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30J1b-T€/Ib CHHTE3 AJTIOMHHATA KAJbIHUA ¢ HCIO0Jb30BAHUEM
Pa3/IMYHBIX NOJUMEPUBYIOIUX AT€CHTOB

Anmomunam Kaivyus NOIYYeH 301b-2€llb MEMOOOM C NOCAEOVIOUUM BbICYUUBAHU-
em zena 6 cywunvHom wixagy npu 130°C u mepmuyeckoii 0bpabomxoii nonyueHHo2o
kcepoeens npu memnepamype 1000°C. /s onpedenenusi npoyeccos, npomexkarouux
npu cunmese aNOMUHAMA KATbYUS, UCNONb308AH KOMNIEKC UCCIEO08AHUN. MEMOOOM
MEPMULECKO20 aHaIU3a onpedenebl OCHO8Hble CMAOUU POPMUPOSAHUA CIMPYKNIYPbL
CaAl:04; npu nomowu penmeenogazogoco anauza u MK-cnexmpockonuu uoenmu-
Quyuposanvl Kpucmaniuyeckas Cmpykmypa u ¢aszoewviii cocmag o6pasyos; Ha pacm-
DOBOM BNEKMPOHHOM MUKPOCKONE UCCAe008AHA MOPEONO2UA NOBEPXHOCMU ATIOMU-
Hama Kaabyust.

KitoueBble CJI0OBa: anlOMUHAM KAlbYus, 307b-2elb Memoo;, SUHHAS KUCIOMA;
JUMOHHAS KUCTIOMA, AONOUHAS KUCTOMA; MOLOYHAS KUCTIOMA.

BBenenne

B nacTosmee BpeMsi TIOMHHECIIEHTHBIE MAaTEPHAJIbl, OCHOBOW KOTOPHIX CIy-
JKHUT aIIOMUHAT KaJbIUs, SBISIOTCS aKTyalbHOW MPOIYKIUCH, IIOCKOIBKY MPO-
HUCXOAST CTPEMUTENBFHOE Pa3BUTHE M MOJEpPHHU3AIMs B 00JacTAX KBAHTOBOM
JIIEKTPOHUKU U CBETOTEXHHUKH. JIFOMHHECIIEHTHBIE HAHOCTPYKTYPHBIE KOMITO3H-
OUOHHBIE KEPAMUIECKUE MaTepHANIbl HA OCHOBE AMIOMUHATA KaJIbIINs, MEIOIIIE
00JIBILIYI0 MIMPUHY 3alpeIIeHHON 30HbI, 001aJal0T MOTEHMATIBEHOW BO3MOXKHO-
CTBIO JIJISl CO3/IAaHUS B HUX ONTHYECKH aKTUBHBIX JAE(EKTHBIX [IECHTPOB C pa3jiny-
HBIMHU JTIOMHHECIICHTHBIMA XapaKTEPUCTUKAaMH, KaK B I[BETOBOM pEIICHHH, TaK
WHTEHCUBHOCTH CBEYEHHUS U NPOJOJDKUTEIHHOCTH BPEMEHHU IIOCIECBEUYCHUS.
OAHUM M3 CaMbIX M3BECTHBIX CIIOCOOOB MOJYUYESHHS ATFOMHHATA KaJbIHUs SBIS-
eTcs TBepAOQa3HbIA CHHTE3, 3aKIIOYAIONINNCS B CIIEKaHUH KapOOHATOB W THI-
poxcunoB Metaios [1, 2]. JlaHHBIA METO SIBIIIETCS SHEPreTHUECKU 3aTPaTHBIM
B IPOMBIIIIJICHHOM TPOHU3BOJICTBE B CBA3H CO 3HAYUTENHHO BHICOKMMU TeMIIepa-
Typamu. Kpome TOro, mosrydeHHBIE COCTMHEHHS XapaKTepU3YIOTCsl HIU3KOU cTe-
MIEHbI0 MOHO(A3HOCTH, YTO 3a4acTyIO MPUBOTUT K BO3HHKHOBEHHIO TTOOOYHBIX
MIPOIIECCOB IIPH SKCILTyaTallHu.

