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HOPMATUBHBIE CCBIIKHA

B Hacrosmenl auccepTalMM  HMCHOJB30BAHBI CCBUIKM Ha  CIIEIYIOLIUE
HOPMATHUBHBIE JOKYMEHTHI:

I'OCT 2.105-95 - Egunast cuctema KOHCTPYKTOPCKOM JoKyMeHTaruu. O6rme
TpeOOBaHUS K TEKCTOBBIM JJOKYMEHTaM.

I'OCT 2.601-2013 - Epumnas cuctemMa KOHCTPYKTOPCKOW JTOKYMEHTAlUU.
OKCIuTyaTallMOHHBIE TJOKYMEHTHI.

I'OCT 4.424-85 - Cucrema mokaszaresiell KauecTBa MPOAYKIMH. XUMHYECKUE
coenrHeHus Huoousi. HomenknaTtypa nokasaresnen.

I'OCT 7.12-93 - Cucrema cranmaptoB no uHbopmaiu, OMOIUOTEUHOMY U
u3narenabckoMy neny. bubnmorpaduueckas 3anuchk. CokpallleHue OB Ha PyCCKOM
s3pike. OO1Me TpeOoBaHUS U MpaBUIIA.

I'OCT 7.32-2017 - CucremMa cTaHaapToB 10 UHPOPMALMH, OMOIHMOTEYHOMY U
u3narenabckoMy aeny. OTd4eT 0 Hay4yHO-MCCleoBaTeabcKkol padore. CTpykTypa H
npasuia 0hOpMIICHHS.

I'OCT 8.417-2024 - TocymapcTBeHHas cucTeMa OOECIeYeHHUs E€IUHCTBA
M3MEpeHU. EMMHUIBI BETMYKH.

I'OCT 12.0.003-2015 - Cucrema crannaptoB 6e3omacHOCTd Tpyaa. OnacHele U
BpEIHbIEC TPOU3BOACTBEHHBIE (pakTopbl. Knaccudukamms.

I'OCT 12.1.005-88 - Cucrema cranmapToB Oe3omacHOoCcTH Tpyaa. OOrue
CaHUTAPHO-TUTMEHUYECKHE TPEOOBaHUs K BO3yXy paboyeil 30HbI.

CT PK T'OCT 15.011-2005 - Cuctema pa3paOOTKy U MOCTAaHOBKHU MPOAYKITUU
Ha npon3BoAcTBO. [laTeHTHBIE HccienoBanus. CoaepkaHne U NOPsAI0K TPOBEACHMUS.

CT PK ISO 9001-2016 - Cuctembl MeHEIKMEHTa KauecTBa. TpeOoBaHuUs.

CT PK ISO 14001-2016 - CucreMbl 3KOJOTMYECKOrO MEHEIKMEHTA.
TpeGoBaHus U PYKOBOJICTBO O MPUMEHEHHUIO.

I'OCO, yTBepxaeHHbIN MpukazoM MHUHHCTpa HAYKH U BBICIIEr0 00pa30BaHUS
Pecnnyomukn Kazaxcran ot 20 wumronsa 2022 roma Ne 2 - TocynapcTBEHHBIH
00111e00513aTEIBHBIN CTaHAAPT MOCIEBY30BCKOTO 00pa30BaHUs.

[IpaBuna npucyxXaeHus y4eHbIX CTENEHEN, yTBepxkAeHHbIE nprukazoM MOH PK
ot 14 anpens 2022 rona Ne 144.



OBO3HAYEHUSA U COKPOIIEHUA

TiClas - TeTpaxyopuj TUTaHa;

Nb2Os - neHTa0OKCH T HUOOUS;

TiO:2 - TMOKCHU] TUTAHA;

FeO, Fe20s - okcuapl xkenesa;

Al2Os - oxcH aTIOMHHUS;

S10:2 - AMOKCUA KPEMHUS;

HF - nnaBukoBas kucnora (GpTopucToBOAOPOIHAS KUCIOTA);
H>SOs4 - cepnas kucinora;

HCI - consinas xucnora;

Clz - xn0p;

AG°T - uzmenenue cranaaptHoit sneprun ' n66ca npu temmneparype T,
kJI>X/MOJIb;

lg K, - morapum KOHCTaHTBI pAaBHOBECHUS PEAKLINU;

P - mapumansnoe naBnenue, l1a;

C - remnieparypa, °C;

T - temneparypa, K;

T - NIPOAOJDKUTEILHOCTD Mpolecca, ¢/MUH/Y;

SEM - ckanupyromas 3JIEKTPOHHAs MUKPOCKOIIHS;

EDS - sHeproaucnepcuoHHas CieKTPOCKOIIHUS;

XRD - pentrenodaszonsiii ananus (X-ray Diffraction);
EPMA - 351eKTpOHHO-30H/10BbIA MUKPOAHAINU3;

NTA - muddepeHnnanbHbIil TEPMUUECKUN aHAN3;

AT - nuddepeHmanbHblii TEPMOTPaBUMETPUICCKUN aHATN3;
TI" - TepMOTpaBUMETPUUYECKUN AHAIIU3;

[IK - neineBast kamepa,;

[TKC - mpuieocaguTenibHas Kamepa ¢ COJIE€BOM BAHHOM;
OIITX - oTBanbpHBIN 1IIJIaM TUTAHOBOTO XJIOPATOPA;

JC - mucTUnIsSUOHHBIN KYO;

TII - TurenpHas mneysb;

KTIJI - koxxyXoTpyOHBIH TENMJI000MEHHUK;

HSC Chemistry - mporpaMMHoe obecreueHue s TePMOANHAMUYECKOTO
moaenupoBanus (Outotec);

Thermokinetics NETZSCH - nporpamMMHbIii TaKeT /71 KHHETUYECKOTO
aHaJIM3a TEPMOTPABUMETPUIECKUX JIAHHBIX;

aTM. - aTMOC(hepHOE JTaBIICHUE;

Macc. % - MacCOBBIE TPOLICHTHI;

00. % - 00bEMHBIE TIPOICHTHI;

ppm - MAJJIMOHHBIX J10JIEH;

/11 - TpaMM Ha JIUTD;

KI/4 - KWJIOTPaMM B 4ac;

J1/4 - JIUTP B Uac.



OIIPEJAEJIEHUA

Nabmenur (FeTiOs) —  Turadcouepxaiiee MHUHEPAIbHOE  ChIPHE;
UTTbMEHUMOBbI KOHYeHmpam — MPOJIYKT €ro 00OraieHus.
TuTaHOBBIH HIIAK — TPOAYKT PYIOTEPMHUUYECKOU IUIABKUA WJIBMEHHUTOBOIO

ChIpbsi, oOoraméuueiii mo TiO2; COAEPKUT OKCHIHYIO MaTpHUIly U, KaK IMpaBuio,
crexyoBuaHyi0 CMAS-pda3zy.

CMAS-¢pa3za — amopdHo-cTeknoobpa3Has maTpuiia Ha ocHoBe CaO-MgO—
Al:05-S102, akkymynupytoias npumecu (B T. 4. Nb).

Terpaxsopung turana (TiCls) — 1eneBoll NPOAYKT XJIOPUPOBAHMS
TUTAHCOJEPIKAIIETO ChIPhsl; MPOMEXKYTOUHAs CTaAMs IPU IPOU3BOJICTBE COCTUHEHUM
TUTaHa.

XJyiopupoBaHue — epeEBO] KOMIIOHEHTOB CBIPbs B
XJIOpUIHBIE/OKCUXJIOpUAHBIE (QopMbl Trazo00pa3HbiM Cl: (4acTo B MNPUCYTCTBUHU
YTJIEPOJTHOTO BOCCTAHOBUTEISI H/UIIM B PacIIaBe COJIEH ).

Yraepoaublii BOCCTAHOBUTEJIb — TBEPABIM YIJEPOAHBIA  MaTepUal
(aHTpauuT, KOKC M JIp.), CHWKAIOIIUNA OKUCIUTEIBHO-XJIOPUPYIONIYIO CIIOCOOHOCTH
CpEBbL.

Opocuresabnbiii ckpy0odep (OC) — anmapar ra3004uCTKH, B KOTOPOM

yJIaBIMBaHUE TbUIM M Ta30BBIX IMpUMeEced 00ecrneurnBaeTcsl KOHTAKTUPOBAHUEM C
KUJKOU (pa3oi.

IIyabna opocuresibHOro ckpyooepa (myabna OC) — rereporeHHasl cucrema
(CKUJIKOCTb—TBEPAOE», oOpazyromasics B OC mnpu ylaBIUBaHUM MHLJIETa30BBIX
BBIOPOCOB XJIOPUPYIOIIECH YCTAaHOBKH.

OTBanbHblil 1AM TUTAHOBOTO XJopaTopa (OII'TX) — ToHKOAMCTIEPCHBIN
0CaJI0K U3 CUCTEM Ia30-/TUAPOOYUCTKH XJIOPUPYIOUIEH YCTaHOBKH.

IIsuieBast kamepa (I1K), Bo3rons! IIK — y3en ocakieHus NbUIEBBIX YACTHII;
60320Hbl [IK — yHECEHHBIE U CKOHIEHCUPOBAHHBIE TBEP/IbIE MPOAYKTHI U3 ra30BOT0O
TpakTa.

PacnuiaB nbliieocaauTe/IbHON KaMepsl ¢ cosieBoil BaHHOM (pacmias IIKC)
— COJIEBOM pacIuiaB, aKKyMYJIUPYIOIIAN YJIaBIUBAEMbIC COCIMHEHUS.

Coennnenusi HMoOuss — xumuyeckue Gopmsl Nb B poreccax nepepadoTKH:
okcubl (Hanpumep, Nb20s), xmopunabl (NbCls, NbCla, NbCls, NbClz2), okcuxsiopuasi
(NbOCls, NbO:Cl).

OxkcuxJyiopuabl — COEIMHEHUS MeTallia, coaepxkaiue onHoBpemenHno O u Cl;
it Huoobus — neryune/nonyierydrne NbOCls, NbO:Cl.

BolnesiaunBanue — MepeBO]| IEJIEBOTO KOMIIOHEHTa W3 TBEPIOM (a3bl B
pacTBOp ¢ 00pa30BaHUEM PACTBOPUMBIX (HOPM.

IKCTPAKUMS PACTBOPUTEISIMU — TIepepacipeiesieHue pacTBOPEHHBIX (HOpM
MEXIy BOJHOM M OpraHuyeckoi (hazamu 3a CYET KOMILUIEKCOOOPa30BaHUS.



BBEJAEHHUE

OueHka COBPEMEHHOI0 COCTOSIHMSI peliaeMoil HAYy4YHOH WJIM HAay4HO-
TeXHOJIOTHYeCKOil npodJieMbl.

[TpobOnemMa KOMIIIIEKCHOH mepepabOTKH MHUHEPATBLHOTO CHIPhS SBJSETCS OJTHOMN
U3 TMPHOPHUTETHBIX 3aJa4 COBPEMEHHON TOPHOAOOBIBAIOIIEH M METaJUIypru4ecKon
orpacieii PecnyOmukm Kazaxctan. B uacTHOcTH, THTaHCOAeprKalmee ChIpbe,
nepepadaTbiBa€MOE Ha OTEYECTBEHHBIX MPEANPUATUAX, OTIUYACTCS CIOXKHBIM
MUHEPAJIOTUYECKUM M XHUMHUYECKHMM COCTaBOM. I[lOoMHMO THTaHa, SBISIOLIETOCS
OCHOBHBIM LIE€JIEBBIM KOMIIOHEHTOM, OHO COAEPKUT PsiJ] IEHHBIX AJIEMEHTOB, TAKUX KaK
IUPKOHMM, CKaHIWM, TaHTad, HUOOWM W BaHagui. M3 yka3zaHHBIX DJIEMEHTOB Ha
CErOJIHSIIHUMI JI€Hb MPOMBIIUIEHHO OCBOEHBI TE€XHOJIOTMU TMOMYTHOTO W3BIICYEHUS
TOJIBKO BaHaJus U cKaHaus. Takum oOpa3oM, pa3padoTka 3(pPEeKTUBHBIX TEXHOIOTUN
U3BJICUCHUS UUPKOHUS, TAaHTAa M HUOOWS SIBISIETCS AaKTyaJIbHOM Hay4dHO-
TEXHUYECKOM 3a7auei, CTOSIIEH NIepe]l MeTalTyprudaeckoi otpacipio Kazaxcrana. B
JAaHHOU paboTe MpeAnpUHsITa NONbITKA PEIICHHs] OJHOM U3 3TUX 3aJlay — pa3paboTKa
TE€XHOJIOTHUH TOIYTHOTO WU3BJIEYECHHS] HUOOUS MpHU MepepaboTKe TUTAHCOIAEP KAILEro
MUHEPAIbHOTO CHIPbSI.

HuobOwuil sBisgercss MeTauioM, O0JaJaloMUM KOMIUIEKCOM  YHUKAJIbHBIX
CBOMCTB:  BBICOKOM  KOPPO3MOHHOM  CTOMKOCTBIO,  KApONPOYHOCTBIO  H
OMOCOBMECTUMOCTBIO. biaronapsi TakuMm XapakTEpUCTUKaM OH HAaXOIUT LIMPOKOE
IPUMEHEHUE B aBUALMOHHO-KOCMHYECKOW IPOMBIIUIEHHOCTH IS IPOU3BOJCTBA
KOPIIyCOB CaMOJIETOB, AJIEMEHTOB PAKETHBIX JBUraTelI€d WM JETaleil CITyTHUKOB.
Hampumep, xopmoparuun Boeing u Airbus HCIONB3yIOT HUOOMEBBIE CIUIABBI IS
YBEIIMUEHUs JOJTOBEYHOCTH W HAJNEKHOCTH cBoed mpoxaykuuu [1-4]. B obmactu
ANEKTPpOHUKH Kommanus IBM ycmemHo mpuMEHsSeT HHOOWM IS CO3JaHUs
CBEPXIPOBOASIINX MaTEpPUAIOB, BOCTPEOOBAHHBIX MpHU pa3pabOTKEe KBAHTOBBIX
KOMIIBIOTEPOB W BBICOKOUYBCTBUTEIBHBIX JAaT4ukoB [5-8]. B  Menunune
OMOCOBMECTUMOCTh ~ HMOOMSI  mo3Bojmia Kommanun  Stryker  sddextuBHO
UCIIOJIb30BaTh €ro MPH U3TOTOBJIEHUHM MEAMIIMHCKUX WMILIAHTATOB, MUHUMHU3UPYS
PHUCK OTTOPKEHUS Opranu3mom [9-11].

MupoBoii crnpoc Ha HUOOMI e€xeromgHo Bo3pactaeT Ha 5-7 %, dro
CBUJETENBCTBYET O €0 PACTyIIEe 3HAUUMOCTH JJI1 BHICOKOTEXHOJIOTMYHBIX OTpaciien
npomMbiliieHHOCTH [12-14]. B To ke Bpemsi TpaauimoHHbIe (HIOTAIMOHHBIE U
TUIPOMETAILUTYPTUYECKNE METOJbI U3BJICUYECHHS PEAKUX METAJUIOB XapaKTEPU3YHOTCS
BBICOKHM NOTPEOJICHUEM PECYPCOB U HETaTUBHBIM BIIMSIHUEM Ha OKPY KAIOIIYIO CPEy,
YTO MOPOXKJIAET AOMOJHUTEIBHYIO MOTPEOHOCTH B pa3pabOTKe IKOJIOTUYECKU YUCTBIX
TeXHOJO0Trui nepepadbotku. [loaTBepKAeHNEM aKTyaIbHOCTH TAKUX TOXO0B CITYKHT
CTpaTerust MUPOBBIX JIJIEPOB IPOMBIIIIIEHHOCTH, Takux kak Tesla u Toyota, koTopbie
aKTUBHO BHEAPSAIOT HKOJIOTMYECKH O€30MaCHbIE TEXHOJOTUM U LEMOYKH MOCTaBOK C
1[EJIbI0O MUHUMU3AIMU YIJIEPOJAHOTO cliesia mpoaykuuu [15-19].

B mnactosmee BpeMsa wuccienoBaHusi C(OKyCHpOBaHbI Ha pa3padoTKe U
BHEJIDEHUM WHHOBAIMOHHBIX METOJOB H3BJECYEHHS PEIKUX METAJIOB U3
KOMIIJIEKCHOTO MHMHEPanbHOro Chipbsi [20-23]. CoBpeMEHHBIE TEXHOJIOTUYECKUE
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pelieHus1, TaKue Kak MEMOpPaHHbIE U SKCTPAKIIMOHHO-3JIEKTPOXUMUYECKUE MTPOLIECCHI,
HaNpaBJICHbl Ha TMOBBIMIEHUE 3(PPEKTUBHOCTU M3BICUCHUS IEHHBIX 3JEMEHTOB MpHU
OJTHOBPEMEHHOM CHWKEHUM SKOJOTMYECKOM Harpy3kd MpPOU3BOJACTBA. SApKum
IPUMEPOM YCHEIIHOIO BHEAPEHHUS MOAOOHBIX TEXHOJIOIMH SIBISETCSA JEATEIbHOCTD
komnanun Lynas Rare Earths, xoTopas mpuMeHseT SKOJOTMYECKd YCTOWYHBBIC
METO/bI JJI Pa3JeiIeHUs U BBIIEICHUS PEIKO3EMEIbHBIX IEMEHTOB. [[aHHBIN ONBIT
MOKAa3bIBAET IMEPCHEKTUBHOCTh NPUMEHEHUS AaHAJIOTMYHBIX MOAXOAOB U JUIA
KOMILJIEKCHOM TepepaboTKH TUTAHCOJEPXKAIIETO ChIPhs, OCOOEHHO B YCJIOBHSX
OTPAaHUYEHHOCTH JOCTYMHBIX MPHUPOJHBIX 3alacOB CTPATETMUYECKHUX METAJUIOB,
BKJItOYast HHoOwmit [24-29].

OcHoBaHMe M UCXO/HbIE JAHHBIE VISl Pa3pa00TKH TEMBbI.

OcHoBaHueM i pa3padOTKU TeMbl MOCIYKWIH PE3yIbTaThl UCCIEIOBAHUN B
00JacTW TMOIyTHOTO MW3BJIEUEHUS LIEHHBIX KOMIIOHEHTOB W3 THUTAHCOJAEPIKAILEro
CBIpPbS, IOJy4aeMOro Py MPOU3BOACTBE TeTpaxyopuaa tTutana [30-32]. [lepepaboTka
WIBMEHUTOBOIO KOHLIEHTpaTa — OCHOBHOI'O TUTAHCOJEPKAILEro chiphbsi B Kazaxcrane
— UMEET CTPATETMYECKOE 3HAUCHHE JJI PACIIMPEHUSI pECYpCHOM 0a3bl METAILTYprUU.
VY CTaHOBJIEHO, YTO B MOOOYHBIX MPOJIYKTAX MPOLECCa XJIOPUPOBAHUS HAKATUIMBAIOTCA
3HAYUTENIbHBIE KOHIEHTpauu HUoOus (10 ~3 %), COMOCTaBUMBIE C COAEPKaHUEM B
OPUPOAHBIX pyJax, IOPU ITOM MepepadOTKa TaKUX MNPOMIPOAYKTOB IMpPOIIE H
sKOHOMHYHEee [33].

AKTyaJnbHOCTbh TEMBI YCUJIMBAETCS HANMUKMEM B KazaxcTaHe 3HaYUTEIbHBIX, HO
cJ1ab0 OCBOEHHBIX 3aracoB HUOOHUMcoepkaero ceipbs. [1o opunmanbHbIM JaHHBIM
Komurera reonoruu PK, o3ByuennsiM 27 masg 2025 r., B 2021-2025 rr. 3aBepiieHbl
MOMCKOBO-OLIEHOUHbIE pa0OTHI Ha 10 yyacTKax, IO KOTOPHIM BBISIBJIEHBI M TOCTABIICHBI
Ha rOCYJIapCTBEHHBIN OaNaHC 3amachl peKUX METAJIOB, BKJIIOYAs TaHTal U HUOOUH;
reorpadus: BocTrouno-Kazaxcranckas obmacte — 2 o6bekTa; ror Kazaxcrana — 3;
Ceepo-Kazaxcranckas oonacts — 3 [34]. HecMoTpst Ha BbISIBJIEHUE MEPCIEKTUBHBIX
yuacTkoB (bakenckoe, KyHpeKTbIKOIb U 1Ip.), OTCYTCTBYIOT YCJIOBHS ISl HUX
MPOMBIIIUIEHHON pa3palOTKU. B TakuX yclOBUAX pa3BUTHE TEXHOJOTUN U3BIICUEHUS
HUOOMS U3 TEXHOT€HHBIX UCTOUHUKOB CTAHOBUTCS PUOPUTETHBIM HAIIPABICHUEM.

OCHOBHBIE HCXOAHBIE JAHHBIE, ITOJIOKEHHBIE B OCHOBY TEMbI, BKJIFOYAIOT:

1. XapakTtep HakOIUIEHHsI HHUOOMS B TMOOOYHBIX MPOIYKTaX XJIOPHOM
nepepadOTKH TUTAHCOAEPKAIIETO ChIPbS;

2. Pesynbrarsl 71a00paTOPHBIX UCCJIEI0BAHMI, MOATBEPKAAOIINX
BO3MOYKHOCTb €0 U3BJICYEHUS METOJAMU T'MAPOMETAIUTYPIHH;

3. DOxoHOMHYECKYIO 3(h(HEKTUBHOCTh MPOU3BOACTBA HUOOHMICOAEPIKAIINX
IIPOJYKTOB;

4. MexayHapoaHbI OMBIT TepepadOTKh BTOpUYHOTO ChIpbs (bpasumus,
Kanana).

JIOTIOTHUTENBHBIM ~ CTUMYJIOM  SIBJSIETCS.  HEOOXOJUMOCTH  TMOBBIIICHUS
HKOJIOTHYECKON YCTOMYMBOCTU METAJUypTHUECKUX Mpou3BoAcTB. KomruiekcHoe
UCIIOJIb30BAaHUE MPOMITPOJIYKTOB TMO3BOJISIET CHU3UTH O0BEMBI OTXO/OB U YKPENUTH
no3unnu Kazaxcrana kak sKCopTépa peKux METasIoB, B TOM YHCIIe HUOOUS.
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Ob0ocHoBaHme He00X0AMMOCTH NnpoBeaeHue JTAHHOM HAYy4HO-
nccjIe0BaTeJIbckoii  padorsl. HeoOxomumocTs uccienoBaHHus — 00yCIIOBIIEHA
pacTyllUM MHUPOBBIM CIPOCOM Ha pEIKHE METaJUIbl, BKIIOYas HUOOWH, H
HEOOXOMMOCTBIO TOBBIIICHHS 3 (PEKTUBHOCTH MEPEepabOTKH MUHEPATIBHOTO ChIPhS B
YCIOBHUSIX CHIMKEHHS KadyecTBa NPHUPOAHBIX pecypcoB. I[loOoYHBIE TPOIYKTHI
IIPOU3BOJICTBA TETPAXJIOPUAA TUTAHA COJEPKAT 3HAYUTEIbHBIE KOJINYECTBA HUOOMUS,
YTO CO34A€T MOTEHIMAN JJIA €ro MOIMYyTHOTrO W3BJIEYECHHUS W HCIOJIb30BAHHS B
BBICOKOTEXHOJIOTUYHBIX OTPACIISIX.

B Kazaxcrane pa3BegaHbl KOMIUIEKCHBIE MECTOPOXKACHNUS HUOOUS, OJTHAKO MX
IPOMBIIIJIEHHOE OCBOEHHE OrPAaHUYEHO psAaoM (axTopoB. B 310l cBs3um 0colyro
aKTyaJIbHOCTh IPUOOpeTaeT pa3paboTKa TEXHOJOIMM U3BJICYEHHUsS] HUOOUS U3
BTOPUYHBIX  HCTOYHUKOB,  OOpasyloumxcs OpuU  XJOPHOM  mepepaboTKe
TUTAHCOJAEPKALIETO ChIpbi. B Hacrosmiee Bpems ACUCTBYIOIIME TEXHOJIOTMU HE
oOecreunBatoT 3 PEKTUBHOE U3BJICUEHUE HUOOUS U3 IIJTAMOB U IYJIbIIbL, UTO TPEOYET
BHEJIPEHUS HOBBIX pelieHnid. [lanHas paboTa HamnpaBiieHa Ha CO31aHNE U 00OOCHOBaHUE
TaKUX TEXHOJOTUHA C LEJbI0 TMOBBIIIEHUS KOMIUIEKCHOCTU NEPEpadOTKU ChIPbS H
CHW)KEHUS IKOJIOTMYECKOM HAarpy3KHu.

CaeleHnsi 0 IVIAHUPYEMOM HaYYHO-T€XHHYECKOM YPOBHe pa3padoTKHu, O
NATEHTHBIX MCCIeAOBAHUSX U BHIBObI U3 HUX.

AHaIN3 Hay4YHOW JINTEPATYPBbl U NATEHTHONW NTOKYMEHTAIUU ITOKA3bIBAET, YTO,
HECMOTpPSI Ha aKTUBHBIE UCCIIEOBaHUs B 00JaCTH SKCTPAKIMHU U TUAPOMETAILITYPIUU
PEAKUX METAJJIOB, IPOMBIIIJIEHHBIE TEXHOJIOTUN TIOMYTHOT'O U3BJICYEHHSI HUOOUS ITPH
XJIOPHOM TiepepaboTKe TUTAHCOAEPIKAIIETO ChIPbsl 1O HACTOSIIETO BPEMEHU HE
peanu30BaHbl. JTO CBUIETENBCTBYET O HAJIMYMKA 3HAYUTEIBHOIO HAy4YHO-
TEXHUYECKOTO MpoOesia B TaHHON 00JIacTH.

VYuuThiBass SKOHOMHYECKYIO L€1€CO00pa3HOCTh M PECYpPCHYIO LEHHOCTb
HUOOMICOAEPKAIUX MOOOYHBIX TPOAYKTOB, pa3padOTKa TAKUX TEXHOJIOTUM SBIISETCA
aKTyaJbHbIM HANpaBIEHUEM JJisi TOBBIIEHUS A((OEKTUBHOCTH HCHOJIb30BAHUS
MUHEPAIbHOTO ChIpbs. TeMmaTnka paboThl COOTBETCTBYET CTPATErMUECKUM 3ajadyaMm
YCTOMYMBOIO PAa3BUTHUS METAJUIYPTUM M MOXET CIOCOOCTBOBATh CHUYKEHUIO
HKOJIOTUYECKON HArpy3KH U 00€CIEeUCHUIO KPUTHUYECKH BaXKHBIMU MaTepHUalaMu.

CBeeHUs 0 METPOJIOTMYECKOM 00eCIeYeHUH HAYYHBIX HCCIEeA0BAHM M.

Mertponoruyeckue HM3MEpPEHUsT B XOJI€ BBIMOJIHEHUS KOMIUIEKCAa HAy4HO-
UCCIIEIOBATENbCKUX  pabOT  BBINOJHSJIUCH C  HUCIOJB30BAaHUEM  KOHTPOJBHO-
U3MEPUTENIbHBIX MPUOOPOB, MPOLIEAUINX TOCYJAPCTBEHHYIO METPOJIOIHUYECKYIO
noBepky. [Ipum mpoBeneHuM uccAeNOBaHUN MPUMEHSIIUCH CEPTHUPHUIMPOBAHHBIE
Metonukn usMmepenuit (CMMUM), a Takke MOpOCIEKUBAEMBIE 3TAJIOHAM CPEJICTBA
W3MEPEHUI U CTaHJapPTHBIC 00pa3Ilbl COCTaBa, YTO 00ECIeUnsio TpeOyeMyto TOYHOCTh
Y COIOCTaBUMOCTb JAHHBIX.

[Ipu BbIMONHEHUH PAOOT HCMOIB30BANU CHEAYIONIME (DU3UKO-XUMUYECKUE
METOJIbI U 000pPYI0BaHHUE:

~ Pentrenodasossiii ananus Ha nudpaxkromerpe Bruker D8 Advance (Cu Ka),
IIPU YCKOPSIOIIEM HanpskeHud 35 kKB u Toke 25 mA.
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— PentrenodiyopecueHTHbII aHaJIM3 Ha CIEKTPOMETPE C  BOJHOBOM
nucnepcueit Venus 200 (PANalytical B.V., Hunepnanmpr).

—- Onrtuueckass SMHUCCHOHHAs CHEKTPOMETPUS C HWHIYKTUBHO CBSI3aHHOM
wia3moii Ha mpubope Optima 2000 DV (PerkinElmer, CIIIA).

~ DneKkTpoHHO-30H10BbI Mukpoananu3 (WDS/EDS-kaptuposanue) na JEOL
JXA-8230 (JEOL, SAnonus).

— Cunxponnsiii Tepmuuecknii ananus (TGA/DSC) nma nmpubope NETZSCH
STA 449 F3 Jupiter.

HccnenoBanusi BBIMOJNHSUIUCh B aKKPEJUTOBaHHBIX Jaboparopusx AO
«Mactutyt Meramutypruu u ob6oramenus» (MMuO), Satbayev University, AO
«KBTY» u PI'TI «HIUKIIMC PK». HaumonansHast 1abopatopusi o NpUOPUTETHOMY
HarpaBieHuo « TexHOIoTHH JUIsl YTJIEBOJOPOJAHOIO U TOPHO-METAJLTYyPrHuecKOoro
CEKTOPOB M CBSI3aHHBIX C HUMU CEpBUCHBIX oTpaciiein» AO «MMuO» akkpeauToBaHa
B HanroHanbHOM lIeHTpe akkpeauTanuu KoMuteTa TEXHUUECKOTO PEeryJIMpOBAHUS U
merposnorun: Atrecrar akkpeauranuu Ne KZ.T.02.1138 ot 06.04.2021 .
(meiictBurenen o 06.04.2026 r.) Ha coorBercTBUE TpeOoBanusiMm ['OCT ISO/IEC
17025-2019 «OO6ume TpeboBaHUA K KOMIIETEHTHOCTH HCIBITATEIBHBIX U
KaJIMOPOBOYHBIX J1a00OpaTOpUiiy.

[IpuMeHeHrnEe COBPEMEHHBIX METOJIOB aHajiu3a, NOATBEpXKAEHHAS IOBEpKa
npuOOpoB M paboTa B HCHBITATENBHBIX JaOopaTopusx, coorBeTcTBytomux ['OCT
ISO/IEC 17025-2019, obecnieunsiv 10CTOBEPHOCTh, TOYHOCTh U BOCIIPOU3BOIUMOCTD
MOJYYEHHBIX PE3YJIbTATOB.

AKTYaJIbHOCTh M HOBU3HA TEMBl.

Poct MmupoBoro crpoca Ha cTpaTeruuecky BaXKHbIE METaJLIbI, BKITFOYasi HIOOUH,
TpeOyeT pa3pabOTKM TEXHOJIOTHIl €ro W3BJICUEHUS U3 PA3JTMYHBIX HCTOYHHUKOB.
Oco0eHHO aKTyaqbHO TIOMYTHOE W3BJIICUEHWE HHUOOUS U3 TOOOYHBIX MPOIYKTOB
XJIOPHOW MepepabOTKU TUTAHCOAEPXKAIIETO ChIPhS, TAKUX KaK MyJbIla, IUIAMbI U
BO3TOHBI, TJe ero cojaepxkanue pocrturaet 3 % B TBEpHmoi ¢aze. CyliecTByrOMME
TEXHOJIOTUH HE TIPElyCMATPUBAIOT CEJIEKTUBHOTO U3BJICUEHUS HUOOUSI, YTO TPUBOIUT
K ero yrtpare. OTo o0OyclaBIMBaeT HEOOXOIUMOCTh coO3/aHusl A(HPEKTUBHBIX
TEXHOJIOTUYECKUX PEUICHUM, BKIIIOYasl TPAJIUIIMOHHBIE U UHHOBAIIMOHHBIE METO/bI —
KHCJIOTHOE  BBIIIEJIAYMBAHUE, OKCTPAKLUMIO, HOHOOOMEH, MEMOpaHHbIE H
TEPMOXUMHUYECKHE TMporecchl. OJHAKO MHOTME W3 HHUX TIOKa HE 00ecrnedyuBaroT
JIOCTATOYHOM CEJIEKTUBHOCTH M TPEOYIOT JOpaObOTKH I MPOMBIIIICHHOTO
MPUMEHEHUS.

