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M. A. Naimanbayev, N. G. Lokhova, M. N. Kviatkovskaia, Zh. A. Baltabekova, A. E. Barkytova
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PHASE TRANSFORMATIONS OF HYDRATED TITANIUM DIOXIDE
AT THERMAL PROCESSING

Abstract. The primary method of the titanium dioxide production is the thermal hydrolysis of solutions of
titanium sulphate or titanium hydrochloride and calcination of the derived hydrated titanium dioxide.

Not only the conditions of thermohydrolysis, but also the conditions for opening the feedstock, the separation of
titanium from the impurities, have a significant affect to the temperature regime of the calcination of hydrated
titanium oxide, and therefore the phase transformations in the dehydration of hydrated titanium oxide were studied.
The work contains the results of thermal and X-ray diffraction analysis of the hydrated titanium oxide dewatering
product obtained by processing low-titanium slags in an acidiferous manner.

Thermal analysis showed that while calcining of the hydrated product in an rare gas atmosphere, the elimination
of crystallization water occurs in the temperature range of 235-264 °C at the first stage, anatase appears at 475.9 °C,
which react to form of rutile at 797 °C. It is noted that the transformation of brookite into rutile occurs at 1012.5 °C.

The presence of titanium oxides of lower valence was found during the thermal analysis. A dark-purple oxide
Ti,0;5 occured at 181 °C, and yellow titanium oxide TiO at 981.9 °C, which significantly reduces the quality of the
pigment. Visual examination of the cinder showed that the surface layer is painted in lilaceous color, then a strip of
yellow color is observed. The main color is white which is specific to rutile. Undoubtedly, variously colored impuri-
ties reduce the quality of pigmentary titanium dioxide.

The hydrated titanium oxide dewatering product study in an oxidizing atmosphere by X-ray diffraction analysis
method showed that at 500 °C a partial dehydration of the initial slightly crystallized product occurs. The increase of
calcination temperature up to 900 °C leads to the formation of crystalline rutile.

Keywords: hydrated titanium dioxide, dehydration, thermal analysis, X-ray diffraction analysis, calcination,
rutil

YJK 661.882.22

M. A. Haiiman0aes, H. I. JloxoBa, M. H. KBsiTkoBckasi, K. A. banradexkoBa, A. E. BapkbiToBa

WuctutyT Metamrypruu u oboramenus, Anmarsl, Kazaxcran

®A3OBBIE ITPEBPAINEHUSA THAPATUPOBAHHOI'O
JANOKCHUJIA TUTAHA IIPU TEPMOOBPABOTKE

AnHoTanusi. OCHOBHBIM CIOCOOOM MNPOW3BOACTBA JHOKCHAA THTaHA SIBISIETCS TEPMOTHAPOIN3 PAacTBOPOB
CEpHO- MJIM COISTHOKHCIIOTO THTaHa U MPOKAJIMBAHUE MTOTYYEHHOTO THAPaTHPOBAHHOTO AMOKCHIA THTaHa. Ha Temme-
paTypHBIN PEKUM IPOKAIKH THIPATHPOBAHHOTO OKCHJA TUTAHA B 3HAYNTEIBHOW CTEIIEHH BIMSIOT HE TOJBKO YCIIO-
BUSI TEPMOTHPOIIN3a, HO U YCIOBHS BCKPBITHS HCXOIHOTO CHIPBSI, OTJACICHUS TUTaHA OT MPUMECHBIX KOMIIOHEHTOB,
II03TOMY NPOBEICHO HCCiIefoBaHue (a30BBIX NPEBPAILCHUH B MPOLECCe ASTHUIPATAllMi TMAPATHPOBAHHOTO OKCHIA
TUTAHa.

B pabote npencTapieHbl pe3yabTaThl TEPMUIECKOTO U PEHTIeHO(A30BOr0 aHaIM3a MPOAYKTOB 00€3BOKUBAHUA
THJPaTUPOBAHHOTO OKCHZA TUTaHA, MOJYYEHHOI'O NPH MepepadoTKe HU3KOTUTAHOBBIX HIJIAKOB KHCJIOTHBIM CIOCO-
6om. TepMHUYECKUM aHATM30M YCTAHOBIICHO, YTO IPH MPOKAJIKe THAPATHPOBAHHOIO MPOAYKTa B arMoc(epe nHepT-
HOTO ra3a Ha IIepBOM JTame B HHTepBaje Temueparyp 235-264 °C mpoucXoAuT yAaleHUE KPHUCTaIN3alMOHHON
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BozeL, ipH 475,9 °C mposBIsieTcsl aHaTa3, KOTOPHIA mepexonuT B pyTwi mpu 797 °C. OTMedeHo mpeBpalmieHue opy-
kuta B pytun mpu 1012,5 °C. B xome TepMHUYECKOro aHaIM3a YCTaHOBICHO MPUCYTCTBHE OKCHUIOB THTAaHA HHU3IICH
BasieHTHOCTH. [Ipm Ttemmeparype 181 °C mposBuiics TemMHO-puoneToBed okcun Ti,O;, a mpu 981,9 °C xentorit
oxcua TiO, 4TO 3HAYUTEIHHO CHI)KACT KaueCTBO IMMTMEHTa. BU3yalbHbIM OCMOTpP Orapka Mmokasal, 4To OBEPXHOCT-
HBIH CJI0H OKpamieH B 01exHO-(GHONeTOBEIH [BET, IIOTOM HAOMIOHAaeTCs MONIOCKA JKENTOro IiBeTa. OCHOBHBIM LBETOM
ABJISIETCsI OEIbIi XapaKkTepHbIi i pyTwia. HecoMHEHHO, MpUMeCH Pa3INYHBIX [IBETOB CHIKAET Ka4eCTBO MUTMEHT-
HOTO JJMOKCH/Ia THTaHA.

