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(54) CIIOCOB ITIOJIVUEHHM A ITOPOIIKA INUBOPUJA TUTAHA

(57) Pedepar:

N3obpereHrne MoXeT OBITh HUCIOJB30BAHO B
XMUMUYECKOM IMPOMBIIIJICHHOCTH W METaJIyprHu.
Crnioco0 moydeHHs TOpOITKa AWUOOpHIA THTaHA
BKJIIOYAET IMPUTOTOBIIEHUE MOKPON pEaKIMOHHOMU
CMeCH TyTeM TUAPOJIU3a TETPaxJIopuaa TUTAaHA B
JUCTUUIMPOBAHHOM  BOJE TMPU  IMOCTOSIHHOM
MepPEMEIIMBAHNMY, C TOJTYYCHUEM THIPATUPOBAHHOTO
JIMOKCH[IAa TUTaHA M COJISHOM KMCJIOTBI IIpH
pETyIUpOBKe KHCIIOTHOCTH JlobaBIeHNEM
ruapokcuaa ammonuss NH4,OH no pH ot 7 nmo 8.

l'uapaTUpOBaHHBIN JUOKCH] TUTAHA MOTU(PUIUPYIOT
XJIOPOM C MOJTYYeHHUEM KOMIUIEKCA METATUTAHOBOMN
KUCITOTHL. [Ipy TMOCTOSTHHOM  IiepeMeITMBaHUN
JI00ABIAIOT OOpPHYIO KHCIOTY M caxapo3y B
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KoJMuecTBax, obecrneynBaOMNX
cBepxcrexuoMmerpuyeckoe cooTHomenue C/TiO,

+B,03 oxomo 0,5 mo Macce ¢ IOIYyYEHUEM

THAPATUPOBAHHOTO JMOKCHIA TUTAHA W COJISTHOM
KHCITOTBHI. IIpoBoasT KapOOoTepMUYECKOe
BOCCTAHOBJIEHUE PEAKLMOHHOW CMECH IIPU Harpese
oT 950 mo 1000 °C c BelIepKKod B aTmocdepe
JUHAMMUYECKOTO BaKyyma B TeueHue 3-4 4acos.

IIpenmoxennoe  uzobOpereHue obecrieunBaeT
IOBBIIIECHUE 3 PEKTUBHOCTH IIPOU3BOACTBA
IIOpOoLIKa mubopumIa TUTaHA, YIIPOLIEHUE

TEXHOJOTHIECKOTO IIPOLEcca MMOTyYeHHs ITOPOIIKa
obopuaa TUTaHA W CHWKEHUE TEMIIepaTyphl
cuHTte3a. 1 Tab., 5 mp.
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(54) METHOD OF PRODUCING TITANIUM BORIDE POWDER

(57) Abstract:

FIELD: chemistry.

SUBSTANCE: invention can be used in chemical
industry and metallurgy. Method of producing titanium
diboride powder involves preparing a wet reaction
mixture by hydrolysis of titanium tetrachloride in
distilled water while stirring continuously to obtain
hydrated titanium dioxide and hydrochloric acid while
adjusting acidity by adding ammonium hydroxide
NH4OH to pH from 7 to 8. Hydrated titanium dioxide
is modified with chlorine to obtain a complex of
metatitanic acid. With constant stirring, boric acid and

Crp.: 2

sucrose are added in amounts providing super
stoichiometric ratio C/TiO,+B,03 about 0.5 wt% to

obtain hydrated titanium dioxide and hydrochloric acid.
Method includes carbothermal reduction of reaction
mixture at heating from 950 to 1,000 °C with holding
in atmosphere of dynamic vacuum for 3—4 hours.

EFFECT: invention provides higher efficiency of
production of titanium diboride powder, simplified
process of producing titanium diboride powder and low
synthesis temperature.

lcl, 1tbl, 5ex
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N300peTeHre OTHOCUTCS K METAJUTYPIMU TYTOIUIABKUX COCIMHEHUM, B YACTHOCTH K
MOJIYYEHUIO TMOOpUIa TUTAHA, U MOXKET ObITh UCTIOJIb30BAHO B KAYECTBE KEPAMUKU U
3aLMTHOTO OKPBITHS B BBICOKOTEMIIEPATYPHBIX arperarax.