W3BeCTHBI Takke TaKue CIIOCOOBI CHHTE3a, KAK COOCAXKICHHE U3 PACTBOPOB
[3], roperne B pactBope [4]. Hambonee onTuManbHOH, Kak B J1aOOpaTOPHOM
MPAKTHUKYME, TaK U B MPOMBIIUICHHOCTH, SIBJISAETCS 30JIb-T€Ib TEXHOJIOTHUs, J0-
CTOMHCTBA KOTOPOH 3aKIIOYAIOTCS B MOIYYEHHH MOHO(A3HOTO, CTPOTO CTEXHO-
METPUYHOTO MPOIYKTa U CIIOCOOHOCTH BapBHPOBATh YCIOBHS MPOTEKAHUS CHUH-
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Te3a (TeMIICpaTyPHBIH peXXUM, BpeMsl TEPMHIECKOH 00pabOTKH, COCTaB UCXO[-
HBIX KOMITOHEHTOB) [5—7].

Lenp nanHOM paboThI 3aKIIOUaNach B MOIYYEHUN POMOMUECKOrO alfOMUHA-
Ta KaJbLHUs 3071b-T€JIb METOJOM C HCIOJIb30BaHHEM OPTaHHMYECKUX MHOTO(YHK-
IUOHANBHBIX KHUCIOT (BHHHAs, MOJIOYHAS, JIMMOHHAsA W SONIOYHAs) B KauecTBe
MOJIMMEPU3YIOIUX areHTOB, ONPEAEICHUH YCIOBUN CUHTE3a, CIIOCOOCTBYIOIIUX
MOJIYYEHUIO MOHO(A3HOTO MPOIYKTA.

3KcnepnMeHTaanas{ HacTb

JlJ1 moy4eHus MpoIyKTa CHHTE3a B KAUECTBE UCXOJIHBIX KOMIIOHEHTOB HC-
TOJTB30BANICH: HOHATHApAT HuTpaTa amoMuHus Al(NOs);-9H,0 (AIPY), Terpa-
ruapar muTpara kambius Ca(NO;)»4H,O (Ca*"), MoHoOrumpaTel BHHHOM
(H4Tart), mumonnoit (H4Cit) n s6mounoit (HsMal) kucnor, MomouHasi KucioTa
(H,Lak). Bb160p MONBEHOTO COOTHOIIEHHS MCXONHBIX pearentoB Me' : AIP':
(HsL) npoBoaunu Ha ocHoBaHMM (pa30BOM nuarpamMmbl, Ha KOTOpO HaOmona-
OTC IsATh xumuueckux coemuHeHuii: CazAlOg, CaAl12019, TUIaBsIIMECS HH-
KOHTpY3HTHO mpu 1525, 1850 u Caj2Al14033, CaAl4O7, CaAl,O4, mnaBsimuecs
KOHTpY?HTHO 1ipu 1455, 1595 u 1730°C cOOTBETCTBEHHO, M YETHIPE TOYKH 3B-
textuky npu 1395, 1400, 1595 u 1730°C [8]. MoHOanmOMHUHAT KaJIbLUs 00pa3y-
€TCsI IPU MOJILHOM cooTHOIIeHnU okcnaoB Ca0:Al,Os3, paBHoMm 1:1.