JIOTIOTHUTENPHYIO aKTyaJIbHOCTh HWCCJEAOBAHHUIO MPHUAAET claboe OCBOCHUE
COOCTBEHHBIX HHOOMHCOAEpKAIIMX MecTopokaeHui B Kazaxcrane, mpu Hanwuuu
MEePCTIIEKTUBHBIX BTOPUYHBIX MCTOYHUKOB. B uacTHOCTH, mepepaboTka IMyJbIbl OT
npousBojacTBa TiCls mo3BosseT mosydath HHOOMEBBINH KoHIleHTpaT (1,7-3 % Nb),
COMOCTAaBUMBIN C MPUPOJIHBIM CHIPbEM, HO Jierue mnepepadaTtsiBaemblid. MHTErpanus
TEXHOJIOTUI MOMYTHOTO M3BJICYEHUSI B CYLIECTBYIOIIEE MPOU3BOJCTBO CIIOCOOCTBYET
CHIDKEHHUIO OTXOJIOB, YMEHBIIEHHUIO 3aBUCHUMOCTH OT HWMIIOPTA M TOBBIIICHUIO
pPEHTa0ENbHOCTU. DTO COOTBETCTBYET LIENSIM YCTOWYMBOIO PAa3BUTUS U CTPATETUU
Kazaxctana mo paclidpeHuIo BbBITYCKAa MPOIYKIHUU C BBICOKON J100aBIEHHOU
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CTOMMOCTBIO, BKJItOUas oOecreyeHue MOTpeOHOCTE B HHOOMU ISl SAEpPHOMU
SHEPIreTUKH.

HoBuzHa Tembl COCTOUT B Pa3pabOTKE TEXHOJOTUH H3BJICUCHUS COCAMHEHHI
HUOOMSI B TpoLEcce MPOU3BOJCTBA TETPAXJOPUAA TUTAHA, METOJOM H3BJICUECHHUS
HUOOUS U3 0CaJIKa MyJIbIIbl OPOCUTEIILHOTO CKpyOOepa, BKIIOYAIOIINI MPOKATUBaHHUE
Y CEJICKTUBHYIO NTepepabOTKy TBEPIOTO OCTATKA C MOJIYYEHUEM HUOOMICOAEPKAILETO
KOHIIEHTpaTa, ¢ coaepxkanne Nb mo 12-20 %, ¢ uzBneuenuem a0 23,84 % Nb ot ero
coJiep>KaHMs B UCXOTHOM IILJIaKe.

Cesa3bp  JaHHOM PpadoOTBI € JAPYrHMHM HAYYHO-HMCCJIEI0BATEIbCKUMM
padoramm.

Tema nuccepTallmOHHON pabOTHl COOTBETCTBYET IPUOPUTETHOMY HAMPABIICHUIO
pa3BuTHs Hayku «PaloHanbHOE MCMHOIB30BAHKUE MPUPOIHBIX, B TOM YUCJIE BOJHBIX
pecypcoB, TeoJiorus, nepepadoTKa, HOBbIE MAaTepUabl U TEXHOJIOTHH, O€30TMacHbIC
U3JeNUsl U KOHCTPYKUMH» U 1o noanpuoputery «KomriekcHoe u 0€30TX0HOE
MCIIOJIb30BAaHUE MUHEPAIBHOIO ChIpbs». [luccepTanyionHas paboTa BBINOJIHSIIACH B
pamkax npoekra «Kac ransiMm» Ha 2024-2026 roasl no teme AP22686490 «Tutan Oap
IIMKI3aTThl XJIOPMEH OHJEY Ke3iHJAe HUOoOui any», ¢uHancupyemoro Komurerom
Hayku MuHucrepcTBa oOpazoBanus u Hayku PecnyOnuku KazaxcraH.

Henabro auccepranmoHHOil padoThl SBISETCA MOBBILIEHHE 3()(PEKTUBHOCTU
nepepabOTKU TUTAHCOJAEPKAILETO ChIPbsl MyTEM pa3padOTKU TEXHOJIOTHH MOMYTHOIO
U3BJICUCHUS HUOOWS MPU MOTYyUYECHUH TETPAXJIOPHUIa TUTaHa, YTO MO3BOJIUT PACIIUPUTD
HOMEHKJIATypy BBIMYCKAaEMBIX PEIKUX METaJUIOB, IMOBBICUTh PEHTA0EIHHOCTD
MPOU3BOJICTBA U CHU3UTH OOBEM OTXOJIOB 3a CUET U3BICUCHUS IIEHHBIX KOMIIOHEHTOB
13 MOOOYHBIX MPOAYKTOB.

JIs peanv3anuuy UEeIu UCHO0JIb30BaHa COBPEMEHHAS! METOI0JIOTHSI, COYETAOIIAs
AKCHEPUMEHTAIbHBIE u TEOPETUYECKUE MOAXO/IbI c MPUMEHEHUEM
CepTU(UIIMPOBAHHOTO  AHAJTUTUYECKOTO OOOPYJIOBaHMS B  aKKPEAUTOBAHHBIX
1ab0paTopusAX, YTO 00ECIEUYUBAET TOCTOBEPHOCTh U MPUMEHUMOCTh PE3YJIbTAaTOB B
MPOMBIIIJICHHOCTH.

O0bexkTaMu UCCJIeIOBAHUM SBIISIOTCS:

~ TIEPBUYHOE TUTAHCOJIEPKAIIEE ChIPhE: WIBMEHUTOBBIM KOHIIEHTPAT;

~ TPOJYKThI BOCCTAHOBUTEIBLHOM MEePepabOTKU: TUTAHOBBIN IILJIAK;

~ TPOMBIIJIEHHbIE TMMOOOYHBIE MPOIYKTHI, OOpa3yloImUecs MPU MOTyYCHUH
TETPaxJIOpU/a TUTAHA:

~ OTBAJIBHBIN IIUIAM TUTAHOBOT'O XJIOPATOPA;

~ BO3TOHBI BUIEBOM KaMepHI;

~ BO3TOHBI U PACILIaB MbUIEOCAAUTEIIBHON KAMEPHI C COJIEBOM BAaHHOW;

— MyJbIIa OPOCUTEIHHOTO CKPYyOOepa.

IIpeaMeTroM wucciaeaOBaHUIl SBISIOTCS TEPMOJAMHAMHYECKHE U (ha30BbIE
3aKOHOMEPHOCTH paclpeiesieHus HUOOMUS Ha CTaIusX:

~ PYAOTEPMHUYECKON BOCCTAHOBHUTEIBHOW TMEPEepadOTKA  MIBMEHUTOBOIO
KOHIIEHTpaTa ¢ cojepxkanueM Nb20s 0,02-0,03 %;

~ XJIOPHOM mepepadOTKM TUTAHOBOTO HUIaka ¢ coaepxkanueM Nb20Os 0,04-
0,06 %;
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C TIOCJIEAYIOIINM U3BJICYEHUEM HUOOUS U3 MPOAYKTOB MEepepadbOTKH.

3agaum  ucciaegoBaHUWl, HMX MeCTO B  BbINOJHEHHMH  HAY4YHO-
HCCJIeI0BATEIbCKOM padoThl B LEJIOM:

JUIsE TOCTH)KEHHsI TOCTaBJIEHHOW WLENU JIUCCEPTALMOHHOW palOOThl ObLIU
c(OopMyIIMPOBAHBI U PELICHBI CIEAYIONIUE 3aJa41, OTPAKAIOIIHNE ITOCIEI0BATEIbHYIO
JIOTUKY Hay4YHOI'O [TOUCKA:

1. Coop, cucremarusanuss M KPUTUYECKHM aHAIU3 HAYyYHO-TEXHHYECKOU
uH(OpMAIUU IO CYIIECTBYIOIIMM METOIaM MepepabOoTKU TUTAHCOACPIKAIIETO ChIPbS,
BKJIIOYAsl MCCIIEIOBAHUS B 00JIaCTH MOMYTHOI'O U3BJICUEHUS HUOOUS.

2. TepmoanHamuyeckui aHau3 IPOLIECCOB PYIOTEPMHUYECKOM
BOCCTAHOBUTEIHHOU TUIABKU U XJIOPHOM MepepaboTKU TUTAHCOJAEPIKAIIETO ChIPbS C
MOCTPOEHUEM TeMIIEPATYPHBIX 3aBUCUMOCTEN CTaHIapTHOU 3Hepruu [ 'nb6ca peakuuii
XJIOpUPOBaHUS HUOOUMconepkamx has.

3. ®a30BO-MHUHEPAOPTUUECKOE HCCIECIOBAHUS HCXOJHOTO W BTOPUYHOIO
TUTAHCOJEPIKAIIETO ChIPbsI, BKIIOYasi NJIbMEHUTOBBIN KOHIEHTPAT, TATAHOBBIN 1JIAK,
a Takke MOOOYHbIE MPOAYKTHI MPOU3BOJCTBA TETPAXJIOPHAA TUTaHA (OTBAJIbHBIN
[UiaM, BO3TOHBI, IMyJbIla OPOCHUTEIBHOTO CKpyOOepa), ¢ LEeNbl0 OMNpeaeeHUs
JIOKaJIM3aIuy U MTOBEICHUS HUOOUSI.

4. CuHTE3 UCKYCCTBEHHOI'O MJIBMEHHUTA C MOBBIIIEHHBIM cojaepxaHueM Nb2Os
(~1,7 %) n mpoBeicHUE KOMIUIEKCHOTO aHaJIn3a ero pa30BOro cocTana.

5. DKCIIEpUMEHTAIBbHOE MCCIIEIOBAHNE KOJMYECTBEHHOIO PACIPEIACICHUS
HUOOMST 1O  OCHOBHBIM  TEXHOJOTMUYECKMM IIOTOKaM IpH  IepepadboTke
TUTAHCOJIEPKALIETO ChIPhS, BKIIIOYAsl CTAANU MUIABKH, XJIOPUPOBAHUS U KOHJICHCAIUU.

6. Pa3zpaboTka u naboparopHas mpoBepKa TEXHOJIOTUW M3BIICUEHUST HUOOUS U3
HamOoJiee TMEpPCIEeKTUBHBIX  MPOMBIIIIEHHBIX  MPOAYKTOB, BKIIOYAs  ATaIlbl
KOHIIEHTPUPOBaHUs, (ha30BOTO aHAJIN3a U CEJIEKTUBHOM NepepaboTKu.

MeTtoaosornueckas 0asa.

B nuccepraiiioHHoit paboTe NMPUMEHEH KOMILJIEKC COBPEMEHHBIX HAYYHBIX U
WHXXEHEPHBIX METOJIOB, 00ECIICUMBAIOIINI JTOCTOBEPHOE MCCIICIOBAHUE MPOIIECCOB
nepepabOTKM TUTAHCOJEPKAILIErO ChIPbsi ¢ M3BJIEYEHUEM HHUOOUS U BO3MOXXHOCTH
BHEJIPEHUS PE3YJIbTATOB B MPOMBILIIEHHOCTb.

1. Tepmommnamuueckoe moxaenupoBanue BbinosiHeHO B HSC Chemistry 6.0
(Outotec) nnst peakuuii BOCCTaHOBJIEHUS, XJIOPUPOBAHUS U UCIAPEHUST COCIUHEHUN
HUOOMS, THUTaHa ® Kele3a B TeMmiepaTypHoMm gauanazone 600-1200 °C.
MonenvupoBaHue yYUTHIBAJIO YCJIOBHS paciijlaBa XJIOPUJIOB M 00ECTeUnBaIO BHIOOD
ONTUMAJIBHBIX MTapaMeTpoB (a30BOTO pa3IeiacHUs.

2. Kunernueckuit ananus npoeacH mo TG/DSC-nanHbIM ¢ UCTIONB30BaHUEM
moaynsi Thermokinetics (NETZSCH Proteus), 94To mO3BOJIMIIO OIIEHUTH MapaMeTphl
pa3NoKeHUsI OKCUIHBIX a3 u HeppOHH0OaTOB B YCIOBUSX XJIOPUPOBAHUSI.

3. ®a30BbI1 W CTPYKTYpHBIM aHanu3 OCylecTBisuics merogqoM PDA Ha
mugpakromerpe JJPOH-3 ¢ aBromatnyeckoit uaentudukanuein ga3 no 6aze PDF-2,
oOecrieunBas UHTEPIPETALIMI0 MHOTOKOMIIOHEHTHBIX CUCTEM.
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4. MuUKpoCTpyKTypHbIe HCcaenoBaHusa mnpoBoauianchs Ha SEM JEOL JSM-
6010PLUS-LA B pexxume BSE ¢ EDS-ananuzom pacnpenenenus snemenTo (Nb, Ti,
Fe u np.).

5. Xumnueckuid aHanu3 coaepxkanus Nb.Os u  JIpyrux KOMIIOHEHTOB
IIPOBOJMJICSI METOJIAaMH aTOMHO-3MHCCHOHHOM cniekTpoMmeTpun (ADC) u poromerpun
(K®K-3), c moaroToBKoi npod Mo cTaHJapTHBIM METOAUKAM.

6. HWmxeHepHble pacdy€Tbl M MOJEIUMPOBAHME MATEPUAIBHBIX IOTOKOB
BbITIoJIHEHBI B MS Excel ¢ ncnonp30BaHneM aHATMTUYECKUX YPABHEHHM nepepacuéra
IPU BapbUPOBAHUU MTAPAMETPOB TEXHOJIOTMYECKOTO Tpolecca.

OcCHOBHBIE T0JIO:KEHHSI MCCEPTAIMOHHOW padoThbl, BHIHOCHMbIE Ha
3alIUTY:

1. Pe3ynbTaThl TEPMOJAMHAMUYECKOTO aHAJIN3a PYAOTEPMUUYECKON U XJIOPHOM
nepepaboTKU TUTAHCOAEPHKAIIETO ChIPbS;

2. Pesynbrartel MUHEpanoro-(pa3zoBOro aHajlu3a TUTAHCOJEPHKAILETO ChIPbS U
IPOMITPOAYKTOB, BKJIHOYAs JIOKAJIU3AIUIO U paclpeaereHue HIoOus;

3. PesynpTarhl 1a0OpPaTOPHOTO CHHTE3a HCKYCCTBEHHOTO WJIBMEHHUTA C
MOBBIIIEHHBIM COJIEpKaHUEM HUOOUS U M3yUYeHUs ero (a3oBbIX XapaKTEPUCTUK;

4. Pe3ynbTarhl HccaeqOBaHUS KOJIMYECTBEHHOTO PaClpeAesIeHUsl HUOOUsS ITpU
PYIOTEPMHUYECKON BOCCTAHOBUTEIBHOM IJIABKE WIBMEHUTOBOIO KOHIIEHTpATa U IpPH
XJIOPHOU nepepaboTKe TUTAHOBOTO IIJIAKA;

5. Pe3ynbraThl pa3paOOTKH TEXHOJOTMHU MOJIYYEHHs HUOOMH COlEepKallero
IPOAYKTA U3 MPOMIIPOTYKTOB XJIOPHOM NepepaboTKy;

6. PesynmbraThl = pa3pa®OTKM  anmapaTypHO-TEXHOJOTMYECKOW  CXEMBbI
W3BJICUCHUS HUOOMH COoMepKaIero mMpoayKTa U3 MyJIbIIbl OPOCUTEIBLHOTO CKpyOOepa
XJIOPUPYIOLIEH YCTAaHOBKU;

7. Pe3ynpTaThl SKOHOMHUYECKON OIIEHKH BHEIPECHHS MEepepaOdO0TKH ITyJIbITBI
OpOCHUTENILHOTO CKpyOOepa.
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1 BBIBOP U OGOCHOBAHUE HAIIPABJEHUS UCCJEJTOBAHUM

1.1 Poab 1 npuMeHeHre HUOOUA

HuoOuit (Nb) — cTpaTernueckd Ba)KHBIM METaUl, HIMPOKO HCIOJIb3yEMBIH B
METaJUIyprud, 3JIEKTPOHUKE, aTOMHOM M a’3pOKOCMHUYECKON IPOMBIIIIIEHHOCTH.
OCHOBHOM TOTPEOUTEIBCKUN CErMEHT — IPOU3BOJICTBO JIETUPOBAHHBIX CTaleld U
CYNEpCIUIaBOB: HUOOWN BBICTYNaeT KapOHWa000pa3yloluM M CTaOMIN3HPYIOLIUM
AJIEMEHTOM, TMOBBIIIAIONIUM TPOYHOCTh, BSI3KOCTh, CTOMKOCTb K KOpPpPO3UU U
MOJI3YyUYECTH JIaXKe IIPU MaJIbIX J00aBkax (kak mpasuio, < 0,1 %). 3tu 3¢ dexTsl aexar
B OCHOBE COBpeMeHHBIX MukKposierupoBaHHbix (HSLA) craneit nis Tpy6onpoBoaoB,
aBTOMOOUJILHOTO JIMCTAa U CTPOUTEIBHBIX KOHCTPYKUUA. CM., Hamp., 0030pbI U TJIaBbl
B ASM/CBMM o MukposerupoBanuu Huoouem [35-37].

B o6nactu CBEpXHpOBOAMMOCTH HHUOOMH W €ro MaTepualbl 3aHUMAIOT
KJIFOUEBbIE TMO3MIMM: Uisi yucToro Nb XapakTepHa BbICOKas (11 3JIE€MEHTHBIX
CBEPXIIPOBOJIHUKOB) KpUTHYECKasi TeMIilepaTypa nepexoaa mnopsaka 9,2-9,3 K, yto
00yCIOBUJIO IMIMPOKOE mpuMeHeHue Huobust u Nb-copepxkamux cmiaBoB (Nb-Ti,
Nb3Sn) B Marnutax yckoputeneid, MPT-cucremax wu CBY-pe3onaropax.
OkcnepuMeHTalbHbIe JaHHble pukcupyroT T = 9,25 K qns maccuBHoro Nb [38].

Coenunenuss HUOOUSI aKTUBHO HCIIOJIB3YIOTCS B KaTAIMTHYECKHX IPOLIECCAX.
Knaccuueckuit npumep — npumenenne Huooui(V) xmopuna (NbCls) kak cuiibHOM
kuciaotHoi  (JIptoncoBoil) 100aBKM B OpPraHMYECKOM CHUHTE3€ (aKTUBaLUs
KapOOHWJIbHBIX COEAMHEHUH, alluIMpoBaHue, HUKIn3anun). KpoMme Toro, okcuaHble
dbopmbl Nb (HuoOmeBas xkucnora, Nb:0s, HH0OaT-hochaThl) HAEMOHCTPUPYIOT
KHCJIOTHO-OCHOBHOM M PEIOKC-KAaTaJUTUYECKUN IOTEHLHAdl B CHHTE3€ TOHKHUX
OpraHUYeCKUX MPOAYKTOB U nepepadboTke Onocwipbs [39,40].

J171s1 O1ITO- M HAHORJICKTPOHHUKHU BayKHBI OKCHJIBI HHOOMS (TIpek e Bcero Nb2Os):
OHM 00JIaJal0T AIEKTPOXPOMHBIMU CBOMCTBAMHU (MOAYJSIUS MPOITyCKaHUS/I[BETA B
TOHKHUX IUIEHKAaX) U pacCCMaTPUBAIOTCA KAK MEPCIIEKTUBHBIE BBICOKO-K AMAIEKTPUKH (€
~ 10-50 B 3aBUCHMOCTH OT METOJUKH MOJIYYEHHUS ), UTO JI€TAET UX KaHAUAATAMH IJIs
AIIEMEHTOB «yMHBIX OKOH», naT4yukoB U1 MOII-ctpykryp [41-43].

Coueranue BbICOKON TeMmmepaTypbl miaBieHus (2477 °C) u  xopomieit
KOPPO3HMOHHOM CTOMKOCTH, a TakKXe€ CpPAaBHUTEIbHO HU3KOIO CEUYEHHs 3axBarTa
TEIUIOBBIX HENTPOHOB y MPUpOAHOro m3oroma ~Nb (mopsaka 1,15 Gapn; 1 6apu =
1072* cm?) 0OecreunBarOT MPUMEHUMOCTE HUOOUS KaK KOHCTPYKIIMOHHOTO MaTepuaa
B PAJE Y3JI0B aTOMHOM TEXHHKU M CMEXHBIX YCTAHOBOK MPU YCIOBHH KOPPEKTHOIO
no0opa peKMUMOB M YUCTOTHI MaTepuana [44,45].

brnaronapsi 0MOCOBMECTUMOCTH M XOPOIIIEH KOPPO3ZUOHHON CTONKOCTH HHOOWI
u Nb-cozepxaiye crjiaBbl NPUBJIEKAIOT BHUMAHUE UM B MEAULMHE (MMIUIAHTATHI,
MOKPBITHS, 3JIEMEHTHI CTOMATOJIOTUYECKUX CUCTEM): KaK IOKA3bIBAIOT CPABHUTEIBHBIC
uccienoBanus, Ti1-Nb-criaBsl MOTYT IEMOHCTPUPOBATH COMOCTABUMYIO WIIH JTYUIIYIO
KJIETOYHYI0 COBMECTUMOCTD M0 CPABHEHUIO C KOMMEPYECKH YUCTHIM TUTAHOM [46].

Pactymuii MupoBOM CIIpOC Ha BBICOKOTEXHOJOTUYHBIE MAaTEpHUalbl U KypC Ha
YCTOMUYMBYIO pa3pabOTKy NOJYEPKUBAIOT BAXXKHOCTb W3Y4YEHHUS TJ00aJbHON U
PErMoHaNbHON ChIpbeBOM 0a3bl HHUOOUS, BKIIOYAs TEXHOTE€HHbIE HCTOYHUKU H
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W3BJICUCHHE B IOMYTHBIX CXeMaX MEpepadOTKH — 3TO IMOBBIIMIAET KOHOMHUYECKYIO
3¢ (HEKTUBHOCTD U TIIYOMHY YTHJIM3allMd MUHEPATbHOTO ChIpbs. [1o manaeiM USGS,
JTOMUHUPYIOIAM MHPOBBIM TMPOM3BOAUTENEM OCTa€Tcs bpasunus; akTyaabHBIC
CTAaTUCTUYECKHE  0030pbl  TMOATBEPKIAIOT  KOHIGHTpAIMIO  JIOOBIYU U
YyBCTBUTEIBHOCTH LIEMOYEK MOCTABOK [47].

1.2 MupogBas coipbeBas 6a3a

Cornacao onenkam ['eonmornueckoit ciyx0b1 CIHA (USGS), cymmaphsbie
pa3BelaHHbIe 3arackl HUOOUS B nepecuéte Ha neHTaokcu (Nb20s) cocTaBisior 6oJee
17 mna 1, npuuém O6onee 90% (okosmo 16 MiH T) mpuxomsTcs Ha bpasuiuio;
KpyIHeiIiee B MUpe MecTopoxaeHue — Apama (Araxa), CBs3aHHOE C KapOOHATUTaMHU.

Tabnumna 1 — Ouenka MUPOBBIX 3amacoB HUOOuUs (1o coctosiHuio Ha 2022-2023 rr.)

’ Crpana 3amacsl Nb2Os, ThiC. TOHH Aoxs B MUPOBOM
/1 obbreme, %

1 | Bpazuaus 16 700 954

2 Kanana 250 1,4

3 | ABcrpanus 100 0.6

4 Poccus 75 0.4

5 Kazaxcran 60 0.3

6 JIP Konro 55 0.3

7 Kuraii 50 0.3

8 Unnus 45 0.3

9 | IIpoune 165 0,9
10 | Utoro 17 500 100

Busyanuzanus 3TiX 1aHHBIX OPEACTABICHA HA PUCYHKE 1.

Pacnpenenenue MAPOBNX 3aNdL08 HOBUs N0 ¢ Tpasom

Janacu NLLOs, Tw

)

e
“
z

Pucynox 1 — Pacnipenenenne MUPOBBIX 3aacoOB HUOOUS IO CTpaHaM
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B Poccun HMOOMI mOJNYy4arOT MOMYyTHO MpH MepepaboTKe JOMapuTOBOrO
PEIKOMETAINIBHOTO KOHIIEHTpaTta: nao0bua Benerca Ha JloBozepckom ['OK, a
Conukamckuit MmaraueBbidt 3aBoj; (CM3) usBnekaer Nb, Ta u ap. U3 m0mapuToBOro
KOHIIeHTpaTa [48].

Takum oOpa3om, MupoBasi ChIpbeBasi 0a3a OTJIIMYAETCS BBIPAKECHHOM
reorpaduueckoii koHueHtpauuen. JlomuHupoBanue bpasunuu co3maét pucku
3aBUCUMOCTH pPBIHKAa OT OJHOTO IIOCTaBIIMKA W AaKTyaJIU3UPYeT BOBJICUYECHHE
abTEPHATUBHBIX U MOMYTHBIX HCTOYHUKOB HUOOMS [49].

MecropoxaeHusi HHOOWS  MOAPA3EISAIOTCS HA  HECKOJIBKO  I'e0JIOTo-
TeHETHYECKUX THUIIOB, Pa3IUYAIONIMXCS MO YCJIOBUSIM 00pa30BaHUs, MUHEPATHLHOMY
COCTaBYy M MPOMBIIUICHHOMY 3HaueHHI0. OCHOBHbIE M3 HUX — KapOOHATUTOBBHIE,
IPaHUTHBIE TETrMATUTOBBIC, PEAKOMETAIbHBIE pOCChIMM U KonTaHoBbie (Ta-Nb)
zanexu [50].

1. KapObonatutoBeie MmecTopoxkjaeHusa. Haubonee 3Haummble 3amackl Nb
cocpeoToyeHsl B KapOoHaTuTax. ['naBHble Nb-MuHEpanbl — MHPOXJIOP U PEXE
KOJYyMOUT. TUNIUYHBIE MECTOPOKIACHUS:

- Araxd (bpaswius) — KpymnHeillnee B MHpPEe MOUPOXJIOPOHOCHOE
MECTOPOXKICHHE; B BBIBETPENBIX PyAaX MPOMBIIUIEHHO OTpadaThIBAIOTCS COAECPKAHUS
nopsizka 2,5-3,0% Nb2Os [51].

- Saint-Honor¢ (Niobec), Kanaga — nupoxsiop B kapOoHaTutax I peHBUIBCKON
IPOBUHIMK; MECTOPOXKACHUE XOPOWIO M3Y4YEHO, TOpPHBIE IOPOABI W  THIIBI
MUPOXJIOPOHOCHBIX TEJI MOJPOOHO OMUCAHBI [52].

- I'penBunbckuii mnosc (Kanama) — 30HBI BBICOKOOCHOBHBIX/IIEIIOYHBIX
UHTPY3UH ¢ MUPOXJIOPOBBIMU BKPAMJICHHUKAMU (COBPEMEHHBIE 0030pbI [0 KaHAJICKUM
kapoonatutram, REE+ND) [53].

OCc00EHHOCTh: TUPOXJIOP OOBIYHO XOpOIIO oOoramaercs duotanued U (Uin)
IpaBUTAIMEN; COOTBETCTBYIOIIKE CXeMbl 0TpaboTaHbl Ha Niobec 1 CBMM [54].

2. Konranossie mectopoxaenus (Ta-Nb). Konran — cobuparenbHoe Ha3BaHUE
MUHEpAJOB TpPYyNIbl KOJYMOWUT-TAaHTaIUTa, PACHPOCTPAHEHHBIX B TPAHUTAX H
Metamopdutax. Haubosiee U3BECTHBI:

- Hentpanbnas Adpuka (P Konro, Pyanna, BypyHan) — BaKHbIE HICTOUHUKU
Ta ¢ monmytHbeiM Nb; aeTasibHO omucaHbl 0COOCHHOCTH ASM-700bIYM M 1IETIOYKHU
MOCTABOK.

- «AdpuKaHCKMIM KOJTAHOBBIM IMOSIC» BKIIOYAET KaK KOpPEHHbIE, TaK U
pocchInHble 00BEKTHI; AJI1 MHOTHX PYJl XapaKTepHbl HEBBICOKUE conepkaHus Nb u
comyTcTBytomas paanoaktuBHOCTH (Th, U), 4To ocinoxHseT nepepadoTky [S55].

3. I'panuTHblE U pEAKOMETAJUIbHBIE MErMAaTUTHL. [lerMaTuTbl — 3HAYMMBII
uctounuk Nb, gacto coBmecTHO ¢ Li, Be u P33; munepaisr — komyMOuT, Gpepry30HuT,
CaMapCKuT U JIp.

- Kuraii (Coiuyans, FOHbHaHb U Ap.) — KpYITHbIE IETMATUTOBBIE Y3JIbI (HAaMp.,
Jiajika) ¢ cepueit Li-Be-Nb-Ta; mnpuBeneHpl MHHEPAIOr0-T€OXUMHUECKUE
000CHOBaHMS U 0030pbI 110 obOorarieHuto [56].

- Bocrounsiit Kazaxcran (KanbGa-Hapein) — penkomeranbhbie Li-Ta-Nb
NerMaTUThl (COBPEMEHHbIE MUHEPAJIOr0-re0XpOHOJIOTUYECKHE TaHHbIE) [57].
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N3-3a TBEPAOCTM M TEPMOCTOMKOCTH MErMaTUTOBBIX Nb-MUHEpaloB HX
nepepadoTKa, Kak MpaBmiIo, TpeOyeT TOHKOTO U3MENbUCHUS U THAPOMETAUTYPTHH.

4. PeagxoMetaiibHble  pocCChIM. DOPMHUPYIOTCS TPU  BBIBETPUBAHUU
TPAHUTOUIOB, KAPOOHATUTOB WM TETMATUTOB; KOHIICHTPUPYIOT TSKEIBIC MHHEPAIIBI
(koryMOUT, MOHAUT W Ap.). VcTopudecku ©  JIOKaJIbHO KOMMEPYECKU
oTpadaThIBAJIACh, B T. 4. B Hurepuun; 0030p TMnoB u npumepoB — B npoduiie BGS u
USGS [58].

JIisi oJIHOTHL 0030pa MHUPOBOM CHIPHEBOM 0asbl 11e1eco00pa3HO OTMETUTh
pernepHbie 00bEKThl KOMILIEKCHOTO OCBOEHUS:

baitsinp-O60 (Kuraif) - kpynHeiiiiee MmecropoxaeHue P33 ¢ cyiiecTBeHHbIMU
pecypcaMu HUOOUS; IO COBPEMEHHBIM OlleHKaM pecypchl Nb2Os nopsiaka ~2,2 MIIH T
npu cpennem conepxkanun ~0,13% Nb2Os; HHOOMIT B OCHOBHOM CBsi3aH C
MUPOXJIOPOM; TAKKE PACIIPOCTPAHEHBI OACTHE3UT U MOHALIUT [59].

Motudensar (I'peHnanaus) - TpaHUT-CUEHUTOBBIA KoMIUieKC [apaapckoit
npoBuHIMH ¢ Nb-Ta (1 U) MuHepanuzanuei nupoxiaopa; 00beKT KpyTHOTOHHAKHBIM,
JUISL HETO MpopadaThIBAIMCh KHUCIOTHO-IIEIOYHbIE U (DTOPKOMILIEKCHBIE MOJIXO0/bI
nepepadotku [60].

Karanrckuii nosic / Bocrounast JIP Konro - xonymOurt-rantanutoBsie (coltan)
KOPEHHbIE U POCCBHIMHBIE OOBEKTHI, TAe Nb BBICTYHaeT COMYTCTBYIOIIUM
KOMIIOHEHTOM; MPU BOBJICUCHUM YUYUTHIBAIOTCA TEXHOJOTUUYECKUE U PaTUAIMOHHO-
TUTUEHUYECKUE OTpaHudeHus [61].

Oka Complex (Kanazna) - kjaccudeckuii KapOOHATUTOBBIN Y3€1 C TUPOXJIOPOM;
noMuMo Nb OTMEUEHBI COMYTCTBYIOIIUE YpaH W PEAKO3EMENbHBIC AJIEMEHTHI;
MPUCYTCTBHE M TMOBEJICHHE CKaHAMWS B MOPOJAaX KOMIUIEKCA H3Y4YEHbI OTAEIIbHOU
paboToii [62].