Crioco0 BKJIIOYAET IPUTOTOBJIEHUE MOKPO peaKLIMOHHOM CMECH UCXOTHBIX KOMIIOHEHTOB
B BUJIE TETpaxjIopuaa TUTAHA, OOPHOM KUCIIOTHI U BOCCTAHOBUTEIIFHOTO areHTa B BUJIE
caxapo3bl, CYIIKY PeaKIMOHHOM CMeCH U MIOCIIeAYIoIIee KapOOTepMUIECKOE BOCCTAHOBJICHHE
cMecu nipu HarpeBe. KapboTepMuueckoe BOCCTAaHOBJIEHUE PEAKIIMOHHON CMECU BEIYT MPU
Harpese 10 TeMrnepaTypbl 950-1000°C ¢ BbIaepkKO B aTMOCc(hepe TMHAMUUECKOTO BaKyyMma
OCJIe MPOBEICHUS oTepanuu MouduipoBanus. O0ecreYrMBaeTCs MTOBBIIICHNE
3¢ ()eKTUBHOCTH MPOU3BOACTBA MOPOIIKA TMO0PUIA TUTAHA, YITPOIIEHUE TEXHOJIOTUYECKOTO
rporecca MoJIydeHus MOopoIKa JMO0pHIa TUTAHA U CHIDKEHUE TeMIIEpaTyphbl CHHTE3A.

N3BecTen kapboTepMHuueckuii crmocod moiayuenust nudbopuaa tutana (Camconos I'.B.,
CepeopsixoBa T.U., Heponos B.A. bopunasl. M.: Atomuznar, 1975, 376 c.), TO3BOJISIOIIHIA
MOJIy4aTh KOHIJIOMEPAThl KOHEYHOTO MPOAYKTA ¢ pa3zmepom 3epHa 50-100 MKM.

Henocratkom ciocoba siBisieTcst HEOOXOAMMOCTh ITPEIBAPUTETILHOTO MTOJTyUEHUs
JIMCIIEPCHBIX TOPOIIIKOB OKCUA TUTAHA U Kapouaa bopa, 4To TpedyeT OpraHu3alyu CJII0KHOTO
MHOT'OCTaIMMHOTO TEXHOJIOTMUECKOI0 IIUKJIA, U KaK CIIEJICTBUE YCI0XKHEHUE CIToco0a
MOJTyYEHHs TTOpOoIIKa AMOOpUIa TUTAHA.

B cnioco6e monmyuenus quoopuaa turana (mateHT CILIA Ne2 973247, ony©6ir. 28.02.1961
I.) YBEJIMYEHUE PEAKIIMOHHON MTOBEPXHOCTU KOMIIOHEHTOB PELIAIOT AUCHEPTUPOBAHUEM
CyOMUKPOHHOTO MOPOIIKA OKCUJIA TUTAHA (MUT'MEHTA) U CAKU B PACTBOPE OOPHOM KUCIIOTHI
B PACUYETHBIX CTEXMOMETPUUECKUX UM HECTEXMOMETPUUECKUX KonnuecTBax. [locre cymku
BOJHOM JMCIIEPCUM U yaajleHus cBs3aHHoM Boibl pu 150-200°C nmpouece cuHTe3a audopuaa
TUTaHa OCYILIECTBIIAIOT B UHEPTHOM aTMocepe nipu Temneparypax 1200-1500°C B TeueHue
3-4 yacoB. Coo01aeTcst 0 BBICOKOM BBIXO/E LieaeBOoro nmpoaykra 93-95% (ocraiabaoe TiC/
TiO) ¢ yacThamMu MOPOIIKa pa3MepoM 10 5-15 MKM B HearperupoBaHHOM (hopMme.

Henocratkom ciocoba sIBIIsIeTCsl BBICOKASI TEMIIEpATypa Mmpolecca, He0OX0AUMOCTh
UCIIOJIb30BAHUS TPYAHOAOCTYITHOTO CYOMHUKPOHHOT'O TOPOIIIKA OKCUJIA TUTAHA, & TAKKE
3HAYUTEIIBHOE KOJIMUECTBO MPUMECEN B KOHEUHOM ITPOYKTE.

M3BecTen criocob cunTesa quoopuaa turana (mateHt CILIA Ne8216536, omy6i. 10.07.2012
I.), B KOTOPOM, MOCJIE MPEIBAPUTEIIBHOTO IPUTOTOBJIEHUS BOJIHON AUCIIEPCUOHHON CMECU
OKCHJIa TUTaHA, OOPHOM KUCIIOTHI U YIJIepo/1a, U MOCIEeYIONIEH pacbUIUTEIbHON CYIIIKU
CYCITeH3HH, TIOJTyYeHHE TTOPOIIKa JUOOPHIa TUTAHA [IEJIEBOTO pa3Mepa u Mopdororuu
JIOCTUTAEeTCs TTPOBEACHUEM KapOOTepMHUIECKOT O TIpoliecca pu Temriepatypax 1300-1700°C
B TeueHue 0,5-4,0 4acoB U C PETyJIMPOBKOM IOTOKA AprOHA B PEAKLMOHHON 30HE B IIPEAEIax
ot 0,25 mo 3 n/MuH.