HccnenoBanne NpoayKTOB 00E3BOXKMBAHUS THAPATHPOBAHHOTO OKCHAA TUTaHA B OKUCIHMTENLHOHM armocdepe
METOJIOM PEeHTreHO(}a30BOro aHaM3a Mokasano, 4yto npu 500 °C mporCXOIUT YaCTHUHOE JCTHIPATAIUS UCXOIHOTO
c1a00paCKPUCTAIIIM30BAHHOIO TPOIYKTA. YBEJIMUEHHE TeMmeparypbl npokaiku 10 900 °C mpuBogur k obpas3oBa-
HUIO KPUCTAJUIMYECKOTO PyTHIIA.

Ki1roueBble cj10Ba: THIpaTUPOBAaHHbIN TUOKCH] THTaHA, A€THApaTalys, TepPMUIECKUI aHann3, peHTreHodazo-
BBIH aHANIN3, IPOKAJIKA, PYTHIL

Brenenne. B coemuHeHNAX TUTAH MPOSBIAET CTENEHN OKUCIIEHUs +4, +3, pexe +2. 1I3BecTHBI OKCHI
JIByXBajieHTHOro THTaHa Ti0, 30moTHcTO-XenToro [1] wiuu uyepHOro msera [2] U TEeMHO-(PHONETOBBIN
OKCHJI TpexBasieHTHOro TuTana Ti,O; [1].

Jlnokcuy THTaHa CymIEeCTBYET B BHIE Tpex Momudukamnmii [3]: Opykut Oeroro mpera poMOUYECKOi
CHUHTOHMHM, OCCLIBETHBIM MM CHHUM PYTHJI W aHaTa3 KOpHUYHEBO-uepHoro Isera. Hamo ormeruts, 4To
OKCH/JIbI TUTaHa, KaK MPaBHUJIO, OIYYArOT MPH MPOKAJIKE THAPATUPOBAHHOTO JHMOKCHIA TUTAHA.

I'mnpatuposannsknii quokcu tutaHa TiO,-2H,O — oproTuTaHoBast KUCIOTa — 00pazyeTcs Ha XOJIOIy
TIpU JCHCTBUU Ha pacTBOp, coxepxammii katnoHbl Ti (IV), kakoi-mu0o combio cmaboif KUCIOTHI WA
€IKUMH LIeTI0YaMH U aMMHAKOM.

CBexeocakAeHHast OpTOTUTAHOBAs KMCIIOTA XOPOILIO PacTBOPSETCs B pa30aBICHHBIX MUHEPAJIbHBIX U
CHJIBHBIX OpraHM4ecKux kuciotax. [Ipaktuuecku He pacTBopsieTcs B pacTBopax wmienoueil. Jlerko nenrtu-
3upyercsi ¢ 00pa30BaHUEM YCTOMUYMBBIX KOJUIOMIHBIX PacTBOpoB. IIpy UINTENTHPHOM KHUIISTYEHUH HEpexo-
IUT B MeTaTuTaHoByo kucnoty TiO,-H,O, ManopacTBopuMyto B pa30aBiIeHHBIX KUCIOTax [4].

Ilo cBenenusim [5] cTpykTypa oOpasyromierocs NpH CTapeHHH AWOKCHAA THUTaHA ONPEACISIeTCS
yCIOBUAMH ocaxeHus. Ilpu ocaxkneHMH aMMHAaKoOM U3 COJSIHOKHMCIBIX pacTBOpoB mpu pH <2 anoxcun
THTaHa UMEET CTPYKTYpPY pyTuia, mpu pH 2-5 — ctpykTypy anarasza. [Ipu pH >7 ocanku nuokcuaa TuTaHa
pEeHTreHOaMOp(HEIE.