Niobec (Kanana, St-Honoré¢) — oguH u3 KpynmHEHIINX JeHCTBYIONINUX PYIHUKOB
NApOXJIopa 3a mpeaenamu bpasunuu; cpeaHss NpOMBIIUICHHas TEHOPHOCTH ~0,40-
0,42% Nb20Os (manasie TexoTuéToB/USGS) [63].

OTH MECTOPOXKICHUS 3a7al0T BEKTOP MJIs BHEAPEHUS KOMIUICKCHBIX CXEM
nepepabOTKU C BHICOKOW CTENEHBI0 yTUau3auu nonyTHeix koMnoHeHToB (T1, REE,
Ta, Zr v 1p.) ¥ cOOMIOICHUEM IKOJIOTHUECKUX TPEOOBaHUH.

1.3Ka3axcran u CHI': pecypchbl M TEXHOT€eHHbI¢ HCTOYHUKH

1.3.1 TlepBuunsie uctounuku HHoOUs B Kazaxcrane u ctpanax CHI'

Huobuit B mnpenmenax Kaszaxcrana TIpeACTaBI€H pSAIOM  KOPEHHBIX
MECTOPOXKJACHUN Pa3HOTO Te0JIOrO-TeHETHYeCKOTo Trra. Hambosnee mepcrneKTuBHBIC
obnactu — Boctounsnit Kazaxcran, rae penkometamnbHas munepanuzaims (Li-Ta-Nb)
cBs3aHa ¢ mnermatutamu Kamba-HapeiMckoro mosica, a Takxke psii y3J0B B
AxkTroomackor u JKamObuickoit obmactsax. Jims Bocrounoro Kazaxcrana nammume
MHOTOYMCJICHHBIX  PEIKOMETA/UTbHBIX  TMErMaTUTOB €  TaHTajJo-HUOOAaTamu
MOATBEPKIACHO COBPEMEHHBIMU MHUHEPAJIOTO-T€OXPOHOJIOTHYECKUMU
uccinenoBanusiMu. B tabiuiie 2 npuBeAeHbl OCHOBHBIE OOBEKTHI ¢ MPOMBIIIIICHHBIM
MOTEHIIUAJIOM.
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Ta6nuna 2 — [lepcniekTUBHBIE HICTOUHUKK HUOOUA B KazaxcTane

No MecTopoxaeHue O6unacth Tun pyn Conepxanmne Nb,
/1 %
1 Capbikym AKTIOOMHCKASI Kap6onatuToBbie 0,12
2 Hlokmnex JKamOwuicKas PeaxoMeramibHEIE 0,08
3 bakenckoe BocrouHno- TanTan-HnoOueBbIe 0,15
Kazaxcranckas
4 TexHOreHHbIE XBOCTHI Bocrtouno- Tuta"o-peaK. mIaku 0,05-0,1
Kazaxcranckas

K uyuciny npuopuTeTHBIX OOBEKTOB OTHOCUTCS bakeHCKOe MeCTOpOKIeHHE
(Bocrouno-Kazaxcranckass o6nactb) — Kiaccuueckoe ImermMarutoBoe Ta-Nb
mectopoxkaeHue Kanba-HapbiMckoro mosica; ero TuUNM3alMs M T'€OJOTHYECKOe
MOJIOKEHHE XOpOIIO OINHCAaHbl B CIPAaBOYHBIX W OTPAciE€BbIX MaTepuanax [64].
MuHepanoruuecku Takue pyaHble CHCTEMbl XapaKTepU3YIOTCs accolManue HHoous
c Fe, Ti, Ta, Zr u peako3eMeNbHbIMU 3JIEMEHTAMH, YTO CO3/1a€T MPEANOCHUIKUA JJIs
KOMIUIEKCHOT'O U3BJICUEHUSI; TJIaBHbIE HOCUTENIM Nb — MUPpOXIIOp U KOITyMOuUT [65].

B ctpanax CHI' nepBUYHbIE HICTOYHUKH HUOOMS TAK)KE MPEICTABIICHBI LIEJIBIM
cnexktpoM popmanuii. Ha ceBepo-Boctoke Poccuu (SkyTust) Beiaensiercs y3en I'opHoe
O3epo (Gornoye Ozero) — penkomeTamuibHbIi 00beKT ¢ Nb-Ta-REE munepanuzainuei,
yIoMuHaeMblii B Mmozeirsax mectopoxaeHnii USGS mis CeBepo-BocTounoin Azum [66].
Ha KoabpckoM mosryocTpoBe IIPOMBINUIEHHOE 3HaueHne nuMeeT JIoBo3epckuil MaccuB
(;momaputoBbie pyabl kKak uctouHuk Nb-Ta-REE), mo koropoMy Beaércs jurenbHas
noOplua W mocienyrouias nepepaboTKa KOHIEHTpaTa; CBEACHHUS JOCTYIHBI B
OTKPBITBIX CBOJIKAX M CHEIUATM3UPOBAHHBIX 0030pax [67]. IlepcnexkTuBHO
OIICHMBAETCS U MecTopoxkiaenne Adpuxanga (Mypmanckas o01acTh) B COCTaBe
IIEJIOYHBIX/KApOOHATUTOBBIX KOMIUIEKCOB, TIJ/I€ PpPacCMaTpUBAIOTCS MPOEKTHI IO
u3BJIeYeHUI0 HUoOus [68]. lomonmHuTenbHO B apkTudeckoi 30He PD pazBuBaercs
npoekT Tomtop (SkyTusi) — kpynubiii REE-Nb 00bekT kapOOHAaTUTOBOM PUPOABL, C
MJIaHaMHM BBIMTycKa (heppoHU0OUs TIociie BBOa epepadboTku [69].

CocTrosiHuEe U3yUYEHHOCTH MEPEUUCICHHBIX 0OBEKTOB B LIETIOM JOCTATOYHO IS
MOCTAHOBKH 1IE€JIEBBIX OMBITHO-TEXHOJIOrM4Yeckux padot (bench-scale), Ho mpu sTom
TpeOyeT YTOYHEHMSI PEeCcypCHOM O0a3bl M TIE€OMETAJUTypPruYecKUx I[apaMeTpoB Ha
penpe3eHTaTUBHbIX Tpobax. Ha Onwmxkaiimem stane 1enecooOpa3Hbl JIE€TalbHbIE
MHUHEPAJIOro-reOXMMUYECKHE HCCIIEIOBAaHUS U MPOBEPKA HU3BIEKAEMOCTH C Y4ETOM
BO3MOYKHBIX KOMIUIEKCHBIX cXeM (¢ ormopoii Ha onbIT Kalba-Narym u comoctaBUMBIX
10 TUITY OOBEKTOB).

1.3.2 TexnHorennsle uctouHuku HHoOus B Kazaxcrane u CHI'

[TonyTHOE W3BICUYEHHE HUOOWUS M3 TEXHOTCHHBIX IMOTOKOB CTAHOBUTCS BCE
OoJjiee 3HAYMMBIM Ha (DOHE BBICOKOW KOHIIEHTpalMM J00bYM M mocTaBoK Nb Ha
OTPaHUYECHHOM YHCJIE MECTOPOXKICHUM U CTPaH, YTO YCUJIMBAET MHTEPEC K BTOPUIHBIM
pecypcaM U TOBBIIICHUIO YCTOMYMBOCTH IEMOYEK MOCTaBOK. AKTyaJIbHbIE 0030phI U
CTATUCTUKA TMOJYEPKUBAIOT 3aBUCUMOCTh MHMPOBOTO pPBIHKA OT Y3KOro Kpyra
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MPOU3BOAMTENIEH M OJHOBPEMEHHO POCT HMHTEpeca K NepepadoTKe OTXOJ0B U
MOOOYHBIX TIPOIYKTOB METAJLTYPTHH.

B Kazaxcrane K TmepCHEKTUBHBIM TEXHOTCHHBIM HCTOYHUKAM OTHOCSATCS
MPOIYKTHl TUTAHO-MarHUEBOTO NHUKJIA U XJIOPUAHOW cxeMbl mpousBojcTBa TiCla:
TUTAHOBBIM IIJIAK, OTBAJbHBIM IIJIaM TUTAHOBOTO XJIOPATOpPA, BO3TOHBI MBIJIECBOM
KaMephl UM paciuiaB MbUICOCAIUTENIbHOW Kamephl. [1o pe3ynbTaTaMm Ka3aXCTaHCKUX
WCCJICTIOBAHUI MPOJEMOHCTPUPOBAHA BO3MOXKHOCTD BRICOKOA(()EKTUBHOTO TIEPEBOIA
Nb B pacTBOp mpu KHUCIOTHOM BBIIIEIAUYUBAHUM CYOJIMMATOB MBIJIEBBIX KaMep
(HF+H2SO4) ¥ ycTaHOBJIEHBI KWHETUYECKHE IMapaMeTphl Ipoliecca (JOCTUTAETCS
>90% wu3BieUYECHHUS] TIPU ONTUMHU3UPOBAHHBIX pexumax). Pacnpenenenne Nb 1o
MOTOKaM XJIOPUpOBaHUA (IJJTAKU, BO3TOHBI, PpACIUIaB MbUICYJIOBUTENCH, IIaM
OpOIIIAeMOM CHUCTEMBI) TaKXe€ KOJIMYECTBEHHO I[I0Ka3aHO: 3HauuMmas joiis Nb
aKKyMYJIHPYETCS B OTBAJIBHOM LIJIAME XJIOPATOpa U B OPOIIAEMOM IIJIaMe, MPUYEM
POCT HMCXOJIHOTO cojiepxkaHuss Nb B NMUTAHUM YBEJIMYMBAET €ro KOHIEHTPAllUU B
cybiuMMaTax U paciuiaBax nblieynaBiauBanus [70].

TuTaHOBBIM NUIAK KAk OOBEKT BOBJICYEHHUS XapaKTEpU3YETCS BBICOKUM
cymMapHbIiM cojiepxkanueM TiO: (00buHO ~77-86 Mac.% njis JOMUHUPYIOUIUX
MPOMBIIJICHHBIX IIJIAKOB Pa3HbIX MPOU3BOJAUTENEH) W TUNUYHBIMU (a3zaMu
MICEBAOOPYKUT-PYTHII-APMAJIKOJIUT;, UX COOTHOIIEHUE 3aBUCUT OT PEXUMa IUIaBKU U
OXJIQXJICHHUS, YTO BaXKHO IIPU BHIOOpE MapiIpyTa U3BjieueHUs: Nb U3 COMyTCTBYIOIINX
¢a3. JleranpHbie 0030pbI IO XMMUH U MUHEPAJIOTUU TUTAHOBBIX IIJIAKOB (PUKCHUPYIOT
npeobnananne MsOs-TuTaHaToB (MCEBAOOPYKUT) M MPUCYTCTBUE PYTHIIA, a TaKKe
NpUBOJAT TUNUYHBIE cocTaBbl miakoB QIT/RBM/TTI [71]. Ha apyromM moJtoce 1o
COCTaBY HaXOATCsl TUTaHOCoiepxkatiue JoMennbie nutaku (TBFS), bopmupyromuecs
IIPU BBIIABKE TUTAHOMArHETUTOBBIX KOHIIEHTPATOB: NI HUX XapAKTEPEH YPOBEHb
Ti102 mopsanka 20-25 mac.% u nHas MUHEPAJIOTHS, YTO YCIOKHSET MPSMOE U3BJICUCHUE
T1/Nb u TpeOyeT crnenranbHbIX PEareHTHbIX WM TEPMUYECKUX PEKUMOB [72].

Kputnunsie s mpoeKTUpOBaHUS cXeM u3BjiedYeHUss Nb W3 TEXHOTEHHBIX
MOTOKOB TMOAXOJbI BKIIOYAIOT: (1) KHCJIOTHOE/IEIOYHOE BBINIECIAYUBAHUE C
nocieaywmmuM pazaenenueM Nb/Ta Meromamu sxuakoctHoM skctpakuuu (TBP,
MIBK, 2-oktanon, ¢pochuUHOKCUIBI U 1Ip.), ocaxkaeHueM/KanbiuHanueil Nb2Os; (i1)
XJopupoBaHue OKcuAHBIX (opm g0 neryunx xjopugoB (NbCls, NbOCL) c
MOCIEAYIOMIEH  KOHAEHCAIMEW W TUAPOJIM30M; (111)  MUHEpaJTOTHYECKHU
oOycioBieHHY0 (uioTanuio HHoOucoaepkaux a3 (HanpuMep, Tupoxjaopa), ecliu
OHM TIPUCYTCTBYIOT B YJaBIMBaeMbIX TBEPABIX ocTaTkax. CoBpeMeHHbIE 0030pHI U
DKCIIEpUMEHTaJIbHBIE paboThl moAaTBepkAatoT mnpuMeHuMocth HF+H>SO. mns
BCKpBITUS W dKcTpakiuu Nb/Ta u3 1IIakoB M TEXHOTEHHBIX MPOJYKTOB, a TaKKe
3¢ (HEKTUBHOCTH OPraHUYECKUX IKCTPATSHTOB JJI CEJICKTUBHOTO paseneHust Nb u Ta;
JUISL  XJOPUAHBIX MapuipyToB (GyHIAMEHTAIbHBIE WCCIICOBAHUS  OIMHMCHIBAIOT
obpazoBanue NbOCIs/NbCls u ux ruaponus [73].

[ToMumo, COOCTBEHHO, THUTAaHO-MAarHUEBHIX MOTOKOB, B HEKOTOPHIX CTpaHax
CHI" u 3a ux mpeaenamMu U3ydaroTcs albTEepPHATUBHBIC TEXHOTEHHBIE HOcUTEU Nb.
Hanpumep, yrojibHble  30JIbI/30JI0IIUIAKA  PACCMATPUBAIOTCS  KAaK  HMCTOYHHUK
KPUTHYECKUX JJIEMEHTOB: P pabOT (PUKCUPYET B OTACIBHBIX 30JIbHBIX MOTOKaX
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conyTtcTBytomee npucyrctBue Nb Hapsny ¢ REE, Zr u np., uto 000CHOBBIBaeT
CKPUHMHI TakuX OOBEKTOB IO/ CEJEKTUBHOE wu3BjieueHue. [lpakrtuueckas
peann3yeMoCTb 3aBUCUT OT JIOKAJIbHOW T€OXMMUU U MUHEpAIOruu KOHKpeTHOH TOC
[74].

Hakonen, mis XJOpUIHONW CXEMbl THUTAHO-XMMHUU B  IPOMBIILICHHO
peanuzyemMoM TemmepaTypHoM okHe (mopsnka 700-820 °C B pacmiaBax cojiei ¢
YTAEPOAUCTHIM BOCCTAHOBUTENIEM) TIOKa3aHO, YTO HUOOWUN mepepacmpenensiercs
MEXKJy Ta30-NbUIEBBIMHU, PACIUIaBHBIMH WM TBEPABIMU TNOTOKAMH; 3TO OTKpPBIBAET
BO3MOYKHOCTH «TOYEUHOTO» HW3BIICUEHUS — HANPUMEP, U3 MBUIEBBIX CyOJIMMAaTOB U
pacIUIaBOB MBUIEOCATUTEIBHBIX KaMEpP — € MOCHEAYIOUIUM THAPOMETAILTYPTUYECKUM
JloBesieHueMm [75].

1.3.3 KomrmuiekcHble HICTOYHUKH HUOOMEBOTO Chipbs B Kazaxctane u CHI'

KomruiekcHble HUOOMICOAEpKAILIME MECTOPOXKACHUS, B KOTOPBIX HHOOMI
COIYyTCTBYET THUTaHy, TaHTaldy, peAKo3eMenbHbIM 3yeMmeHTtam (P3D), uwmpkonwuto,
XKeJe3y M ypaHy, IpeJICTaBIIAI0T 0COOYI0 LEHHOCTh C TOYKH 3PEHUS PAalMOHAIBHOIO
OCBOEHHSI HEAIP: UX MPOMBIIIEHHOE 3HAYE€HUE OIPEAEIISIETCS HE TOIBKO COACPKaHUEM
Nb, HO U BO3MOKHOCTBbIO COBMECTHOT'O HU3BJIEUYECHHS COITyTCTBYIOIIMX KOMIIOHEHTOB.
Jns Takux OOBEKTOB XapakKTEepHbl THOKWE, MHOTOCTAIUIHBIE U SKOJOTHYECKH
YCTONYMBBIE TEXHOJIOTUYECKUE CXEeMbI epepadoTKu; 00o0maromniue 0030psl mo Nb-Ta
CBIPBIO MOAUEPKUBAIOT, YTO HAUOOJIbIIIEE MPOMBILIUIEHHOE 3HAaYEHHE UMEIOT IETOYHO-
KapOOHAaTUTOBBIE M NErMATUTOBBIE CHUCTEMbI, rie Nb H3BJIEKaeTCsl MOMYTHO C
REE/Ti/Z1/Ta.

[loBplIEHME  cnpoca €O CTOPOHBI  METAJUIypPrud,  3JIEKTPOHMKH,
ONTOBOJIOKOHHOM M CBEPXMPOBOJIALICH TEXHUKHU Ha (POHE McuepnaHus 60raThiX pya U
BBICOKOM KOHIIEHTpAIMKU J0ObIYM y OrPAaHUYEHHOTO YMCia MOCTABIIMKOB yYCUJIMBAET
MHTEpEC K HMCTOYHUMKAM, B KOTOPBIX HHUOOMI u3BiIEKaeTcs mnomyTHo. [IpakTuka
KOMILJIEKCHOM Tepepa0OTKM MOATBEpPXKIAEHA Ha pAIE PENEepHbIX OOBEKTOB: A
KapOOHATUT-IIETOYHbIX cUcTeM TunuuHbl accormanun Nb-REE-Ti (wampumep,
baitsinp-O060 B Kutae), rne Nb ¢dukcupyercs B mupoxiope U CBsI3aHHBIX (azax, a
re0JIOr0-reHeTUYECKUE MOJICIIA U MUHEPAJIOTHSI XOPOIIO U3YUYEHBI [76].

C TOYKM 3pEHHS] THUIOJOTMH KOMIUIEKCHBIX pyA Uil LEJed TEeXHOJIOTHH
1€J1eCO00pa3HO BbIAEIATh HECKOIbKO nepekphiBatomuxcs rpymnm. K Ti-Nb-Fe tumy
OTHOCST WIbMEHUTOBBIE/ THTAHOMATHETUTOBbIE (hopMUpOBaHUsL, r1e Nb npucyTCTByeT
B MUpOXJIope, peppoHnodaTax Uiu Kak TOHKoaucHepcHas rnpumech B Ti102-maTpuiie;
kK REE-Nb tuny — kapOonatutsl u meénounsie komruiekcsl ¢ Nb-REE munepanorueii;
K Ta-Nb Tuny — KoyMOUT-TaHTaJIUTOBbIE aCCOLMAIIMU MErMaTUTOB; K Zr-Nb Tumy —
HIEIOYHBIE U YIBTPAOCHOBHBIE KOMILJIEKCHI C 3BKCEHUTOM, CAMapCKUTOM, JIONAPUTOM
U Jp. B  DOpoMBIIUIEHHBIX  YCIOBHUAX OTH THUMNBl  HEPEIKO  00pasyroT
nepexoaHble/KOMOMHUPOBAHHBIE (OPMBI, YTO MPEIONpPENeasieT WHIWBHUIYaTbHbIC
CXEMBI MPe100OoTaIeHUS U THAPO-/XJIOPUIHOMN TIepepaboTku [77].

B Kazaxcrane k KOMIUIEKCHBIM MCTOYHHKaM Nb OTHOCSTCS, TpexJe BCEro,
penkoMmeTauibHble iermaTuThl Boctounoro Kazaxcrana (Kan6a-HapeiMckuii osic) ¢
munepanorueit Li-Ta-Nb (koiyMOUT-TaHTAIUT, CaMapCKHUT, 3BKCEHUT, TOPUT) H
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YCTOMUYMBBIMU I'€OXPOHOJOTUYECKUMU MTPUBSA3KAMU; COBPEMEHHbIE pabOThI I€TaIbHO
MOKAa3bIBAIOT MO3ULUIO TEJl, MUHEPAJIBbHBIE ACCOIMAILMU U BO3PACTHBIE OIPaHUYEHUS
takux nermatutoB. B CeBepnom Kazaxcrane (y3mbr CoipsiMOet/I1Iok-Kaparait)
OTKCaHbl HOHHO-aJCOPOLIMOHHBIE TUMBI P33D-MuHepanu3anum, B paMkax KOTOpbIX Nb
paccMaTpHUBAETCS KaK COMYTCTBYIOIIMKA KOMIIOHEHT IIPU KOMIUIEKCHOM H3BJICYEHUHU.
B coBokynHOCTH 3T0 (hOPMHPYET MPEANOCHUIKU AJIsi HHTETPUPOBAHHBIX MapIIPyTOB
Nb coBmectho ¢ Li-Ta-REE.

B ctpanax CHI" kitoueBbIMU periepHbIMU 00bEKTaMU KOMITIIEKCHOTO Nb-ChIphs
BBICTYMAIOT METOYHO-KapOOHATUTOBBIE KOMIUIEKCHI KOJIbCKOTo pernoHa u CBs3aHHbIC
peaKoMeTanbHble CUCTEMBI. JIOBO3EPCKUIT MacCUB — OAWH U3 KPYIHEUIINX LEHTPOB
Nb-Zr-Y-REE crippst B EBponie, rae Nb acconuupoBan ¢ sornaputoM u psgomM Nb-
conepxkamux ¢as; Appukana XxapakTepu3yeTcsi TUPOXJIOpoM U (IroopkapboHaTaMu
B cBs3ke ¢ Ti u REE; na apkrrnueckom Boctoke 3HauuM REE-Nb npoekt Tomrtop. Ot
Y376l JEMOHCTPUPYIOT HEOOXOAUMOCTh MHOTOCTAJUNHBIX, CEJIIEKTUBHBIX CXEM
U3BJICYEHUS ¢ coryiacoBaHueM nMoTokoB o Nb-Ta-REE-Ti-Zr [78].

OTaenbHOr0 BHUMaHUA 3aCIy’KUBaeT NoBeaeHre Nb B THTAHOBBIX MUHEpaJIaXx,
ONPEAESIONIEe MapIPYThl «COBMECTHOTO» W3BJIeUeHHs. [[1s1 UIbMEHHUTa ONMKMCAaHbI
YCTOMYMBBIE MEXaHWU3Mbl M30MOP(HBIX 3aMEIIEeHUN, Mpu KOTOphIXx Nb** BXOauT B
pemeéTky 3a cu€T KommeHcupyromux 3amemenuit ¢ Ti*'/Fe*'; 3aduxcupoBaHbl
IPUPOAHBIE PA3HOBHIHOCTH HuUoOOMIcoaepkamero (niobian) wmiabmenuta u Nb-
oboraméHnble Ti-OKCUABI. DTH 3aKOHOMEPHOCTH MOATBEPKIEHBI KaK KIaCCUYECKUMU
cBojkamMu 1o reoxuMuu Nb-Ta, Tak U MHOTOYHMCIEHHBIMH MHHEPAIOrMUECKUMU
UCCIIEOBAaHUSMHU (B T. Y. JUI IIENOYHO-KAPOOHATUTOBBIX U MErMATUTOBBIX CHUCTEM)
[79].

B pamkax Hactosmed paboThl K MPUPOJHOMY  CHIPbIO  OTHOCHUTCS
WIBMCHUTOBBIM  KoHIleHTpaT  CarmaeBckoro  mectopoxiaeHus  (BocTouno-
Kazaxcranckas o0Onacts). Ilo JgaHHBIM aBTOPCKMX  aHAIU30B, KOHLEHTpPAT
xapakrepuszyetcsi coaepxkannem Ti0: mopsiaka 48-52 mac.% npu nHanmuusx FeO,
MnO, MgO, ZrO-; HnoOuii pukcupyeTcsi Kak IpUMECh Ha YPOBHE /10 AECATHIX T0JIEH
necsaThiX npoueHta Nb2Os, uTo cornacyercs ¢ JUTEpaTypHbIMU MPEACTABICHUSIMU O
BKIIOUEHHOCTU Nb B CTPYKTypy WIBMEHHTAa, a TakXe C JaHHbIMU 1o Nb-
oOoraméHHbIM nibMeHuTaM 1 Nb-coaeprkamum Ti-okcuaHbIM dazam. i1 yTouHeHus
dopm nokanuzammu Nb npumenensl SEM-EDS/WDS-kaptupoBanue u ¢a3oBoe
moxaenupoBanue (HSC Mineralogy Iterations) ¢ yBsI3KOM TEpPMOJIWHAMHUKU U
DKCIIEPUMEHTAJIbHBIX JAHHBIX; TaKUE€ MOJAXOJbl COOTBETCTBYIOT COBPEMEHHOMY
YPOBHIO HccienoBanuii Nb-muHepanoruu u reometaurypruu [80].

1.4 CoBpemMeHHbIE IOAX0AbI K MIepepadoTKe

1.4.1 TexHosormdeckue cxembl ePepadOTKH HUOOUIMCOEPIKAIIETO CHIPhS

Huobuit — crTparernyeckd Ba)KHBIM peIKU MeTall, MPUMEHSEMbIH B
METAJUTYPTrUH, a3pPOKOCMHYECKOM  OTpaciad, MHKPOIIEKTPOHHUKE, DHEPrETHUKE,
XUMHYECKON TPOMBIIUIEHHOCTH W HOBBIX TEXHOJOTHAX. BBICOKas KOppPO3WOHHAs
CTOMKOCTb, CIIOCOOHOCTh 00Pa30BbIBATH CTAOUIIbHBIE KAPOUIbI U HUHTEPMETAILITU B, a
TaKXe€ BBICOKAs TEMIIEpaTypa IUIABJIEHUS JEIAIOT €r0 HE3aMEHHMMBbIM KOMIIOHEHTOM
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CIUIABOB [IJIsl TYpOMH, PEaKTOPOB, YCKOPUTEIEH YacTUI[ U 3JEMEHTOB 3JIEKTPOHHOU
TEXHUKHU. TeXHOIOTUY TPOU3BOICTBA TPETEPIIETH FBOTIOLMIO OT MPOCTHIX KUCIOTHBIX
BBIIIEIAYMBAHUI K MHOTOCTYTIEHYATHIM KOMILIEKCHBIM MPOIECCAM C UCII0JIb30BAHUEM
OpPraHUYECKUX AKCTPAreHTOB, XJIOPUPOBAHUS, HOHHOTO 0OMEeHa U anekTpoxumuu. Ha
done mepexoga K HUBKOYTIEPOAHOW HKOHOMHUKE YCHUIIMBACTCS HMHTEpPEC K
OKOJIOTUYHBIM, SHEPTod((PEKTUBHBIM W aJaNTUBHBIM CXeMaM, BKIIIOYasi BOBJICUCHUE
TEXHOT€HHBIX OTXOJIOB U 3aMKHYTbhI€ IIUKJIbI peareHToB [81].

[TepBble MPOMBILIIIEHHBIE TTOJIX0/1bI 0a3UPOBAIUCH HA TTEpepadOTKE KOITyMOUTA-
tantanuta kuciotamu (HF, H2SO4). B 1950-1970-x rogax B Kanazne u bpazunuu 6b11m
OTpa0OTaHbl MUPOMETAIUTYPTUYECKUE MapIIPyThl MHPOXJIOpA C MOJYyYEHUEM
dbepponnodus (amomuHotrepMus/kapoorepmusi). C konma XX Beka aKTUBHO
pPa3BUBAIOTCS THApOMeTaTyprudeckue metoqbl Ha ocHoBe HF/NH4F, skcrpakumu
(manpumep, TBP, 2-okTaHoJ, TpeTUYHBIE aMHUHBI), OCAKICHUS W MPOKAIMBAHUS; B
XXI Beke pgobaBunuck xynopuansie (Clz + BOCCTaHOBUTENB) U IUIA3MOXUMUYECKUE
MOAXOJbI, a TakkKe «3eJEHbIe» 0e3(TOpPUAHBIC BAapUAHTHI U 3aMKHYTHIE KOHTYPHI
peakTuBoB [82].

[TupomMeTtannypruyeckue TEXHOIOTUN TPUMEHSIIOTCS TIPEXKIAE BCETO K OOraThiM
MAPOXJIOPOBBIM  KOHIIEHTpaTaM KapOOHATUTOBOTO MPOUCXOXKACHUS. THUIMOBOM
MapuIpyT BKJIIOYaeT TMOATOTOBKY KOHIIEHTpaTa, MpOKaJIMBaHHWE, IUIABKYy C
BOCCTAHOBUTENEM (HKEJI€30/aTIOMUHUI/YTIEpO/1) U OT/ICJICHUE IIJIaKa C MOJIy4YeHUEeM
dbepponnodus [83]. [Ipumepsl ypaBHEHHI BOCCTAHOBIICHUS

Nb20s + 10Al — 2Nb + SALOs (1)
Nb:0s + 5Fe (+ C) — 2FeNb + CO? )

[IpeumytiecTBa - BbICOKasi MPOU3BOJUTEIBHOCTD, UHAYCTpUAIbHAS 3PEJIOCTD,
YCTOWUYMBBIM crpoc Ha ¢eppoHnoOuil. OrpaHUyYeHUs: BBICOKHE TeMIepaTypsl (10
~1800 °C), »oHepro3arpaThl U Ta30BbIJEICHUSA, HEOOXOAUMOCTb YyIAJICHUS
comytcTBytomux npumecei (Ta, Ti, W); crenens uzpnedeHuss Nb oobrayHo 60-75 %,
YUCTOTAa METAUIMUECKUX (QopM orpaHuyueHa (Jis BBICOKOYUCTHIX MPUMEHEHUHN
TpeOyeTcs mocieayoIias nepeaenka) [84].

IMuapomMeTamyprudeckue TeXHOJIOT UM TPUMEHUMBI K HU3KO- U CPETHECOPTHBIM
pynaMm  (KOJIyMOUT-TaHTAIUT, (QEeppoHHO0AThI) U TEXHOTCHHBIM TMPOAYKTaM.
bazupyrotcs na kucnorHom/dropunnom (HF, HCI, H2SO4; NH4F, NH4HF2) BckpbiTun
C JKCTPAKLMEHN, OCAKAECHUEM W MNpoKanuBaHueMm. Tunosble mapupyThel: HF-cxema
(BBINIETTAYMBAHUE — IKCTPAKIIHMS — OCAXKICHUE — MpoKamuBanue — Nb20s BRICOKOH
yuctothl), NHsF-cxema (dhropupoBanrne — mMeMOpaHHAs/>KHUJIKOCTHAS KCTPAKIUS —>
TepMoecTpyKius), menounsie cxembl (NaOH — ocaxnenue Nb-ruapokcumos).
JlocTonHCcTBa: BBICOKas M3BJIeKaeMOCTh (=85-95 %), moctyn k Nb20s 99,9 %+,
rMOKOCTh O ChIpbto. Orpanuvenus: TokcuuyHoctb HF u oOpaiienune ¢ orxomamu,
MHOTOKAaCKaJ{Hasi OYMCTKA paCTBOPOB.

Nb20s nonyudaror tepmosuzoM Nb(OH)s unu xanmbuuHanueid aMMOHHUMHBIX
HUO0OATOB — 3TO KIIFOUEBOW MPEKYPCOP AJIsl ANEKTPOHUKH, ONTUKHU U MOCIEAYIOIIErO
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xyiopupoBanus. NbCls cuHTE3upylOT xJopupoBaHueM Huoouss win Nb20s B
npucyTtcTBur BocctaHosurens (C/Hz) B uatepsaine ~300-400 °C:

Nb20s + 5CL: + 5C — 2NbCls + 5CO 3)

Jleryuwnit NbCls koHaeHCHPYIOT 1 ucmonb3ytoT B CVD/opranndyeckom cuHTe3e.
NbFs nomywaror B3aumoxeictBueM Nb:Os ¢ HF (wm NH4F) nmpu ymepennsix
TEeMIIEpaTypax:

Nb.Os + 10HF — 2NbFs + 5SH20 (4)

Bce nporneccsl TpedyroT 3pPeKTUBHOM ra3004UCTKH U pEreHepalii peareHToB.

