050 s
Vas (POP) 970 vs
Vs (POP) 763 m
3 (POy) 580 s
d (POP) 557 vs

] - a P - o .
lagf vs Ap very strong as A® asymmetry s @8 strong s Ad symmetry m @® medium



% Transmittrance

Ni
Cu
— Co
__
Mn w
—s - \’/_/-'\—/4
a
e W ‘\/\/\'\N
4000 3000 2000 1000

Wavenumber (cm'3)
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A & . o 2 U =Y
N 4.1 adnesIn1TEUTes MP,0; M= Mg, Ca, Mn, Co, Cu tag Ni Jufindaswmeilainsa KBr

i & ° o o .
AN519714.13 uaneuaunsaukazmunzULuUNsEULetEs M,P,0; isM=Mg, Ca, Mn, Co, Cu, Ni)

waunTdY (cm’) vasEns M,P,0;
Mg,P,O7 | CapP,07 | MnP,O; | Co,P0; Cu,P,0; Ni,P,0; Possible assignment
1153 1152 1152 1153 1052 1052 V,ymPOs
1061 1055 1055 1042 1012 1012 VasmPOs
996 995 983 996 961 961 VamPOs
921 923 | 917 913 900 920 V,emPOs
717 720 720 717 608 608 V, P-O-P
633 644 632 633 558 558 OPO; & P PO,
599 560 560 559 456 507 OPO, & P PO,
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Al 4.2 FULUU XRD 289815 MaP,07 M= Mg, Ca, Mn, Co, Cu kae Ni

4.2.2 wan1IRTIRENaNvAIMNlATETNfdewmatian s Beawwusediand

21

0=3 124 v a d” o o v 3/ o ol
ﬂ'ﬁﬁi')ﬁ]'ﬁLﬂi'wvﬂﬂiﬂﬁiﬂﬂ'lﬂmﬂUﬂﬂ"ﬁLaEJ'JLUUN?I X-Ray 1ﬂ§ﬂLLU‘Uﬂ']'iﬂ$VI'e)u5\‘iﬂ X-

Ray uansluawil 4.2 dwsuansuszneulavelnlseann s1uau 6 fhoee Ao Mg,P,0s,
CayP;07, Mn,P,07, Co,P,05, CusP,0; ag NiP,0; ﬁ]1nwansqwﬁléfﬁﬂﬂLﬁ&JUﬁ'U‘lWa'mmﬂgﬁu
10e XRD waglddnnnuasitansifinesuasanndnls TesnadlddomnagUiilunsed 4.3
Tnefdnuarlasadravesasenduiifuwvuneusniiin Auanfismsfmefduinld
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¥ o (Y 1 5 e Av ver o A o £ s 1l at
'lnaLﬂmnummmqgwamqmn LLazFNNaﬂV]ImJaﬂUm%‘V]Mﬂ'J']NUiﬁ’Wﬁ () aqmmmnmﬂuum

Q' A ¥ o
vodudevudy o luguuuumsideaiuusidiendiay

< a d e @
MINTA 4.3 nnendnuavuaniawiauiines Afmnaldanguuuumsasviouid Xray

dwsuansussnoulavglnlavoainm Mg,P,0;, Ca,P,07, MnoP,07, CoP,05, CUP,0;

wag Ni,P,0,

a9y d15U52n0U MyP,0, a (A) b(A) c(A) BO) “3 oA
288 (nm)
1 MgZPZO7(‘1‘Wé PDF#73-0535) 6.49 8.28 4.52 103.80
2 Mg,P,0; (VAgas) 6.37 8.25 4.76 102.88 76+16
3| CapP, 0¥ PDF#73-0440) 1266 | 854 | 532 | 9030
4 CaP,0; (npavy) 12.56 8.46 5.11 89.55 17+23
5 anPzO7(1Wﬁ PDF#77-1234) 6.63 8.58 4.65 102.67
6 | Mn,P,O; (9899) 6.78 8.67 433 101.98 70+16
7 COZPZOKLWé PDF#34-1378) 13.24 8.34 9.00 104.60
8 Co,P,0; MAaey) 13.11 8.22 8.91 105.20 76+16
9 CUZPZO7dV\Ié PDF#21-0880) 6.88 8.11 9.16 109.54
10 | Cu,P,0O; (Meaay) 6.59 8.01 9.35 109.11 80+14
11 | Ni,P,O(ld PDF#33-0950) 521 9.91 448 | 97.97
12 | NipP,O; (naanq) 511 9.54 4.36 96.89 88x17