M3BecTHO [6], 9TO TeMIIEpaTypHBIN PEKAM BO3ICHCTBUSA HAa TBEPHBIC Tela BIUSICT HAa MX KPUCTAILIHU-
YEeCKYI0 CTPYKTYpy. B CBA3M C 3THUM mpeacTaBiseT MpakTHUECKUH WHTepeC MCCIIEIOBAaHUE BIUSHUS Tep-
MHUYECKOH 00pabOTKN THAPATUPOBAHHOTO OKCHJIA TUTaHA Ha CBOWCTBA 00Pa3yIOIIErocs OKCUa THTaHa.

B pabote [7] TepmorpaduueckuM METOIOM aHAIN3a MCCIICAOBAIN MpolecC 00e3BOKUBAHUS OPTOTH-
taHoBo# kucioTel Ti0, 2H,0. Ha kpuBoit JITA 3adurcupoBaHo aBa dK30TepMHUECKUX dddekTa — IpH
500 u 690 °C. PenTreHo¢a3zoBbIM METOZOM aHaJM3a yYCTaHOBIEHO, 4To Tipu 500 °C obpasyercs HEyCTO-
4yMBasi, MEHEE BhIpaKCHHAs MoAuduKkanus aHartasa, obpaszen mocne npokanku mnpu 700 °C comepxkut
CMecCh aHaTasa U pyTuia, a mpu mpokaike mpu 900°C obpazerr coaepkKuT MoHO(Da3y pyTHia.

ITo manHbiM [8] mpu nepepabOTKe TUTAHOBBIX NUTAKOB aMMHAYHBIM CIIOCOOOM 00pa3yeTcsl THTaHAT
aMMOHHS, MIPU MpoKaske kotoporo npu 350°C B TeueHne 4 4 0Opa3yeTcss TUTMEHTHBIN AUOKCU TUTaHA B
(dopme aHaTaza ¢ pazmepom dactull <44-37 MKM.

OKCTepUMEHTANLHBIE PE3yIbTaThl [9] MO Pa3IoKEHUIO0 TUTAHOBOTO IIIJIaKa PacTBOPaMHU THAPOKCHUAA
HaTpHs C MOCieAyomeil TpanchopMalnueil TUTaHaTa HaTpUsl B OpTOoTUTaHOBYI0 Kucinoty HsTiO4 Bo3mei-
CTBUEM pacTBOpoM cepHoil kucnotel ipu pH 0,3, Temneparype 105 °C B TedueHue 5 4 mokasanu, 4To Mpo-
Kallka ToiydeHHoro mpoxaykra mpu 450 °C olOycnoBmia o0pa3oBaHWE aHaTa3a C pa3MEpPOM YaCTHII
0,5-1,0 mxm.

Jpyroii crmoco® Moiy4eHrss MUTMEHTHOTO JHOKCHIa THUTaHa W3 0oraroro TUTaHOBOro muraka [10]
BKJIFOUAeT Pa3joKEeHHUE LIUIaKa B IUIaBe ruapokcuaa Harpusi. OOpasyomuiics TUTAaHAT HATPUS PACTBOPSIIOT
B cepHOil kuciote. Ilocme o4MCTKM U3 pacTBOpa TEPMOTHAPOIM3OM BBIACISIOT O0CaJOK METaTUTAaHOBOM
kucnotel H3TiO;, xotopsiit npokanusator mpu 800 °C ¢ moiyuyeHHEeM XOpOLIO pacKpUCTaTU30BaHHOTO
aHaTa3a co CPEJHUM Pa3MEpOM HacTHL OKoJI0 0,2 MKM.

[Io HOBOH TEXHOJIOTHM ISl MPOMBIIIJIEHHOTO NONXY4EHHMsI Ka4eCTBEHHOTO NMUIMEHTHOTO IHOKCHIA
TuTaHa [11] crex THTaHOBOTO IIJIaKa C TUAPOKCHIOM HATpHs MOCIE BOAHOTO BhIIIETadYMBaHNs PaCTBOPSIIU
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B COJITHOM KHCJIOTE, TIOABEpPraid THAPOIN3Y MPU HU3KOW TemIieparype Ui BBIJCICHUS OPTOTUTAaHOBOM
kucioTel TiO,-2H,0. [TomydeHHbIit ocagok pacTBOpsUT B SM comstHOM KucioTe. [locie SKCTpakImoHHOTO
yIaJeHHs XKeye3a ¢ MPUMEHEHHEM aMHUHHOTO 3KCTpareHTa paduHaT MOABEPTalii BHICOKOTEMIIEPATypPHOMY
THIIPOJIU3Y C MOJYYCHUEM METaTUTAHOBOW KHUCIIOTHI, KOTOPYIO NpokanuBany mpu 650 °C B TeyeHue 2 4 ¢ mo-
JMy4eHHUEM ITMTMEHTHOTO TMOKCHIa THTaHa B (hopMe aHaTasa ¢ pazmepoM cepuueckux yactui 0,3-0,5 MrM.