CenekTUBHOE XJIOPUPOBAaHUE NIEPEBOJUT OKCHJBI B JIETy4YHE XJIOPHUIBI
(NbCls/NbOCls) ¢ nmocnenyronieil KoHaeHcauuen/Tuapoan30oM. TUIIMYHBIE YCIOBUS:
700-850 °C; BoccTaHOBUTEND — YIVIEPOAMCTBIE MaTEpHaIbl WK MeTaJlIbl; cpena — Clz
(Bo3amoxkubl  Clo+HCI);  pacnnaBei-Hocutenu  NaCl-KCl  wmn CaCl: s
WHTEHCU(UKAMU TEIIOMacCOOOMEHa. JTambl: MOATOTOBKA ChIPbs, XJIOPHUPOBAaHUE
(neub/TpyOUaThIil peakTop), KOHACHCALUS U OUYMCTKA, YTUIIN3ALMs TBEPBIX OCTATKOB.
[Inasmennoe xjopupoBanue (ayroBas/BU-mnazma, >2500 °C jokainbHO) pPE3KO
YCKOPSIET pPEaKlUM U TMO3BOJSIET 00padaThiBaTh JUCIIEPCHBIC/TPYIHOOOOTaTUMBIE
MaTepuaibl; TpeOoBaHMsS — JOporas uHepTHas (yTepoBKa, TIE€PMETHUHOCTb,
BbICOKO?((hEeKTUBHASI TA300YUCTKA.

CpaBHUTENBHBIN aHAIN3 IO TEXHOJIOTUSIM NIPUBEAEH B TabiuLe 3.

Tabnuna 3 — CpaBHUTENBHBIN aHATN3 TEXHOJOTUN NTepepadOTK HUOOHEBOTO ChHIPhS
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[MapameTp / [IupomeTammypr Tunpoveraypr XJtopuzHbIE [Tnazmoxumus
Mapmpyt us wa (HE/NHF/ MPOIIECCHI (xmopuHas)
PIIPY eI0YHas) pon e
1 2 3 4 5
Komymburt- OKcHuIHEIE
S (S — Borathie TaHTAJIHT, KOHIIEHTpaThl, | /lucmepcHsie/ycToiunB
N beppoHn006aTHI, LUIAKH, pI€ MATPHIIBI,
CBIpBE MUPOXIIOPHI
TEXHOTCHHBIE TEXHOTEHHBIE TEXHOTEHHBIE CMECH
MMOTOKH cMecH
Tumnosoit deppornoduit Nb205 99,9 %+, | NbCls/NbOCls NbCls / Nb2OCls —
OPOAYKT (FeNb) Nb(OH)s — Nb20O:s Nb2Os
70-90 % o
Creneip ~60-75 % ~85-95 % (3aBUCHUT OT 80-95 % (npu
W3BIICYCHHS OTITUMU3AIINH )
MaTpHIIbI)
Sueprosar- | Bucomne | 500.900 cire | CPeAmeamicox [ Cpetmeusicone
patbl (Bbicokue T) Nb2Os (TUnMYHO) p p A
ra3004HCTKA) MOIITHOCTB)
Cl/HCl,
Oxomnorusi/puc | CO/NOy, nbLb, HF/NH.4F- COTCBEIG Clz/mbutb, TpeboBaHMs
KU rassl KOHTYPBI, IIJIaM K TePMETUYHOCTH
pacIuiaBsl,




[Iponomxkenue TadauIbI 3

1 2 3 4 5
XJIOPHUOHBIC
CTOKHU
3penocTs, CenekTUBHOCTh N
Bricokas YckopeHue peakuui,
CubHbIE BBICOKasI Kk Nb, pabora ¢ .
YHUCTOTA U CBIPBE «HA TPaHU
CTOPOHBI MIPOU3BOUTEIh- «TPYIHBIMY»
ruOKOCTh N nepepadboTKm
HOCTbH ChIPEEM
OrpannueHHas Dkonorust/ .
CnoxHOCTb Bricokuit
qucToTa I yYTUIu3anus,
OrpannueHus . . armaparTypsl, CapEx/maTepuaisl,
high-tech, MHOTOCTaIUI-
6e30macHOCTh CJIOJKHAS SKCIUTyaTalus
CapEx/sneprus HOCTb

[IpombliieHHOE MPOU3BOJACTBO HUOOMs B KaszaxcraHe mMmoka OrpaHUYEHO,
OJTHAKO UMEETCS IMOTEHIMAJl BOBJICYEHUS! HU3KOCOPTHBIX M TEXHOTE€HHBIX HCTOYHUKOB.
Haubonpimnii vHTEpEC MNPEnCTaBISAIOT MOOOYHBIE MPOAYKTHI THUTAHOBOIO IIMKIIA
(1UTaKy, TBIIEBBIE (PPAKIMM, XJIOPHUAHBIE OCTATKU) MPHU NepepaboTKe UIbMEHUTA; B
psae paboT Mmoka3aHa TEXHOJIOTMYECKas u3BiekaeMocTh Nb u3 cybinMaros/miamMoB
XJIOPATOPHBIX YYACTKOB (KMCJIOTHOE BCKPBITHE, SKCTpaKius, ocaxaeHue) [85]. B PO
U COCEJIHUX CTpaHax pa3BUBAIOTCS KOMOMHUpPOBaHHbIE (PTOpUAHBIE/OE3(DTOPUTHBIE)
TUAPO- U XJOPUAHBIE MapLIPYTHl JJIs1 KOJYMOWTO-TAHTAJIUTOBBIX U KapOOHATHUT-
HIEJIOYHBIX OOBEKTOB; [JII HOBBIX NPOEKTOB AaKIEHT — Ha 3KOJOTHYHOCT,
pEreHepanuIo peareHTOB U 3aMKHYThIE BOJTHO-PEAareHTHBIE HUKIIBI [86].

IlepcniekTUBHBIE HAIIPABIICHUS:

1. KoMOuHMpoBaHHbIE M MOJIYJIbHBIE CXE€Mbl — THOpPHAHBIE MapLIPYTHI,
COUECTAKIINE NPEUMYIIECTBA IHUPO- MW THIPOMETALIYPIMHM; THUIIOBOM KEWC:
IUIa3MOXUMHUYECKOE XJIOPUPOBAHUE + SKCTPAKIIMS/OCAKACHUE 15 TITyOOKOM OUHCTKU
U pa3JieNieHus; MOIyJIbHOCTh 00JIeryaeT alanTalluio 1Mo KOHKPETHBIN THII ChIpbA [87].

2. IlepepaboTka HU3KOCOPTHOTO M TEXHOTEHHOTO CBIPhSl — LIEJIEBBIE PEIICHUS
JUISL TIBUTH, IIJIAMOB, XJIOPUJIHBIX OCTATKOB M OTXOJI0OB MJIBMEHHUTOBOW MEpepadOoTKH;
aKLIEHT Ha IIEJOYHO-XJIOPUJHBIE MOAXOAbl K BBICOKOJMCIEPCHBIM M XUMHUYECKU
YCTOMYMBBIM MaTpULaM.

3. DIeKTpOXUMHUYECKHE U  «Oe3peareHTHBIe» METOAbl —  DIIEKTPOJIM3,
AIEKTPOAUANIN3, OUIOISIPHBIE MEMOpPAHbI (B T. Y. UMIYJIbCHBIE PEKUMBI) KaK MyTU
CHUKEHUSI/MCKITFOUEHHSI UCTIOb30BaHUS OMACHBIX KUCIOT U YMEHbIIEHUS (PTOPUAHON
Harpy3KHu.

4. «YMHas» aBTOMaTH3alusA U HU(POBBIE JBOMHUKHN — HHTErpalus Hu(poBoro
JIBOMHUWKA, IPOTHO3HOM aHAIUTUKU U U -yripaBienus 1715 OHJIaiH-KOHTPOJIS COCTaBa
CBIpbs, MAPaMETPOB IMPOLECCA U FHEPTETUUECKUX TOTOKOB, C MUHUMH3aLUENd OTEPh
Y DKOJIOTUYECKUX PUCKOB.

5. CHmKeHue yriaepogHoro ciena — nepexoq k BUD u sneprospdextuBHBIM
METOJlaM HarpeBa (HHU3KOTEMIIEpaTypHbIE I€YH, MUKPOBOJIHOBOMN/MHAYKIIMOHHBIN
HarpeB), ¢ IPUILIEIIOM Ha UHTETPALMIO B YCTOMYMBBIE HH]TyCTPUAIBHBIE KIaCTEPHI.

6. 3aMKHYTbI€ KOHTYpbI PEar€HTOB — pereHepalis v MOBTOPHOE UCIOJIb30BaHKE
HF, NH4F, Cl. u ap. Ha ocHOBe MeMOpaHHOW cemapanuu, adcopOuuu u
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KaTaJIMTUYCCKON pereHepanuy Ui COKPAIICHUS pacxojia PearcHTOB W TMOBBIMICHUS
AKOJIOTHUYECKOM Oe3omacHocTH [88].

1.4.2 Dkonorus v 3JHEPrOEMKOCTh

CoBpeMEHHBIE TEXHOJIOTHMH NepepadOTKM HUOOWS 3aMETHO pasjInyaroTcs IO
YPOBHIO 3KOJIOTHYECKOTO BO3JEHCTBHUS, YACIBHBIM 3HEPro3arpaTaM U CIOKHOCTH
oOpaiieHust ¢ MOOOYHBIMU TpoaykTamu. Haubosee mnpuMeHsieMble MOAXOIbI —
MUPOMETAIUTYPIHsl, THAPOMETAILTYPTHS, IEI0YHbIE U XJIOPUIHBIE METO/IbI, @ TAKXKE UX
ruopuIHbBIe KOMOMHAIUU [89].

[TupomeTanmyprudyeckue MPOLIECChHI XapaKTePU3yIOTCS BBICOKUMU
temriepatypamu (10 ~1800 °C), 3HaYUTEIBHBIM PACXOJAOM IHEPTUU U 00pPA30BAHUEM
razoo0pasnbix BeiOpocoB (CO, NOy, a’po3onu okcugoB MeTauioB). OOsi3aTenbHBI
CUCTEMbl MHOTOCTYIIEHYATON ra3004MCTKH U 0e30macHOe OOpalleHue CO NUIAKAMH.

TunoBeie yaenbHbIE 3HEpro3aTparsl cocTtaBisloT ~1500-1800 kBt u/T, u3Bneuyenue
HuoOus — = 60-75 % [90].

Tabnumna 4 — CBognas uH(GOpMaIKs MO KIIOYEBBIM MOKA3aTENsIM SKOJIOTHYHOCTH U
YHEPronoTpeOICHUS

OcHOBHbIE
W3Bneuen | Duepromnorpediie bazoBbie Mmepbl
Mapuipyt JKOJIOTUYECKUE
ne Nb Hue (kBT 4/1) MUHHUMH3AIIN
PHUCKHU
MHorocrynexnyaras
ra3004ymnCcTKa, peKyrnepamnus
ITupomeran CO, NO;,
P 60-75 % | 1500-1800 © | rera, WHEPTHBIE
Typrust IbLIETra3bl; MIJTaKu
¢dyrepoBku,  Oe3omacHas
YTUJIM3ALHUs IUIAKOB
3amkHyThle KOHTYpbl HF
Tokcuunbie VY yP ’
I'mppomera CArCHTEL HeUTpanu3anus/puibTpail
JUTYprust 10 95 % 500-800 P ’ us, MeMOpaHHBbIe
(HF/np.) ropusIe TEXHOJIOTMH, pEereHepanus
CTOKH, IJITAMBI
JKCTPAareHTOB
I'epmeTHYHOCTE,
XnopugHeie Prexn - ClL/HC, a6£o O1ust/CKkpyOOHpoBaH
i opeccm 70-90% | 900-1300 COJICBbIC rie pSaMKH TI{)IZ K(E)HT BI
pol pacmasel, CO ’ Y P
Cl2, MOHUTOPHUHT yTEUEK
3aMKHYTbIE BO/JIHbIE
Bricokas HHKHHy a
€JI0YHBIE MUHEpaIUu3alus ’
- 75-85 % 700-1000 p 1 BbINapKa/KpHUCTaIN3alHs
CXEMBI CTOKOB, COJICBBIC o o
COJIeH, KOppeKTHbI pH-
OTXO/bI
KOHTPOJIb

IMunpomerammyprudeckue Metoapl, ocoOenHHo HF-cxembl, obecneunBaioT
BBICOKYIO UYUCTOTY mpoaykuuu (>99.9 %) u uszBnedenune A0 <95 %, HO TpeOyroT
paboThI C TOKCUYHBIMU peareHTaMu U I0POrOCTOSIIEH OYUCTKH CTOYHBIX BOJI. OOBEM
BTOPUYHBIX OTXO0JI0B (HEUTpaIM30BaHHBIE IIJIAMbI, MOHHBIE PACTBOPHI) 3HAYUTENICH U
HYKJIaeTCd B yTHJIM3alUU/perenepanuu. Y aenbHoe sHepronorpedienue — <500-800
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kBT 4/t [91]. Xnopuansie cxeMbl aatoT jgeryure npoayktel (NbCls), uto ynpoiaer
paszie’eHne, OJHAKO NPEIbSBIAECT MOBBILIEHHbIE TPEOOBAHHUS K T'€PMETUYHOCTH
oOopynoBanusi u 3ammre nepcoHana. Cremenp wu3Bnedenus — <70-90 %,
sHepro3arpathl — ~900-1300 kBT u/T. B aBapuifHbIX pe:kUMax BO3MOXKHBI BHIOPOCHI
CO u Clz, no3TOMY KPUTUYHBI TEPMETUYHOCTb, THEPTHBIC MaTepHaIIbl U () PEeKTUBHAS
razooumcTka [92].

[lenouyHble METOIbI OOECTICUUBAIOT YMEPEHHYIO KOJOTHYECKYIO Harpy3Ky, HO
TpeOyIOT pa3BUTON BOJONOATOTOBKH, KOHTpoJs pH u yrunuzanuu coneil. Tunuuxsle
sHeprozarpathl — ~700-1000 kBT u/1, u3Bneuenue — <75-85 % .

BekTop ycTOMYMBOro pa3BUTHS MPEANONAraeT Nepexo K:

— 3aMKHYTHIM IuKiIaM nupkysanuu peareHtoB (HF, Clz) u Bonsr,

— MEMOpaHHBIM U COPOLIMOHHBIM TEXHOJOTHSAM, TOHKON (UiIbTpauuu u
pereHepanuy 3KCTPareHToB;

— IJIa3MOXMMHUYECKUM PEAKTOpaM C peKylepauuend Teria U MUHUMU3aLUen
BBICOKOTEMIIEPATYPHBIX CTaAMIH;

— UU(pPOBBIM CHUCTEMAM MOHUTOPUHIA BBIOPOCOB U HSHEPronoTpeOsIeHUs
(OHMalH-IaTYNKH, «IU(PPOBBIE TBOMHUKIY, IPEIUKTUBHAS aHAIUTHKA);

— ucnonp3oBanrio BUD u  sHeprosd(ekTUBHBIX CHOCOOOB  Harpena
(HM3KOTEMIIepaTypHbIE NI€YH, MUKPOBOIHOBBIA/MHIYKIIMOHHBII HarpeB);

— npoektupoBanuto JUKI[-mogxomos (LCA) u KPI mno ynenbHbIM
BbIOpOCAaM/9HEPTUH YKE€ Ha CTaUH BbIOOpA TEXHOJOTUYECKON CXEMBI.

DKOJIOro-3HEPreTHUECKUid Mpo@uiib npoiecca JOKEH ObITh paBHONPABHBIM
KpUTEpUEM TpU BBIOOPE TEXHOJOTMU TepepabdOTKM HUOOUS HapaBHE C
U3BJIEKAEMOCTBI0 U YHCTOTOM MPOIYKTa, OCOOEHHO B YCJIOBUAX Y>KECTOUYAOLIUXCS
IPUPOAOOXPAHHBIX HOPM M PaCTyIIMX LIEH HA SHEPTUIO.

1.5 CarnmaeBckuii WJIBMEHHMTOBBI KOHLUEHTPAT M NPOMIPOAYKTHI
nepepadoTKu

1.5.1 CarnaeBckuii WIIbMEHUTOBBIA KOHLIEHTPAT

Munepanornueckue U (U3NKO-XUMHUYECKHE CBOMCTBA WJIBMEHHUTa MOAPOOHO
M3Y4YeHbl MHOTMMHU aBTOpaMHU. YHCTBIA WIBMEHUT XapaKTEpU3yeTCs NapameTpamu,
npuBen¢HABIMH B Tabmwmre 5 [93].

Tabmura 5 — CBoiicTBa 4YMCTOTO WIBMEHUTA

Ne n/nn ITapamerp 3HaueHue
1 dopmyna FeTiO3
2 Xumudeckuid coctan (Macc. %) 52,66 % Ti02, 47,34 % Fe,03
3 IT10THOCTH 4,72 r/em’
4 TBepmocts 1o mkane Mooca 5-5,5
5 [IBeT OT 4epHOro 10 YepHO-KOPUYHEBOTO
6 MarHuTHBIE CBOMCTBA HNHTEHCHBHO TapaMarHUTHBIN
7 DIIEKTPOCTAaTUYECKUE CBOMCTBA [IpoBoiHMK
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NnbemeHuT — Haubosee pacnpocTpaHEHHBIA TUTAHOBBIM MUHEpaJ 3eMHOU KOPBHI,
BOXHBI akKmeccop B OOJBIIMHCTBE WHTPY3UBHBIX © 3(PQy3UBHBIX TOPOS,
MEPBOCTEIIEHHO 3HAYUM B HOpHUTax, rab0Opo u aHopTo3uTax. MIIBMEHUT U reMaTut
(Fe20s) obpasyrot TBEpABIE pacTBOpbI ipu T > 600 °C; B cMemaHHbIX Kpuctaiiax Fe
gacTuyHO 3amenraercas Mg, Mn, Al, a Ti — Mg. [lpu oxnaxkaeHHUH CHCTEMBI
INPOUCXOJHUT pachajg TBEPAOTO pacTBOpa C OOpa30BaHHMEM TUTAHOTEMATHUTA
(uepenoBaHWe TUTACTUHOK TE€MaTWTa W WIbBMEHWTA). TUTaHOMAarHeTuT oOpasyer
crutomHbld psin Mexay MarHetutoMm (Fe**Fex**O4) u ynbButom (Fe2TiOs4); mpu
MOH>KEHUH TeMIIepaTypbl HA0JII0IaI0TCs paciajl Ha MarHeTUT, UJIbMEHUT U YJIBBUT U
MJIACTUHYATHIC BBIJICJICHUSI WIBMEHUTA 10 OKTa3IPUYECKUM T'paHSIM MarHeTuTa (4emM
MeJJICHHEe OXJIAKIEHUE, TeM rpydee TeKCcTypa).

N3-3a npeanouturensHoro BkiroueHus Fe Bmecto Ti comepkanme TiO: B
NPUPOJHOM  WIBMEHHUTE  4YacTO  HWXKE  crexuoMerpun 52,66  wmac.%;
MHOTOBapUAHTHOCTh M30MOP(HBIX 3aMEIICHUM M BKIIOUYEHUN OOBSICHSET pazOpoc
XMMHUUYECKOTO aHalin3a WJIbMEHUTOBBIX KOHIIEHTpaToB. Ha pucyHke 2 mnoka3zaHa
TpoitHas nuarpamma FeO-Fe20s-Ti0O: (mo Garner, 1978) ¢ 3Bostonue 0T nepBUYHBIX
WJIBMEHUTOB JI0 JIEHKOKCEHA/BTOPUYHOTO PyTHUJIA.
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Pucynox 2 - [Ipeacrasnenue cucremsl FeO-Fe,O3-Ti0, B Buge TpeyroiabHoi
nuarpammsl, corsiacHo ["aprepy (1978). AHann3 TUTAHOBBIX MUHEPATIOB B TEMHOM
I10JI€ HEU3BECTEH

[Tpumep coctaBos: B [94] nis unbMmennta paiiona Marapaka (bpaswmmst) mo XRD/XRF
BbIJIeICHBI (ha3bl U cTabMIIbHBIC OKCHIBI (Tadmuima 6).

Tabmuma 6 - Haubonee crabuibHbIE OKCHIIBI B IPOOE MIIBMEHUTA

Ne /i Oxcuapl % aTOMHOTO Beca
1 TiO» 49,92
2 F6203 42,08
3 ALO; 2,90
4 SiO» 2,38
5 V4{0)) 0,31
6 Na,O 0,30
7 NbO 0,17
8 Hpyrue 0,47
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Hns unemenuta (Yumanry, Wumonesus) [95] mo XRF/SEM-EDS/XRD
yCTaHOBJICHBI Makpo- u mukpoanementsl (Fe, Ti, Ca, S, Si; npumecu Mg, Al, P, Cr,
Mn, Co, Sr, Y, Sn, Hf, Ta, Pb, U, Zn) u moareepxxnens! azer FeTiOs, CaCOs, Si02,
Fe20s. UccnenoBanus kounentparoB Mpana (Kaxuymk/Kapa-axamk) [96] mokazanm:
Mg, Mn, V — 0CHOBHBIE H30MOP(HBIE 3aMEIIECHHS; TPUCYTCTBYIOT MEJIKUE BKIIOUEHUS
reMaTUTa/TEMOWJIEMEHUTA U TUHTAHUTA; BIUSHNAC 3aMEIICHUN Ha MTapaMeTPhl PEIIETKH,
(-moteHnuan, GIoTUPYEMOCTh U DJIEKTPUUECKOEe COMpoTuBIeHHE. [ MHAUNCKOTO
wibMenuta (Uxatpamyp) [97] onucansl quanazonsl Ti02 50,25-55,41 %, FeO 42,72-
49,99 %, npuU3HAKM MEXaHWYECKOI0/XMMHUYECKOTO BBIBETPUBAHUS M TEpPexXoi K
nerkokceny/nceBaopytuiy. Ilo gamubiM  [98] mis  rpaHUTOMAOB — AJEHCK-
3MmeunHoropckoro komriekca (PyHbiil AnTail) BbIJeIeHbI IBE TeHEPAIIMHY UIIbMEHUTA;
no3aHuM wibMeHUT oboramén Mn (1o 15,71 %) u Nb (mo 0,3 %). s nmodbepexnbs
bxumynunatnama (Muaus) [99] nokasansl UCTOYHUKKA W MOpQOJOTHs; padoThl 1O
kumoOepiutam  Cubupu/SAxytun  [100,101] 1eMOHCTpUPYIOT —JIHUArHOCTUYECKHUE
cooTHolIeHuss Zr/Nb u craguum KpucCTaUIM3aluy WIBMEHUTAa B KUMOEPIUTOBBIX
cucremMax. Jlima turaH-umpkoHueBbiXx pocceined CeB. Kazaxcranma [102] wu
O0yxoBckoro mectopoxenus [ 103,104 ] ormedeHsl IEHKOKCEHU3a1IUsL, BBICOKAs JOJIs
Fe-Ti munepanoB (no 87 %), noBbimieHHOe cojaepxkanue Cr20s, BiMsIoniee Ha
nepepadboTKy.

Huxe npuBenéH pa3BEépHyTbii 0030p (OpM MOpPUCYTCTBUS MpUMEcEd B
WIBMEHHUTE C YKa3aHUEM BEPOSTHBIX MEXAHU3MOB 3aMEUIEHUS U TEPMOJIUHAMUYECKH
oxkusiaeMbix Gopm (o auteparype u Tpp-auarpammam HSC 6).

Tabmuma 7 — 00O0OIIEHHbIE NaHHBIE MO BEPOSITHOMY COCTOSIHUIO TpPUMECEH B
WIBMEHUTOBOM KOHIIGHTpATE MO JAHHBIM PA3JIUYHBIX WCTOYHHKOB M HUCXOJS W3
TEPMOAMHAMHUYECKOHN BeposiTHOCTH N0 Tpp-auarpammam (HSC 6 Chemistry)
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Ne dopMa CoeTMHEHUS TepmoanHamMu4ecKku
DnemMeHT Tun npucytcTBus
n/m WJIM BKJTFOUEHHUS BeposaTHas (opma
1 2 3 4 5
Ti** B TiOs; yacTUYHO OCHOBHOMN KATHOH
1 Ti Ti3* npu (CTp}’KTypOO 6pa3yfomm71) TiOz, Ti203
BOCCTaHOBJIICHUH
Fe*' 5 FeOs; Fe*' npn OCHOBHOW KaTHOH
2 Fe okucnenuu; Fe npu (cTpyKTypooGpasyromii) FeO, Fe:0s, Fe
BOCCTAHOBJICHUH
3 Mg ?gf?igjgg;?gjﬂﬂm)’ N3omopduoe 3amenienue MgTiOs
(Fe*" + Ti*") — 2A1%,
4 Al AlLOs-conepxarue N3omopduoe 3amenienue ALOs
pELETKU
5 Mn ?gg?igjns;ﬁpg?a}lm)’ N3omopdHoe 3amerienne MnTiOs
6 Cr 2Cr*" o Fe*" + Ti* N3omopdHoe 3amenienne Cr20s
7 Zn (Fei1xZny)Ti0s N3omopdHoe 3amerenne ZnO




[Iponomxenue TadauIbI 7

1 2 3 4 5
(Til—xSCx)O3 (C
8 Sc KOMITCHCUPYIOIIUM N3omopduoe 3amenienne Sc20s
3aMEIICHUEM )

9 Zr (Ti1Z1,) 03 N3omopdHoe 3amenienue 7102, ZrSi04

10 Hf (Ti1Hf)Os N3omopdHoe 3amenieHue HfO»

1 Nb (T11\Nby)Os, Nb20Os, N3omopduoe 3amerienne/ NbsOs

TUTAHATBI BKJIFOUCHUSI

V3, V* 3ameniaer

12 A% Ti*"; nBoiiHOE N3omopduoe 3amenienne V203, VO2
3aMelIeHue

13 Ta (Ti1«Tax)Os, Ta20s, N3omopdroe  3amemnienue/ Tas0s
TAHTAJIMTHI BKJTFOYCHUS

14 Co (Fe1xCox)Ti0s N3omopdHoe 3amenienne CoO

15 S FeS, FeS., CuFeS: Brurouenus (cynbhusi) FeS, FeS:

16 Ca CaTiO; (neposcrur), BxroueHust/ CTekIo CaTiOs
anaTuT

17 Si Si0- (kBapu), BxroueHust/ CTekIo Si0:
CWJIMKaTHbIE (a3bl
Amnarur

18 P Cas(PO.)s(F,C1,0H), Brutouennst/ copouus Cas(POa)2
dhocdarer

19 Cu CuFeS, creknogasa, Bxrouenust/ cTekio Cuz=S
copOnus

20 La Mouosur (LaPO,), Bxirouenust/ copOuust LaPOa
CTEKJIO

21 Y Keenomim (YPO.), Bxirouenust YPOu
¢docdatsl

20 | REE | MOHOMT, KCCHOTIM, | b ey REE-PO., REE:Si-0;
docdaTbl M CUITUKATHI

23 U U0: (ypanminr), Bxirouenust/ copOuust UO:
copOnus

24 F ®rop-anaru, Bxurouenus/ copouus Cas(POu)sF
copOI1us, CTEKJIO
OH™ rpymmsl,

25 H TUApaTUPOBAaHHAS CopOrus/ moBEpXHOCTH H-O, OH"
o0oJ104Ka

1.5.2 TwuTtaHOBBIH HLJIAK
TuTaHOBBIM MIJAK — TPOAYKT MUPOMETAUTYPTHUECKON mepepaboTKu

WIBMEHUTOBBIX/PYTUIIOBBIX KOHIIEHTpaToB. Ero xmmuueckuii u (a3oBblii cocTaB
OTpe/eNsieT MPUTOJHOCTh K JalIbHENIIeH nepepadoTKe U BapUAHThl Y TUIIU3AIIH.

OcHoBHbIe KOMIOHEHTHI: T10: (THmuaHO 85-95 %), okcuanl Fe (FeO, Fe20s),

CaO, MgO, Al>Os; mpornopiuy 3aBUCST OT CHIpbS U pekuma TuiaBku. CopeprxaHue
xene3a (Fe?'/Fe*) BmmseT Ha BOCCTaHABIMBAEMOCTh W BBIOOP MapIIpyTOB
paznenenus. [Ipumecu (cumukathl, ¢ocdaTel U Np.) YXYAIIAIOT TEXHOJIOTHUYECKHE
CBOICTBA U yCIOXKHSIOT oOorareHue. TunuaHpie CBONCTBA: MIIOTHOCTD 3,7-4,4 T/cM?,
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TBEpAOCTh 5-6 mo Moocy; Hamuume xene3ocojepxamux @a3 o0yciaBIuBaeT
MarHUTHYIO pa3feanuMOCTh.

Temneparypa maBiaeHus: TutaHoBoro nuiaka — ~1300-1400 °C (nmoBelaercs
Py POCTE TMPUMECEH), YTO OMpEeIesieT BBIOOP OTHEYIIOPOB, YHEPTOnpodwib u
KOMIIOHOBKY 000pY/10BaHUSI.

BapuaHTsl 1 puMepsI:

- Turanoconepxkanuit  nomenHeii muiak  (TBFS)  npu  BwimiaBke
WIBMEHUTOBBIX KOHIeHTpaToB: Ti02 1o =30 %, Bbicokas T mnaBieHus (>1500 °C),
XUMHUYECKasi CTOMKOCTh; TATAHOBBIE (Pa3bl — MEPOBCKUT, PyTHII, CPEeH, MCEBAOOPYKHUT;
nepepaboTKa 3aTpyHEHa, TPEOYeTCs arpeCCUBHOE BCKPBITHE/TepMooOpadoTka [105].

- TepmomiazmeHHasi niepepadOTKa BOCCTAHOBJIEHHOTO WJIBMEHHTA: IUIAK C
Ti10:2 1o 84,5 %, MuHUMAabHBIE TPUMECH; (pa3bl — aHATa3, ICEBAOOPYKUT, CMEIIIaHHBIE
Ti-Fe oxcunpr + Fe mopdonorust (TpemuHbl/mophbl) MOBBIIIAET U3BIeKaeMocTh Fe,
3 PEeKTUBHO MarHUTHOE OTJEJEHUE; MPUTOACH I MoyydeHusl pyTuibHOTO Ti10:2
[106106].

- KapOotepmuueckas nepepabOTKa HHU3KOCOPTHBIX KOHUEHTPATOB: MLUIAK C
TiO2 mo =80 %, mepeBogy Al:Os, SiO2, Cr20s, Fe:Os B cCBsi3aHHBIM MeTal
(cranemnaBuibHbIN niepenen) [107].

- TunoBeie  (a3oBble accolMalyMyd  IUIAKOB:  TICEBIOOPYKUT, PpyTHII,
apMOJIKOJIUT; MECTaMu Kpuctodanut/kBapii [ 108].

- lnaku IManpwkuxya (KHP): cTaOmibHOCT IPU OKUCIUTEIHLHOM OOXKUTE;
npu ~1100 °C duxcupyercs nepexoj aHO30BUTA/TICEBAOOPYKHUTA B PYTHIT; IOTyUEHUE
BBICOKOKAaYeCTBEHHOTO PYTUIBHOTO T10:2 (B T. 4. A1 cBapo4HBIX MaTepuasion) [109].

1.5.3 TIpoMmmpomyKkThsl mepepadoTKu

OTBanpHBI 1UIAM THUTAHOBOIO XJIOpaTOpa — MPOMIPOAYKT XJIOPHOU
nepepabOTKK TUTAHOBOIO IIJIaKa B pacilaBax cojied METOUHbIX MeTaioB npu 700-
820 °C B mpucyrctBuM yraepoaucroro BoccraHoBurensa [110].  Cocrout
npeumyiiecTBeHHO u3 xyopunoB Fe, Ca, Al u ap.; cocraB omnpeaensercs ChIpbEM U
pexuMamMu  xjiopupoBanusa. W3ydenue ¢usuko-xumudeckux cBoictB OILITX
KPUTUYHO JUIsl PECYypCHOM/IKOJIOro-3KoHOMHUecKo 3 dextuBHOCTH. Da3oBbIii
coctaB pacruiaBa [IKC npexacrasnen B Tadnute 8, AudpakrorpaMma — Ha pUCyHKe 3.

