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MONYYEHWE MNPOPOCPATA TUTAHA COBMECTHbLIM
OKNCJIEHVNEM XJTOPOKNCU ®OCPOPA U YETLIPEXXJTOPUNCTOIO
TUTAHA

®ochatbl Ti 06/1a4al0T KOMMIEKCOM CBOWCTB, MO3BONSAKLWMX MCMNO/b30-
BaTb MX B Pa3/IMYHbIX OTPAC/IAX TEXHUKW. B CBA3M C 3TUM B MoOC/efHWe rofbl
BO MHOIMX CTpaHax yfAeffeTcd cepbe3Hoe BHMMaHMe pa3paboTKe HOBbLIX Cro-
co6oB nonydeHusa ocgatos Ti U U3y4eHUIO MX CBOWCTB. B nutepatype onu-
CaHbl OCHOBHbIE, KUC/ble U cpegHue docaTbl TUTaHa [1—6].

OcHOBHble cnocobbl monyyeHns docgatos Ti cBoAATCA K 06paboTke cBe-
xeocaxgeHHon THO2 unm ero conein (TICIt, TiOS04 THOC12) KOHLEHTpPUPO-
BaHHOI (pOChOopHOlM KUCOTOW NPV MOBBIWEHHbLIX TemmepaTypax C Mocfegyto-
wel unbTpaumeid, NPOMbIBKOM, CYLWIKOW MAW NpoKannmBaHuem 06pa3oBaBLUUX-
ca coeauvHeHunin [7—I10]. YKaszaHHble MeTOAbl OT/INYAIOTCA C/IOKHOCTbIO TEX-
HOMOTrMYECKOl CXeMbl M OOMbLLIOA ANWNTENbHOCTbIO npouecca. C Lenbl ynpo-
WeHMA TeXHONOrMN BO3HWKaeT Heo6XOAMMOCTb B pa3paboTKe HOBbIX CNOCO6OB
nonyyeHuns ocpatos Ti.

C 9TOli TOYKM 3pEeHUs OMpefeneHHbIA MHTEepec MOXEeT NpeAcTaBUTb Mpo-
LLecC COBMECTHOI0 OKWUC/IEHNA XN0praoB docdopa U TUTaHa KUCI0POLOM.

WM3BecTHO, uTO Xnopugbl ochopa M TUTaHa NPU MOBBIWEHHBIX TeMMepa-
Typax OKUCAANTCA [0 COOTBETCTBYHOLWMUX OKMUCNOB [11—13], KoTOpble MOryT
B3aMMOJENCTBOBAaTb MEXAY CO60M ¢ 06pa3oBaHMEM (hocgaToB TUTaHa.

Llenblo HacToAwWwen paboTbl SBUIOCL MUCCefoBaHWE BO3MOXHOCTU'Tonyye-
HUSA 'TONKOAMCNEPCHbIX pocgaTtoB Ti NyTeM COBMECTHOIO OKWUC/IEHMS B raso-
Boi hase TiCl4 m POCL3 ¢ ofHOBpPEMEHHON pereHepauunel xaopa 418 NOBTOp-
HOro X/I0pUPOBaHUSA CbIPbA.

WccnepgosaHue nposoagnnn npu  1000°C u  oTHoweHun TiCl4:POC13=
=1 :1, 0,7-4-6,06.

Mpu mnccnefosaHUM TBepAbIX MPOAYKTOB COBMECTHOro okucneHus TiCl4d n
POCI3 ncnonb3oBaiMm XUMUYECKUA U PeHTreHogasoBbln aHanu3, a Takxe WMK-
CMeKTPOCKONMID. PeHTreHorpamMMbl  CHUMalM Ha PEHTreHOBCKOW YCTaHOBKeE
YPC-50, a IK-cnekTpbl 3anucbiBany Ha cnektpooTometpe UR-20.