W3BecTeH ruapoMeTaTypradeckuii croco0 MmoMydeHus] MTUTMEHTHOTO IFOKCHAA THTaHa W3 HIIbMe-
HuTa [12], BKIIOYAIONIUI BBIICIAYNBAHUE PYABl PACTBOPOM COJISTHOW KHCIIOTHI, pa3jciieHHe TUTaHa U
JKelle3a METOJIOM JIBYXCTaauiHON 3KcTpakiuu. Ha mepBoii ctaguu ¢ ucrons3oBanueM (ochopopranu-
YECKOTO IKCTpareHTa, Ha BTOPOW — aMUHCOZEp)KaIero sKkcrparedta. [IpoBoasT ruaposu3 BTOPOro pa-
¢uHara, cogepxaiiero Tutas. [locie npokaauBaHus MPOJAYKTa THIPOIH3a B MydenbHou neun npu 920 °C
B TeueHue 90 MuH oOpasyercs Kpuctaummyeckuid pyTtwi. [locime pasmona moiydaercss MUTMEHTHBIN
JIUOKCHJI TUTaHa C pa3MepOM YacTHI] 0koJo 250 HM.

AHann3 HayyHO-TEXHHMYECKOM M MaTeHTHOW JINTepaTyphl MOKa3al, YTO Ha TEMIIEPATYPHBINA pPeXUM
MPOKAJKU THIPATUPOBAHHOTO OKCHJIA THUTAHA B 3HAYUTCIHHOW CTENCHH BIUSIOT HE TOJBKO YCIIOBUS
TEPMOTHIPOIIN3a, HO U YCIOBUS BCKPBITUS MCXOMHOTO CHIPBS, OTMEICHUS TUTaHAa OT MPUMECHBIX KOMIIO-
HEHTOB (TpUpOIa PEeareHTOB, TEMIIEpaTypa BENeHHS IPOIECCOB W T.J.). Tak, B TPWUBEACHHBIX BHIIIE
WCCIIEZIOBAaHUAX TeMIepaTypa 00pa3oBaHus aHaTa3a U3 MPOAYKTa TePMOTHAPOIN3a BapbupyeTcs oT 450 1o
800 °C.

Lens paboTel — mccnenoBanwe (a3oBBIX NPEBpaIleHUil B Ipolecce AeTHapaTanidil THIPATHPO-
BaHHOTO OKCHJIa TUTAHA.

IKCIepUMEHTANbLHAS YaCTh.

Mamepuan. TmnpaTupoBaHHBIA OKCHJ THTaHA TOJNY4YeH NpH TepepadOTKe HEKOHIUIIMOHHOTO
TUTAHOBOI'O IJIaKa ITYTEM CIIJIaBJICHUA C COHOﬁ, C MOCICAYIOIINM BOJHBIM BBIIICTIAYMBAHUEM XpOMa U
JIPYTHX BOIOPACTBOPUMBIX MPHUMECEH, COIITHOKUCIIOTHBIM BEIIICIaYHMBAHUEM JKelle3a U MapraHiia, O4ucCT-
KOW OT KpeMHHSL. XUMHUYECKHIA COCTaB MPOAYKTa NMPUBEICH B TaOIHIIE.

COZ[ep)KaHI/Ie OCHOBHBIX KOMIIOHEHTOB B I'MIpaTUPOBaHHOM OKCUAE TUTaHa, Mac. %

The content of the main components in the hydrated titanium oxide, % of weight

TiO, Al Si P S Cl Ca Fe Zn H,0

91,31 0,014 0,167 0,005 0,005 1,622 0,008 0,008 0,004 5,45

CornacHO pacueTaM, OCHOBAHHBIX Ha JAHHBIX PEHTI€HO(MIyOPECLEHTHOrO METO[a aHaju3a, Comep-
JKaHHe KpPHCTaJUIM3allMOHHOM BOJBI B 00pasiie coctaisier 5,45 mac. %. ['mapar nuokcuaa THTaHA MOKHO
npeactaBuTh popmynoit TiO,-0,35H,0.

Memoovwtr ananuza. PeHTTeHOMIIyOpECIICHTHBIN aHaIn3 OCYIIECTBIUIA Ha CIIEKTPOMETPE C BOTHOBOM
mucriepcueit Venus 200 PANalyical B.V. (PANalytycal B.V., Tonnanmus). Tepmudeckuii aHanu3 BBITIOJ-
HSUIM C MCIIONIb30BaHHEM MpHOopa CHHXPOHHOTO TepMuueckoro aHanmsa STA 449 F3 Jupiter. O6pabotka
PE3YNBTAaTOB MPOU3BOIIIACKH TIOCPEICTBOM Iiporpammuoro obecrieuennss NETZSCH Proteus.