HenocraTtkamu crioco6a sIBIISIIOTCS BBICOKAs TEMIIEpaTypa Mpolecca i HE0OX0IMMOCTh
PETYIMPOBKH ITOTOKA aprOHA B PEAKIMOHHOM 30HE, UTO YCIIOKHSET allapaTypHOE
o OpMJIEHHE U TEXHOJIOTUYECKOE BECHUE ITPOoliecca CUHTE3A.

N3Becren criocob cuntesa qubopuaa tutana (mateHt CIITA Ne5160698, omy6:1. 03.11.1992
I.), BKOTOPOM BOJIHYIO JTUCIIEPCUIO PEAKIIMOHHOM CMECH JBYOKUCH TUTaHa, OOPHOMN KUCIIOTHI
Y ALIETUIEHOBOW CAXKH IMOAAIOT Yepe3 CIIEHUATIBHOE PACIIBUIUTEIILHOE YCTPOUCTBO B CYLIMIIKY
¢ Temriepatypoi Ha Bxojie 290°C u Ha Bbixojie 104°C ¢ mostydeHreM 4acTul OT 5 10 25 MUKPOH.
Jlanee cyOMUKPOHHBIN MOPOIIIOK OKCUIIOB € YTIIEPOAOM HATrPEBAETCS B MUHEPTHOM aTMocdepe
B TUIJIE WM B TPyOUaTOM peakTope npu temiepartypax ot 1200 mo 2500°C
(mpeanouturenbHbie TemiiepaTypsl 1500-2500°C) ¢ BbIIEP)KKOM B TeUEHHE OT 1 CEKYHIbI 10
5 MUHYT [J1s ipeoOpa3oBaHus B Tubopua TutaHa. CpenHsist KpynmHoCTh yactul TiB, B

muanasone 10-150 MxM.
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HenocraTtkamu crioco6a sIBIISIIOTCS BBICOKAS TEMIIEpATypa Mpolecca, OTHOCUTEIIBHO
0oJbllIas KPYMHOCTh YaCTUIl IMOOpUIa TUTAHA, HEOOXOIMMOCTb UCTIOJIb30BAHUS CJTIOKHOTO
CIIELMATIBHOTO PACIIbUIMTEIBHOTO YCTPOWMCTBA [IJIS IOAAUX PEATEHTOB B CYyIIUIIBHYIO KAMEDY.

N3BecTeH maTeHT Ha Ccrioco0 NmoayyeHust nopouka 1uoopuaa tutasa (mateut PO
Ne2603407, ony6i1. 28.11.2016), mpUHSATHIN 32 MPOTOTUIL, KOTOPBIH BKITIOUAET IPUTOTOBIIEHUE
MOKPOH PEaKLIMOHHON CMECH UCXOAHBIX TUTAHCOAEPKALIUX, OOPCOIEpKAILMX KOMIIOHEHTOB
Y BOCCTAHOBUTEIS B BUJIE YIVIEPOACOAEPKAIIMX KOMIIOHEHTOB, CYIIKY CMECH U
KapOOTepMUUECKOE BOCCTAHOBJIEHUE B pEaKIIMOHHOM cMecH Ipu Harpese. B kauecTe
TUTAHCOAEPKAIIMX KOMIIOHEHTOB MPUMEHSIOT AUOKCUI] TUTaHA B (hOpMe aHaTa3a Win
MPEKYpPCOPHI TUOKCHUIA TUTAHA, TTOJIBEPTHYThIE TUAPOJIU3Y U MOAUPUIMPOBAHUIO PTOPU-
annoHoM. KapborepMuueckoe BOCCTAHOBIIEHHE B PEAKLMOHHON CMECH BEyT IPU HATPEBE
1o temriepatypbl 1000+1050°C ¢ BeIAepKKOH B aTMOc(epe AMHAMUYECKOTO Bakyyma. B
KauyeCcTBE MIPEKYPCOPOB AUOKCUIA TUTAHA MOTYT OBITh UCIOIB30BAHBI THAPATUPOBAHHBIN
JTMOKCH]T TUTAHA, TETPAXJIOPU] TUTAHA, CYJIb(aT TUTAHMIIA U TeKCAQTOPOTUTAHAT AMMOHHUSI.
B kauectBe yriepoacoaepxanmx KOMIOHEHTOB MOTYT ObITh UCIIOJIb30BAHBI AKTUBHBIE
(dbopMBI yritepoaa B BUJIE CAXKH, UM COAECPIKAILMECS B TATOKE, Caxapo3e, TMMOHHOM KMCIIOTE.