B KauecTBe WCXOAHbIX BeulecTB mcnonb3oBann POCT (nocne AByxKpaTt-
Holi meperoHku npu 105,5°C) um TiCl4 (dpakymto, oTobpaHHyo npu 136°C),
CoBmecTHoe okucneHue TiCl4n POCT npoBogunu cnegyrowmm obpasom. B pe-
aKTop, 060rpeBaemblii TPy6UaTOl 3/1EKTPOMEYbD, M3 OTAEMbHbIX UCNapUTenei
rasom-Hocutenem (BO3gyx WAM kucnopopg) nogasann napbl TiCl4 n POC!,.
Vicnaputenu nomewanu B TepMoCTaTtbl, e MNOALEPXWUBaNU  OMpefeneHHyIo
TeMmneparypy C MOMOLLbIO KOHTaKTHOro' TepMoMeTpa M pene. Temnepatypy B
peakTope M3Mepsan XpOMesb-afloMeneBoli TepMonapoi M nogjepXusanyi no-
CTOSIHHOWM C MOMOLLbI0 3/IEKTPOHHOIr0 MoTeHumMomMeTpa Tuna 3MB-2-11A n cu-
noBoro pene. las-HocuTenb oOCywann B KOJIOHKax, 3arO/IHEHHbIX MNaBNeH-
HbIM X/IOPUCTbIM KasibLeM, KOHUeHTpupoBaHHON HZS 04 nepxnopatom; mar-
HMA N NATUOKUCLIO (ocdopa. Pacxof rasa-HOCUTENS perynmposasv pPoOOMOT-
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Tabnuuya 1
XUMMYeCKniA cocTaB MPOAYKTOB COBMECTHOro okumcneHus TiCld n POC13

npu 1000° C
M B Cocras TBepAog/o npo-
onspHoe ems KTa, %
oTHOUeHMe  koMtakra, o Cremeds Y
TIOK : POCI3 : 02 ceK ' P205 TI02 *
1 6,06 4,08 26,0 59,4 62,4 37,6
1 524 6,62 30,0 67,7- 62,6 37,5
1 3,06 5,74 19,0 95,2 62,4 37,3
1 2,84 12,60 20,0 100,0 63,5 36,4
1 221 445 36,0 97,7 63,4 36,6
1 2,19 10,90 20,0 98,2 64,1 35,9
1 2,13 4,56 35,0 96,0 63,8 36,3
1 2,06 5,05 36,0 97,0 62,0 37,9
1 1,96 4,53 19,0 88,4 62,1 37,7
1 1,55 3,90 45,0 88,4 58,8 41,0
1 120 11,0 19,5 99,2 47,9 52,0
1 091 1,77 42,0 79,5 55,0 45,2

Tabnuua 2

PeHTreHoMeTpyyeckre AaHHble NPOAYKTOB, MoslydeHHbIX npu 1000° C
COBMeCTHbIM okucneHnem cmecent TiCl4 n POC13

TiCl, : POCb
TIPD, 9
216 101 107 THO2 (aHaTa3) [14]
d, A I d, A I d, A I d, A I d, A 1
4,51 40 4,53 7 4,53 7 4,53 5
3,91 100 3,94 100 3,94 100 3,94 70 — —
3,50 80 3,52 67 3,52 82 3,51 100 3,51 100
3,19 80 3,21 56 3,21 73 3,21 48 _
— — 2,78 13 2,78 15 2,78 8 —
— — — — - 2,43 4 2,435 9
2,36 40 2.37 20 2,37 23 2,37 23 2,379 22
- — — — - 2,33 3 2,336 9
2,17 20 2,18 3 2,18 9 2,18 6 —
2,09 20 2:06 2 2,06 2 2,06 2 - —
1,89 40 1,90 7 1,91 9 1,89 19 1,891 33
1,84 20 1,85 2 1,85 2 1,85 2
1,74 60 176 13 1,76 14 1,76 10 - _
1,70 20 1,72 4 1,72 4 1,73 3 —
1,65 20 1,67 1 1,68 2 1,68 2 _ _
- — — — — 1,69 8 1,699 21
— — — — — 1,66 10 1,665 19
1,59 60 1,60 8 1,61 9 1,60 7
1,50 80 1,51 15 1,51 19 1,51 13 _ —
1,49 2 1,49 2 1,49 1 1,494 4
— 1,46 2 1,46 3 1,48 7 1,480 13
1,42 20 1,44 2 1,44 3 1,45 1
38 60 1,39 6 1,39 7 1,39 4 _ _
— — — — — — 1,36 4 1,367 5
1,32 40 1,33 ‘12 1,33 2 1,33 4 1,337 5