Memoouka sxcnepumenma. llpu npoBeneHHMM TEPMHUYECKOTO aHAJIM3a W3 MEYHOTIO IIPOCTPAHCTBA
OTKAa4YMBAJICS BO3AYyX (YPOBEHB TOCTUraeMoro Bakyyma 92 %) c nocienyromeii npogyBKoil HHEPTHOTO rasa
co ckopoctbio 10 1 15 °C/muH B atMochepe BEICOKOOUHIIEHHOTO aproHa. O0beM MOCTYMaomero ra3a —
60 cM’/MuH.

[Ipu mpoBeneHWH SKCIEPUMEHTOB OCHOBHOE BHHMAHHE YAEJICHO ONpENeeHUIo Temmeparyp 3¢-
(bexToB, a Takke (PazoBOMY aHAJIHM3Y HCCIEAYEMOro 00pasia.

TepMmuueckoe ucciaeqoBaHue 00pasia MPOBOAUIN B HECKOJIBKUX PeXKUMaXx:

- pexxum TI' ¢ ucnone3oBanuem TI'-nmepkarens mpod, co ckopocthio Harpesa 10 °C/muH. Macca
HaBeckH mpoObl 0,741 . B 3ToM pexrMe OCHOBHBIM MapaMeTPOM SIBISICTCS M3MEHEHHE MacChl HABECKH.
Kpusas ITA nonyvaercss MareMaTHYeCKUM IMyTeM. Takol MOAXOI MO3BOJIWJ YBEJIUYUTh MAacCy HaBECKH,
YTO, B CBOIO OYEPE/b, IOMOIJIO BBISIBJICHHUIO JOIOIHUTENIBHBIX IPOSIBICHNH Ha TEPMUYIECKUX KPUBBIX;

- pexxum JTA/TT ¢ ucnone3oBanuem ATA/TT-pepxkarenst npo0O, co ckopocThio Harpesa 15 °C/muH.
Bemmunaa Maccel HaBeckH coctaBmiia 0,123 T;
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- pexxuMm JITA/TI ¢ ucnons3zoBanuem JITA/TI-gepxarenst mpo0, co ckopocThio HarpeBa 15 °C/MuH.
C menpro mosydeHus OonpIroro oobema mHpoOpManuu HaBecKy oOpasra maccoi 0,307 T YIUIOTHSIH B
THUIJIE U HarpeBaJIu.

BricokoTeMnieparypHyto Aeruapatannio npoBoawin B MydensHoi meun «SNOL-1300» (JIutBa) c
ABTOMAaTHYECKHM KOHTPOJIEM TeMIlepaTypbl. TOUHOCTE M3MepeHus TeMieparypsl coctasisiia 5 °C.

Pe3yabTatrbl u o0cy:xaenne. Ha pucynke 1 mpexacraBieHa jaepuBarorpamma, MojiydeHHas B yCJO-
BHUSIX NEPBOTO PEXKUMA U3MEPEHUH.

OTC /(Ye/MuH)

Tr 1% c-ATA® /K
100 {re s e PPN ... SO
b N e - 100
\.\ \
99 X X 02
'\_,,-5‘\ 80
98 Ne -0.4
: - 60
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-40
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20
95 4 --1.0
0
94 S Am -0.57 % L 1.2
- -':"""‘- hhhhh e i 'I‘ --20
93 4 OCTaTO.‘IHaFI Macca: 92.95?3 (1298.7 °C) —_—— —_— N d L 1.4
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PI/ICyHOK 1- I[epI/IBaTOFpaMMa TUAPATUPOBAHHOTO JUOKCH /A TUTAHa, IIOJIyY€HHas B PEXXUME T

Figure 1 — Thermogram of hydrated titanium dioxide obtained in thermogravimetric mode

Ha xpusoii ITT 3adukcupoBanbl MHTEHCHBHBIE MUHUMYMBI Tipu 145,3 °C u npu 264,4 °C. donon-
HUTEIHHO, HA HUCTIAAONICH BETBH MTOCIEIHETO MUHIMYMa HAONIOMAIOTCS Clla0ble MUHUMYMBI TTpu 193,5
u 2349 °C. B obnactu pa3sutusi Munumyma 145,3 °C mpoucxomut ymaneHue xiopoomopoma HCI,
compoBoxaaromeecs: moreped 1,65 % maccel oOpasua, a npu 264,4 °C — WHTEHCHBHOE BBIICICHUE
KPHCTAUTM3aLIMOHHOM BOJIBI.

Ha pucynke 2 mpuBeaeHa aepuBarorpaMma oopasia ruApaTUpPOBaHHOIO OKCHIA TUTAHA, IIOMyYeHHAs
B pexume JJTA/TT.