Takum  oOpa3om, peareHThl Opajid B  MOJBHOM  COOTHOILUICHUH
Ca*": A" : HyTart (H4Cit; HoLak; HsMal), paBaom 1:2:3, u nepemenmusaiy B
TeueHue 1,5 9 s 3aBepiieHMs] peakluii KOMIUIEKCOOOpa30BaHMs W TIOJTMKOH-
nencanuy. lomydeHHBIE 30/IM OCTABILUIM IO MEPEXO/Aa B T'ellb U BHICYIINBAJIH
npu temrepatype 130°C B cymmisHOM 1mkady B TedeHue 6 4. Jng nzyueHus
(ha3000pa3oBaHUs BHICYIICHHBIC MPEKYPCOPHl OTKUTAIU B My(helnbHOH Neun B
naTepBane temmeparyp 300-1200°C B teuenue 3 9 cO CKOPOCTBHIO Harpena
5°/muH. Cxema CHHTE3a peICTaBlIeHa Ha puc. 1.

®dazoobpazoBanne nzydanu npu nomomu MK-crekrpockonuu va UK-Oyphe
cnektpomerpe Agilent Technologies Cary 600 1 Ha OCHOBaHUH JaHHBIX TEPMH-
YECKOro aHajIM3a MOJYYeHHbIX 00pa3uoB (MpuOOp A TEPMHUYECKOTO aHaIu3a
NETZSCH STA 449 C, atmocdepa — BO3AyX, CKOPOCTh HarpeBa 5°/MuH), Kpu-
CTAJUTMYECKHE MPOTYKTHI HCCIEIOBAIN METOAOM PEHTIeHO(Aa30BOTO aHAIIN3a Ha
mudpakromerpe Rigaku MiniFlex 600 (CuKo — u3iny4enue, auana3zon yrios 26
3-100°). UnenTrdukamnuo NpoayKTOB CHHTE3a MPOBOIMIHN M0 MEXTyHAPOIHO-
My OaHKy naHHbIX PDF-2.

Mopdooruro moBEepXHOCTH HCCIEIOBATN Ha PACTPOBOM 3JIEKTPOHHOM MHK-
pockonie HITACHI TM-3000 pu yckopstoiem HanpsbkeHuu 15 kB, B ycnoBu-
AX PeKMMA CHATHSA 3apsaKy ¢ oOpasia (31ekTpoHHas mymka 5-1072 ITa; kamepa
s oopasia 3050 I1a).
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BonHblil pacTBOp HUTpaTa alIOMHU- BonHslil pacTBOp HUTpaTa KanbLus,
nus, AI(NO3),-9H,0 Ca(NO3),4H,0

v v

IMepememmmBanue ¢ BoaHbM pactBopoM kucinot (H,Cit, H,Tart, H,Mal, HoLak)

v v

PacTtBop coneit amroMuHus PacTtBoOp comneit kanbius
[lepememmuBanue pactBopa, 1,5 4. [Tonyuenue 30:s

4

Harpesanue. [lepexon B renb

v

Cymxa ipu 130°C, 6 u.
OxnakaeHne 10 KOMHATHOHU Temmepartypbl. OOpa3oBaHHe KCeporeins

v

Harpesanwue co ckopoctsio 5°/MuH 10 1000°C,
oTxkur Ha Bozayxe mpu 1000°C, 3 4. opMupoBaHHE aTOMHHATA KATbIU

v

OxnaxkJieHne 10 KOMHaTHOW TeMIiepaTypsl B My eIbHOM Medn.
Totoserii npoxyxT CaAlO,