Henocratkom cocoba siBiisieTcst BBEIEHUE JOMOJIHUTEIBHOIO areHTa JIs
MOAUGULIMPOBAHUS TUTAHCOIEPKALLETO KOMITOHEHTA - INTABUKOBOM KUCTIOTHI, HE3HAUUTEIBHO
BBIIIIE TEMIIEPATYpa CUHTE3a, & TAKXKE IIPOBEICHUS TOTIOJTHUTEIBHBIX ONEpAlUi B Clydae
YCIOJIb30BaHUs TETPAXJIOPUIA TUTAHA JJIS TOTYyUEHUS] METATUTAHOBOMW KUCIIOTBI, YUTO CHUXKAET
3¢ (GEeKTUBHOCTD U TPOU3BOAUTEIILHOCTH CUHTE3A.

TexHuuecKUM pe3yIbTaTOM U300pETEeHUS SIBIISIETCS YIPOILEHUE TEXHOJIOTMUECKOTO
Mpolecca MOTyYeHHs! MOPOIIKA TMOOPHUIA TUTAHA U CHUKEHUE TEMIIEPATYPbl CUHTE3A.

TexHuuecknii pe3yJabTaT JOCTUTAETCA TEM, UTO IPUTOTOBIIEHUE MOKPOR CMECH
OCYIIECTBIISIETCS IyTEM THIPOJIN3a TETPAXIOPUAA TUTAHA B JUCTUIUIMPOBAHHON BOAE MPU
ITOCTOSTHHOM IEPEMEIINBAHMH C ITIOJIYYEHUEM TMIPATUPOBAHHOTO IMOKCH/IA TUTAHA U COJISTHOMN
KHUCIIOTBI IIPU PETYIUPOBKE KUCIOTHOCTH 0OaBlIeHHeM ruipokcuaa ammonus NH4OH o
pH ot 7 1o 8, nanee ruapaTUpPOBAaHHOTO AMOKCHUIA TUTAHA MOTUPULIHUPYETCS XJTIOPOM C
MOJy4YeHUEM MOAU(PUIMPOBAHHOMN XJIOPOM KOMILJIEKCA METATUTAHOBOM KUCIIOTHI, IIOCTIE YETO
P IOCTOSIHHOM TE€PEMEIIMBAHMM JOOABIISIOT O0pcoAeprKallue KOMIOHEHTbI, B KAUeCTBE
KOTOPBIX UCHIOJIB3YIOT OOPHYIO KUCIIOTY M YIJIEPOJCOAEPIKAIIME KOMIIOHEHTHI, B KAUECTBE
KOTOPBIX UCIIOJIB3YIOT Caxapo3y, B KOJIMUECTBAX, 00ECIEUMBAIOIINX CBEPXCTEXMOMETPUIECKOE
cootHouenue C/TiO2+B203 okoino 0,5 mo macce, KapOOTEPMUUECKOE BOCCTAHOBJICHHE
peaKIMOHHOM CMECH TTPOBOAT Ipu Harpese A0 Temmepatyp oT 950 1o 1000°C ¢ BbIaepKKOH
B aTMOc(hepe TMHAMUYECKOTO BaKyyMa B TEUEHUH OT 3 /10 4 4acos.

Cnioco6 ocymiecTsisieTcs cienyomum oopasom. HauanbHoM craaued cuaTe3a tudopuaa
TUTaHA SIBJISIETCS IPOLECC MTPUT'OTOBJIEHUSI MOKPOU pEaKIMOHHOM CMECH IyTeM J100aBIIeHUs
TETPaxJIOpuaa TUTAHA B JUCTUUIMPOBAHHYIO BOAY, ITIPY ITOCTOSTHHOM ITEpEMELINBAHNH,
PErYJIMPOBKY KUCTIOTHOCTH PACTBOPA OCYILIECTBIISIIOT J00aBKOM ruapokcuaa ammonust NH,OH