Ha xpuBoit JITA (pucyHok 2) mposBuiCS dHAOTepMHUYeCKHN 3()(EeKT ¢ MaKCHMaIbHBIM Pa3BUTHEM
mpu 149,3 °C, a taxke sk3orepMudeckue 3QdekTs ¢ nmukamu npu 4759 u 797 °C. Ha xpusout JTT
3aukcupoBaHbl 1Ba MuHUMYMa ripu 140,8 n 262,9 °C. Ha kpusoii d/ITA HabGmromatorcst ciadble SHIOTEp-
Muueckue 3QQPEKTh ¢ MaKCUMaJIbHBIM pa3BuTeM npH 181, 219,4 u 643,2 °C.

Ounosddekr mpu 149,3 °C xapakTepu3yeT BhIIEICHHE XJIOPOBOIOPOIA B Ta30ByI0 (a3y, Ha KPUBOM
JATT nanHOoMy mpoueccy cooTBETCTByeT MUHUMYM Tipu 140,8 °C.

Herunparanus oOpasua oTpakeHa MUHMMyMoM Ha kpuBod JTT mpu 262,9 °C. [lpu stom umeer
MECTO TEPEeCcTPOiKa KPUCTATMYECKOW pelIeTKn U 3k3orepMudeckuil apdexr mpu 475,9 °C orpaxkaer
KpHCTaJUTH3AIIMIO aHaTa3a, KOTOPHIH TpeTeprieBaeT moauMopdHoe mpeBparieHue o-hopMbel B B-hopmy
(aamotrepmuueckuii adpdext nmpu 643,2 °C).

HanpHelilee HarpeBaHue NPOOBI CIOCOOCTBYET MEPEXOLY CTPYKTYPBI NPOAYKTa B PYTHI, KpHC-
TaIUIN3aINs KOTOPOTO XapakTepusyercs dk303ddexrom mpu 797 °C.

W3BecTtHO [9], 4TO B TUTAaHOBOM IIUIaKE OCHOBHOE KOJIMYECTBO THUTaHa NMPHUCYTCTBYET B UYETHIPEX-
BaJICHTHOM COCTOSIHHH, 3HAYUTEIILHO MEHBIIIE B IBYX- U TPEXBAJICHTHOM.

Hannune oxcumoB THTaHa HU3IIEH BaJIEHTHOCTH B HCCIIEAyEeMOM oOOpasle HOATBEPXKIAIT 3HIO-
tepmuueckue dpdextsl Ha kpuBoit dJITA. Tak, makcumym nipu 181 °C cBs3aH ¢ TOMUMOPQHBIM TpeBpa-
mienueM ao- Ti,05 B B- Ti,O5 [1].
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Pucynok 2 — JlepuBaTorpaMma rHApaTHPOBAHHOTO JUOKCHIA TUTaHa, omy4deHHas B pexxume ATA/TT

Figure 2 — Thermogram of hydrated titanium dioxide obtained in differential thermal analysis/thermogravimetric mode

Ha pucynke 3 mpuBeneHa aepuBaTorpaMMa THApPaTHPOBAHHOTO OKCHIA TUTaHa, MOITy4YeHHas B pe-
sxkume JITA/TT ¢ ymioTHeHreM B THITIE HaBeCKH 00pasIa.
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PHCyHOK 3-— I[CpI/IBaTOI‘paMMa 06pa3ua TUAPAaTUPOBAHHOTO JUOKCH A TUTaHa

Figure 3 — Thermogram of hydrated titanium dioxide sample

Ha momydeHHBIX TepMHYECKUX KPHUBBIX BBISIBICHBI JTOMOMHHUTENbHBIC d3QQeKThl. Tak, MOMUMO 3K30-
TepMuueckux 3¢ ¢exToB Ha KpuBoi JITA, oTpaxkaromux KpucTaliu3anuio aHaraza u pytuia (519,6 °C,
850,8 °C), nabmrogaercs sk30TepMuueckuil 3ddekr ¢ mukom mpu 725 °C, conpoBoXIarOLMics HeOOIb-
IITIM YBEIMYCHUEM MacChl HABECKH, O YeM CBHIICTEIIHCTBYET CIa0bIii MakcuMyM 1ipu 722,5 °C Ha KpUBOH
ATT, uto xapakTepu3yeT Mpolecc OKUCICHUs] HU3KOBaJCHTHOroO TUTaHa. Taxke Ha kpuBoil A TA 3aduk-
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CHpOBaH 3HAOTEpMUUECKU 3¢dekT ¢ 3xcTpemymoM mpu 981,9 °C. D10 3HaueHHe ONM3KO K 3HAUYCHHIO
TeMIreparypsl momuMopdHoro npesparieHus st TiO (o—f) ¥ gaeT OCHOBaHHE MPEATIoaraTh HaJTUIHe
ynoMsiHyTo# (has3el B uccienayemoit npode. Ha kpupoit dITA npucyTcTByeT sHIoTepMudecKkuil 3pdext ¢
skctpemymoM nipu 1012,5 °C, otHocsmmiicss k nepexony Opykuta B pyTtuia [1]. CormacHo [2] 3To mpe-
BpalLIeHUE OTHOCHUTCS K MEIUICHHBIM IpEBpalleHusiM, HO Ipu Temmeparypax Beimie 800 °C, ncnomnbsys
Girochl, MOXHO JOOUTHCS BBICOKMX CKOpOCTed mpeBpaiueHus. [lokaszano, uro nmpucyTcTBue B armocepe