Puc. 1. Cxema cunresa CaAl O,

Pe3yabTaThl 1 NX 00CyKAeHHE

OpraHndeckue MHOTO(QYHKINOHATBHEIE KAPOOHOBBIE KHUCIIOTHI UCTIONB3YIOT-
Csl B KauecTBe MOJMMEPU3UPYIOIIUX areHTOB Oarojapsi CKIOHHOCTH K 00pa3o-
BAaHUIO XC€JIaTHBIX KOMIIJIEKCOB C KaTHOHaAMM METAJlJIOB. HpO‘IHLIe MOJIMMEPHBIC
KapKachl HAUWHAIOT pa3pyliaThesi mpu Temmeparype cBoime 250°C, mpu sToM
JIETy4YHe OpraHUYecKHe MPOAYKTHI YIANSIOTCS U3 CUCTEMBI, HE 3arps3HAsi ee.
HccnenoBanue MPOBOAMIOCH HA KHCIOTAX, OTIMYAIOMIMXCA KOJIHMYECTBOM
q)yHKHI/IOHaJ'IBHBIX rpynmn it BBIABJIICHHSA arcHTa, IMO3BOJIAOMICTO ITOJYYHUTH
oxHO(a3HEI MPOIYKT CHHTE3a IIPH HAUMEHBIIEH TeMIeparype.

Bnarogaps pentreHoda3oBomMy aHaJIN3Y IPOMEKYTOUYHBIX IPOTYKTOB CUHTE-
3a OblIa UCCIIEIOBAaHA IBOJIONHUS CTPYKTYPOOOpa30BaHMs AMIOMHUHATA KaJIbIHS.
Unentudurkanus moNMydeHHBIX 00pa3loB HpPOBEICHA HA OCHOBAHHH COOTBET-
CTBUS O0IIel TU(PPaKLINOHHON KapTUHBI CHHTE3UPOBAHHBIX aTIOMHUHATOB M 3Ta-
JIOHHBIX COCIMHEHWH W COBIAACHUS AN(PPAKIHUOHHBIX MAaKCHMyMOB C BEJINYH-
HAMH MEXXIDIOCKOCTHBIX PACCTOSHHH, a TakXKe 10 PACCUUTaHHBIM ITapaMeTpam
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anemenTapHoi saeiiku (PDF-2, 00-062-0852). Ha mudpakrorpamMMax mpociie-
JKUBACTCS PEHTIeHOaMOPPHOCTH Bcex o0OpasnoB mo 800°C. [losBieHne MHTEH-
cusHoro muka (d = 2,97 A) npu 700°C roBopuT 0 3apOKIEHHU OCHOBHOM (ha3bl-
QTIOMHHATA KAJIBIISI POMOMYECKO CHHTOHHMH. YBEIHMUCHHUE TEMIIEPaTypPhl TIpH-
BOJUT K CHIDKEHHIO OJH aMOp(HOH (a3sl, 0qHAKO 00pa3Ibl, OTOXKEHHBIEC IIPH
900°C, comepxaT HE3HAYUTEIbHOE KOJMYECTBO NMpPUMecH KapOoHaTa KallbLus,
KOTOpas MCUe3aeT ¢ pOCTOM TeMIlepaTypbl IpokanuBaHus. OOpasell, moJTuMepu-
3YIOIIMM areHTOM KOTOPOTO BBICTYyTIANa MOJIOYHAS KHCJIOTA, MPH YBEINICHUH
temnepaTypbl oTxura 10 1000°C npetepnieBaet uaMeHeHue (Ha3o0BOro cocraBa u
COJIEPXKUT B KA4eCTBE OCHOBHOM (pa3bl KyOMUECKUI allOMUHAT KaJIbIMsI COCTaBa
CazAlLO¢, a meneBod MPOAYKT — B NMPUMECHOM KoJH4ecTBe. B cBs3M ¢ 3THM
JambHeHIIee MCCIeIOBaHNEe MPOAYKTa, IMOMUMEPH3YIOIUM areHTOM KOTOpPOTO
BBICTyIIaJIa MOJIOYHASI KACJIOTA, HE MPOBOAUIIOCK.

Ha ocHOBaHMM HaHHBIX PEHTreHO(a30BOr0 aHanMM3a (Tabdn. 1) ObLIH ompene-
JICHBI TIAPaMETPHI DJIEMEHTAPHON SUEHKH, MONYYCHHBIX HMPOIYKTOB, UYTO COOT-
BETCTBYET pOMONYECKON CHHIOHUH.