Taomura 8 — @azoserii coctas OLLITX

o /(; HasBanue dasbr dopmyita Konmenrpanus, %
1 | Erythrosiderite Kz (FeCls(H20)) 17,5
2 | Erythrosiderite K,Fe"Cls-H,0 17,2
3 | Iron Chloride Hydrate FeClx(H20)2 15,6
4 | Goethite Fe”O(OH) 13,1
5 | Sodium Chloride Hydrate NaCI(H20), 9,8
6 | Sodium Manganese Chloride NaMnCl; 8,4
7 | Hydrogen Chlorate Hydrate HCI104(H20)3 7,6
8 | Halite NaCl 6,3
9 | Iron Oxide Hydroxide FeO OH 4,4
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Pucynok 3 — udpakrorpamma rpoosr OLITX

Bo3rons! neuieBoit kamepsl IPEACTaBIAIOT COO0M MPOMIPOAYKT MepepaboTKu
TUTAHCOJICPKALIETO  ChIPbA,  KOMIIOHEHTBI  KOTOPOrO  KOHJIEHCHPOBAINCH
(cyonmumupoBaiiuch) mipu Temmeparypax 400-500 °C wu3 mapo-ra3zoBoil cmecw,

MOCTYIAOIIEH U3 XJIOPAaTOPa B CUCTEMY KOHECHCAIUH.

da3zoBbIif cocTaB Bo3roHoB [IK mpencrasien B Tabnuie 9, nudppakrorpamma —

Ha pUCYHKE 4.

Tabmuna 9 — dazoselil coctaB BO3roHoB 1K

;\i HazBanue ass dopmyna Konnentpanus, %
1 | Chloraluminite AICI13-:6H20 47,1
2 | Erythrosiderite K,Fe"Cls-H,0 442
3 | Halite NaCl 8,7

500 —

400 —|
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d=5.93116
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d=3.30021
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d=1.82007
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mErythrosiderite, syn - K2Fe+3CI5

20

It
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Pucynox 4 — Iudpakrorpamma rpoOsl Bo3rona I[1K
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PacruiaB  mbeuieocaauTeNIbHOM  KaMEpbl C  COJIEBOM  BAHHOM  SIBIISIETCS
MIPOMITPOTYKTOM TIEPEepaOOTKH TUTAHCOACPIKAIIETO CHIPhSI, KOMIIOHEHTHI KOTOPOTO
KOHJICHCUPOBAINCH (CyOnumupoBanuch) npu temmeparypax 300-350 °C u3 mapo-
ra3oBoil CMecCH, MOCTYMAIOUIEH M3 XJOparopa B CUCTEMY KOHJEHCAIIMM, 32 CYET
M3MEHEHHS CKOPOCTH M HAINIPABJICHUSI IBUKEHUS U OPOIICHUS PACIJIaBOM.

da3oBs1ii coctaB paciutaBa [IKC npencrasnen B Tabmuie 10, qudpakrorpamMmma
— HA PUCYHKE 5.

Ta6muma 10 — dazoBslii coctaB pacmiaBa [TIKC

i\/ri[ HazBanue a3sr dopmyna Konuenrpanus, %
1 | Chloraluminite AICI3-:6H20 41,0
2 | Erythrosiderite K,Fe"Cls-H,0 45,8
3 | Halite NaCl 7,2
4 | Sylvite KClI 6,0

400 —|

d=3.29902
d=2.78058

300

d=2.82088

200 —

d=3.68496

d=3.41893

100 —

?A’.‘."T
T

0 [TTrr[rrot
5 10 20 30 40 50

2-Theta - Scale
A\ Elranur - NaCI-S-Q7.2 %
Edchioraluminite, syn - AlCI3-6H2 ¥ Sylvite - KCI - S-Q 6.0 %
mErythrosiderite, syn - K2Fe+3CI5

Pucynok 5 — udpaxrorpamma npo0OsI paciiasa [TIKC

OLITX, Bo3zronsl [IK u pacnnas [IKC — nocnenoBaTenbHble KOHACHCAITUOHHBIE
dbpakiuu XJ0pUIHOTO MUKJIA, oOoraméHHble rupatamMu xjopuaos Fe/Al u comsmu
Na/K. OntumansHo: BojgHoe BbimenaunBanue ¢ Bo3BpatoM NaCl/KCl, rupponus
Fe/Al-xnopunoB ¢ perenepanueit HCl u ynaBnuBanure Nb-X10puIOB CTyNneHUYATOM
KOHJICHCALlUEH; KPUTUYHBI T€PMETUYHOCTh, KOPPO3UOHHASI CTOMKOCTh U 3PP EeKTUBHAS
ra3004MCTKA B 3aMKHYTBIX KOHTYpaXx.

BoiBoabl nmo pazgeny 1
Huobuit moaTBepka€H Kak CTPATETMUYECKH BaXHBIM METAI C IMIUPOKOM
HOMEHKJIATypOd TMPUMEHEHUW (MHUKPOJIETUPOBAHUE CTajed, CBEPXIPOBOJHUKH,
KaTAIUTUYECKUE W OMTOXJIEKTPOHHBIE MaTepHajbl), YTO OOOCHOBBIBAET MHTEPEC K
pacCIIMPEHUIO ChIPhEBOM 0a3bl U MUBEPCUDUKAIIUYA TEXHOJOTUUECKUX MAPIIPYTOB €ro
MOJTy4YEHUS.
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MupoBasi cbipbeBass 0a3a xapakTepHu3yeTcsi BBICOKON reorpaduyeckoi
KOHIIeHTpanueil: goMuHupyeT bpasunus (kapOoHATHTOBbIE MHPOXIOPOHOCHBIE
00BEKTHI, Araxa), Mpu 3TOM pernepHbie mpoekThl BHe bpasunuu (Niobec, Oka, Bayan
Obo, Motzfeldt u np.) 3aga10T MPAKTUKY KOMIUIEKCHOTO OCBOCHHSI Nb COBMECTHO ¢
REE, Ti, Zr u Ta.

JUIss  TEXHOJOTMYECKOTO MPOEKTUPOBAHUS MPUHIUIMUAIbHA  TUIOJIOTHS
ucToyHuKoB Nb: kapOOHATUTOBBIE (MHUPOXJIOP), METMATUTOBBIE/KOITAHOBBIC
(KOTyMOUT-TaHTAIHUT, (PEProHN0OaThl), PEAKOMETAIIILHBIE POCCHIITU U KOMIIJICKCHBIC
y31bl Nb-REE-Ti-Zr; kaxaplii TUIT TpeOyeT CBOEH CXEMbI TOJATOTOBKH M U3BJICUCHHUS.

B Kazaxcrane u ctpanax CHI" umerorcs kak nepsuunsie (Kanba-HapsiMckuit
nosic Li-Ta-Nb mnermMaturoB, oTaeiabHbIE KapOOHATHUTOBBIE U PEIKOMETAUIbHBIC
OOBEKTHI), TAK M TEXHOTE€HHBIE MCTOYHUKH HUOOUS (TOTOKM THUTAHOBOTO IMKJIA:
TUTAHOBBIN IIIJIaK, OTBAJIBHBIN MIIAM XJIOPATOPA, MbUIEBbIE BO3TOHBI/PACILIIABHI), YTO
CO31a€T OCHOBY /111 KOMOMHUPOBAHHBIX CTPATETUN BOBJICUECHHUS.

Kommnekcusie uctounriku Nb (Nb coBmectHo ¢ REE, Ti, Zr, Ta u ap.) umerot
HAauOOJbIIMK TPOMBIINUICHHBI MOTEHUHAT TNPH YCIOBUM MHOTOKOHTYPHOMU
nepepabOTKU M KO-U3BJICYEHUSI COIYTCTBYIOUIMX KOMIIOHEHTOB; 3TO OCOOEHHO
akTyanbHO i KazaxcraHa (peaKoMeTaIbHbIE IErMaTUThI U TEXHOTCHHBIC TIOTOKH ).

CpaBHUTENBHBIM  aHANNW3 TEXHOJOTMM  TOKA3bIBACT: IMHPOMETAILTYPIHUs
oOecrnieunBaeT BBIMYCK (HEppOHUOOUS TIPU BBICOKOW MPOUZBOAUTEIHLHOCTH, HO
OTrpaHUYEeHHON YnucTOTE MPOAyKTa (~60-75% n3Bneuenus Nb u BEICOKHI S HEProEMKUi
npoduib); ruapomerautyprus (HF/NHaF/menounsie monxonpl) yHuBepcaabHa s
CJIOKHOT'O/TEXHOT€HHOT'O CBhIpbSi U MO3BOJIAET JOCTUTaTh BBICOKOM 4MCTOTHI Nb20s
(u3BneueHue ~85-95%); XJIOpUAHBIC U IJIA3MOXUMHYECKHUE CXEMBI JAIOT CEIICKTUBHBIM
NepeBo/l B JIETy4ne XJopuasl Nb U MepCrneKTUBHBI JJISl JUCHEPCHBIX YCTONYMBBIX
MaTpHull.

DKOJIOTO-3HEPreTUYecKuid MNpo(uiab MapUIPyTOB SIBISIETCS PaBHONPABHBIM
KPUTEPUEM BBIOOpA TEXHOJIOTUH: AJI1 PTOPCOAEPKAIIMX CXEM KPUTHUHBI 3aMKHYThIE
koHTypbl HF/NH4F u perenepaniust 3KCTpareHToB; Jisl XJIOPUIHBIX — FEPMETUYHOCTb,
abcopOuust/ckpyoouposanue Cl/HCl w yTtunuzanus COJEBBIX CTOKOB; A
BBICOKOTEMIEPATYPHBIX CTaAUl — peKylepauus Telja M CHWXKEHHE YJIEIbHOU
HHEPTUU.

Jist CaTnaeBCKOro MIbMEHUTOBOTO KOHIIEHTPATa MOATBEPKAACTCS TUIIMYHBIN
cocraB Ti-Fe-okcumnoit Matpuiel ¢ mnpucyrctBueM Nb B u3omMopdHON u/miu
TOHKOAUCTIEPCHOM (opMe; B THUTAHOBBIX IIUIAKaX JOMUHUPYIOT TICEBIOOPYKHT-
pPYTHJIOBBIE acCOIMAllU, TOTJa Kak B MPOMIIPOAYKTaxX XJIopuaHoil cxembl (OLLTX,
BO3roHbI, paciuiaBsl [1K) nmpeobnagarot ruapats xmopunoB Fe/Al u comu Na/K — ato
3a1aéT paluoOHAIbHBIE TOYKH U3BJIeUeHUs Nb (KHUCIOTHOE BBINIECTAYMBAHUE C
NOCJIEAYIOIUM KUAKOCTHBIM pa3/IeICHUEM HWJIM CEJIEKTUBHOE XJIOPUPOBAHHUE C
KOHJICHCaIuel JeTyunx coequHeHuit Nb).

C WHXEHEepHOM TOYKM 3peHHs Haubojee TNEePCHEeKTUBHA MOJYJIbHAS
KOMOMHUpPOBaHHAas cTparerus TUTSI Ka3aXCTaHCKUX YCIIOBHIA:
npenodoraneHue/CopTUPOBKAa MOTOKOB — IIEJIEBOE BCKPHITUE (LIETOYHO-XJIOPUTHOE
Wi (PTOPKOMIUIEKCHOE — JUIsl TPYIHBIX MaTpull, 0e3TOpUIHbIE BAPUAHTHI — T
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pUMEHNMO) — cellekTuBHOe pazaenenrue Nb/Ta/REE (akcTpakiius/moHHBI 0OMEH)
— pereHepaunus peareHTOB U 3aMbIKAaHUE BOJIHO-PEAr€HTHBIX KOHTYPOB.

[IpropuTeTsl JanbHENUIINX UCCIIETOBAHUN U MUIOTUPOBAHUSA: KOJIMYECTBEHHAS
OanmaHcupoBKa Gopm Jokamu3anuu Nb mo BceM moTokaMm TUTaHOBOTO ITMKJIa; KWHETHKA
1 Gazoxumus (B T. 9. I XJIOPUIHBIX CTAIUHN U THAPOJIHA3A JIETyInX coequHeHnid Nb);
ONTUMU3ALIUSA SKCTPAKIIMOHHO-OCAIUTENbHBIX cXeM pasaenenus Nb/Ta; pazpaboTka
LCA/KPI mo »sHepruu m BeIOpOCAM JIS IEJIEBBIX MapIIpyTOB; MacIITaOMpPOBAaHUE
MOJYJIBHBIX y3JI0B C HU(PPOBHIM MOHUTOPHUHTOM.
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2 TEPMOI[I/IHAMI/I‘I!’ECKI/II‘/'I AHAJIN3 WU3MEHEHUSI HHUOBUA
IIPU PYJOTEPMHUYECKOHU U XJIOPHOU ITEPEPABOTKE UCXO/JHOI'O
CbIPbA

2.1 TepMoAUHAMMYECKHI aHAJIU3 MpPoLEcca PYIOTEPMHUYECKON ILIABKH
WIBMEHUTOBOI0 KOHIIEHTpaTa

2.1.1 TepmoamHamuka, TEIIOQU3NUECKUE XAPAKTEPUCTUKA ¢ KHUHETUKA
BOCCTAHOBJICHUSI TUTAHA

B nannom nogpasznesne pacCMOTPEHBI OCHOBHBIE TEPMOJIMHAMUYECKHUE ACTIEKTHI
PYAOTEPMHUYECKON IUJIaBKM HWJIBMEHUTOBOIO KOHIIEHTPATA, BKJIIOYAIOIIUE CTaIuU
BOCCTAHOBJICHUS] TUTAHOBBIX COEIMHEHHM, 00pa30BaHUE MPOMEKYTOUYHBIX OKCHJOB,
KapOUI0B U UX JalIbHEMNIIee pa3IoKEeHUe.

Pynorepmuueckas miaBka WIbMEHUTOBOIO KOHIIEHTpATa MPEICTaBIseT coOon
CIIOXKHBIM Tpoliecc, B KOTOPOM TEPMOJAMHAMHYECKHE, TEIIOPU3UUECKUE U
KMHETHYECKHE TMapaMeTpbl WIpaloT ONpPENENsIoIyl0 pojib B  3(PPeKTUBHOCTU
MOJIyYeHUs] TUTAHHUCTOTO IIJaKa M METAJUIMYECKOro TuTaHa. ONTHUMH3ALMs ITUX
(aKkTOpOB TMO3BOJIAET NOBBICUTh H3BJICUYECHHE LIEJIEBbIX KOMIIOHEHTOB, CHHU3UTh
HHEPro3aTpaThl U YIYUIIUTh KAYECTBO MPOIYKIIHH.

TepMoauHaMyKa BOCCTaHOBJIEHHUS! TUTAHA U3 WIbBMEHUTA 3aBUCUT OT YCJIOBHIA,
IIPU KOTOPBIX MPOUCXOAAT (pa3oBble MEpexoAbl U peakuuu. PaccunmTaHbl peakuuu
BOCCTAHOBJICHUSI WiabMeHHTa [111] ¢ yyacthem yrieponia ¢ MOMOLIBIO MPOTrPaMMBbI
HSC Chemistry 6 (momyns Reaction Equations) u npuBenens! B Tadmuie 11.

Tabnuma 11 — Peakuuu BoccTaHOBICHUST MIIBMEHUTA ¢ U3MEHEeHHEM sHepruu [ 'uooca
B 3aJJaHHOM TEMIIEpaTypPHOM HHTEpBaJIC

Ne
) Peaxiist BoccTaHOBIICHUS Temnepatypa, °C AG, x]JI)x/M0ab
/11
1 FeTiO; + C = Fe + TiO, + COt 900-1240 -83,258 +-199,51
2 3TiO, + C =Ti;05 + COT 900-1240 42,093 +-25,926
3 2Ti;05 + C = 3Ti,03 + COT 1270-1400 15,338 +~-4,477
4 T1,0; + C=2TiO + CO? 1400-1700 37,644 +-12,266

Takum oOpaszom, (dazoseie nuarpammbl cucteM Fe-Ti-O, Ti-C-O u Fe-C-O
(ITpunoxenne A) (momymu Tpp u Lpp B HSC Chemistry) noaTBep:kaaroT
BO3MOXXHOCTh 00pa30BaHUs JIOMOJIHUTEIBHBIX coequHenni: kapouaos tutana (TiC),
xene3a (FesC), a taxxke wmaTepmetasmuaa Fe:Ti. CooTBeTcTBylomne peakiuu ¢
TEPMOJMHAMHYECKUMHU XapaKTePUCTUKaMH NMPUBEACHBI B Ta0uie 12.
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Tabnuua 12 — Peakiuu 00pa3oBaHus KapOUIOB Kejie3a U TUTaHa U MHTEPMETaJINa
Fe,Ti ¢ m3amenennem sneprun ['n66ca B 3aJaHHOM TeMIIEpaTyPHOM HUHTEPBAJIE

Ne n/mt Peaknus Temnepatypa, °C AG, xJIx/Monb
1 FeTiO3; +4C =Fe + TiC + 3CO1 1000-1700 -20,324 +-509,314
2 2FeTiO; + 7C = Fe Ti + TiC + 6CO1 1000-1700 63,704 + -896,832

3FeTiO3 + 13C = FesC + 3TiC +

3 |ocor

1000-1700 -63,488 +~-1531,47

CrabunbHocTh cyOokcunoB tutana (Ti1:0s, Ti20s) mpu Temmeparypax BbIIIE
1100 K (~827 °C) moarBepKaaeTcss TEPMOAMHAMUYECKUMU pacueTaMu. ITh (hasbl
CHOCOOCTBYIOT MOCJIEIOBATETILHOMY BOCCTAHOBIICHHUIO /IO METAJUIMYECKOTO COCTOSTHUS
[112].

Ho6aBku tuna Na:COs CHIKAIOT TeMIepaTypy BOCCTAHOBJICHUS U YJIyUIIIAlOT
dazoBoe paznenenue: npu 1300-1500 °C u 30% NaCOs dopmupytores Ti:Os u anatasz
[113].

Pacnpenenenne npumeceit (V, Cr, Al, Si) 3aBucut ot temmepatypsl, pO: u
COCTaBa IIHUXTHI, TPU ONPEACIEHHBIX YCIOBUAX BAaHAUMN IEPEXOAUT B METATUIMYECKYIO
dazy, uro HexenarensHo [114] .

[ToBbIlIeHHE TeMIlepaTyphl YBEIWYMBAET TEIUIONPOBOAHOCTH (¢ 1.2 10
2.4 B1/(M-K)) [115]. TermoeMKoCTh BO3paCTAET, BJIMISL HA TEIJIOBOM OaaHC U PEXKUM
IIEYEH.

Ontumu3zanus TeIIOBBIX apaMeTPOB CHIKAET SHEPro3aTpaThl U YBEIUYHUBACT
BbIXOJ mutaka [116].

KuneTuka npoiiecca BOCCTAaHOBJIEHUS OMPENESET CKOPOCTh M 3P (HEKTUBHOCTh
BOCCTaHOBJICHMS JKeJie3a U Apyrux metawioB. Ha pucyHke 6 moka3zaHa 3aBUCUMOCTb
CTEIIEHH BOCCTAHOBJIEHUS JKeJie3a OT TEMIEPaTypPHI.
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Pucynok 6 — 3aBUCMMOCTb CTETIEHN BOCCTAHOBJIEHUS JKEJI€3a U3 UIIBMEHHUTA OT
TEMIIEpaTypbl
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Ucnons3zoBanue H2 npu 900 °C obecnieunBaeT nojHoe BoccTaHoBleHue Fe 3a
30 MuH, B TO BpeMsl KaK TpPH KCIOJIB30BaHWM YIJiepoaa TpeOyeTcs 10 5 4YacoB
[117,118].

Bnusnue mnaprmansaoro gasieHuss CO/CO: MenseT (a30BbId  COCTaB
BOCCTAHOBJICHHOTO MaTepuaia (pUCyHOK 7).
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Pucynox 7 — Biusaue CO u CO: Ha cocTaB (a3 mpu BOCCTAaHOBJICHUU
wibMeHuTa (cocras (a3 u Maccel (as)

YcraHoBlIeHO, 4YTO  TOBbIIEHWE  Temmepatypsl 10  1100-1300 °C
conpoBoknaercs ooOpazoBanuemM FeO-2TiO: u TisOs, uro TpebyeTr OoibiIero
KOJIMYECTBA SHEPTUU. DHEPTeTUUECKHE 3aTpaThl IPU BOJOPOJIHOM BOCCTAHOBIICHUU
~268,7 xIx/Monb FeTiOs, mpu kapooTepmudeckoMm - ~484,5 kJ[x/MOb.

OntuMu3amnusi  KHHETHYECKHUX  TapaMeTpoOB  TO3BOJISIET  COKPATHTh
DHEPro3aTpaThl, MOBBICUTH CKOPOCTh PEAKIIMU M KAYECTBO IMOJTydYaeMbIX (Pa3oBBIX
MIPOTYKTOB.

Takum 00pa3oM, KOMIUICKCHOE TTOHUMAaHUE TEPMOJIUHAMUKH, TETUIO(QU3UKHA H
KHHETHKH BOCCTAHOBIICHWS THUTaHA W3 WIBMEHHTA TI03BOJISIET pa3padoTaTh
ONTUMAJIbHBIE PEKUMBI PYJOTEPMUUYECKON TUTABKU, TTOBBICUTHh U3BJICUCHHUE TUTAHA U
YJIy4IITh CBOMCTBA IIIJIAKA.

2.1.2 TloBeaeHue HHOOUS B TIPOIIECCE IIABKU

HuoOwuii, npucyTcTBYIOUINI B HIIBMEHUTOBOM KOHIEHTpATEe B BUJAE MpUMECEi
WIM COMYTCTBYIOIIMX MHHEPAJIOB, NPOSBISAET CIIOXKHOE IOBEJCHHE B YCIOBHSIX
pYyOTEpMHYECKOM  IUIaBKH. Ero  TepMOJAMHAMMYECKME W KHUHETHYECKHE
XapaKTEPUCTUKU OKAa3bIBAIOT BIMSHUE Ha paclpeiesieHHe MEXIy ILIJIaKOBOM U
MeTauInyecko (azamu, a Takxke Ha GopMUpPOBaAHUE KAPOUIHBIX COSIMHEHUH.
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[Ipu BBICOKOTEMIIEpATypHOW TUTaBKE HUOOWN CKIOHEH K OOpa30BaHUIO
yCTOHYMBBIX KapOu10B, Takux kak NbC u Nb2C. Ot coennnenus 061a1aroT BHICOKON
TEPMUYECKOIN CTAOMIBHOCTHIO U MOTYT (hOPMHUPOBATHCS TTPH B3aMMOICHCTBUN HUOOHSI
C YIJIEpOJOM B BOCCTAaHOBUTENBHOM cpene. OOpa3oBaHue KapOWJOB BIUAET Ha
pacmpezienieHue HHUOOMS MEXAy (a3aMu W MOXET 3aTPYAHSTh €ro U3BJICUCHHE B
yrcTtoMm Bujie [119].

Taxxe, TepMOIUHAMHYECKH BEPOSITHO OOpa30BaHME WHTEPMETATINYECKOTO
coeMHeHus HUoOus u xkeneza NbFe, (PucyHnok 8) mo peakuuu, ykazaHHOM B TabuIle
13 [120].

B Ttabmume 13 paccuumTaHbl peaknuu oOpa3oBaHUS KapOWJAOB HUOOHWS U
uHTepMeTauuaa NbFe, mpu TemmepaTypax mpoliecca M HW3MEHEHHEM DJHEPIHU
['n60ca, paccuntanubiM B porpamme HSC Chemistry 6, Mogynbs Reaction Equations.

Tabnuna 13 — Peakuiuu o6pazoBanusi KapOUI0B HUOOUS MPU TEMIIEpaTypax mpoiiecca
U u3MeHenue >Hepruu ['mub6ca

Ne mi/mm Peaxnus o6pazoBanus kapouga Temneparypa, °C AG, xJIx/mMonb
1 Nb2Os + 7C = 2NbC + 5CO? 900-1700 44,686 + -606,993
2 Nb2Os + 6C = Nb2C + 5CO? 900-1700 135,808 +-512,696
3 Nb20s + 6C = 2NbCops + 5SCOT 900-1700 132,895 +-511,756
4 Nb20s + 6,5C = 2NbCo,75 + 5SCOT 900-1700 63,245 +-592,338
5 Nb20s5 + 6,76C = 2NbCogs + 5CO1T 900-1700 40,443 +-613,671
6 Nb20s5 + 6,96C = 2NbCo,9s + SCO?T 900-1700 39,506 ~-611,931
. Nb2Os + 4FeTiO3; +21C = 2NbFe, + 900-1700 124912 = 2379024
4TiC + 17CO%

Ha PucyHnke 8 nmokazanbl quarpammsl (a30Boil yctoWuuBocTd Ty, U1 cucTteM
Nb-C-O u Nb-Fe-O B mmamazone Ttemneparyp 900-2000 °C wu nuarpammsl
n30TepMUYeCcKoi (azoBoil ycroitunoctH Ly, (anarpamma Kemora) cuctem Nb-C-O
u Nb-Fe-O nipu remnepatype 1650 °C, noarorosnennsie B mporpamme HSC Chemistry
6, monynu Tp, - Diagrams u L, - Diagrams. U3 auarpamm BugHO oOpa3oBaHME
Kap6I/II[0B HHOOUS NbC, NbCo.s, NbC0_75, NbCo_gg, NbCo.gg, NbQC N UHTCPpMCTAJLJINAA
NbFe, mpu 3aganHbBIX TEMTIEpaTypax U JaBJICHUH.

Hubdysus yrmeposa B HIOOMU U €r0 KapOUAax SIBISETCS JTUMUTUPYIOIIUM
daktopom B mporecce kapOumuzamuu. CrxopocTs audpdy3un 3aBUCUT  OT
TEMIEPATypbl, CTPYKTYpPhl MaTepuajia U HaJu4us JIETHPYIOMIMX 3j1eMeHToB. [lpu
temrnepatypax Boimie 2000 °C  nuddys3us yraepoga B HUOOUM 3HAYUTENIBHO
YCKOpSIETCsI, CIOCOOCTBYSI 00pa30BaHUIO KapOUIHBIX ciioeB [121].
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Pucynox 8 — luarpammsl ¢azoBoit ycrounsoctu Ty, cucrem Nb-C-O u Nb-O-Fe
npu 900-2000 °C (a) u quarpaMMel H30TepMHUYECKOM (a30Boil ycToitunBocTH Ly,
(mmarpamms Kemora) cucrem Nb-C-O u Nb-O-Fe (6) mpu 1650 °C

YCTaHOBJIEHO, YTO NPHUCYTCTBUE [IPYIMX DOJICMEHTOB, TAaKMX KaK THUTaH,
IIUPKOHUHN, MO0 IEH U BOJTb(DpaM, MOKET U3MEHATH TCPMOIMHAMHYECKOE TIOBEICHHE
HUOOWSI. DTH DJIEMEHTHI CIIOCOOHBI 00pa30BBHIBATH TBEPABIC PACTBOPHI HIIN
WHTEPMETALTUIAB C HUOOWEM, BIMSISI Ha €ro paclpesieieHHe W PEaKIMOHHYIO
CIOCOOHOCTH B TIpoliecce miaBku [122].

B ycnoBusix pymoTepMutdeckoii miIaBKu HUOOMI MOXKET paclipeeIaThCsl MEXKTY
METaJUIMYECKOW W IIIAKOBOW (pazaMM B 3aBUCUMOCTH OT TeMIEpaTyphl, COCTaBa
IIUXTHl W YCJIOBUM BOCCTaHOBIICHHA. ONTHUMH3AlMS YCIOBUHM TUIABKH, BKJIIOYAs
KOHTPOJIb TEMIEpaTypbl M COCTaBa BOCCTAHOBUTENEH, MOXKET CIOCOOCTBOBATH
MOBBIIIIEHUIO U3BJICUCHUS] HUOOUS B *KenaeMyto ¢azy [123].

[lonumanue mnoBeAeHUS HUOOMS B TMpPOIECCE PYAOTEPMUUYECKON IUIABKU
WJIBMEHUTOBOTO KOHIIEHTpaTa HeoO0XOoauMo i1 A(PQPEeKTUBHOrO YMPABJICHUS €r0
pacmpesiesieHieM U HW3BJCYEHHEM. [epMOJAMHAMHUYECKME U  KUHETHYECKHE
UCCJIEIOBAHMS, a TaKXK€ Y4yeT BIMSHUS JIETUPYIOUIMX AJIEMEHTOB, MO3BOJSIOT
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ONTUMHM3UPOBATh TEXHOJIOTUYECKHE TMapaMeTpbl M TOBBICUTH 3 (EKTUBHOCTH
npoiiecca.

2.1.3 IloBeneHue KOMIIOHEHTOB W PEAKIMU IUIAKOOOpa30BaHUS B MPOIIECCE
TIJTaBKH

B mporiecce pyaoTepMudeckoil TiIaBKy WIBMEHUTOBOTO KOHIIEHTpATa HAPSITY C
OCHOBHBIMHA KOMIIOHCHTaMH (THTaH W HHUOOWI) BaXHYI0 pOJIb WIPAIOT TaKUE
aJIeMeHTHl, Kak xkene3o (Fe), amomunnii (Al), kpemuuii (Si), marauii (Mg), maprasen
(Mn), Banamuii (V), xpom (Cr) u gpyrue npumecu. VX TepMoanHAMUYECKOE M
KUHETUYECKOE IIOBEJACHHE OKa3blBaeT CYIECTBEHHOE BIWSHHE Ha (a30BbIC
IpeBpaIieHMs, COCTaB W CBOWCTBAa NUIaKa, a Takke A((OEKTHBHOCTh OTICICHUS
METAIITNYEeCKON (asbl.

Kenezo (Fe). [IpucyrctByer B uibMenute B Bujge FeO u B mporecce miaBKu
BOCCTAHABIIMBACTCS /10 METAUIMYECKOTO COCTOSHHUSA. OTO  COMPOBOXKAACTCA
00pa30BaHUEM TUTAHUCTOrO HuIaka, odorameHHoro Ti02. CHMxeHue napuuagTbHOTro
TABJICHUS KHUCJIOPOJa CIOCOOCTBYET TOJHOMY BoccTaHOBieHHIO FeO, HO mpwm
Ype3MEPHOM CHIDKCHHUH BO3MOKHO COITYTCTBYIOIIEE BOCCTAHOBJICHHE TUTAHA .

Peakrmust BocCTaHOBIIEHHUS Kele3a ¢ M3MeHeHreM 3Heprun [ mo0ca mokazana B
TabIuIlE .

Amomunuii (Al). B muxte o6pasyer coenuHenuss ¢ tutaHoM (ALTiOs),
CHIKAIOUIUE TEMIIepaTypy IUIABJIICHUS IIVIaKa WU TIOBBINIAIONINE €Tr0 TEeKy4ecCTb,
criocoOcTBys ahdhekTUBHOMY pasneneHuto das [124].

Al TiOs o6pa3oBeIBacTCs 110 cieayroiieit peakuun (pacuet B HSC 6):

ALO; + FeTiOs + C = ALTiOs + Fe + CO1; (5)
T, °C = 900+1700; AG, xJlx/Monb = -80,984 + -379,981.

Kpemunii (S1). OOpasyer cuiukaTtHbie (a3bl, Hanpumep FeSiOs, koTopbie
CHIDKAIOT TEMITEPATyPY IUIABJICHUS, HO YBEJIMUUBAIOT BA3KOCTH Haka [125].
Peaknus oOpazoBanus FeSiOs (HSC 6):

FeTiO; + SiO, + C = FeSiO; + TiC + 2CO1; (6)
T, °C = 900+1700; AG, kJlk/Monb = 162,156 = -536,396.

Marnuii (Mg) u mapranen (Mn). 3amemaror Fe B CTpyKType WIbBMEHHTA,
oOpa3ysi TBepHAble pacTBOPbl M H3MEHsISI BSI3KOCTh, TEMIEpaTypy IUIaBICHUS U
pacripeneneHue tTutana [126].