B MIPOIIECCE HArpeBa XJIOPOBOAOPOIa IPUBOIUT K OBICTPOMY MEepexony OpyKuTa B pyTHIL.
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PI/ICyHOK 4— I[I/I(i)paKTol"paMMLI HUCXOAHOI'0 T'MIpaTUPOBAHHOI'O OKCH/Jla TUTaHa U MIPOAYKTOB A€TUApaTallun

Figure 4 — Thermograms of initial hydrated titanium oxide and dehydration product
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Hano ormetuTs, uTo B mpobe UcTbITyeMOoro o0pasiia MpUCyTCTBYET CONSIHAST KHCIIOTa, KOTOpasl BhIJe-
JSeTCs B Ta30BYIO (pa3y MpH HarpeBaHUH M YCKOPSIET MpeBpalleHne OpyKuTa B PyTHI IPU TeMIleparype
1012,5 °C.

AHanu3 MOJIyYEeHHBIX PE3yNBTaTOB MOKAa3all, YTO B HCCICAyeMOM oOpasile MPUCYTCTBYIOT THAPATHI
OKCHJIOB THUTaHa B Pa3IMYHON CTENEHW OKHUCJICHHA. Takol BHIBOA TMOATBEPKIAETCS BHIOM MPOAYKTa
nmeruapatanuu mocie Harpesa g0 1300 °C B cpeme aproHa, OBEpXHOCTHBIN CJIOW KOTOPOTO OKpAIlieH B
onenHo-puosieTOBEII 1BeT, XapakTepHbiid Mt TiO; [1]. 3areM HaOIrOMACTCS MOJIOCKA JKEITOTO IIBETA.
OcHoBHas Macca orapka — 6esoro nBeta. [lo ganabM [1,3] sxenthril nBet xapakreper mis TiO, a 6emnbiit —
st pytia TiO,.

TakuMm 00pa3oM, TpU MPOKAJIKE THIPATHPOBAHHOTO MPOAyKTa B arMocdepe MHEpTHOro rasa obpa-
3yeTcsi PyTWI C NMPUMECHhI0 CMECH OKCHIOB THTAaHA HU3LICH BaJICHTHOCTH OKpPAIICHHBIX B pa3UYHbIC
I[BETA, YTO 3HAYUTEIHHO CHIDKAET Ka4eCTBO MTUTMEHTA.

CrnenoBarenbHO, U MOTYYeHUS MOHO(A3HOTO JHMOKCHAA TUTAaHA, HAalpUMEp PYTHIA, MPOKAIKY
TUAPATUPOBAHHOTO OKCH/IAa TUTAHA HEOOXOUMO IPOBOJUTH B OKUCIUTEIBHOM aTMocdepe.

C 1enbI0 HCCIeIOBaHUS BIMSHUS TEMIIEPaTyphl MMPOKAJIKU Ha MONy9YeHHEe KPUCTAIUTHYECKOTO PYTHIIA
MIpOBeNIeHA CEPHS IKCTICPUMEHTOB B mHTepBaie Temmeparyp 500-1250 °C.

Pesynbrarel peHTreHo(a3oBoro aHamusa Iokasanu (PUCYHOK 4), YTO HCXOMHBIA MPOAYKT Mpe.-
CTaBJICH CJIa00 PACKPUCTAIITN30BAHHBIM, TOYTH aMOP(HBIM THIPATUPOBAHHBIM PYTHIIOM.

IIpokanuBanue ucxomHoro npoaykra mpu 500 °C B TedeHHne 2 9 MPUBEIO K Oojiee 3HAYUTEIIBHOMY
00e3BokuBaHuio. CoKpallleHHUEe TUIONIAAM MHUKOB Ha JU(pakrorpaMMe mpoaykra npokanku mnpu 800 °C
XapaKTepU3yeT BO3pacTaHUE CTENEHU KPUCTAIIU3AINYI Py THIIA.

Herunparanus, nposeneHHas npu 900 °C, mo3BojseT Moiy4arTh XOPOIIO PaCKPUCTAIN30BaHHBIN
PYTHIL

Judpakrorpamma mpoaykra npokanku mnpu 1250 °C MONHOCTBIO COBMAAaeT ¢ AUPPAKTOrpaMMOit
nponykra npokaiku mpu 900 °C.