Ta6nuuma 1
JlanHble peHTreHo(pa3oBoro anaau3a

[TapameTpsl d51€eMEHTapHON
sueiiku, A
a=_8,66
Bunnas kuciora b=28,07
c=15,16
a=28,72
JIuMoOHHas KucIoTa b=28,07
c=15,22
a=28,71
Sl6moyHas xkuciaora b=28,04
c=15,18

[Tonumepusyromuii areHT

[ns wuccnemoBaHus mporecca (HOPMHUPOBAHHS ANOMHHATA KANBIHS OBLI
MPOBEJICH TEPMUYECKUN aHaIu3 oOpasloB, MOJMMEPHU3YIOLIUMH areHTaMH KO-
TOPBIX SBJISJINCH BUHHAS, TUMOHHAs U sf0m0ouHas kucnotel. Ananmus TI' u JICK
KPUBBIX Ha TepMorpammax u pe3ynbraTsl MK-crekTpocKonuu 4eTko Mpocieku-
BalOT MHOT'OCTaIMHHOCTH Mpolecca GOPMUPOBAHUS alIOMUHATA KaJIbLIHA.

Ha mepBoii craguu npu temmepatype cBbime 150°C mpoucxomsr ¢usude-
CKast 1ecopOIHst paCTBOPHUTEIS U3 CUCTEMBI U pa3pyIlIeHHe IIPeKypcopa ¢ BhIe-
JeHHeM JUOKCHIAa a30Ta W Kuciopoja. AmnHanu3 pesynbratoB HK-
CIIEKTPOCKOIINH, a TaK)Ke HU3KHME 3HAUCHUS SHEPIUU akTUBanuu (Tadn. 2) mon-
TBEPXKAAIOT pe3ybTaThl TepMuueckoro ananusa. B MK-cnektpax mis Bcex Tpex
06pasnos mpu 1388,819 cM!' MOABNAIOTCA MHTEHCHUBHEIE MOJIOCH, KOTOPHIE CO-
OTBETCTBYIOT HUTPAT MOHY U Ucue3aroT kK 250°C, a Takke yMEHbIIAeTCsl UHTEH-
CHUBHOCTH ToJioc mipu 1362 CM*I, MpPUHAAJIEKAIUX KPUCTAJUTM3AIMOHHON BOJIE.
Bropoii sTan conpoBokgaeTcs MHUPOKUM 3K30TEPMUUYECKUM ITMKOM B MHTEpBa-
ne 300-500°C, oOycroBlIeHHBIM pa3pyLIEHUEM MOJMMEPHBIX KapKacoB TapT-
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PaTHOTO, MUTPATHOTO W MAJATHOTO KOMIUIEKCOB C ITOCIEAYIOMNM OKHCICHHEM
OpTaHMYECKHUX BEIIeCTB. B ciydae ¢ TapTpaTHBIM MOJIMMEPHBIM KOMILIEKCOM
MPOCIIEKUBAIOTCS [1BAa TOCIEAYIOIUX APYr 3a APYTrOM SHIO- U IK30TepMHYe-
CKUX IHKA. DTO 00YCIOBICHO TEM, YTO BUHHASI KHCIIOTA HCIOIB30BAJIaCh B BU/IE
paleMHYecKOi CMECH YHaHTHOMEPOB, KOTOpPBIC NAIOT PAa3IHYHBIC II0 YHEPTeTU-
YECKUM XapaKTEPUCTUKAM XeJIaTHBIE KOMIUICKCHI.