B Tabmuue 14 paccunTtanbl BeqMYUHbI 3Heprun [ mbdca peakuuii o0pazoBaHUs
COEJIMHEHUI MarHus U Maprasiia ¢ TATaHOM, ¢ moMouisko rnporpammel HSC 6.

42



Tabnuna 14 — TepmoarHAMUYECKUE TTapaMeTphbl COSAMHEHU MarHusl M MapraHiia ¢
TUTAaHOM

Ne n/n Peaxuus Temneparypa, °C AG, xJIx/Moinb
! }ﬁﬁg%zot N éi‘fg ifgcoz ac = 900-1700 -290,965 + -1179,054
5 13:1(:/31%0+ +3 élgeTTioz +4C = 3MgTiOs + 900-1700 -322,819 = -1208,691
3 il\gic(): ++ ;lécéfTi@ +4C = 3Mg,TiO4 900-1700 -338,189 + -1251,662
4 13:1;’3120+ +3 égeTTi@ +4C=3MnTiO; + 900-1700 -322,336 + -1185,496
5 13:1;’3120+ +6 égeTTi@ +7C =3MnTiO; + 900-1700 -960,278 + -2001,223

Banaguit (V) u xpom (Cr). OOpa3ys OKCHJbI, BOCCTAHABJIMBAIOTCS MO
METAJUIMYECKOTO  COCTOSIHMSL TNPHU  ONPEACIEHHBIX  YCIOBHSX, IEPEXoas B
MeTauIMYecKyto ¢a3zy. KOHTpoiab BOCCTAHOBIIEHHS Ba)KEH [UIsl MPEIOTBPAILCHUS
3arpsizHeHus nponaykra [127]. B Tabmuue 15 mpencraBieHsl peakuuu oOpa30BaHUS
BaHAIUI U XPOM COZEPKAIUX COSAUHEHUN NPH 3aIaHHBIX TEMIIEPATYpPax C pacyETOM
AG B HSC 6.

Tabnuna 15 — Peakuuu 06pa3oBaHusi BaHAIUN U XPOM COJIEPXKAIUX COSTUHEHUN TTPU
3aJlaHHBIX TeMmInepaTrypax ¢ pacuetom AG

Ne /i Peaknus Temmnepatypa, °C AG, xJIx/Momb

FeTiO3 + V205 +3C =Fe(VO3), + TiC N

L | o) 900-1700 -3,221 +-395,857
FeTiO3 + V205 + 3C = FeV204 + TiC N

2| L acor 900-1700 234,588 + -888,519

3 | FeliOs V205 +2C = FeV204 + THO, 900-1700 364,374 = 752,524
+2CO1
FeTiO3 + V205 + 2C = 2VOs + Fe + N

4| 105 + 2CO1 900-1700 274,116 + -671,790
2FeTiOs3 + 3V20s + 7C = 2V30s + 2Fe N

5| 3 omi00 + 7C07 900-1700 977,535 + -2202,833
FeTiO; + V20s + 3C = V203 + Fe + N

6 | Tio, + 301 900-1700 -369,857 + -873,237
FeTiOs + V205 + 4C = 2VO + Fe + i

7| Ti0r + 4CO1 900-1700 -325,540 + -969,990

g | FeTi0s+VoOs+6C =2V + Fe+ T 900-1700 -101,350 + -1000,595
+ 6CO1T
FeTiOs + V205 + 8C = 2VC + Fe + .

9 | Tio + 6CO1 900-1700 279,830 + -1159,715
10FeTiO3 + 5V,0s + 43C = 10VCos + .

10 | |0Fe+ 10TiOn + 35CO7 900-1700 -1858,1 =+ -7734,263
50FeTiO3 + 25V205s + 219C = .

T 50VCoss + 50Fe + 50TiO + 175C0O?1 900-1700 158,31 = -38641,58
3FeTiOs + 3Cr03 + 19C = 3TiCr; + .

12| Besc + 18COT 900-1700 1163,328 + -1772,743
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B nmpunoxenusax b, B u I' nokazanbl nuarpaMmmsl ga3zoBoil ycroiuuBoctu Tpp,
st cuctem Al-Ti-O, Fe-Si-O, Mg-Ti-O, Mn-Ti-O, Fe-V-O, V-O-C, Cr-Ti-O B
pa3TUYHBIX JUAlla30HaX TEMIIepaTyp ¥ AuarpaMMbl H30TEPMUYECKON (Pa30oBOi
ycroiuuBoctH Ly, (nuarpamma Kemtora) atux sxe cuctem npu remmeparype 1650 °C.

[lInakoobpazoBanwue. [1lnak Gopmupyercs B mporecce TIaBKA U CITYKHUT JJIS
koHneHntparuu Ti02. On coctout u3 TiO2, FeO, AlOs, Si0., MgO u npumecei.
Ho6asnenue ¢matrocoB (Na:COs u 1p.) CHIKAET TEMIEpaTypy IUJIaBICHHS U BA3KOCTh
nuiaka, yjiydiias TekydecTs [128].

Hcnonb3oBanue nporpamm FactSage, HSC u apyrux mo3BossieT pacCuuThIBaTh
PAaBHOBECHBIM COCTaB IIJIAKOB, NPOTHO3UPOBATH (Pa3oBble MpEBpalICHUS U
ONTUMM3UPOBATH ycioBus [129].

TunuyHble peakiuy HUIAKO0Opa30BaHUS:

- FeO + TiO2 — FeTiOs

- AlLOs + TiO2 — Al:TiOs

- MgO + TiO2 — MgTiOs

- MnO + TiO2 — MnTiOs

Tabmuna 16 — CocTtaB TUTAHOBOIO IIIJTAKA

Komnonent TiO, | FeO SiO» V205 AlO3; | CaO | MgO
Conepxanne, % 86,21 | 6,36 2,61 0,38 2,42 0,57 0,98
KomMnoneHnt Cr0O3 | Sc203 | TaxOs | NboOs | MnO | ZrO> | S
Conepxanne, % 0,97 0,002 | 0,002 |0,044 |28 0,249 | 0,039

KomMmmiiekcHoe IMOHMMaHME MOBEJACHHMS KOMIIOHEHTOB, MX B3aMMOJICHCTBUM B
nutake u (pa3oBBIX MEPEXOJ0B HEOOXOAMMO [JIsl YMPABJICHUS COCTABOM IIUXTHI U
ONTUMHU3AINHU TEXHOJIOTUH IJIABKU. DTO ITO3BOJIACT IIOBLICUTH M3BJICUCHHE TUTAaHA U
HUOOWUS, YJIYUYIIIUTh CBOMCTBA IIUIAKOB M CHU3UTh YHEPro3aTpathl.

2.2 TepmoauHAMHYECKMH aHAJIM3 IpoUEcCA XJOPHMPOBAHUS THTAHOBOIO
HIaKa

XopupoBaHME THUTAHOBOIO IIJIAKa MPEACTaBIAeT CcOOOM  KIIHOYEBOM
TEXHOJOTMUECKUI 3Tarl, OOECleuMBaOLIUMN Iepexo] TUTaHa U psAa HTPUMECHBIX
AJIIEMEHTOB W3 TBEPAOM (ha3bl LUIaKa B JIETYYUE XJIOPUIHBIE COEAUHEHMS. IDTOT
IPOLECC SBJISETCS HEOThEMJIEMOW YaCThIO KOMIUIEKCHON TEXHOJIOIMH MepepadoTKU
TUTAHOCOJEPIKAILIETO  ChIPhS, HAIMpPABJICHHOM Ha TOJY4YEHHE BBICOKOYUCTOTO
terpaxyopuna tutaHa (TiCls) - OCHOBHOTO MPOMEXKYTOYHOTO TPOAYKTA JUIS
IPOM3BOJICTBA METAJUIMYECKOTO TUTAHA U €TO CILJIABOB.

CoBpeMeHHass MeTayulyprusi TUTaHa Oasupyercss Ha TexHosorun Kposa,
MPEAYyCMATPUBAKOIIEH  JBYXCTYINEHUYAThId  MPOLECC: CHayaja  XJIOPUPOBAHUE
HUCXOJHOTO ChIphsi ¢ oOpazoBaHueMm TiCls, a 3aTeM BOCCTAHOBJICEHHE THUTAHOBOIO
TETpaxJopuja MarHueM J10 METaJUIMYeCKOro TUTaHa. B paMkax 3TOW TEXHOJIOTHH
XJIOPUPOBAHKE IIIJIAKOB, OOpa3yIIIMXCA MOCHEe PYyAHO-TEPMUUYECKOH 00pabOTKU
WIBMEHUTOBOTO KOHIIEHTpaTa, NpuoOpeTaeT o0co0yl0 BaXXHOCTh, ITOCKOJIbKY
MO3BOJIIET MOBBICUTH OOIIYIO HM3BJIEKAEMOCTh TUTAaHA U YMEHBIIUThH MOTEPU CHIPHA.
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Kpome Toro, KOMILJIEKCHOE H3y4Y€HHUE MPOIIECCOB XJIOPUPOBAHUS HEOOXOIUMO IS
pa3pabOTKN METOJIOB M3BIICUCHUS CTPATETUYECKH IICHHBIX 3JIEMEHTOB, TAKUX Kak
HUOOUH U IUPKOHUH, COJEPKaHUE KOTOPHIX B TUTAHOBBIX IJIAKAX HEPEJIKO JJOCTUTAET
3HAYUTEJIBHBIX KOHIIEHTPAIUH.

JlaHHas1 TeXHOJOTUYECKasl ONepalusl XapakKTepU3yeTcsl BRICOKOUN CIIOAKHOCTEIO,
O0OyCJIOBJICHHON = MHOTOKOMIIOHCHTHBIM ~ XHUMHUKO-(Da30BBIM  COCTAaBOM  IIJIaKa,
MPUCYTCTBUEM TPYJIHO XJOPUPYEMBIX OKCHJOB, @ TAKXKE HEOOXOJUMOCTHIO TOYHOTO
KOHTPOJISl TEMIEPATYPHO-Ta30BOI0 PEKMMa W COCTaBa XJOPUPYIOIIEH CpPEMBbL.
HecmoTps Ha mMpPOKOE NPOMBILIJIEHHOE MPUMEHEHUE XJIOPUPOBAHHUS, OCTAKOTCS
HEPEUIEHHBIMUA BOMPOCHI, CBSI3aHHBIE C TEPMOJMHAMUYECKMMH U KWHETHYECKUMHU
acneKkTaMH Tpolecca, BIUSIOMMMH Ha 3((PEKTUBHOCTH W3BJICUCHHS TUTaHA U
MIPUMECEN.

B 3TOM KOHTEKCTE€ TEpPMOJIMHAMUYECKHI aHaIW3 XJIOPUPOBAHUS THUTAHOBOTO
[UlaKka CTaHOBUTCSA (yHJIaMEHTAJIbHONM OCHOBOW Jii TMOHMMaHUS MEXaHU3MOB
peaKiuu, ONpeNeNICHUs] ONTUMAIbHBIX MapaMeTPOB U Pa3pabOTKH WHHOBAIIMOHHBIX
TEXHOJIOTHYECKUX pelieHuil. OH MO3BOJIAET Mpe/icKa3aTh HAIMPABJICHUS U TPECibl
pEaKIuu, OLIEHUTh CEJICKTUBHOCTh XJOPUPOBAHMS OTJEIBHBIX KOMIIOHEHTOB H
OIICHUTH BIIMSHUE BHEIIHUX (haKTOPOB, TAKUX KaK TeMIepaTypa, JaBJIE€HUE U COCTaB
XJIOPUPYIOLIEH CPEIBI.

Beenenue B moapasgen 2.3 NOpeayCMarpuBacT — CUCTEMATHU3ALIMIO
CYIIECTBYIOIIMX 3HAHWW M IOCTAHOBKY 3aJa4 MO KOMIUIEKCHOMY HCCIIEIOBAHUIO
TEPMOJIMHAMHYECKUX XapaKTEPUCTUK XJIOPUPOBAHUS , YTO IO3BOJUT OOECHEUUTH
JIOTUYECKOE M METOAOJOTHYECKOE MPOJOHKEHUE paHee NPOBEAEHHOIO aHaIu3a
PYAHO-TEPMUYECKO TJIaBKU U BOCCTAHOBJICHUS, TPEJCTABICHHOE B ToApa3zaenax 2.1
u 2.2. OCHOBHOE€ BHMMAaHHUE YJIENSAETCS OLUEHKE TEPMOJUHAMUYECKUX MOTEHIIMAJIOB,
OTIPEJICTICHUIO CTAaOMJIBHOCTH TIPOJAYKTOB peakuuu u (HOPMUPOBAHUIO HAYIHO
000CHOBAaHHBIX PEKOMEHIAIUH IO ONTUMHU3AIMU TEXHOJIOTHUYECKOT0 Ipoliecca.

Takum o0pa3om, IIeJib HACTOSIIEro MojJpasfiesia - MPOBEJAEHHUE TITyOOKOro
TEPMOJMHAMHUYECKOT0 aHaJIK3a MPoIlecca XJIOPUPOBAHUS TUTAHOBOTO IIIJIaKa ¢ Y4ETOM
CJIO)KHOTO XHUMHKO-(a30BOTO COCTaBa U OCOOCHHOCTEM PEaKIMOHHON Cpelibl,
HAMpaBJICHHOTO Ha  TMOBbIMIEHHE A(OPEKTUBHOCTH  U3BJICYEHUS] TUTaHA W
COMYTCTBYIOIIUX IEHHBIX DJIEMEHTOB, a TaKK€ HA MUHUMU3ALUIO TOTEPHh CHIPbS U
CHIYKEHHME HETaTUBHOT'O BO3JCHCTBUS TEXHOJOTMUYECKOTO MPOIECCa Ha OKPYKAIOIIIYIO

cpeny.

2.2.1 OcHOBHBIE YCIIOBHS XJIOPUPOBAHUS

XJIOpUpOBaHUE TUTAHOBOTO IITAKA — ATO CIIOXKHBIN MHOTO(AKTOPHBIN MpoIece,
() PEKTUBHOCTh KOTOPOTO 3aBHUCUT OT TOYHOTO COOJIFOACHUS TEXHOJIOTHUYSCKHUX
napameTpoB. [IpaBUIbHBINA BBHIOOpP YCIOBHI TMO3BOJISET MaKCUMaIbHO 3(PGHEKTHBHO
W3BJICYb IICHHBIE KOMIIOHEHTHI, MUHUMM3UPOBATH MOTEPU U OOECIECUUTHh BBICOKOE
Ka4eCTBO KOHEYHOTO MPOAYKTA - TETPAXJIOPUIA TUTAHA.

TemnepaTypHblii pexuM - KIHOUEBOW (PAKTOp, OMpPENENSIOIUA CKOPOCTh U
CEJICKTUBHOCTh pEaKUUM XJIOPUPOBaHUA. B MNPOMBINIJIEHHOCTH ONTHUMAaJbHBIN
TeMIlepaTypHbIi quanazoH o0suHO cocTtaniseT 700-820 °C. Ilpu Temneparypax HUXe
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700 °C peakimoHHasi ClIOCOOHOCTD CYIIECTBEHHO CHUKAETCS, YTO 3aMEJIET IPoLiece
Y CHWXAET MOJHOTY W3BJICYECHHs] THUTaHA M JPyrux metamwioB. IIpu temmeparypax
Boimie 820 °C  HaOmromaeTcss pasioKEHHE JIETYYHX XJIOPUIOB, (HOPMHpPOBAHUE
CyOXJIOpUIOB U TOOOYHBIX MPOAYKTOB, uTo yxyamraeT kadectBo TiCls u ycnmoxxuser
TexHonoruueckui mpoiecc [130].

CocTtaB ra3oBo# (pa3pl BKIIOYAET BHICOKOYUCTHIA XJIOpP (C KOHILIEHTpalHuenl He
MeHee 90 %), KOTOpbIN CIY>KUT OCHOBHBIM XJIOPUPYIOIIMM areHToM. i co3maHus
BOCCTAHOBUTEIBHOM Cpelbl TMPUMEHSIOT  YIVIEPOJACOJEpKAlle MaTepHalibl -
M3MEJIbYEHHBIN aHTpaIlUT WM KOKCOBBIM mopomiok. [lapiuanbHoe naBiieHHne XJopa
KOHTpOJIUpYyeTcs W TojjepkuBaeTcss B mnpenenax 0,8-1,1 arm, 4ro BakHO Uis
CTaOMIIM3AIMK PEaKLIUU U IPEAYTIPEKIACHHS] 00pa30BaHUs HEXKEIaTeIbHbIX XJIOPHUIOB.

ConeBoil pacriaB npeacTaBisieT co00i cpey, B KOTOPOUM MPOTEKAIOT PEaKIUU
xyiopupoBanus. Yamie Bcero ucnosbdyerca cmech xiopuaoB NaCl, MgCl: u CaCls,
KOTOpass 00€CleunBaeT pPABHOMEPHOE pACIHpENE/ICHUE pPEareHTOB, YJIyYIIaeT
TEIJIOOOMEH W NPENOTBpAIlaeT TUAPOIN3 NPOAyKTOB peakuuu. CocraB pacriaBa
BJIUSIET HA BSI3KOCTh, TEMIIEPATYpy IUIABJICHHS M PACTBOPUMOCTH IMPOMEKYTOUHBIX
COEJIMHEHUM, YTO, B CBOIO OUYEPE/Ib, ONPEALISIET KWHETUKY ITpoLiecca.

JlucriepcHOCTh  TUTAHOBOTO IIUIAKA - BAXKHBIA IapaMeTp, BIWAIOIIMNA Ha
IUIOLIAAh KOHTaKTa peareHTOB. ONTUMalbHBIA pa3Mep YacTULl BapbHpPyeTCs B
npenenax 50-150 mukpoHn. Menkue yacTUIbl 00ECIIEYMBAIOT BHICOKYIO PEAKIIMOHHYIO
IIOBEPXHOCTh, YCKOPSs MPOLECC, OJHAKO CIMIIKOM MEJIKOAUCIEPCHBIA MUIAK MOXKET
CO3/1aBaTh TPYJHOCTH C MoAauel 1 00pabOTKOM.

Bpemsa peaknum W MEXaHUYECKOE BO3JIEHUCTBHE (MEPEMEIIMBAHME WA
IICEBJIOOKMKEHUE) PETYIHMPYIOTCA C YYETOM COCTaBa IMIJAKa U TEXHOJOIMYECKUX
neneii. Bpemst Beimepkku moxker kosiebatbess ot 30 mo 120 mMuHYT. AKTHBHOE
NepeMeIIMBaHUEe  CIOCOOCTBYET PpPAaBHOMEPHOMY  paclpeiielieHHI0  Xjopa H
BOCCTAaHOBUTEJIS, YIyUlllasi CKOPOCTh U TIOJIHOTY PEaKLIUU.

B COBOKyMHOCTHM 3THM MapaMeTpbl CO3AAIOT YCIOBUS A 3(PPEKTUBHOTO U
CEJICKTUBHOIO  XJOPUPOBAHMS, YTO TMO3BOJIIET JIOOMTHCS BBICOKOM CTENEHU
U3BJICUECHUS TUTAHA U MAaKCUMAJIbHOTO CHYKEHHSI COJIEpKaHUsI BPEAHBIX MPUMeECEd U
TPYJIHOXJIOPUPYEMBIX KOMIIOHEHTOB.

2.2.2 TepMOoAMHaMHKa, KWUHETHKA XJOPHUPOBAHHMS KOMIIOHEHTOB MIJIAKa M
peakiuu nIaKkooOpa3oBaHUs

TepMOIMHAMUYECKUM M KUHETUYECKUN AaHAIU3 XJIOPUPOBAHUS KOMIIOHEHTOB
TUTAHOBOTO IITAKA MPEACTABIISIET COO0M OCHOBY JJIsl TPOCKTUPOBaHUSI I (HEKTUBHOM
TEXHOJIOTUH BBIJICIICHHUS TIEJIEBBIX TPOYKTOB. O1ieHKa cTanaapTHOU sHeprun [ mboca
(AG®) mO3BOJISIET CIPOTHO3UPOBATH PEATM3YEMOCTh PEAKIMI XJOPUPOBAHUS MPU
temriepatypax 700-820 °C, a Takke BBICTUTH HauOoJsiee JIETYy4yHWe COCIMHCHWS,
MoJJIeKaIue u3BJieueHuto. Hapsay ¢ TepMoAMHAMUKOM, KMHETHKA IMpolecca — OT
muddy3un xjaopa A0 yAAICHHUS TMPOAYKTOB — HIPaeT OMNPEHCISIONyl0 pojb B
ynpaBieHHH 3(PPEKTUBHOCTHIO XJIOPUPOBAHUS.
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OCHOBHBIE peaKklUy XJIOPUPOBAHUS OKCUIOB, BXOJSAIIMX B COCTaB TUTAHOBOI'O
IJIaKa, MOTYT OBITh OMMCAHBI CIEAYIOIIMMU YpaBHEHUAMHU U 3HaueHusiMu AG® npu
temriepatype 800 °C (OpuEeHTUPOBOYHO):

XJIOpUpPOBaHUE TUTAHA:

TiO2 + 2Cl2 + C — TiCls + CO2 AG® = -203 kJI>x/MOJIB

Tutan sddexruBHo mepexomuT B TiCls, MMeOmMA HU3KYIO TeMIlEpaTypy
kunenus (136,4 °C), uto obneryaet ero ynaienue [131].
XJI0opupoBaHUE Keye3a:

Ta6nuna 17 — Peakiiuu XJ10pupoOBaHKS OKCHJIOB XKeje3a

Ne mi/mm Peaxnus xnopupoBaHus Temneparypa, °C AG, xJIx/mMonb

1 2FeO + 2Cl2 + C = 2FeCl, + CO2? 700-820 -436,595 +~ -435,771

2 2FeO + 3ClL: + C = 2FeCl; + CO21 700-820 -452,496 + -442.925
Fe;O3 + 2Cl: + 1.5C = 2FeCl, +

3 700-820 -453,875 +-504,119
1.5CO27
Fe O3 + 3Cl. + 1.5C = 2FeCl; +

4 700-820 -518,595 +-498,598
1.5CO21

Xnopuael sxene3a jetyud, ocobeHHo FeCls, m ynmamsdwooTcs mnpu craguu
koHAeHcaruu Bmecte ¢ TiCla [132].
XIIOpUpOBaHUE KPEMHMUS:

Tabnuna 18 — Peakimu XJ10pupoBaHus OKCUAA KPEMHUS

Ne n/mt Peakuust xnopupoBaHus Temneparypa, °C AG, xJIx/mMonb
1 Si02 + 2Cl2 + C — SiCls + CO27 700-820 -195,151 +-200,887
2 SiO2 + 3ClL: + 3C — Si20cls + 3CO7T 700-820 -568,5 +-580,5

SiCls Takxe neTyd, HO €ro MPHUCYTCTBHE TpPeOyeT KOHTPOJS 3arps3HEHUs
ueneBoro npoaykra [133].
XJIOpUPOBAHUE ATFOMUHUSA:

Al:Os +3Cl2 + 3C — 2AICI; + 3CO AG® = -200 k/[x/mMonb
Jleryunii AlCls ynansercsa npu temneparype okoio 180 °C, urto TpeOyeT cyxoii

atMocoepsl [134].
XnopupoBaHue HUOOUS:
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Ta6nuna 19 — Peakiiuu xja0pupoBaHus OKCHIa HUOOUS

Ne i/m Peakius xjaopupoBaHust Temneparypa, °C AG, xJIxx/mMonb

Nb2Os + 5Cl, + 2.5C = 2NbCls + N

1 2.5C0,1 700-820 -494,228 + -487,468
Nb2Os + 4ClL, + 2.5C = 2NbCly + .

2 2.5C0,1 700-820 -352,525 +-340,280
Nb2Os + 3Cl, + 2.5C = 2NbCl; + N

3 2.5C0,1 700-820 -263,608 + -267,082
Nb2Os + 2Cl, + 2.5C = 2NbC(Cl, + N

4 2.5C0,1 700-820 -67,947 +-89,230

5 Nb2Os + 3Clx + 1.5C = 2NbOCl3 + 700-820 297,427 -281.807
1.5CO1

6 él\é?os +2ChL =+ €= ANbOLCL + 700-820 191,347 + -84,842

Oo6pazoanue NbCls u NbCls BO3BMOXKHO ITpH MOBBIIICHHBIX TEMIIEpATypax U €
M30BITOYHBIM XJIOpoM [135].
XJIOpUpOBaHUE HUPKOHHUS:

7102 + 2Cl2 + C — ZrCla + CO2 AG® = -173,463 x/I>x/MoJ1b

ZrCls TpeOyeT HHEpTHOM Cpe/ibl 3-3a CKIIOHHOCTH K TUipoin3y [136].

BinstHue ycioBuil cpelibl Ha TepMOJIUHAMUKY. DaKTUYECKass HAPaBJIECHHOCTh
peaKIMii 3aBUCUT OT CIEAYIOMIHNX (PAKTOPOB:

[ToBbllIeHHAs TeMIIepaTypa, yaajleHUe MPOAYKTOB PEaKLUU, HAIUYUE COJIEBOTO
pacmiaBa (Hanpumep, MgClz) U CHMXKEHHE aKTUBHOCTH KHUCIOPOJa — KPUTHYECKUE
napameTpsbl, BIUSIOIUE HA TEPMOAMHAMUKY .

Juarpamma OnnunreMa (PucyHok 9) IeMOHCTpUPYET MPEUMYIIECTBEHHYIO
xnopupyemocts Ti, Fe, Al u Si B 3anganHom nuamnazone remnepatyp [137].

Auarpamma InnuHrema ons pa3nyHbix METannos
-200

-600

w1/ Mo O

250 00 750 1000 1250 1500 17%0 2000
Temnepatypa, K

Pucynok 9 — Jluarpamma Dnnmunrema st Ti, Fe, Al, Si, Nb, Zr
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Kunetnka xJI0prpoBaHUs BKIIOYAET:

1. Buemmioro nuddysuto Clz;

2. [IpoHuKHOBEHHE Ta3a BHYTPh YaCTHUIIBI (BHYTpEHHS 1 Py3us);

3. XUMUYECKYIO PEAKIHIO C OKCHJIOM U BOCCTAHOBUTEJIEM;

4.V nanenue neryunx npoaykroB (TiCls, AlCls, FeCls u mp.).

Monens cokparmarorerocs sapa (Shrinking Core Model, SCM) npumensieTcs
JUIsl onucaHusi kKuHeTukH [138]. Peakuuss mpoTrekaeT OT MOBEPXHOCTU K LIEHTPY
TBEPJIOM YACTHIIBI, a JUMUTHPYIOIIEH MOXKET ObITh KaK XMMHUYECKasi CTaJlus, TaK U
nuddy3nonHast.

OHeprus akTUBALIUU:

- Ti, Fe, Al: 90-160 xI>x/Mob (BbICOKasI peaKIMOHHAsI CIIOCOOHOCTH);

— Nb, Zr: 3HaYUTENBHO BBIIIIE, YTO 3aMEJISIET XJIOPUPOBAHHUE;

dakTOpHI BIUSHUS:

~ CrpykTypa nuiaka (IIopucToCTb, TPEIIMHOBATOCTB);

- Temmneparypa (800 °C ontumansHa, >820 °C — criekaHue);

- Cocras rasa, nasinenue Clz, BI1a)KHOCTb;

- IlceBmooxuxenusiit cioit (0,2-0,5 m/c; dpakius 100-300 mxm).

Hekoropsle npumecu (cynbdatel, Gocdarsl) HHTHOUPYIOT mpouecc, oopa3ys
IJIOTHBIE 000sI0uKK. BBenenune @Qurocyrommx A00aBOK IMO3BOJISET YJIYUIIUTH
KUHETHUKY.

KoMmiekcHbpli MOAXOA K TEPMOAMHAMHMKE M KUHETHKE XJIOPUPOBaHUS
TUTAHOBOI'O IIIJIJaKa MO3BOJSIET OOOCHOBAaHHO BBIOMPATH TEMIIEPATYpPHBIE PEKUMBI,
COCTaB cpefbl, apaMeTpsl 00OpPYIOBaHUS U METOAbl MHTEHCU(UKALNU MPOLIECCOB.
Takoe coueraHue aHaiM3a HEOOXOAMMO [JISi MOCJIEAYIOIIEro MNPOEKTUPOBAHUS
3p(GEKTUBHBIX CXEM W3BJICUEHUS JIETyYHX XJIOPHIOB NpUMeced M LEeJeBbIX
IPOAYKTOB.

[Ipouecc xsopHOM IEpepabOTKX TUTAHOCOAECPKAUTUX IUTAKOB COMTPOBOKIAETCS
HE TOJBKO BBIICTICHUEM JIETyUYHX XJIOPHAOB, HO M OOpa3oBaHHEM IIJIAKOBBIX (a3,
dbopMupyrOmUXCsI B pe3yNbTare  B3aWMOJCWCTBUS  OCTATOYHBIX  OKCHJOB,
KOMITOHEHTOB COJIEBOTO paciljlaBa M MPOAYKTOB XJiopupoBaHus. Lllnakoodbpa3oBanue
UIpaeT JBOMCTBEHHYIO POJb: C OJHOM CTOPOHBI, OHO CIOCOOCTBYET CBS3BIBAHUIO
WHEPTHBIX WIH TPYIHOXJIOPUPYEMBIX COSIUHEHHUH, a C APYTOM - MOXKET CYIIECTBEHHO
MOBJIUATH HA KHHETUKY W TEPMOANHAMUKY JAITBHEHIITNX PEAKITHA.

Haunbonee dacto BCTpeyaromUMUCS —IUIAKOOOPA3YIONIMMHU  PEAKIHSIMU
SBIISIFOTCS:

- CaO + Si02 — CaSiOs

- 2MgO + SiO2 — Mg2SiO4

- 2Ca0 + Al:Os — Ca2AlL0s

- Fe20s5 + CaO — CaFe20s

- MgO + Nb20s — MgNb20Os

- Ca0 + ZrO: — CaZrOs

DT CcoeNMHEHHUsT  O00JIalal0T  BBICOKOW  TYTOIUIABKOCTBIO,  TIJIOTHOM
KPUCTAJUIMYECKON PELIETKOM MU MaJoll XMMHUYECKOM AKTUBHOCTBIO B YCIIOBUSAX
xjopupoBanus. Mx  QopmmpoBaHMEe CHMXKAET  MOABIKHOCTh  OCTaTOYHBIX
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KOMITOHEHTOB M YMEHBIIIAET O0IIYI0 PEAKIIMOHHYIO TOBEPXHOCTh, YTO MOKET CHHKATh
BBIXO/I IIEJIEBBIX XJIOPUIOB.

Conesoit pacmmaB  (NaCl-MgClz-CaClz) Takke MOXET y4acTBOBaTh B
nutakooOpazoBanuu. Hampumep, mpu BBICOKMX TeMIEpaTypax BO3MOXKHA pPEAKIUS
mexay CaCl: u Al2Os ¢ o6pazoBannem CaAl04 mmm CaAl2Os, 0coOeHHO TpH HATHYNN
OCTAaTOYHOT'O KHCJIOpOAA WM YIJIEKMCIOro Tras3a. Takuhe peakiuu yBEIHMYHUBAIOT
BA3KOCTh IIJIAKA W CHWXKAIOT €ro TEKy4ecTb, YTO 3aTPyIHAET OTBOJ JIETY4YUX
KOMITOHEHTOB M YXY/IIIAET TEIUIO0OMEH.

Takke BO3MOXHBI pEaAKIMU MEXIY JIETYYUMH XJOPUJIAMU U OCTATOYHBIMU
OKCHJaMU ¢ 00pa30BaHUEM TPYJHOPACTBOPUMBIX JTBOMHBIX COJEH MM KOMIUIEKCHBIX
a3, Hapumep:

- 2TiCls + S102 — T12S105 + 4Cl.

- NbCls + MgO — MgNb20s + Cl2

MUKpOCTPYKTYPHBII aHaJIN3 PEAKIIMOHHBIX 30H MTOKA3bIBAET HATUUHUE TUTIOTHBIX
[IUIAKOBBIX KOPOK, MPEUMYLIECTBEHHO COCTOSIIIMX W3 CHJIMKATOB KaJIbLIUA,
AIFOMUHATOB U HUOO0ATOB. DTH (pa3bl 3aTpynHstoT npoHukHoBeHue Cl: m Topmo3sat
peakiuu XJIOPUPOBaHUS, OCOOCHHO IS TMPUMECEH, JTIOKAJIM30BAHHBIX B TIIyOWMHE
YacTHLI.