1o pH ot 7 no 8. B pe3ynbTaTe B3auMoAencTBUsI 00pa3yeTcsi TUIAPaTUPOBAHHBIN TUOKCUL
TUTAHA U COJISIHAs KUcoTa. JJ1s akTuBaumu rnporecca MoaupuuupoBaHus 100aBIsSETCs
ruapoKkcua aMmmoHus 10 pH ot 4 1o 5. Onepanys mpuUroToBIEHUSI MOKPOR peaKIMOHHOM
CMECH TTPOBOUTCS IPU TTOCTOSTHHOM TIEpeMEIIMBAaHUM HA MATHUTHOM MeIlaJiKe B TeueHue |
gaca. [Iponecc MoanuIMpOBaHUs OKCH/IA TUTAHA XJIOP-HOHOM MPOUCXOIUT Ha MOJIEKYIIPHOM
YPOBHE U MPEJCTABIISIET CaMblil OJIM3KUI YPOBEHb accolaluuy ¢ xjiopom. Takum obpazom,
JIOCTUTAETCsl CTAOMIM3ALUS aHATA3a IO TEMIIEPATYP CUHTE3a U MOBBIIIEHUE PEAKIMOHHOM
AKTUBHOCTH UCXOIHBIX BEILIECTB.

Janee B renneoOpa3HbIii paCTBOP MOCIEIOBATEIHHO MPU MOCTOSTHHOM JT00ABIISIOTCS
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OopcoeprKaIre KOMIOHEHTHI, B KQUeCTBE KOTOPBIX UCIIOJIb3yeTCsl OOpHAs KUCIOTa U
YTJIEPOJICOIEPKAIIME KOMITIOHEHTHI, B KAUECTBE KOTOPBIX UCIIOJIb3YETCS caxapo3a B
KOJIMYECTBaX, 00ECIeunBaIoONIMX CBepXcTeXxuoMeTpudeckoe cootHomenue C/TiO2+B203
okoJio 0,5 mo macce. I'oroBas cMech cymmtcs ipu Temnepatype ot 90 1o 100°C B cylumiibHOM
mkady. [TomydeHHBIN aroMepUupOBaHHBINM KOMITIO3UT HATPEBAETCS B TEPMETUUHOM sTUehKe
B aTMocdepe IMHAMMYECKOro BakyyMa a0 TemiepaTypbl oT 950 mo 1000°C. C pazorpeBom
CMeCH ITPOUCXO/IUT MOCIIe0BATEIbHOE YAalleHHe BOIbl. [ MaApaTUpOBAHHBIN AUOKCU TUTAHA,
co/ieprKallvi B CBOEH CTPYKTYPE MOH XJIOPa, OCTAETCS CTAOMIIbHBIM ITPU HAT'PEBE /10 MHTEpBaIa
temrrepaTypsl oT 900 1o 1050°C, B KOTOPOM IIPOUCXOANT TpaHChOpPMAIKsI aHaTa3a B PyTHIT
C IEPECTPONKON KPUCTAJITMYECKOM PEIeTKH U MapajuieIbHO WAYIIIUM CUHTE30M TubopuIa
TUTAaHA. 3aBEPIIEHUE 3TOTO MPOLECCa MPOUCXOIUT B BAKYYME C BBIICPKKON B TEUEHUE OT 3
10 4 4.

Takum 00pa3oM, Ipu KOPPEKTHOM COCTABJICHUM UCXOHON PEaKIMOHHOM CMECH,
YUUTBIBAIOIIEN CTEXMOMETPHUIO KAPOOTEPMUYECKOM peakiuu, MPOAYKTOM CUHTE3a SIBJISIETCS
YUCTBIN HEarJOoMepUpPOBAHHBIN MOpoIIok Audbopuaa turana TiB,.

Cnoco6 nosicHsieTCsl CIeAYIOIKUMHU TIPUMEPAMHU.
ITpumep 1. B 50 mut iucTUimMpoBaHHOM BOABI ITpy niepeMerinBaHuy BBOIAT 15 mut TiCly,

U OCYIIECTBIISIIOT PETyJIMPOBKY KUCIIOTHOCTH pacTBOpa 100aBKOM TMAPOKCUIA AaMMOHUS
NH4OH no pH=7-8. [1pu aToM HaO1101a€TCS 0Opa30BaHKE TeIe00pa3HOTro pacTBOpa 6eoro

BETA MOJM(UIMPOBAHHOMN XJIOpOM MeTaTuTaHoBOM KucinoTel TiO(OH),_(Cl,. Hanee

MOCIIEI0BATENILHO MIPU MTOCTOSTHHOM TIepeMellIMBaHUU JO0aBIISIIOTCS OOpHAs KUCIIOTa U
caxapo3a B KOJIMYecTBax, 00eCIeurBaIOINX CBepXCTeXuoMeTpuueckoe cootHouenue C/
TiO,+B,0O5 okomno 0,5 mo macce. ['oToBasi cMech MoaBEpraeTcs CyIlKke Ha BO3AyXe, 3aTeM IpU