TM3000_6067 AL DBE x1.0k 100um AL DB7 w10k 100 um

TM3000_6074

TM3000_6062 A D8S x10k 100 um
8

Puc. 2. MukpodoTorpadun 06pa3ioB ¢ HCIOIb30BAHHEM B Ka4€CTBE MOJTUMEPH3YOIIETO
areHTa: a) BUHHAS KHCJIOTa; 0) JIMMOHHAS KUCIIOTA; B) sI0JIOUHAs KACJIOTa

Ha UK-crekTpax B TaHHOM HHTEpPBAJIC TEMIIEPATYP MOSBISIOTCS HWHTCHCHB-
HBIE TI0JI0CH TipH yacToTax 1 058 u 1 520 cm!, cooTBeTcTBYIOMME KONMEGAHMAM
CO;%, obpasyroluecss U3 NapoB BOJbI M YIJIEKHCIIOTO ra3a, KpoMe TOro, TIpH
1560 cm ! mabmomaercs konebanue —COO™ rpynm. OTCyTCTBHE MOJOC HOIIO-
menust pu 707 CM*I, COOTBETCTBYIOIIMM KosieOanuio cBsi3u Ca—O B okcujie
KaJbLUs, CBHICTEIHCTBYET O TOM, YTO MEXaHW3M (DOpPMHPOBaHHS ATIOMIHATA
kanbius nporekaer deped CaCOs. [locnenyromiast cragus HaOMO#AeTCs B MH-
tepBasie Temreparyp 800-950°C u cooTBeTCTBYeT (POPMHUPOBAHUIO CTPYKTYPHI
CaAlbOs. Ha TepmorpamMax B JaHHOM HMHTEpBaJie TEMIIEpaTyp HaOIromaeTcs
SHIOTEPMUYCCKUIA TIHMK, YKa3bIBAIOIMIMHA Ha (HOpMHpPOBaHHE YCTONYUBON KpH-
CTAJUTMUECKON CTPYKTypHl amomuHaTta Kanbius. Ha HMK-cnexrpax mpu 800°C
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TIOSIBJITFOTCS TTOJIOCHI KosieOanuii TeTpasapoB [AlO4], COOTBETCTBYIONIUX YacTO-
-1
Te 446 cMm .

Tabnuia 2
DHeprusi aKTUBAIUH MPOIECCOB, MPOTEKAIOLINX
npu GOPMHPOBAHUH ATIOMHUHATA KAJIbIUS

CXOMHEIS PearesTs: TeMnepaTypi{},H?I OHeprus akTUBaIuy, Ea,
uHTepsai, °C kJx/MOJB

150-250 43,5

Ca?":Al’": H3Mal 300-500 168.5
800-950 405,7
150-300 314

Ca?":AI¥":HaTart 400-500 160,7
800-950 4334
150-250 67,1

Ca?":AP": HqCit 300-550 155,2
800-950 4482

Pe3ynbraThl pacTpoBOM 371€KTPOHHOM MHUKPOCKOIUU IOKA3ajIH, YTO IPOAYyK-
THI TPEJICTABIAIOT COOO0H OTHOPOMHBIN MEIKOKPHCTAIUTMYECKUH ITOPOIIOK, CO-
CTOSIIIUI U3 KPYIHBIX arJIOMEPUPOBAHHBIX YacTHIL (pHC. 2).

3akiouenue

B pesynbraTte npoaeraHHON pabOThI OBLT MMOyYeH POMOMUYECKUI ATFOMHHAT
kanpuus coctaBa CaAl,O4 307b-T€Th METOJOM C HCIIONB30BaHHEM Pa3THIHBIX
OpPTaHMYECKUX MHOTO()YHKIMOHAIBHBIX KHCIOT B KA4ECTBE MOJMMEPU3YIOIIUX
arenToB. Vcnonp30BaHHe OKCOKHUCIIOT MO3BOMSET MOMYYaTh MPOAYKTHI C BHICO-
KO CTereHbI0 TOMOT€HU3AINH.