pamu. B ucnaputenax ras-HocuTteNb Hacblwanca napamu TiCl4m POC13 m no
oborpesaembiM TpyOKaM MEPEHOCUMN UX B PeakLVUOHHYIO 30HY, e MpoxXoauso
B3aumogenictene cmecu TiCl4 m POCb c kmcnopogoMm. Konm4yecTBo X/10pvaoB
P4 v Ti, nogaBaemMoe B peakTop, PeryinpoBanu MU3MeHeHUEM TemnepaTypbl
B TepMocTaTtax WM OOGBEMHOM CKOPOCTU rasa-HocuTens. M3pacxofoBaHHble
konuyectea TiCl4 n POC13 KOHTPOAMpPOBaIM B3BELUMBAHWMEM WCNapuTenen Ao
n nocne onbiToB. O6pasylowmecs TBepAble MNPOAYKTbl peakuuu YynasBnvuBanv
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C nomowWblo (GunbTpa M3 CTeknoTkaHW. OTXopAawmi  ras, npoxoas 4epes
(OUNbTP, NOCTyNan B MOTNOTUTENbHbIE CKNSAHKM, 3aMofIHEHHbIE AN1A MOoroLle-
Hua xsiopa pacteopom KI. [lMocne npekpaweHUsa oneita CUCTEMY MPOAYBaIU
BO3[YXOM [0 MOJIHOTO BbITECHEHMA X/10pa.

MonyueHHble ocatbl Ti 0TMbIBaIM OT CBOGOAHON P25 aueToHOM, nocre
Yyero aHanu3nposanu Ha cofepxaHve THO2n PO 5 [1].

CTeneHb COBMECTHOIO OKWUCMEHMA X/I0PUAOB (a) paccumTbiBaIM Kak OTHO-
WeHWe KOMYecTBa MOMEKYISPHOrO X/10pa, HalileHHOro B Nornotutensax (rvd,
K KOMN4YecTBY €ro, nogaHHOMY B peakTop ¢ xnopugamuv P4 un Ti

---------- 100%

CreneHb COBMeCTHOro okucneHus TiCl4 n POC13 cyLwecTBEHHO 3aBUCUT

OT KONMYecTBa MOAAHHOrO Kucnopoga. Mpwu ABYXKpaTHOM, M30ObITKe Mocnea-
Hero CTemeHb  COBMECTHOIO
oKucneHusa 6nmska K 100%.
PesynbTaTtbl  XMMWYECKOro
aHanusa npoAyKTOB, MOMyYeH-
HbIX MPU COBMECTHOM OKMWC/le-
Hum TiCl4 n POC13 npusefe-
Hbl B Tabn. 1. M3 [JaHHbIX
Tabn. 1 BugHo, Yto npu Mo-
nAapHom  oTHouweHun POCL3
‘TiC14°2 copepxxaHue P20 5wu
THO2 B MONly4YeHHbIX MPOAYK-
Tax ocTaeTca NpPUGIN3UTEND-
HO MOCTOSIHHbIM. [lonyyeHHbI
thocthat 6/1M30K MO cOCTaBy K
nupodocarty Ti (gna TiPD7
BbluncneHo 35,99% THO2).
Mpy  MONAPHOM  OTHOLUEHWUM
POC13TiCl4& 2 B TBEpAOM TMpO-
LyKTe cofepXaHue cBo6OAHONA