Takum oOpa3omMm, NUIAKOOOPA30BaHUE B MPOLECCE XJIOPUPOBAHUS: 3aKPEIUISIET
OCTATOYHbIE KOMIIOHEHTBI B HEPACTBOPUMBIX COECIMHEHHSIX; CHI)KAET MOJBHKHOCTH
peareHToB M JAOCTYIN KHUCIIOPOAA/XJOpa; MOBBIIIAET YCTOMYMBOCTH OCTaTKa, 4YTO
YCIIOXKHSET MOCIIEAYIONYyI0 MepepadoTKy; MOMKET CHOCOOCTBOBAThH YJIABJIMBAHUIO
HE)KEJIaTeJIbHBIX TpUMECEH; TpeOyeT CTpPOroro KOHTPOJS HaJ TeMIlepaTypHbIM
PEXUMOM, COCTABOM PACILIABA U CTEIIEHBIO MPEABAPUTEIBHOTO H3MEIBYCHMUS.

VYnpaBieHue MpoLeccoM IIIaKoOoOpa3oBaHMsI — BaKHEHIAs COCTaBIISIOIIAs
TEXHOJIOTUH XJIOPUPOBAHUS, ONPENEISIONIAsl CEJIEKTUBHOCTh W3BJIECYECHUS LIEHHBIX
AJIEMEHTOB U ONTUMU3ALMIO JAIBHEUIIINX CTaAul nepepaboTKU TBEPAOTO OCTaTKA.

TepMoauHaMUYECKHd aHANM3 MOKa3aJl, YTO XJIOpUpoBaHUE KOMIOHEHTOB T10x,
Fe:0s, Al:Os u Si0: mpoTekaeT C BBICOKOM TEPMOJUHAMUYECKOM BBITOAOW B
temneparypuoM auamnazone 700-820°C, uro obOecneunBaer 3dPPeKkTUBHOE
npeBpailenue B jgetyuue xiaopuabl, Takue kak TiCls, FeCls, AICls u SiCls. Onnako
xjopupoBanue Nb20s u ZrO:z conpsiKeHO ¢ TEPMOJIUHAMUYECKUMU U KUHETUYECKUMU
TpyIHOCTSMU: JIMOO 3HaueHus AG HEIOCTATOYHO OTPULIATENbHBI, JIMOO peakLus
COMPOBOXKIA€TCS 00pa30BaHUEM TYTOTUIABKUX IIJIAKOBBIX (a3.

Bricokas TemnepaTypa ciocoOCTBYET MEpeXoay psijia 3JIEMEHTOB B MHEPTHbBIE
¢dbopMbI - HHOOATHI, TUPKOHATHI U CIOKHBIE TUTAHATHI. Takue COCAUHEHUS TPYAHO
XJIOPUPYIOTCSl JaXe B NPHUCYTCTBHM BOCCTAHOBUTENEW W IPU MCHOJIb30BAHUU
MJIa3MEHHBIX TexHouoruil. Mx mpeBpamienue TpeOyeT CTaAWtHOW AaKTUBAIIWH,
BKJIIOYAsi MEXaHOXUMHUYECKOE BO3JEUCTBUE, JOOABKH (TOPUAOB WM OPTaHUYECKUX
aKTUBAaTOPOB.

Nurencudukanus npoiecca XJIOpUPOBAHUS BO3MOKHA 38 CUET HUCTIOIb30BAHMS
KOMOMHUPOBAHHBIX PEAr€HTOB, HECTAHAAPTHBIX TEMIEPATYpPHBIX PEXKUMOB U
NpeABapUTeNIbHON MOAu(UKAUMU [IJaka. OJTO TMO3BOJIAET TOBBICUTH CTEINEHb
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U3BJICUCHUS PEIKMX M TYTOIUIAaBKUX KOMIIOHEHTOB U JIejaeT nepepadoTKy TUTAHOBBIX
nu1akoB 6osee 3P heKTHBHOM.

2.2.3 IloBeaeHue TuTaHa U HUOOUS NP XJIOPUPOBAHUHU

TuTaH B TATAHOBOM IIIAKE, SBJISIOIIMIICS OCHOBHBIM LEIEBBIM KOMIIOHEHTOM,
IPUCYTCTBYET MPEUMYIIECTBEHHO B opme nuokcuaa tutana (Ti02), obranaromiero
BBICOKOW XWMMYECKOM CTOMKOCTBIO. ETro XJIOpHMpOBaHHE OCYLIECTBISECTCS IIPH
temmnepatypax 700-820 °C B npHCYTCTBUH BOCCTAaHOBUTEIA (Uallle BCEro yrieposa) ¢
oOpazoBanueM Jetydero terpaxyopunaa tutana (TiCls), cormacHo peakiuu:

TiO> + 2CL + C — TiCls + CO» (7)

[Ipouecc oTaM4aeTcst BBICOKOW TEPMOAMHAMUYECKON BEPOSITHOCTHIO (AG® = -
240 xJbx/mons mpu 800 °C), a neryuects TiCls (tgm = 136,4 °C) oOecneunBaer
s PeKkTUBHOE OTACIICHUE U3 PEAKIITMOHHOM 30HKI [ 139].

B cocraBe mutaka THTaH TakXe MOXET MPUCYTCTBOBAaTH B BHUJE CIOMXKHBIX
coeanHeHui - TutanatoB xkene3a (FeTi0s), kanpuus (CaTiOs) u anmomunus (Al2TiOs),
KOTOpbIE TPEOYIOT MPEABAPUTENBHOTO Pa3IOKEHHsI WM BOCCTAHOBIICHHS 10 Ooliee
akTuBHBIX (opm. [IpenBapurensHoe BoccTtaHoBieHHE A0 Ti120; mnmm TiO cHukaer
DHEPI'UIO aKTUBALMHU U yCKOpseT xynopuposanue [ 140].

[ToGounbIe npoayKThl, Takue Kak okcuxjaopuasl (TiOClz), MoryT BO3HUKATh IIPH
HEJ0CTaTKe XJIOpa WM BoccTaHOBUTENA. OHU HECTaOWIIbHBI U MIPU OJaronpUsTHBIX
ycioBusIX Takke rpepaiiatorcst B TiCla [141].

[Ipouecc Xn0OpUpOBaHUS ONUCHIBAETCS MOJEIIBIO COKPAIIAKOUIETOCs s/1pa, IIe
peakuusi KOHTpoiupyeTcs Kak auddys3ueil, Tak ¥ MOBEPXHOCTHOM XHUMHYECKOM
peakuueil. MenkoaucnepcHas CTpPYKTypa IUIaka CIIOCOOCTBYET YCKOPEHHOMY
xsnopupoBanuio. [Ipumenenue pacrinaBoB MgClz unu NaCl noBeimaet Tensionepeaaqy
Y CEJICKTUBHOCTh U3BJICYEHHUs TUTaHa [142].

[lepexons k HHOOUIO, ClEIYyET OTMETUTh, YTO OH MPUCYTCTBYET B IIAKax B
dbopme Nb20s u wuntepmerauimaa NbFe.. DTu coenuHeHMss yCTOWYUBBI WU
MaJIOpeaKIIMOHHOCIIOCOOHBI. XJIOpUpOBaHue B cTaHnapTHBIX ycioBuax (700-820 °C,
Clz, C, coneBoii pacmiaB) mpoTekaet c¢jiabo. OCHOBHAs peaKiusi:

Nb2Os + 5CL: + 2.5C — 2NbCls + 2.5CO2 (8)
XoTs W TepMoaumHamudecku BepositHa (AG® = —490 xJ/bx/mons mpu 800 °C),
sbdextuBHOCT, orpanmdeHa [143]. Ilpuumna - wHuskas guddy3noHHas

MPOHUIIAEMOCTh OKCHJIa HUOOWS, TUIOTHAash CTPYKTypa, a Takke oOpa3oBaHUE
MaTpuaHbIX a3 (Ti02, Al2Os, Si02), HHKANICYIUPYIOITIX HUOOHIA.

JonoysHuTeNnbHO, BO3MOXKHBI TT000UYHBIE MPOoayKThl: NbCls, NbCls, NbOCls u
NbO:Cl. HekoTopble U3 HUX JIETYy4H, APYTHE - CJ1a00 yAUISIOTCS U THAPOIUZYIOTCS C
o0pa3oBaHHEM OCAJIKOB, UTO CO3/1a€T nmotepu [ 144].

Haxe nomxyuenHbii NbCls kunut nipu 248 °C, Tepmudecky HecTaOUIIEH U JIETKO
THJIPOTTU3YETCS:
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NbCls + H.0 — NbOCls + 2HCI 9)

Taxxe Nb MoxeT 00pa3oBbIBaTh YCTOWYHBBIE KOMIUIEKCHI B pacIljiaBe
(manmpumep, [NbCls]"), uTo CHUXKAET €ro JeTy4eCcTh U BBIXOJ B ra3oByio ¢asy [145].

Jliis noBeIeHUS 3PPEKTUBHOCTH U3BJICUEHUS] HUOOUS MpEIararoTcs:

1. AxktuBanust TBEpAOWU (pa3bl - MEXaHUYECKas, yJIbTpa3ByKoBas, (pTopuaHas
(NaF, CakF-);

2. MHorocrtanuiiHas nnepepaboTka - OKUCIUTENbHBIN MPOKal + XJIOPUPOBAHUE;

3. AnpTepHaTuBHBIe BoccTaHOBUTENH - H2, CO, CCly;

4. TInazMoXuMHsi 1 MUKPOBOJIHOBAsI aKTUBAIUS;

5. KomOuHMpOBaHHBIE peareHThl U JOKAIM30BaHHBIN HArPEB;

6. BrilenaunBanue ocraTka 1mocjie XJopupoBaHusl.

Taxkum oOpa3zoM, TUTaH Jierko U 3PdexkTuBHO u3BiekaeTcs B Buae TiCls npu
TPaIMIIMOHHBIX  pEeXUMax  xJjopupoBaHus. HampotuB, HuoOWt  Tpebyer
JIOTIOTHUTEIBHBIX MEpP aKTHBAIIMA U MOAU(PUKAIIUU TEXHOJIOTHHU JIJIsl TIOBBIIICHUS €TO
u3BnedeHns. KomrmiekcHoe moHMManue (a30BOTO COCTaBa, TEPMOIWHAMUKUA U
KUHETUKHA XJOPUPOBAHHS OIpENessieT YCIeX BOBICUYCHHS PEAKUX METaliOB B
nepepaboTKy TUTAaHOBBIX IIIJIAKOB.

BoiBoabI mo pasaesy 2

B pesynbpTaTe TEpMOJMHAMUYECKOrO aHajIu3a IMPOILECCOB, MPOTEKAIOLINX MPU
PYIHOTEPMHUYECKON U XJIOPHOW mepepaboTKe MIBMEHUTOBOTO KOHIIEHTPAaTa, MOKHO
CAeNaTh CIEAYIOIINE BHIBOBI:

1. HuoOwuii B UTbMEHUTOBBIX IIIJIAKAX MPUCYTCTBYET MPEUMYIIIECTBEHHO B BUJIE
Nb20s u koMIUIEKCHBIX coenuHeHud, Takux kKak FeNb2Os u CaNb20s, 00agarommx
BBICOKON TEPMOAMHAMUYECKON YCTOMUYMBOCTHIO. DTO CYIIECTBEHHO 3aTPYJHSIET €T0
MOy THOE U3BJICUCHUE MPU TPATUIIMOHHON MepepaboTKe.

2. B mnpouecce pyAHOTEPMHYECKOM IUIABKM OCHOBHOE BHHUMAaHHUE YJIEJIECHO
BOCCTAHOBJICHUIO kene3a U ThuTaHa. OJHAKO HUOOWM OCTaéTcs B HEPACTBOPUMBIX
dazax wiaMm pacnpeAessieTcss MEXAy IUJIaKOBOM M MeTaluIMdecKko (¢azamu B
3aBUCHUMOCTH OT YCJIOBUH BOCCTAHOBJICHUS, TEMIIEPATYPhl U aKTUBHOCTH YTJIEPO/Ia.

3. IIpoBen€HHBIN TEPMOAMHAMUYECKHMNA PACUET IMOKa3ajd, 4YTO PEaKUuu
xjopupoBanusi Nb2Os ¢ obOpazoBanuem NbCls, NbCls, NbCls u okcuxyiopuaos
(NbOCls, NbO:Cl) compoBoXIarTCs OTpHIATeIbHBIMU 3HadYeHUSIMU AG® npwu
temriepatypax 700-820 °C, uTOo CBHAETENHCTBYET OO0 UX TEPMOIAMHAMUYECKOM
peanu3yeMoCTH.

4. HecmoTps Ha 3TO, HU3KasA CKOPOCTh MPOTEKAHUS PEAKIIUiA, 00yCIOBICHHAS
MJIOTHOM CTPYKTYpOil OKcHIHBIX (pa3 u orpanndeHHon nuddysueit Clz, mpuBoguT K
MaJioi CTETeHH XJIOPUPOBAHUS HUOOMS B MPOMBINIJIEHHBIX YCIOBHSIX - HE OoJee 5-
10 %.

5. Ha noBenenune HUOOUS B XJIOPHOM CHCTEME CYIIECTBEHHO BIIUSICT HAJIUUWE
MatpuuHbix (a3 (TiO2, Al:Os, SiO2), koTOpble CO37alOT OapbepHYIO Cpeay Hu
WHKATCYyJIUPYIOT 4YacTUIIbl HUOOUS, Jenas MX HEAOCTYMHBIMH JUIsl XJOPUPYIOIIETO
arcHTa.
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6. Iloka3aHo, 4YTO BBICOKOTEMIIEPATYpHOE XJIOPUPOBAHUE C Y4aCTUEM
yraepoja u xjopa B pactuiae MgClz, CaClz, NaCl moxeT ObITh 3¢ ()€K TUBHBIM TOJIHKO
OpU  YCJIOBHM TPEABAPUTEIBHOW AaKTHBAIMM TBEPHOM a3bl: H3MEIbUYCHHS,
¢drocoBaHMs, CTaAUWHONW TOATOTOBKM WJIM MPUMEHEHUS IUIA3MOXUMHUYECKUX
METOJIOB.

7. OOpazyrommecs xmopuabsl HHOOUs (ocobenHo NbCls) oGmamaror
JEeTy4ecTblo, HO KpailHe UyBCTBUTEIBHBI K BIAare, CKJIOHHBI K THUAPOIHU3Y H
00pa30BaHMIO KOMIUIEKCHBIX COSAMHEHUI ¢ KOMIIOHEHTAMM PacIUIaBa, YTO BbI3bIBAET
BTOPUYHBIE TIOTEPU U TPEOYET CIIEUANIbHBIX YCIOBUN KOH/IEHCAIUU U U3BJICUYEHUS.

8. B KkauecTBe MEpCHNEKTUBHBIX HANpPaBICHUA ONTHUMH3ALUU Ipolecca
PEKOMEHIyEeTCsl HMCMOJIb30BaHUE allbTEpHATUBHBIX BoccTaHoButeneil (CO, Ho,
OpPraHOXJIOPUBI), MHUKPOBOJHOBOW M YJIbTPa3BYKOBOH aKTHBAallUM, a TaKke
KOMOMHHMPOBAHHBIX PEareHTOB, YCHIINBAIOIINUX arpECCUBHOCTh CPEIBI.

Takum 00pa3oM, TEPMOJMHAMHUYECKHM aHalu3 IMO3BOJWI O0OOCHOBATh
KITIOYEBBIC OTPAaHUYCHHS] M HANpaBICHUS WHTCHCHU(DPHUKAIMU IPOLIECCOB MOIyTHOTO
U3BJICUYEHUS HUOOMS, YTO CO3/1a€T OCHOBY I pa3pad0TKu 3PPHEKTUBHON TEXHOJIOTHH
KOMIUIEKCHON TIepepaboTKH TUTAHCOAEPIKAIIETO CHIPHSI.
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3 MUHEPAJIOT'O-®A30BbII AHAJIN3 TUTAHOCOJEPKAIIEIO
CbIPbsA U HNPOMIPOAYKTOB: JIOKA/IM3ALIMUA W NOBEJIEHHUE
HUOBbUA

3.1 Meroauka (SEM-EDS/WDS, HSC Mineralogy Iterations): napamerpsl
U BepupuKanus

JUiss  u3ydyeHus MHUHEPAJIbHOrO U (ha30BOro COCTaBa HIIbBMEHHTOBOIO
KOHIICHTpAaTa, TUTAHOBOIO IUIAKAa W MPOMBIIUICHHBIX MPOAYKTOB XJIOPUPOBAHUS
NpUMEHEHAa KOMOMHUPOBAHHAS CXeMa: CKaHUPYIOIasi AJIEKTPOHHAsST MUKPOCKOMHS C
mukpoanaimuzom (SEM-EDS/WDS), pentrenodazoseiii  anamu3z (XRD) u
TepMoauHaMudeckoe mojaenupoBanue (azooro paBHoBecuss B HSC Chemistry 6
(momynb  Mineralogy/Mineralogical  Iterations) [146-149]. Takoilt  momxon
o0ecreunBaeT COMOCTaBUMOCTh MHUKPOCTPYKTYPHBIX, 3JIEMEHTHBIX U PaBHOBECHO-
(a30BbIX JAHHBIX U MO3BOJISET KOPPEKTHO UHTEPIIPETUPOBATH MOBEICHUE KIIOUEBBIX
IMPUMECHBIX KOMIIOHEHTOB, IIPEK/IE BCETO HUOOHUS.

DJIEKTPOHHO-30HAOBBIM MUKpoaHanu3 BbimonHsuim Ha JEOL JXA-8230 B
pexrme 00paTHO-paccessHHbIX 3eKTpoHOB (BSE); npoBeaeHo 78 ToueUHbIX aHATU30B,
9 kapt EDS u 3 WDS-kaptupoBanusa. CbEMKa OCYIIECTBISIIACH MTPU YCKOPSIOIIEM
Hanpspkennn 20 kB u Toke 30H7a 25 nA-5 HA, nuamertp nydka 1-2 mxm. KanuOGpoBky
CHEKTPOB BBINOJHSUIA MO CTaHAAPTaM HNPHUPOIHBIX MHUHEPAJIOB, KOJIUYECTBEHHYIO
00paboTKy — ¢ ucnons3oBanueM ZAF-nonpaBok. KoHTponupoBanuck 3neMeHTsl Ti,
Fe, Nb, Zr, Mn, Mg, Al, Si, Ca, Na, K, Cr; ocoboe BHHUMaHHE YICIAIOCH
pacnpezeneHuto Nb (110 TOUE€UHBIM CIIEKTpaM U KapTorpapuuecKuM JaHHBIM).

Pentrenoda3zoBeiii ananu3 npoBoawin Ha gudpakromerpe J[POH-3 (CuKoa-
usinydenue, B-puistp, pexxum 0-20) ¢ unentudukanueit pas mo 6aze ICDD PDF-2 u
NOCJIEAYIOIMM YTOYHEHHEM CoCTaBa U COOTHomeHui ¢(a3. Meron mno3BoIMII
NOJITBEPAUTD IPUCYTCTBHE PYTUIIBHBIX, HIITUHEIEBBIX u JIOKaJIbHO
NEPOBCKUTONOAOOHBIX (ha3 B NUIAKaxX, a TaKXkKe YTOYHUTH (Pa3oBbIM cocTaB
NpPOMBIIUIEHHBIX npoaykToB (OLITX, BO3roHbI MBUIEBOM Kamepbl, paciliaB
MbUICOCAAUTETHLHON KaMephl).

®azoBoe wmogenupoBanue ocyuiectiasiii B HSC Chemistry 6 (Momynb
Mineralogy Iterations): mo mamasiM SEM-EDS nns  penpe3eHTaTHBHBIX
MUKpooOnacTel  (pOpMUPOBAIUCh  «TApreTbl»  (MaccoBbIE  JIOIM  OKCHUJOB,
HopMupoBanHbsie 0 100 %), mocne 4ero paccuMTHIBAINCh PaBHOBECHBIC (Da3bl B
unreppasie temneparyp 700-1700 °C ¢ ydérom ycnoBuil mporecca. [ns OueHku
MOBEJICHUSI HHOOMS OTCIICKUBAINCH OKCHAHBIE U HUHTEpMETATNYeCKue (POopMbl
(Nb20s, NbO2, NbFe2, MgNb:20s), a Takxe okcuxiopuaabie Bubl (NbOCls, NbO:Cl),
9TO0  00ECMEYMSI0O  CONOCTABIIEHWE  JKCIEPUMEHTAJbHBIX  HAOMIONEHHM ¢
TEPMOJMHAMUYECKUMU TMPEJICKa3aHUsIMU (CM. pa3zen 2).

[IpumenEénHass  MeETOOMKAa  TO3BOJMJIA  KOMIUIEKCHO  OXapaKTepU30BaTh
MUHEpaJIbHBIA U (Pa30BbIi COCTaB MUCXOAHOTO ChIPhS U MPOMBIIIJIEHHBIX MTPOIYKTOB, a
TaK)Xe KOJIMYECTBEHHO conocTaBuTh pe3yabrarsl SEM-EDS/XRD ¢ pacuéramu HSC,
YTO NPUHIIMIHATBHO BaXKHO JJIs1 MHTEpHpETalnu GopM HaXOXKIeHUs U noBeaeHust Nb
B CUCTEME U MOCJEAYIOEro 000CHOBAHUS TEXHOJIOTUYECKHUX PEILICHUM.
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3.2 Pesyabrarel SEM-EDS/WDS ananusa

Wutepnperanus pe3ynstatoB SEM-EDS/WDS BrinonHeHa B COOTBETCTBUU C
IOPUHATBIMA TOAXOaMH K PACHpPENESICHUI0 3JEMEHTOB B OKCHJHBIX CHCTEMax
[150,151].

3.2.1 MnbpMEeHUTOBBIN KOHLIEHTPAT

B  wHacrosmem moapazgene  mpenctaBieHbl  pe3yabTatl  SEM-EDS-
MCCJIEI0BAaHNsl WJIBMEHUTOBOIO KOHIIeHTpara CarmaeBckoro MecropoxnacHus: BSE-
MUKpPOMOP(OIOTHsI, TOUEUHBIE CHEKTPbl W KApPThl pacHpeiesieHUs] AIIEMEHTOB,
UCIIOJIb30BaHHbIE JIJIs1 HHTEPIIpETAIMK ()a30BOT0 COCTaBa U XapaKTepa pacipeesIeHus
IIPUMECEM.
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Pucnyok 10 - BSE-cHuMku mukpoydactka CaTnaeBCKOro HIIbMEHUTOBOTO
KOHIIEHTPATa ¢ XMMUYEKCHM COCTABOM B Pa3JIMYHBIX TOUKAX
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ITo cepuun SEM-EDS-ananu3oB mectu MukpoydacTkoB (Pucynok 10) BeisiBiIeHa
BBIp@KCHHAs] MUKPOHEOJAHOPOIHOCTh TUTAHUCTHIX (Pa3. XUMHUYECKHUE COOTHOIICHUS
BaphUPYIOT OT OIM3KUX K cTexuomeTpuieckomy mibMeHuTy FeTiOs (comocraBumeble
nonu Ti u Fe) 1o TuHTaHHUCTHIX pa3HOBUIHOCTEN C MOBBIIEHHBIM OTHOIIEHHEM Ti/Fe u
yBenmuueHHou oneit O. Bo MHOXeCTBe yuacTKOB (PUKCUPYIOTCS IPU3HAKH KCOTIOIIH
TiO: B BU/Ie TOHKUX PYyTHIIOBBIX JIaMEIJI/000KOB: JIOKAaJbHO Bo3pacTaeT T1 U magaer
Fe mpu Hensmennom oue cnenossix Mg, Al, Si.

OnHOBpEMEHHO OTMEYEHBI TUTAHUCTHIE Fe-oxcupl (uEMEHO-
reMaTUT/TUTAHOMAarHeTUT), IPEUMYIIECTBEHHO IO KPAaeBbIM 30HAM U MOBEPXHOCTAM
3épeH. HaOmromaroTcst  Takke  «UHUCThIE»  PYTUJIIOBBIE  MMKPOBBIIEICHMUS,
MOpP(}OJIOTUYECKH  COOTBETCTBYIOIIME IUIACTMHAM WM oboakaM Ha  (oHe
WIbMEHUTOBOW MaTpullbl. COBOKYMHOCTh TEKCTYPHO-XMMHUECKHX IPHU3HAKOB
YKa3blBa€T HA 3KCOMIOLUMOHHYI0 IPHUPOAY PYyTHIa M NOCIEAYIOUYH) YacTUYHYIO
OKHUCJIUTENbHYIO MepepadbOoTKy 4acTH 3EPEH UIbMEHUTA.

Tpu mukpoobmactu npu %850 (Pucynox 11) mpeacraBieHbl MacCUBHBIM
winbMeHuTOM (T1 ~36 mac.%, Fe ~29 mac.% npu tunuuso 3aBbiueHHoM o EDS O);
¢onoBeie Mg-Al-Si  He mpeBbimator ~0.9-1.3-0.5 wMac.% COOTBETCTBEHHO.
HesnauutensHoe noBeiienne Mg-Al-Si B Touke 002 nHTEpIpEeTHpPYETCS KaK TOHKHE
CUWJIMKATHbIE TIEHKA/MUKPOBKIIIOUEHHSI 0€3 CMEHBI (pa3bl.
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Pucynok 11 - BSE-canmkn Mmukpoyyactka CaTnaeBCcKoro HiIbMEHUTOBOTO
KOHIEHTPAaTa ¢ XUMUYEKCHUM COCTABOM B PA3JIMYHBIX TOYKAX

B npyrom wmukpoyuactke (Pucynok 12) na BSE-uzo0paxkenusx wmarpuia
cioxeHa arperaramu Fe-Ti-okcu0B (MJIBMEHUT C PyTHIIOM), & PEIKHE OYE€Hb CBETIIbIC
M30METPUYHbIE BKIIIOUEHHS pa3MepoM ~1-8 MKM COOTBETCTBYIOT LIUPKOHY. ToueuHble
SEM-EDS-ananu3bl Takux 3épeH aatot Zr = 42-45 mac.%, Si = 9-13 mac.%, Hf = 1-
1.3 mac.% mnpu cnemax Ti u Fe (~0.5-1 mac.%), uto mmarnoctupyer ZrSiOs ¢
n3oMopHoi nmpumecnro Hf.
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Pucynok 12 - BSE-cHuMku mukpoydactka CaTnaeBCKOro HiIbMEHUTOBOTO
KOHIIEHTPAaTa ¢ XUMUYEKCHUM COCTABOM B PA3JIMYHBIX TOYKAX

EDS-kaptupoBanue noaTBepkaaeT: curHai Zr(L) monHOCThIO JOKaIU30BaH B
OTJENBHBIX 3épHAX M CTPOTO COBMAAAET ¢ JokambHbIMH MakcumyMmamu Si(K), Torma
Kak BHe 3Tux 3€peH Si pacmupenenéH auddys3Ho (ToHKomUCHEpCcHBIH SiO: w/wnm
ciemoBoi m3oMopdusM B wibMeHHTe). Yepennenne mo kapre (Ti ~31 mac.%, Fe ~12
Mmac.%, Zr ~1.3 mac.%) yka3piBaeT Ha HEOOJBIIYIO MOJATIBHYIO JOJI0 IIMPKOHA TIPU
nomuHupoBanuu Fe-Ti-okcunnoit marpuiibl. CienoBaTesbHO, KPEMHUN TPUCYTCTBYET
B IBYX popmax: (1) KaKk CTPYKTypHbIH KOMIIOHEHT upkoHa ZrSiO4 (coBMecTHO ¢ Hf)
(11) KaKk TOHKOIUCIIEPCHBIM KPEeMHE3EM/CIIEIOBOM Si B MIIBMEHHUTE; ITUPKOHUN MOYTH
MOJTHOCTBIO COCPEIOTOUEH B AUCKPETHBIX 3€PHAX IIUPKOHA.

OtnenpHO 00CEIOBAHO BBHITSAHYTOE BBICOKO-Z BKJOoueHue B marpuie Fe-Ti-
okcuoB (x300, 20 kB): O ~47,P~12,Ce ~21,La~9, Th~8.4, Ca~0.7, Si ~0.6 mac.%;
Zr ue ooOHapyxeH. CoorHomenue (REE+Th+Ca)-P-O coorBerctByer (ocdary
coctaBa APO.. da3a unatepnperupyercs kak monazite-(Ce) ¢ BeIpaxeHHOH brabantite-
xommoHeHTor (Th*+Ca?" «» 2REE?*") u He sBnsiercs HocuTenem Hu Si, Hu Zr (puc. 13).

Cauntad | E=7}

Klate  Loe

Pucynox 13 - BSE-mMukpocaumok akieccoproro monaruta-(Ce) (REE-Th dbocdar) B
Mmarpuiie Fe-Ti-okcn10B MWIIbBMEHUTOBOTO KOHIIEHTpaTa
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EDS-kaptupoBanrie mo aBym Macmrabam (mons ~0.2 MM u ~50 MKwm;
[Tpunoxxenue /1) mokassiBaet, uto Ti u Fe popmupyroT 0CHOBHO# KOHTPACT 3€pHUCTON
Mmatpuibl; O MOATBEPKIAET OKCUAHYIO ipupony; Mg, Al, P, Ca, Sc pacnipeneneHsl Ha
HU3KOM pPaBHOMEPHOM YypoBHe. llupkoHmii ¥ HHOOMI HAXOAATCA Ha TpaHUIIC
YYBCTBUTEIBHOCTH: B KPYITHOM OKHE MHTErpaJIbHbIN criekTp JaéT Zr ~ 0.06 mac.% u
Nb = 0.04 mac.%, npu 3Tom kapta Nb(L) comepuT Juib penkue ciadble MIKCETH; B
Oonee neranbHOM OKHE Nb U Zr B CyMMapHOM CIEKTpe HE JeTeKTHpyroTcs (nd),
COOTBETCTBYIOILIUE KapThl 0€3 yCTOMUMBBIX MAKCUMYMOB. DTO CBHUJIETEIIBCTBYET O
comepkanu Nb (4, BeposiTHO, Zr) HWXKE TMpenenia OOHAPYKEHHUsS MNpPU JTAHHBIX
YCIIOBUSIX CBhEMKM M 00 OTCYTCTBMM COOCTBEHHBIX Nb-OKCHIIOB WM 3aMETHBIX
MUKpOKOHIIeHTpauui. [IpoaHanu3upoBaHbl M ONUCAaHBl TPU TOYKH MUKPOYyYaCTKa
CaTnaeBCKOro MIbMEHUTOBOTO KOHLIETpara C JIOKAJbHO MOBBIIIEHHBIM COJIEPKaHUEM
Huobus (Pucynox 14).