Ha ocHoBaHMU JaHHBIX TePMHUYECKOTO, peHTreHo(da3oBoro ananu3oB u UK-
CIIEKTPOCKOIINHU CAETAHO 3aKII0YEeHHE O MHOTOCTaAMHHOCTU mpolecca HopMu-
POBaHUSI CTPYKTYpHl POMOMYECKOTO ANMIOMHHATa Kaiablws. BrrOop mommmepu-
3YIOIET0 areHTa OKa3bIBaeT BIHMSHUE HAa TeMIepaTypy (HOPMHPOBAHHS LIEICBO-
ro MPOIYyKTa, a TaKkke MexaHu3Ma (popMHUpOBaHUS POMOMYECKOTO aTFOMHHATA
Kajpuus. Tak, MOJIOYHAST KHCIIOTA, Co/IepKamiast [Be (PyHKIIMOHAIBHBIE TPYIIIIEL,
He 00pa3yeT XeNaTHOTO KOMIUIEKCA C KaJbIIHeM, H3-32 Yer0 AFOMUHAT KaJIbITHSI
(dhopMupyetca depe3 OKCHI KalbLHA. JTO MPUBOAMUT K MOJYUYEHHIO pOMOHue-
CKO¥ MoaHdUKanu Kak MoO0YHOM, a KyOU4ecKoli — B KauecTBe OCHOBHOM. [Ipu
HCTIOJIE30BAHUH SIOIOYHON KUCIIOTHI B KaYECTBE MOJIMMEPU3YIOIETO areHra Ie-
neBoit mpoaykt Gopmupyercs npu 860°C. AnrOMUHAT KajJbIUsl C UCIOJIB30Ba-
HUEM BHUHHOW KHUCIOTHI noay4aerca npu 910°C; NMMOHHOM KUCIOTBI — IIpH
900°C. OnpeneneHo, YTO MUHUMAJIbHAS HEPTUS aKTUBAIMH TpU (HOpMHUPOBa-
HUU aJIOMHHATa Kallblus HaONoJaeTcs B clydae HCIOJNb30BaHUS SO0JIO4YHOM
KHCTIOTHI.

Bce oOpasipl, momydeHHble Tpu Temmepatypax Bbime 800°C, comepkat
npuMech Kyouueckoro amomuHara kanbius CasAl,Og, gong koToporo yosiBaeT
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C POCTOM TeMIlepaTyphl ¥ MPAKTUUECKH MCcUe3aeT B nHTepBaiie Temmeparyp 1100—
1200°C. YcTaHOBIIEHO, YTO HAMMEHBIIIEE KOJMUYESCTBO MPUMECH COJICPIKUT 00pasell,
IIPY CUHTE3€ KOTOPOTrO MOJIMMEPU3YIOIIMM areHTOM SIBJIsUIaCh BUHHAS KUCIIOTA.

Jlumepamypa

1. Tian Y., Pan X., Yu H., Tu G. Formation mechanism of calcium aluminate compounds
based on high-temperature solid-state reaction // Journal of Alloys and Compounds. 2016.
Vol. 670. P. 96-104.

2. Tian Y., Pan X., Yu H., Gan-feng Tu. Formation mechanism and crystal simulation of
Na>O-doped calcium aluminate compounds // Transactions of Nonferrous Metals Society
of China. 2016. Vol. 2, is. 3. P. 849-858.

3. Ranjbar A., Rezaei M. Low temperature synthesis of nanocrystalline calcium aluminate
compounds with surfactant-assisted precipitation method / Advanced Powder Technolo-
gy. 2014. Vol. 25, is. 1. P. 467-471.

4. Singh V.G., Rao T.K., Zhu J.-J. Preparation, luminescence and defect studies of Eu?'-
activated strontium hexa-aluminate phosphor prepared viacombustion method // Journal
of Solid State Chemistry. 2006. Vol. 179, is. 8. P. 2589-2594.

5. Mandi¢ V., Kurajica S. The influence of solvents on sol-gel derived calcium aluminate //
Materials Science in Semiconductor Processing. 2015. Vol. 38. P. 306-313.