THO2 yeennumeaetcs. MOXHO WK-cnekTpbl NPOAYKTOB COBMECTHOFO  OKWUC/EHUS

TICl2 n POC13 npn MonsipHom oOTHoOweHun TiCl4:

MNPeAnonoXunTe, 4TO Hapsgy c ‘POC13 paBHOM
'_"l_VrlgquOCq)aTOM Ti obpasyetcs 1—1:204 2—1:101 3—1:1,07

PeHTreHo®as3oBbIi  aHanms
NOATBEPAMN HaMume B MPOAYKTaxX COBMeCTHOro okucneHusa TiCl4 u POC13
Kpuctannuyeckoro nupogocgara TL B Tabn. 2 npmeefeHbl PeHTreHOMeTpu-
yeckue fdaHHble TiPD 7 [9], THO2 [14] v nony4veHHbIX NPOAYyKTOB. M3 Tabn. 1
MU 2 BUAHO, YTO MPU MOJSIAPHOM OTHOWeHUn POCI13TiCl14>2 obpasyeTca Kpu-
cTannmMyeckuii nmpodocgar Ti, a npyu oTHoweHunm POCL13TiClk?2 —TiPD7
M aHaTasHaa Mogudukauma THO2

Ha peHTreHorpammax Habnwogaetcs takxe nuk (d=2,78 A), naeHTUU-
LMpoBaTb KOTOPbIA He yaanoch.

Ha pucyHke npegcrtasneHbl VIK-CcnekTpbl NPoAyKTOB, MOAYYEHHbIX COBMECT-
HbIM okucneHnem TiCl4mn POCL13npu pasnMyHOM MOMAPHOM OTHOLUEHWW. Tosochkl
NOrsoWeHna UxX nUaeHTUYHbl. B MK-cnekTpax HabnwogatoTca nonocbl npu 415,
430, 454, 545, 565, 590, 625, 750, 765, 960, 985, 1030-1170 cm~\ B o6nactu
410—625 cm~1 nexaTt nonocbl noraoweHusa ceaseir Ti—O. B aTy ke o6nacTb
nonafgartT 4acToTbl Aed)opMaLMOHHbLIX KonebaHwui ceaseih P—O B P 03rpynne.
B cnekTpax HabnogaTca noaockl noraoweHma npu 750, 960 cm~1, oTHocAWMe-
ca K VgP—O—P u VasP—O—P B P 74'-aHnoHe cOOTBETCTBEHHO. [NofABNeHMe no-
nockl Npn 765 CM~1MOXHO OOBACHUTL B3aMMOLENCTBMEM C HU3KOYACTOTHLIMU
KOMIe6aHNAMN PeLleTKN WU BAUSHUEM AedeKTOB KPUCTaI/IMYECKON peLueTKu.
ABTOpbl [7] nonaratoT, uto vasP 03 u vsP03 B cnekTpax M4+P2D 7 HaknagbiBa-
IoTca gpyr Ha gpyra. Ans TiP2 7 3t KonebaHua nexart B UHTepsane 1040



1190 cm~1 B Halem cfyyae MHTEHCMBHAA M OYeHb LWMPOKaa Mosioca rnornowe-
HUa Habnopaetca npn 1030—1170 cm~'. CoBnageHMe OCHOBHbIX NMOJIOC MorsoLe-
HWA MOMYYEHHOro HaMWM NpoaykTa 1 nupodocdata Ti [7] TakxKe cBUAeTeNbCT-
ByeT 06 06pa3oBaHMN B KaUeCTBe OCHOBHOro coefnHeHuns TiP2D 7.

AHann3 npmBefeHHbIX AaHHbIX MO3BOJIAET 3aK/MHUYUTL, YTO COBMECTHOE OKWUC-
nerHune TICI4un POCI3 npm 1000° C npnBoguT K 06pa3oBaHUIO B Ka4ecTBE OCHOB-
HOro npoAykTa nupodocdara Ti No peakumnu

TiC142P0C13+2,502=TiPD A#5C12
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