4.2.4 WaMInTRANBUSTUFININE V09T

NM3nTaaeungfinssunsduguinervesarsussnoulanzlnlseamni 6
9813 AD Mg,P,07, CagP,05, MnoP,07, CosP,07, CuP,0; e NiP,0; wamadaniwluniwii 4.3
UINENIAINEN mLmzmanwmma‘[ﬂsaamwﬂmaﬂaqnumn witidnuwusnedugIuine UK
aumﬂauLLmﬂmanu wuaanwumaﬂam Tng ansuszneulnlsweaus Afllaveifu Mg iU
Duusiy 9 e wmmmLan’meunuLﬂunamau lavi Ca 2izusnau A m*uwsu‘ummma 9 iy
Fuiudunguiousuturualvg@u Tane Mn  eefidnuasiBumien Wuwis 7 wnasiaveliy
Tave Co  asildnuseiidnieanld Ao nsfigwqululaseadne uaedifnaguse daulane Cu asUsing
Wuwismasanauem uazlfinguse wavgavelave N avuaﬂwmv‘lumﬂswwmau fnrsdnmudu
neunay Yunivie) dfhaguse




SEl 16.0kV  X1.60( EMRSc CMU SEI 16.0kV X12,000

Mag= 1500 KX Scan Speed =8

TMEC 5.0kV 12.8mm x10.0k SE(L) 8/6/20

Al 4.3 AugUINYT SEM 193815 M,P,0; M= Mg, Ca, Mn, Co, Cu Wa Ni

iym

EMT = 18.00 kv WO» 6mm Signal A = SE1Y

LPRERE

Date :17 Jan 2008
Time 161751
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unii 5
djunamsddsuazdalauauue

NnATensdaneilavglnwlsweama (MP,0; M(l)= Mg, Ca, Mn, Co, Ni) AT
vsauds lﬁﬁ’uﬂ%u,azaaﬂqumsﬁ’qLﬂswﬁmsﬂssnaunzjuﬁ NAEVMATALATNATINNATBEITAINY
wuiwadafieenuuuiasiiaueiiiumeDedia Tuud arwasan 3 418 Usendn wasduiinglyl
gunselusswinanisnses T,ﬂamsﬁ"qﬁuﬁLmiwaﬂaw"l‘ifﬂduiawm%uammﬁ’m%’u Mg, Ca, Mn,
Co, Cu wazlvundsnaslsn damsu Ni mmmawmﬂaaﬂasa’lﬂjmimLmaqamammsmnwm Aeldidu
anmmmn Ao uille louealanfuailelasiourleailn - (NH),HPO,)  Tmeszuvansaaduivinluld
aqummw‘lugmaﬂiuumm 800-1000  °c vilusevdadunusae snmaedenluemiifeid
winasusznaungulavelnlsweamln Tisnnu 6 fegw Usenaudau Me,P,0,,  CaP,0,
Mn,P,0q, Co,Py07, CuP,0; tag NiP,O; ddlathlussiaseutandnuniluaidudaly Ae nsiadeu
iULLUUﬂﬁél'u"UENMﬂ')EJEJ"e)EJﬂ']ﬂI‘uT.maﬂa memadnaninsalnUnisdu FTIR) nasnsreaeulnsadr
memailafsdiond (XRD) - gavhensianegifiuguineluazuuineymasendesqanssdsiannse
uLUUdeNTA (SEM) FwanisiselusiaziBeaiingmuniiu qvaﬁmawamlmummalﬂu

5.1 @3Unan"5dalATIEId (Synthetic results)