90-100°C B cymuiabHOM KAy, IIPH 3TOM IIBET CMECH MEHSIETCS ¢ OEITOT0 HA YEPHBIIA.
[ToyyeHHBIH reieoO6pa3HbIil KOMIIO3UT HATPEBAETCs B sTUekike B aTMochepe AMHAMUYECKOTO
BaKyyMa J10 TeMnepartyp cuHteza aubopuaa tutana 900°C ¢ Boiaepskkon. [locre BbIaepKKu
B TeueHure 60 MuH mpousBoauTcs Harpes 10 1000°C ¢ BeiaepkKoi 3-4 yaca. 3aTeM oOpaselr
OXJIXKIa€TCsl B TIEUX IO KOMHATHOM TEMIIEpaTyphl, U3BJIEKAETCS ¥ oTrpaBiisieT Ha PDA.
Pe3ynbTaThl cuHTe3a MpUBEACHBI B Ta0uIe 1.

[Tpumep 2. B 50 M1 iMCTUIIIMPOBAHHOM BOABI ITpU NiepeMetinBaHud BBOIAT 15 mut TiCly,

Y OCYIIECTBIISIIOT PETYJIMPOBKY KUCIIOTHOCTH pacTBOpa 100aBKOM THIPOKCUIA AMMOHUS
NH4OH no pH=7-8. [Tpu aToM Habt01a€TCsI 0O pa3oBaHue rejicodpa3HOro pacTeopa 0e1oro

BETa MOIM(UIIMPOBAHHOM XJIOpOM MeTaTuTaHoBoM KucinoTel TiO(OH), (Cl,. [lamee

MOCJIEI0OBATENIbHO MPU MTOCTOSTHHOM TepEeMEIIMBAHUU JOOABIISIIOTCS OOpHAS KUCIIOTA U
caxapo3sa B KOJIMUECTBAX, 00ECIIeUnBAIOIINX CBEPXCTEXMOMETpUUecKoe cooTHoleHue C/
TiO,+B,05 okomo 0,5 mo macce. 'oToBast cMech oaBepraeTcs CyIke Ha BO3AyXe, 3aTeM IIpU

90-100°C B cymuiabHOM KAy, IPH 3TOM IIBET CMECU MEHSIETCS ¢ OJIOTr0 Ha YEPHBIIA.
[ToryueHHBI rele00pa3HbIii KOMIIO3UT HATPEBAETCS B sTUeiiKe B aTMOchepe TMHAMUYIECKOTO
BaKyyMma J1o TeMriepatyp cunte3a aubopuaa tutana 900°C ¢ Beiaepkkoi. [Toce BoIaepkKu
B TeueHue 60 MuH npousBoautcs HarpeB 10 950°C ¢ Boiaepxkkoit 3-4 yaca. 3atem oOpaszen
OXJIAXK/IaeTCsl B MIeUr 10 KOMHATHOW TeMIIepaTyphl, U3BJIEKaeTCsl U oTrpaBiisieT Ha PDA.
PesynbpTatsl cuHTE3a MpUBEaEHBI B Tabmuie 1.

[Tpumep 3. B 50 M1 iMcTUIMPOBAHHOM BOABI ITpY NiepeMetinBaHud BBOIAT 15 mut TiCly,

Y OCYILIECTBIISIIOT PETYJIMPOBKY KUCIIOTHOCTHU pacTBOpa J0OABKOM T'MAPOKCHIA AaMMOHMS
NH,4OH no pH=7-8. [1pu aToM Hab110/1a€TCSl 0Opa30BaHKUE TeIC00PA3HOTO PACTBOPA OEIIOT0

IBETa MOJIU(UIIMPOBAHHOM XJIOpOM MeTaTuTaHoBoM KucinoTel TiO(OH), (Cl,. [lanee

Crp.:5
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MOCIIEI0BATENIFHO IIPU ITOCTOSTHHOM TIepeMeIlIMBaHUU JO0aBIISIIOTCS OOpHAs KUCIIOTa U
caxapo3sa B KOJIMUECTBAX, 00ECIIEUNBAIONINX CBEPXCTEXHUOMETpHUecKoe cooTHomeHue C/
TiO,+B,0O5 oxomo 0,5 mo macce. ['oToBasi cMech moBepraeTcs CyIIke Ha BO3AyXe, 3aTeM MpU