BoiBoasl. VccenoBanus moka3aind, 9TO CTPYKTypa MPOAYKTA, OITYISHHOTO B Pe3yNbTare MPOKaKN
THJIPaTUPOBAHHOTO OKCHJa TUTAHA, 3aBUCHUT HE TOJBKO OT TeMIIepaTyphl, HO U OT TOTO B Kakoil arMocdepe
MPOBOIUTCS TIpOIecC Aeruapartanud. s momydeHHus XOpoIlo pacKpHCTAIUTM30BAaHHOTO MOHO(]A3HOTO
pyTHIIa HEOOXOIUMO MPOBOIUTH MPOKATIKY B OKHCIUTEIRHOM atMocdhepe npu Temmeparype 900 °C.
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Merautyprus sxoHe KeH 0albITy HHCTHTYTHI, AnMatbl, Kazakcran

TUJPATTBI JUOKCHUJ TUTAHBIHBIH TEPMOOH/IEY IPOLIECCI KE3IHJIET'T
®A3AJIBIK O3TEPICI

AHHoTanus. [IMOKCHI TUTAH 6eaipiciHae 0acThl omicTepiHiH Oipi OOMNBINT KYKIPT KOHE TY3 KBIIIKBLIBI PITIH/II-
JIepiHIH TEPMOTHIPOIIH31 KOHE THIPATTHIK AMOKCU TUTAHBIH KYHIIpy OOJbII TaObuIaAbl. [ MAPATThl TUTAH OKCHUIIH
Ky#Haipy OapbIChIHAA TeMIEpaTypajblK PeKHUMiHE TEK TEPMOTHAPOJIM3 Mpolecci FaHa eMec, COHbIMEH Kartap Oac-
TaIKbI MIAKI3aTThI ATy, TUTAH/IbI KOCAJIKbl KOMIIOHCHTTEPACH O6JIil ajly mapTTaphl 9Cep €Telli, COHIBIKTaH THapaT-
TBIK THTaH OKCH[IH JErHIpaTTay HpoleciHae (as3aiablk e3repicTepiH 3epTTey KYMBICTaphl XKYPri3uimi. 3epTTenareH
JKYMBICTa TOMEH Camajbl THTaH IUIAarbl KbIIIKBUIABIK ICIIEH alIBIHBII, CYCBI3AaH/AbIPbUIFAH TUTAH OKCHJ| THIpa-
TBIHBIH TEPMUSUIBIK J)KOHE pPEeHTreHOo(ha3aIbIK aHAM3AEp] KopceTiireH. TepMUsIIbIK aHaIM30€H aHbIKTAIFaHbl: OipiH-
111 ATanTa THAPATTH eHIMII 235-264 °C temneparypana HHEPTTI ra3 atMocdepachlH/ia KYPri3reH Ke3/1e KpUCTaNIbIK
CYIIBIH JKOUBLTYHI, ait 475,9 °C-ta aHata3aely maiina Oomysl Oaiikamnsi, 797 °C-ta pyrunre aiHamansl. 1012,9 °C-ta
OpYKUTTIH pyTHITe alfHalFaHbl OaiikanraH. TepMusuTel aHau3 OapbhICHIHIA OKCHIIHIH TOMEHT1 BaJICHTTLNIr aHBIK-
tanmel. 181 °C apansreiaga TipO; Oatikanrans! aHBIKTAIIEL, ad 981,9 °C apalbIFbIHIa MTUTMEHTTIH CAITlaChlH TOMEH-
nmererin TiO okcuzi Gatikamapl. KyHiHmiHIH ChIpTTall KOPIHICIMEH JKOFapFbl KAaOaThl KYJTIH TYCKE OOSUIBIN, Capbl
TYCTI CBI3BIFBI KOPIHAI. PyTuimiH Tyci e3iHe naiiblk aK Tyc Oosbin Tadbutazbl. KyMoHCI3, opTypii TycTi Kocnanap
MUTMEHTTI TUTaH JIMOKCHIIHIH canachlH Tycipeni. ['uapaTranraH THTAaH OKCHIIH OTTEKTI aTMocdepana cychi3naH-
JIBIPY TPOIIECCIH XKYPIi3e OTHIPHIIN, peHTreHO(ha3anbl aHaNu3 KepceTkil ooiibiamma 500 °C-Ta oJ1ci3 KpUCTaUIIapIbIH
BIIBIPAY OHIMIHIH OOJIIeKTI aeruapatanuschl 0akamabl. Kyihmaipy nporeccinig Temmeparypachi 900 °C-ka neitin
KeTepy KpUCTaJUIIbI PYTHIIIIH Maiifa 0oTyblHa aJIbII KeJe.

TyiiiH ce3mep: rugparTajfaH TUTAH OKCHII, ACTUIpATAlMs, TCPMHUsUIBI aHANIN3, PEHTreHO(A3anbl aHAIH3,

KYHIipy, pyTHIL.
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