nnnsdupTwilanginlsweainn (MP,0; M= Mg, Ca, Mn, Co, Ni) fe38ufAzen
RRIER o’hassuu‘[ﬂam'ié?qﬁuﬁLmdwaﬂam’l’i’fnzjulawzm%uaLumé’m%’u Mg, Ca, Mn, Co, Cu tag
lduvdsnaplsd dwiu Ni dauvdseartaarealiansiiunasgnamnssuinens feldifutsiliisem
gn Aie wide lauewluideulalasaurleainin (NH),HPO)  wudhensitwelsanslewnsaiifonazues
nﬁﬁ’ams%ﬁmniw? % u'u"l,mwuJuLwﬂuﬂmimsaaauwawamaaL:Jamaunummﬂmimsaummﬁ
duq Mesinmsseauendeud mnmaEnmsmsmsawaqmsnau‘[amlw‘[aﬂamvdmauu sy
mamamLﬂuﬂiv‘[ﬂ‘uﬁlummmrﬂuﬂﬁlumsLmﬂuﬂau‘lawwgamwummmLﬂu’Lumﬂammmiiu W5
LUULﬂﬂUﬂVN’]EJ azmnsangs lisndusesfianudurvy nmmsnm"miaﬂﬂ Snvhasvuuans
A298191) ENUﬁﬂﬁ’ﬁWﬂ:ﬂui"WJ'NmiLﬂiEJiJ‘ua‘c’Jﬂ’J’]ﬁ’]iGNGlUﬂaMEJu 9 919 nau‘lawlumsm nau
Tavedawin Wudu ammmvaum“'L‘z'ﬂumswamumlﬂmus“ﬂuam'mvmﬁu anmmsnauummmmn
mladhednde '«Nmminm'uuﬂmﬁm‘uamamnmwamnm‘lﬂlﬂﬂummmmﬂ SnitamadanisHEn
mEn/mLﬂu‘ummﬂuivwwlmiwwuu fudhuneiafiine wagldansieiufiomoniaviniy uazud
waumsmmuuasmmLmLmmuqmwguwwwmsmmwmuu mmwmu%au%gﬂlﬂﬂﬁﬂu

puAndulng Meludssmnealne
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5.2 a'a;fdwamsmﬂaaauLané’nwcﬁﬂummsé’wmnﬁﬂsha % (Characteristic materials
and Identification method) _
5.2.1 ayUnanisasrvendnuaitugiuresmsduvesns
narsTiesen Tanglnlswoamn (M,P,0, M(D)= Mg, Ca, Mn, Co, Ni) #2873

Ufnsevewuds aeldansvdngl S 6 fede Usnoudae MgP;07, CaPy07, Mn,P,0s CoPy0;,
CuP,0, WAz Ni,P,0, wm’wmsﬁgﬂuwnwsé’uﬂﬁwaﬂﬁaﬁumﬂ LWiwLﬁaqﬁgﬂuuumié’uﬁﬂu
lendnuaives miete fie PO, , MOy, se MO, willeufutiuues 1ne waves FTIR Tinsizwld
Tuemiddei] adrefueghannfuemidedu 1 fiaefnwanstaiiundeu Tasanasivauenlsmsiuin
Lifljuuuumsiuresdadevudutnngliiiu wasliflasiuiunaanielunsdniiindeuls Tnovn
q antediansduvedinlsieaminueuleesuP,0,") Vas (PO,) 1108 cm”, Vs (POy) 1050 cm’

, Vas (POP) 970 cm”, Vs (POP) 763 cm >, & (PO3) 580 cm, & (POP) 557 cm”” wWisuiailourfu
londnuninsduvesmiedesiiay Wilaneasinnmdnlngvistinveondindusiniy urdhunens
fuiSsuiailaumsifiessusngluannannsduae drudmiusuuuumsduvadlangsnag iy
oendiau ssUsInguaumsiuiivonduiindy 400 cm”®  hidesardunadiulilumaiannis
AATevieng FTIR

5.2.2 #UNan1InIviaUANwElATeas19vadEns

namslinssimemadanisiAsnuuidiend slliguuuuniaduauudidves
Tavglwlswomma (MP,0; MU= Mg, Ca, Mn, Co, Ni) fe3sujiisenvosuds wl¢ansviing s1uy
6 et Usenaumie Mg,P,0;7, CaP,0r, MNP0z, CoP,0s CusPrO; Was NiP,0; Fatiun
Anneilasiadi lnemsuSeudsufugiuuunmedenuusiendunsgufmsied 4.3 luunil 4
szyldimsudnansia 6 hedradiszuundniidululundiin Mlassadeiiuloleaniaans
(sostructure)  Aeansiifilaswasamioufy uasanmsduiauanfiansifines 9angUuuunis
LamLuu‘LﬂmﬁlnamsmﬂumamammwwuaEJmmanLLavmnmauammﬂmumaunwauawlmuwn
nFediend veverlinsiuh msiiedfomed Litiwudouwdomsdduandrdumstunoy
msiwien Sdisnnfinsunaulugiuuumsideausaendituiinld
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