90-100°C B cymMIbHOM KAy, IPU 3TOM [[BET CMECU MEHSETCS € OEJIOro Ha YEPHBIH.
[TosyueHHBI resieo0pa3Hblii KOMIIO3UT HATPEBAETCS B sTUeiiKe B aTMochepe TMHAMUYECKOTO
BaKyyMa J1o TeMmnepaTtyp cuHTe3a aubopuaa tutana 900°C ¢ Beiaepkko. [1ocre BoIIepKKu
B TeueHue 60 MuH pousBoautcs HarpeB 10 1050°C c Beiaepkkoit 3-4 yaca. 3aTem oopa3zell
OXJIAX/TACTCS B IEYH JO KOMHATHOM TeMIIepaTyphl, U3BIIEKAeTCs U oTIpaBiseT Ha PDA.
Pe3ynbTaThl cMHTE3a MpUBeIeHbI B TabuIe 1.

ITpumep 4. B 50 mu1 tucTUIIMpOBaHHOM BOABI ITpy niepeMertBaHny BBOIAT 15 mut TiCly,

U OCYIIECTBIISIIOT PEryJIMPOBKY KUCIIOTHOCTH pacTBOpa 00aBKOM TMAPOKCHIA AaMMOHUS
NH,4OH no pH=3-4. [1pu aTom HaOI01a€TCS 0Opa30BaHUE TeIe00pa3HOTO pacTBOpaA 6EIoro

[BETa MOJU(UIMPOBAHHOMN XJIOpOM MeTaTuTaHoBoM KucinoTel TiO(OH),_(Cl,. Hanee

MOCJIeI0BATENbHO MPU MTOCTOSTHHOM TIEpEMEIIUBAHUU 100ABIIAIOTCS OOpHAs KUCIOTA U
caxapo3a B KOJIMYecTBax, 00eCreurBaIoIMX CBepXCcTeXuoMeTpuueckoe cootHouenue C/
TiO,+B,0O5 okomno 0,5 mo macce. ['oToBasi cMech MoaBEpraeTcs Cylke Ha BO3AyXe, 3aTeM IpU

90-100°C B cymmiabHOM KAy, MPH 3TOM IIBET CMECH MEHSIETCSI ¢ OITOr0 Ha YEPHBIIA.
[ToyyeHHBIH resieo0pa3HbIil KOMIIO3UT HATPEBAETCs B sTUekiKe B aTMOochepe IMHAMUYECKOTO
BaKyyMa J10 TeMnepartyp cuHTeza aubopuaa tutaHa 900°C ¢ Boiaepkkoi. [1ocie BbIiepKKu
B TeueHue 60 MuH rmpousBoauTcs HarpeB g0 1000°C ¢ Beiaepkkol 3-4 yaca. 3atem oOpaser|
OXJIXKIAeTCsl B TICUX IO KOMHATHOM TEMIIEpATyphl, U3BJIEKAETCs M OoTIpaBiisieT Ha PDA.
PesynbraThl cuHTe3a NMpUBEACHBI B Ta0uIe 1.

[Tpumep 5. B 50 mu1 iMcTUIIMPOBAHHOM BOABI ITpU NiepeMetinBaHud BBOIAT 15 mut TiCly,

U OCYIIECTBIISIIOT PEryJIMPOBKY KUCIIOTHOCTH pAcTBOpA 100aBKOM T'MAPOKCHUIA AMMOHUS
NH4OH no pH=7-8. [Ipu aToM Hab1101a€TCSI 0Opa30BaHUE TeIe00pa3HOIO pacTBOpaA OEIoro

BeTa MOIM(UIMPOBAHHON XJIOPOM MeTaTuTaHOBOM KMCTOTHI TiO(OH),_(Cl,. lamee

MOCJIEI0BATENBHO MPU MTOCTOSHHOM NEPEMEIIUBAHUU T00ABIIAIOTCS OOpHAs KUCIOTA U
caxaposa B konuuectBe C/Ti0,+B,0O3 oxono 0,2 mo macce. 'oToBasi cMech noaBepraercs

CYIIKe Ha Bo311yXe, 3aTeM 1pu 90-100°C B cymMiibHOM IIKady, TPU 3TOM LBET CMECU MEHSETCS
¢ 6enoro Ha yepHslit. [TonyyeHHbI reneoOpa3Hblii KOMIIO3UT HATPEBAETCS B STUEHKE B
aTMocdepe TMHAMMUYECKOr 0 BaKyyma J0 TeMIepaTtyp cunre3a auobopuaa turana 900°C c
BoIepkKoit. [Tocne Beiaepxku B TeueHue 60 MuH npousBoautces Harpes 10 1000°C ¢
BbIJIEpkKKOM 3-4 yaca. 3ateMm oOpa3zel oXJ1axaaeTcs B €YU 10 KOMHATHOM TeMIepaTyphl,
u3BJIeKaeTcs U oTnpanisieT Ha POA. Pe3ynbTaTsl cMHTE3a MpUBEIEHBI B Ta0MIE 1.