6. Yin Zh., Jie Chen, Chuanyan Xu, Yadong Li, Hyo Jin Seo. Photoluminescence and abnor-
mal reduction of Eu’* ions in CaAl20O4:Eu nanophosphors calcined in air atmosphere //
Physica B. 2015. Vol. 472. P. 6-10.

7. Misevicius M., Scit O., Grigoraviciute-Puroniene 1., Degutis G., Bogdanoviciene I., Ka-
reiva A. Sol-gel synthesis and investigation of un-doped and Ce-doped strontium alumi-
nates // Ceramics International. 2012. Vol. 38, is. 7. P. 5915-5924.

8. Hofmeister A.M., Wopenka B., Locock A.J. // Geochimica et Cosmochimica Acta. 2004.
Vol. 68, Ne 21. P. 4485-4503.

ABTOpPCKHIi KOJIJIEKTHB:

BeasinunoBa Tarbsina BiagumupoBHa, cryzgeHT 4-ro Kypca Xxummueckoro ¢akymnbrera TOMCKOTo
rocyaapcTBeHHoro yHuBepcureta (r. Tomck, Poccus). E-mail: belyaninova_tv@mail.ru

Cemonnna JIniaust AjleKcaHIpPOBHA, KaH/. XHM. HayK, CTapIxii IpernofaBaTesb Kaheapsl HeopraHude-
CKO XMMHH XUMHI4ecKoro (akymnsrera ToMckoro rocyaapcrseHHoro yuusepcurera (r. Tomck, Poccus).
E-mail: SelyuninaLA@mail.ru

Mumenuna Jliopmuia HukosnaeBHa, KaHJ. XUM. HayK, JOUCHT KadeIpbl HEOPraHUYECKOH XMMHU XH-
Mudeckoro (axynaprera ToMckoro rocymapcrseHHoro yamsepcurera (r. Tomck, Poccus). E-mail:
Inm@chem.tsu.ru

Tomsk State University Journal of Chemistry, 2016, 4 (6), 65-72. DOI: 10.17223/24135542/6/7

T.V. Belyaninova, L.A. Selyunina, L.N. Mishenina

National Research Tomsk State University (Tomsk, Russian Federation)
The sol-gel synthesis of calcium aluminate using various polymerizing agents

Rhombic calcium aluminate composition CaAl204 was obtained by a sol-gel
method using various organic acids as polymerizing agents. Using acids containing
an OH group allows obtaining products with a high degree of homogenization.

Based on the thermal data, X-ray diffraction, and infrared spectroscopy, a con-
clusion was made about the multistep process of forming the structure of rhombic cal-
cium aluminate. The polymerization agent affects the temperature of formation of the
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desired product and the mechanism of formation of rhombic calcium aluminate. Thus,
the lactic acid containing the two functional groups did not form a chelate complex
with calcium, because the calcium aluminate was formed via the formation of calcium
oxide. This led to obtaining a cubic structure. When using malic acid as a polymeriz-
ing agent, the desired product was formed at 860°C. Calcium aluminate with tartaric
acid is obtained at 910°C and citric acid at 900°C. All samples obtained at tempera-
tures above 800°C contained an admixture of cubic calcium aluminate CasAl20s, the
proportion of which decreased with increasing temperature and almost disappeared
in the range 1100-1200°C. We found that the least amount of impurities contains a
sample for the synthesis by a polymerizing agent using tartaric acid. All final prod-
ucts of the synthesis are presented by orthorhombic modification of calcium aluminate
with unit cell parameters: the sample that was used in the synthesis of tartaric acid,
a= 0.866 nm, b = 0.807 nm, ¢ = 1.516 nm; citric acid, a = 8.72 A, b = 8.07 A4,
¢=1523 A; and malic acid, a =8.72 4, b =804 4, ¢ =1502 A.

Keywords: calcium aluminate; sol-gel method; tartaric acid; citric acid; malic
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