C1p.: 6
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Tabmuua 1 — JlaHHBIE 3KCIIEpUMEHTOB M pe3yibTarhl PDA Ha Hamuuue

nubopuaa TUTaHa

Ne Macca Bewecrea, r | pH OtHoweH1e Bpems Temnepatypa | Konuuectso
npumepa cmecu | C/TiO;+B,0; | Beiaepkky, | npouecca, °C TiB,, %
y
H,Onwmcr., 50
TiCl, 15
1 NH;OH 35 8 0,5 4 1000 97
H;B,0; 15
C 15
H,Onamcr. 50
TiCl, 15
2 NH4OH 35 8 0,5 3 950 96
H;B,04 15
C 15
H,Oaucr. 50
TiCl, 15
3 NH,OH 35
H.B,0, s 8 0,5 4 1050 98
c 15
H,Onmcr. 50
TiCl, 15
4 NH,OH 15 3 0,5 4 1000 0
H;B,04 15
(& 15
H,Onmcr, 50
TiCl, 15
5 NH,OH 35 8 0,2 4 1000 32
H3B,0; 35
C 10

(57) ®opmyna u300peTeHUs

Crnoco6 nosryyeHus mopouika AM00puaa TUTaHa, BKIIIOYAIOLIUI IPUTOTOBIEHUE MOKPOH
PEaKIMOHHON CMECH UCXOAHBIX TUTAHCOIEPKAIIMX KOMIIOHEHTOB B BUJIE TETPAXJIOPUIA
TUTaHa, OOPCoIepKAIIMX KOMIIOHEHTOB U BOCCTAHOBUTEIIS B BUJIE YIJIEPOACOAEPKALLMX
KOMIIOHEHTOB, TUIPOJIN3 U MOAU(DUIMPOBAHUE TUOKCHAA TUTAHA, CYLIKY CMECH U
KapOOTEepMHUUYECKOE BOCCTAHOBJIEHUE PEAKLIMOHHOM CMECH ITPU HATrPEBE C BBIAECPIKKOHN B
aTMoc(epe JMHAMUYECKOr0 BaKyyMa, OTJIMYAIOLIUICS TEM, YTO IIPUTOTOBIEHHE MOKPOH
CMECH OCYULIECTBIISIETCS IIyTEM THAPOJIN3A TETPAXJIOPUIA TUTAHA B JUCTUIITIMPOBAHHOM BOJIE
MIPY TOCTOSIHHOM MEPEMELIMBAHUM C TTOJTYYEHUEM TMAPATUPOBAHHOI O JUOKCUIA TUTAHA U
COJISTHOM KUCJIOTBI IIPU PErYJIMPOBKE KUCIOTHOCTH JOOABIEHUEM MMIPOKCHAA aMMOHHUS
NH4OH 1o pH ot 7 o 8, nanee rupaTMpOBaHHbBIN AUOKCU TUTAHA MOIUPHUIMPYIOT XJTIOPOM

C TIOJTyYeHUEM MOTU(DUIIMPOBAHHOTO XJIOPOM KOMILIEKCA METATUTAHOBOM KUCITOTHI, TTOCIIE

Yero Mpy MOCTOSIHHOM TepeMEIIMBAHMU T0OABIISIOT OopcoAepKaIe KOMIIOHEHTHI, B KAUECTBE
KOTOPBIX UCHIOJIB3YIOT OOPHYIO KUCIIOTY, U YIJIEPOICOAEPKAIINE KOMIIOHEHThI, B KAYECTBE

KOTOPBIX UCIIOJIB3YIOT Caxapo3y, B KOJIMYECTBAX, 0OECIEUMBAIOIINX CBEPXCTEXMOMETPUUECKOE
cootHotenue C/TiO,+B,05 oxoio 0,5 o macce, kKapdOTEPMUIECKOE BOCCTAHOBIICHUE

PEaKLUMOHHOM cMeCH MPOBOASAT MpU Harpese Ao Temnepatyp oT 950 no 1000 °C ¢ BeraepxKKOH
B aTMoc(epe TMHAMUYECKOTO BaKyyMa B T€YEHUE OT 3 710 4 4acOoB.
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