Tpu Touku ¢ nokanbHO noBbieHHBIM Nb (Pucynok 14) nokassiBatot 0.76-0.98
Mac.% Nb npu Ti 42.8-46.9 mac.% u Fe = 0.8-1.7 mac.% (touxu 003-004) u no 10.2
Mmac.% Fe (touka 005). CriekTpbl xapaktepusytorcs MomHo# Juaueit Nb Lo Ha done
BbIpakeHHbIX NHKOB TiKa. [ns Touek 003-004 coueranue Bwicokoro Ti wu
NOHIDKEHHOTO Fe TUMWYHO i PYyTHJIOBBIX JIaMeJul/000AKOB (MIBMEHOPYTHII) B
npenenax 3épeH WIbBMEHUTAa — IMEHHO 37IeCh peanu3yercs 3amenienue Ti*" — Nb** ¢
JokanpHOM kommeHcanued 3apsga (Fe**, Bakancum). Touka 005 dukcupyer
aHasiornyHblii Nb-ypoBeHb npu Oosiee esie3ucToil MaTpulle, YTO yKa3bIBaeT Ha 30HY

KOHTAKTa «MJIbMCHHUTOBAA MaTpHUIla + PyTUI0BaAsA MI/IKpOJ'IaMeJ'IJ'Ia/ OGOI[OK».
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Pucynok 14 - BSE-cHnmku Mukpoyuactka CaTnaeBCKOro WJIbMEHUTOBOTO
KOHIIEHTpaTa ¢ XUMUYEKCHUM COCTABOM B PA3JIMYHBIX TOUKAX

WDS-kaprupoBanue (Ilpunoxenue JI) pukcupyet 4€TKyI0 MUKPO30HATBHOCTb:
kaHaisl O u Ti gopmupyror paBHOMepHbIH (oH Marpulel; Fe nemoncrpupyer
OTpHULIATENbHYI0 Koppensauuto ¢ Si-oOoraméuubiMu nonocamu. Curnan Nb(La)
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IPOSIBISIETCS] Y3KUMHU JIMHEWHBIMHM 30HAMHU U TOHKUMHU 00OJKaMH BJOJIb BHYTPEHHUX
JaMeJUl/TpaHuI], TAE€ OJHOBPEMEHHO ycwimBaercs Si u ocinabeBaetr Fe —
JUAarHOCTHYECKUH MpU3HAK PYTWUIOBOM MHTEprpaHanuu (MiabMeHOpyTwi). B
MacCHUBHOW WJIbMEHUTOBOM yacTu Nb Ha ypoBHe (poHa. Zr npeacTaBieH OTACIbHBIMU
SAPKUMHA HW30METPUYHBIMU 3EPHAMHU, TMPOCTPAHCTBEHHO OTAENEHHBIMH OT Nb-
anomanuii, peakue Ce-Nd-Th-curnansl coorBercTBYIOT —akmeccopHbiM REE-
MUHEpaiam.

NnbMEHUTOBBIM KOHUEHTPAT MPEACTABISIET COOON CUCTEMY «UIIBMEHUT-PYTUII-
TUTAHUCTbIE Fe-oKCuabD» C DKCOMIONUOHHBIMM  PYTHWJIOBBIMM JIaMEUIaMU U
OpU3HAKaMU  OKUCIMTENbHOM  mepepaboTku. KpeMHuil  npucyTtcTByer — Kak
CTPYKTYpPHBI KOMIIOHEHT 1upkoHa ZrSiOs4+ M B BHJIE€ TOHKOJUCIEPCHOIO
S102/cnenoBoro Si B uabMEHHUTE. Zr JIOKAIU30BaH B IUCKPETHBIX 3€pHAX LUPKOHA (C
Hf). Huobuit aemoHCcTpupyeT [IBYXMOAQIbHYIO JoKanuzaiuioo: (1) CcJelnoBbie
coJiep>KaHMs B WIIbMEHUTOBOM Matpuile (n3omoppuoe Nb**«>Fe*/Ti* -3amenienne) u
(1) JOKanbHBIE NOPSAIKOBBIE IMOBBIMICHHUS (IO JecATbIX Jojed wmac.%) BIOJIb
PYTHJIOBBIX JlaMeJIT U 000JKOB, uTO comtacyercss ¢ WDS-npusznakamu (Nb < Si-
oboraienue, Fe-obenqnenune) pyTHIOBON MHTEprpaHaliu.

3.2.2 TutaHOBBIN IUIAK

TutanoBeiii mmak 60/40. Ilo BSE-cuumkam mpu %x250-x4000 max 60/40
cioxeH Ti-OKCUTHOM MaTpHIleH ¢ TepeMEHHOM «MIIbMEHUTHOCTBION: (1) TiO2-00rarsie
wactusbl (Ti = 56-61 mac.% npu Fe = 6-10 mac.%) u (i1) Fe-Mn-tutanars! (TBEp/bie
pacTBOpHI B psAfax WibMEHUT-reukuenuT-nupodanut: Ti = 38-46 mac.%, Fe = 10-20
mac.%, Mn 1o 6-7 mac.%). Mg u Al noBcemectHo Huzkue (<0.3-0.9 mac. % xaxabiii).
Si 06s1uHO 0.3-0.7 mac. % (JiokapHO 110 ~2 Mac. % B MOPUCTHIX KOpKax/cTekiodase).
Ha PacCMOTPEHHBIX y4yacTKax CIIEUATTM3UPOBAHHBIX Nb-nocuTreneit
(MTONTBYATHIX/U30METPUUHBIX BHICOKO-Z, BKJIIOUEHHUI) HE BbIsBICHO (PucyHok 15).

Pucynok 15 - MukpocHumku ydactkoB 1uiaka 60/40 ¢ XUMUYECKUM COCTaBOM
B Pa3JUYHBIX TOYKAX, JIUCT 1
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Pucynok 15, nucr 2

Crnenoseie ypoBaHu Nb (kapTsl u penepHbie Toukn). Ha EDS-kaprax macmraba
~0.2 mm marputia — Ti-6orareie okcub! ¢ mepeMeHHbIM Fe 1 Mn; cymmapHBIii criekTp:
Ti ~40.5, Fe ~6.0, Mn ~1.3, Si ~1.5, Zr ~0.12 u Nb ~0.03 mac.%. Kapra Nb gaér
paBHOMEpPHBINA cnadblii PoH Oe3 «ropsunx» mnAreH. B neranbHoM okHe (~30 MKM)
uHrerpaiabHo Nb ~0.02 mac.% mpu Ti ~35.9 u Fe ~5.2 mac.% (Ilpunoxenuss M, H).
Toyeunbsle CHEKTpbl MOATBEPXKIAIOT clefnoBOl  xapakrep Nb u  oTcyTcTBHE
caMoCTOsATENbHBIX Nb-da3:

— 1.001 (Ti-6oraras marpuna): Ti 53.7; Fe 12.0; Mn 1.4; Nb 0.04 mac.% (Zr
~0.10; Cu — cnenp);

—T1.002 (maxc. Ti): Ti 80.9; Fe 4.2; Nb 0.01 mac.%;

—T1.003 (Ti-Fe-oxcun): Ti 42.1; Fe 3.9; Mn 2.1; Nb 0.01 mac.%;

—T1.2300-003 (>kene3ucthrit 00010K): Ti 22.2; Fe 29.7; Nb 0.05 mac.% (6nm3ko k
npeneny ooHapyxenus) (Pucynok 16).

Pucynok 16 - MukpocHumku ydacTkoB 1uiaka 60/40 ¢ XUMUYECKUM COCTaBOM
B Pa3JIMYHBIX TOYKAX
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Nurepnperanus: Nb uzoMopdHO BKIIOUEH B KATHOHHYIO MOApemieéTky Ti-
okcuaoB (Nb**Ti*" ¢ kommeHcanuei 3apsia), 6e3 00pa3oBaHUS CaMOCTOATEIbHBIX
HHUO0ATOB.

Yactueie Mmukpoobaactu. B creknodaze Si-Al-Ca ¢ npumecsio Ti-Fe-Mn (1.003,
x1000) Nb ¢ukcupyercs Ha ~0.29 mac.%; MO TeKCType BEpOATHO pAacCesH B
MaTpUIe/TIOIOBEPXHOCTHRIX Ti-OKCHAHBIX BKpamieHusix. B cmemannom Fe-S
MuKpogoMeHe Ha rpanuie nmopsl (1.002, x1000) Nb = 0.69 mac.%, uyTo 0ObsICHIETCS
CyNepHo3UIIUeH CUTHaIa TOHKOU CyIb(OUIHON TIEHKH U TofcTuiatoiei Ti-okcuiHon
MOJIJIOKKY; cynbdu He sBisercs HocuteneM Nb (Pucynok 17).

Pucynok 17 - MukpocHumKkH ydacTtka nutaka 60/40 ¢ XUMHUYECKUM COCTaBOM B
Pa3IMYHBIX TOUYKAX

Nb-nonoxkurensHbie TOUKH (JIoKanbHbIE oboramenus). B cepun x4000 (1.001-
006) Ha  TEMHO-cEpOl  CWJIMKAaTHOM  MAaTpULE  BCTPEYAKOTCS  SIPKHE
MUKPOBKJIIOUEHUS/TIIACTUHKH, B KOTOpbIX Nb-L peructpupyercs coBmecTtHo ¢ Zr-L,
REE (Ce, Nd) u Th: Nb ~0.60-2.16, Zr ~1.0-1.7, Th ~1.5-10.9, Nd ~0.5-1.4 mac.% nipu
Si ~16-24, Ca ~2.6-6.8, Ti ~3-10, Fe ~0.6-1.6, Mn ~0.6-1.7; Touka 006 — Nb He
obnapyxeH (PucyHok ...). Xumuueckue npornoprauu Nb-Ti-Si-Ca + REE + Th + Zr
cootBeTcTBytoT HFSE-oGoraménnbim REE-Ti cunmkaram/tutanatam (chevkinite-
perrierite-nmogoOHbie MUKpOda3sl ¢ Nb-3aMmernieHueM; JIokaibHO — Nb-oOoraiéHHbie
TUTaHathl), a He Nb-okcuaam. Mopdomoruuecku Nb jokamuszyercs mexay Ti-
OKCUJHBIMHU IJIACTUHAMU, B CUIIMKATHOW MOJICUCTEME IIIJIaKa.

61



001 002 003

r ‘.,I.} j]
4‘_1 i i 3 ;i‘ %_ §5 : !!io §2 £ i
1 ‘1'3!',{" '. i i’g " z !;é ‘, .;‘.!. 3 ig - ;x g (g\' ;,l,il: ¥ g y
| :m’;n-;ziw i qu;zif"ii.f i .~'u,,'f§ -
y uh A l! ‘i 431 | | \ = Sk .

2 s 3 ’ : a7 P) T
£, 33 it 3 g g £ it i3 ! -
3 sde 3 es I & | sS2.%3 b 31 iz s 2 -
L39St 7 3 W P P P S o nrz g '3 o I8 ¥ ¥
S Y IR AT R MRS |11 A e i i 37 1
Poilade i it R | R LT § 1els Fif 71} $
'f": E 323 4 -1 108 o ;f»a:..— & i ; Firiig it 3
Al. A l!? x:l _‘{ l‘i

Pucynok 18 - MukpocHumKky yuyacTtka nuiaka 60/40 ¢ XuMHUYECKUM COCTaBOM B
pPa3IMYHBIX TOYKAX

B mnpenenax 3epHa BwimeneHa TiO.-Ooraras, Fe-oOemunénnasi, wHOrma Si-
COMpOBOXKJIaeMas KJIMHOBHUAHAsS mojioca; kapra Nb La coBmamaer ¢ e€ reomerpuei,
Torga kak BHe moyiockl Nb Omm3ok k ¢ony (Ilpunoxenue Il). Zr pacnpenenén
paccesinHo, Oe3 coBmageHuid ¢ Nb; Ce-Nd-Th — penkue TouedyHbIe aHOMAUU
(axceccopHblie MUKpO(dasbl), HE CBsI3aHHbIE ¢ Nb-MakcuMyMaMu.

B make 60/40 HuoOuii pacnpenenéH AByXpeKUMHO:

1. Paccesannas usomopduas npumecs B Ti-Fe-Mn okcuHOM MaTpuiie Ha ypOBHE
~0.01-0.05 mac.% (6e3 «ropsuamx» nsateH u Nb-¢a3);
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2. Jlokanpabie ob6oramenus g0 ~0.3-2.2 mac.% B Si-Ca-Ti mukpo3zonHax
cumkatHor moxacuctemsbl ¢ yuactueM Zr, REE, Th (chevkinite-perrierite-momo6nsie
MUKPOBKJIIOUEHUS).  Ti-OKCHIHBIE «YUCTBIE» 00macT  OOBIYHO  Nb-OenHBI.
TexHomornuecku 3HaUUMBbIMA HocuTesiMu Nb  sBisrorcst penkue REE-Th-Zr-
COJZIEpIKaIe TUTAHOCHINKATHI/TUTAHATHI; BKJIA Ti-OKCHIHONW MaTPHUIhl — (DOHOBBIM.
JI1st yTouHEHUsT TOHKOAMCIIEPCHOTO pactpeaenenus Nb mokazansl WDS-kapTs! n/umm
JUTUTEIIbHBIE CYMMapHbIe ChbEMBI Ha (PUKCUPOBAHHBIX MUKPOOOBEMAX.

Turanossiii nutak TiZir titanium. [1o pe3ynsratam SEM-EDS u kaptupoBanus,
BBITIOJTHEHHBIX 11 oOpas3na TuTaHoBoro nwiaka TiZir Titanium, HuOOM# B
OOJIBIITMHCTBE 00CIIEIOBAaHHBIX Tojel He GukcupyeTcs (imHus Nb-Lo oTcyTCTBYeT;
coliepKaHue HUXe Tmpezena oOHapyxkeHus npu 20 kB, opuentupoBouno < 0,05
Mmac.%). [lo EDS-kapram B macmrabe ~0,2 MM Marpuia cioxena Ti-GorateiMu
OKCHUJAMHU C TEepEMEHHBIM cojiepkanneM Fe u Mn; nokanpHble MPSIMOJIUHEHHBIC
npoXWIKK oborameHbl Si (conpoBoxaatorcs Al). MuTerpansubiii coctaB nomns: Ti
~38,7 mac.%, Fe ~6,36 mac.%, Mn ~0,95 mac.%, Si ~3,05 mac.%, Al ~0,89 mac.%
(ITpunoxenue P).

ToueuHbie CIIEKTPBI B Ti-okcuaHOM MaTpULE XapaKTEPU3YIOT
pyTriionofoOHbIe/IceBn00OpykuTOBbIe U Fe-Mn-tutanaruele cocTaBbl (TUNHUYHO: Ti
~42-50 mac.%, Fe ~6 mac.%, Mn ~0,9-1,0 mac.%), a Takxe Bcrpevaromuecs: Fe-Cr-
Mn-Ti-okcuabl TuTaHoMaraeTutoBoit cepun (Fe ~54 mac.%, Ti ~13 mac.%, Mn ~8,7
mac.%, Cr ~7,5 wmac.%). Otaenbubie  Si-Al(=Na, K, Ca)-Oorarsie
npokuiiku/creknodaszsl umerot Si ~28-31 mac.%, Al ~3-3,6 mac.%, Ca ~1,7-5,3 mac.%
npu Hu3kux Ti u Fe (Pucynok 19).

001 003 001

Pucynox 19 - MUKpoCHUMKH y4acTKOB 1uiaka TiZir ¢ XUMUYECKUM
COCTaBOM, JIUCT |
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Pucynoxk 19, nucr 2

B psige MUKPO30H HMOOUH OTpeeNsaeTcsl Ha CIeIOBOM YPOBHE 0€3 «ropsSuux»
MATEeH Ha KapTax: Juisl Ti-okcuaHoi marpuiibl Tunudasl Nb ~0,02-0,08 mac.% mpu Ti
~36-40 mac.% u Fe ~5-7 mac.% (Pucynok 20). UuTepnpeTalilioHHO 3TO COOTBETCTBYET
muddyznomy nzomoppHoMy BKiroueHUo Nb>*«>Ti*" ¢ 3apsoBoit KOMIIeHcalMel 3a
cu€T BaJICHTHBIX M3MeHeHul Fe u/umu nedexToB Kuciaopoaa; caMocTosTeNbHbIX Nb-

(1)33 HC BBIABJICHO.
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Pucynok 20 - MUKpOCHUMKH y4acTKOB Iu1aka TiZir ¢ XUMHUYECKUM COCTaBOM

Hapsiny ¢ ponoBbIMU 3HaUEHUSIMU 3a(pUKCUPOBAHBI JIOKaJIbHBIE 0OoramieHus Nb
no ~0,23-0,35 mac.% B TEMHO-CEPBIX CHUJIMKATHO-THUTAHATHBIX MHUKPOJAOMEHAX
(obmactu ¢ mosbieHHbIME Si-Ca-Mn u nonmxenusiMu Ti u Fe), kak mpaBuiio Ha
rpaHumax 3€peH M B MHUKPOIOJIOCTAX paciiiaBa. OTH y4YacTKH KOHTPACTUPYIOT C
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«uuctbiMuy TiOz-mnactuHaMu, B KOTOphiX Nb 00bI4HO He nerektupyercs (PucyHok
12).

003

Pucynok 21 - MUKpOCHUMKH y4dacTKa 1uiaka TiZir ¢ XMMUYECKUM COCTaBOM

Jnsa mmaka TiZir Titanium ycTaHOBJIEHO JIByMOJAJIBHOE pacIpeiacicHue
Huoobus: (i) hoHoBoe n3oMopdHoe pacTBopeHre B Ti-OKCHUIHOM MaTpHIlE Ha YPOBHE
~0,02-0,08 mac.% u (il) penkue jokaibHble oOoramieHus no ~0,23-0,35 mac.% B
CHUJIMKATHO-TUTAHATHOM MOJCHUCTEeME IIaka (KpaeBble/MEK3epHOBBIE MHUKPO3OHHI).
CamocrosTenbHbIX Nb-0OKcH10B HEe 00HapykeHO. [[pakTuuecku 3HAYMMBbIM HOCUTEJIEM
Nb B 00ce10BaHHBIX MOJSIX SIBISIETCS CUIIMKATHO-TUTAHATHAsE MUKpO(dasa, Torna Kaxk
TiO2-¢a3a gaér naumb (oHOBBIM BkiIaa. Bo Bcex M3ydeHHBIX 00Opa3uax HUOOMIMA
SBIIICTCSI MUHOPHBIM 3JICMEHTOM M HE 00pa3yeT caMOCTOSTEIbHBIX HHOOATHBIX (a3.
Ero curnan peructpupyercs kak uzomopdHasi mpumech B Ti-00rarbix OKCHIHBIX
MaTpuiax (pyTui/nceBaoOpykuT u Fe-Mn-TUTaHAThl) C BEPOSTHOW KOMIIEHCALUEH
3apsiia 3a CU€T MEePEeMEHHOM BaJeHTHOCTHM Fe W/Wiu aHUOHHBIX BaKaHCH.
JIOMOTHUTENPHBIMA ~ (JIOKQJBHBIMH)  HOCHTEIISIMH  BBICTYITAIOT ~ MEX3EPHOBBIC
CUJIMKATHO-TUTAHATHBIC MHUKpOdasbl, MPEUMYIICCTBEHHO B KpAaeBbIX 30HAX, Ha
rpaHuiiax 3¢peH U Mo CTeHKaM MUKPOIIOJIOCTEH pacrijiaBa.

Jns mumaka 60/40 pacnpenenenne Nb HOCHUT BBIPQKEHHO JBYXMOMAJTbHBIN
XapaKkTep C <«IBYXKOHTYpPHOW» JIOKanu3amueil: Hapsay ¢ Aauddy3HbM (HOHOBBIM
comepkaneM B Ti-OKCMJAHOW MaTpuile HAONIONAIOTCS KOJIBIICBBIC/KPAaeBhIe 30HBI
oOoraimieHuss B CHJIMKaTHO-TUTaHATHOW moacucteMe. OOoramieHusi OrpaHUYEHBI
HEOONBIITUMU  MUKPOJIOMEHAMH W HE  CONPOBOXKIAIOTCA  BBIJCICHUEM
caMocTosATeNbHBIX Nb-(]a3; o abCcoMFOTHRIM YPOBHSM OHH YKJIaIBIBAIOTCS B IMAITa30H
«aaecsaThIX gojiei» maccel ipu 20 kB, Torna kak GoH B maTtpuile ocTaéTcst OJU3KUM K
npeneny ooHapyxxenust EDS.

B mumake TiZir Titanium HuOOWIT B OOJBIIMHCTBE TMOJEH 3pEHUS HE
neTekTupyercs (ypoBeHb O30k WK Hike nopora EDS); cnenmanuzupoanusie Nb-
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HOCHUTEJH HE BbIsIBICHBI. Penkue nokanbHbie oOoramenus puxkcupytorcs B Fe-Mn-Ca-
Si-00oraméHHbIX CTEKJIOBUIHBIX MHKPO30HaX M KpPaeBBIX yYacTKax M JOCTUTAIOT
nopsizka 0,2-0,35 mac.%; B «auctbix» TiOz-mmactuHax muHus Nb oTCyTCTBYeT.

B coBokymHOCTH JaHHBIE YKa3bIBAIOT, YTO B 00OMX IIIJIaKaX JTOMHHHUPYIOIIUM
HocuteneM Nb BeicTymaeT Ti-okcuaHas marpunia ((pOHOBBIE YPOBHH), TOTJa Kak
MEX3EpPHOBBIE CHJIMKATHO-TUTAHAaTHbIE MHUKpPOGa3bl 00eCleunBalOT JIOKaJbHbIC
«ITAKW.

3.2.3 IIpoMIpoayKThl XJIOPUPOBAHUS

B mnponecce XJopupoBaHHS THUTAHOBBIX LUIAKOB OOpa3yrOTCsl TEXHOTECHHbIE
IPOAYKTHI, B KOTOPBIX (PUKCUPYETCS 3HAUUTENBHOE COIEPKAHUE OCTATOYHBIX OKCUIOB
u npumeceid. [ aHanuza ObUTM M3Yy4YeHBI TPU THUIA MPOMIIPOTYKTOB: OTBAJIbHBIM
IUlaM  TUTAHOBOTO  XJIOparopa, BO3TOHbI MBUIEBOM KaMepbl W pacIliaB
nbUIeOCaaUTENLHON KaMephl. OTBalbHBIN 1IJ1IaM TUTaHOBOTO XJioparopa (OIIITX). Bo
BCEX MCCJEAOBaHHBIX Toukax u momaasx (PucyHok 22) MHUKPOCTpPYKTypa
IIPEACTABIIEHA PHIXJION arperarTHol Maccou ¢ Pa3BUTOM MOPUCTOCTBHIO, XapaKTEPHOU
TUIsT OBICTPO 3aTBEPACBINUX COJICBBIX KOPOK. OjeMeHTHBIM aHamu3 (SEM-EDS)
yKa3bBaeT Ha AomMuHHpoBaHue ramoreHUAHbIX (a3 NaCl-KCl, compoBoxxmaembIx
nepemeHHou noner Fe u Mn.

Pucynoxk 22 - Mukpocaumku yyactkoB OIITX ¢ XuMU4eCKUM COCTaBOM B

PA3JIMYHBIX TOYKaX
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JlokabHO (DPUKCUPYIOTCS MPU3HAKKA BTOPUYHON OKCUXJIOPUIU3AMNKM M OKUCIICHHS, O
4éM CBUIETEIBCTBYET 3aMETHOE IPUCYTCTBUE KHUCJIOPOJAa B psAJE CIEKTPOB.
Xapakrepusie muku HuooOust (Nb La = 2,16 keV; Nb Ka = 16,6 keV) Bo Bcex cimyuasx
OTCYTCTBYIOT, YTO OOBSICHSETCS KaK HHU3KHM COJAEP)KAaHHEM DdJIEMEHTa B COJIEBOMU
MaTpHIIE, TaK U MOTJIOMIEHUEM €T0 CIIa0bIX TUHUN Ha (PoHE MHTCHCUBHBIX CUTHAIIOB Cl
u Na. C yuérom TepMoaMHaMHuecKoro aHamm3a (AG® peakuuil XJIOPUPOBAaHUA
orpuniarenbHpl B auamnazone 700-820 °C) HuOOWM B OCHOBHOM TEPEXOJIUT B
razodasnubie npoaykrel (NbCls, NbOCls), a motomy ero KOHIEHTpaiusi B CIUTOM
pacruiaBe KpaiiHe masna.

Ha ognom u3 yuactkoB (PucyHok 23) BbIsSBIEHA 4YacTHIAa C BBICOKOM HOJeH
kpemHezéma (O ~69 ar.%, Si ~22 ar.%) u npumecsmu Al, Na, Ti u Fe. Takas
MOpQOJIOTHS  COOTBETCTBYET  CHJIMKaTHOW  ¢aze  (KBaplcolepKaluid  Win
AIFOMOCHIIMKATHBIN (hparMeHT ¢ mpumechio Ti02), BeposTHO, oNaBUIeil B paciijiaB U3
MCXOIHOTO IIIJIaKa WK (yTEPOBKHU.
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Pucynok 23 - Mukpoyuactok OLITX ¢ XuMHYECKHM COCTAaBOM B YKa3aHHOU
TOYKE

Xjop B cocraBe (PUKCUPYETCS B MalbIX KOJIMYECTBAX, YTO YyKa3blBaeT Ha
MOBEPXHOCTHYIO COPOIMIO WM OOpa30BaHUE TOHKOM OKCUXJIOPHIHON OOOJOYKH.
HecmoTpst Ha Hanmuuue TUTaHa, HUOOWH B TaHHOMU (ha3e Takke He ObLI BBISIBJICH, UTO
yKa3blBa€T JMOO Ha €ro OTCYTCTBHE, JMOO HAa KOHUEHTpAlWMW HUXKE Npenesna
obOnapyxenust EDS.

EDS-kaptupoBanne mno miomaau (MAP 1, %250, cm. Ilpunoxenune C)
nonateepxaaet, uro marpuna OIITX chopmuposana npenmymiectBenno NaCl-KCl ¢
paBHOMepHBIM pactpeaeneaueM Cl, Na u K. Ha eé doHe oTYETIHMBO BBIIEISIOTCS
OTJENbHBIC 30HBI, O0oTamEnHbIe Si U Al, 4TO yKa3pIBaeT Ha MPUCYTCTBUE TUCTIEPCHBIX
CUJIMKATHBIX BKJIIOYEHUN. JIOKaIbHbIE MUKPO30HBI Mg 1 Fe moarBepKaaroT CI0XKHbBIN
MHOTOKOMITOHEHTHBIN XapakTep CUCTEMBI.

Takum 06pa3zom, OTBAJILHBIN IIJIaM TUTAHOBOTO XJIOparopa MpeCTaBIsIeT COO0M
npeumymiectBeHHO cojieBod mnpoaykT (NaCl-KCl ¢ npumecsmu Fe u  Mn),
CONEp)KAIMK  €AVWHUYHbIE  OKCHJHO-CHJIMKaTHblie  Mukpodasel. Bo  Bcex
MCCJIeI0BaHHBIX TOYKaX HHOoOMii He OblT 00HapyxkeH MeTonoM SEM-EDS, uto cBsizaHo
C €ro HU3KOM KOHLIEHTPALMEN B COJIEBOM MaTPHUILIE U NMPEUMYIIECTBEHHBIM IIEPEXOA0M
B JIETY4YH€ XJIOPHUBI MIPU XJIOPUPOBAHUH. XUMUYECKHUE TAaHHbBIE O pactupenaencHnn Nb
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yKa3bIBarOT Ha ero npucyrcrsue B OLIITX Ha ypoBHE cOTEH ppm, YTO HUXKE IOpora
gyBctBUTeNbHOCTH SEM-EDS u TpeOyeT mnoATBepKACHHUS APYTUMH METOAAMH
aHaau3a.

Bosronsl mnbuteBoi kKamepbl. MHKPOCHUMKH BO3TOHOB IBUIEBOM KaMeEphl
(Pucynox 3.XIII) meMOHCTpHPYIOT arperarsl OKpyIJIOi W MOPHUCTOl Mopdonoruu,
XapaKTEepHbIE ISl KOHJEHCAMOHHBIX MMPOIYKTOB apO-razoBoro noroka. [lo qaHaeM
toueqHoro SEM-EDS B OoibIIMHCTBE HWCCIENOBAHHBIX 00JacTeil mpeobiaamaroT
OKCHJIHO-XJIOPHJIHbIE COEIMHEHUS C TepeMeHHbIM coaepxkanreM Fe, Mn, Al u Cl; qns
4acTM MMKPOYACTHI] XapaKTEpPHO 3aMETHOE INPUCYTCTBHE Zr, yKa3blBarollee Ha
IIEPEHOC LUPKOHUMCOAEPKAIMUX KOMIIOHEHTOB C IOCIEAYIOLIEH KOHJICHCAIUEH.
OTMmedaroTcsl TakKe JIOKAJIBHBIE BKIIOYEHUSA C NOBBILEHHBIM Cu, BEpPOSTHO

MOCTYHAIONINM W3 KOHCTPYKIIMOHHBIX MaTEpHUaIOB WM MPUMECEH MCXOTHOTO IIJIaKa
(Pucynok 24).

001 002 005 006

Pucynok 24 - MukpocHUMKH y4acTKOB BO3roHOB 1K ¢ xumuyeckum coctaBom B
PaA3JIMYHBIX TOYKAX

[Ipn yBemnueHnn *250 AMArHOCTUPYIOTCS KOHJEHCAIIMOHHBIE arperarbl ¢
nomuaupoBanueM O, Cl, Fe u Mn, torna kak Al u Na npucyTCTBYIOT B MEHBIINX
konnuecTBax. Ha Oosee Bbicokux yBenumdeHusix 2000 BBISBISIOTCS OKCUIHBIC
mukpodassl, oboraménnsie Al, Fe u Ti; BcTpedarorcst yyactku ¢ 3ameTHbIM Si. Ha
YaCTH TaKuX moJjeit xapakrepubie muku HHoOus (Nb La = 2,16 keV; Nb Ka = 16,6 keV)
OTCYTCTBYIOT, YTO yKa3bIBaeT JHOO Ha comep)KaHHE HIDKE IMpenena oOHapyXKeHHs B
naHHelx  pexxkumax SEM-EDS, mm6o Ha nepepacnpenencaue Nb B Oomee
TOHKOAMCTIEPCHBIE/aMOP(HBIE 0CAJIKN BHE BEIOPAHHBIX TOYEK aHAIN3A.

KaptupoBaHnne  mOATBEp)KIAaeT  CMEIIAHHYIO  OPUPOAY  KOHAEHCATOB
(ITpunoxxenue T). Ha 0630pHoM EDS-u300pakeHun BUIHBI arperaThl HEMPAaBHUIBHON
dbopMbl C pa3BUTOM TMOPUCTOCTHIO M KPYNHBIMH 3€PHHUCTBIMH  y4acCTKaMH.
Pacnipenenenue »51€eMEHTOB HOCHUT CIEAYIOIIUNA XapakTep: KUcIopon (opMHpYeT
paBHOMEpHBI (GoH (OKCHUAW3aIMs XJIOPUIHBIX (a3 W/ WM TOBEPXHOCTHAs
rujaparanus); HaTpud M KaJIuid TOKa3bIBAIOT COMNPSIKEHHBIE 30HBI OOOTallleHUs,
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coorBercTBytomue NaCl-KCl; xmop maér Hambojiee HHTCHCUBHBIA W TOYTH
PAaBHOMEPHBIN CUTHAJI, ONPEAEHAs MaTpHIly; allOMHUHUN W KPEMHHU IPOSBIISIOTCS
JUCTIEPCHO  (MEIKOIUCIIEPCHBIE aTIOMOCHIIMKATBI); TUTAaH, MapraHell U >Kelie30
JIOKQHU3YIOTCS B BUJE OTACIBHBIX MUKPO30H; IIMPKOHUN (PUKCHUPYETCS B OTAEIBHBIX
JIOKAJTM30BaHHBIX OONACTSIX TOBBINICHHON HWHTCHCHMBHOCTH. B mpemenax mgaHHOTO
KapTUpoBaHUsS KaHaid Nb He perucTpupoBajcs, 4TO HE MCKIIOYAET €r0 HAIW4Us B
CyOITOPOTOBBIX KOJIMYECTBAX U MOTIEPKUBACT HEOOXOMUMOCTH 11e7IeBOr0 Nb-KkaHaa.
Hapsiny c¢ oGnactsmu, rae Nb He BbIsBIEH, 3a(UKCHUPOBAHbI TOYKHU C €ro
yBEpEeHHBIM mNpucyTcTBueM. B psnae cnektpoB npu X250 m x2000 (Pucynok 25)
coJiep>KaHre HUOOMS CTaOMIIBLHO OMPEIEISIeTCSl Ha YPOBHE JIECATHIX JI0JIEH MPOLIEHTa
o Macce, rnpu 3ToM Nb perucTpupyercsi COBMECTHO C TUTAHOM M ITUPKOHUEM, YTO
YKa3bIBA€T Ha €ro Ko-jJokanu3anuio B Ti-Zr-o60oraméHHbIX OKCUIHBIX MUKpoda3ax.
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PucyHok 25 - MukpocHUMKH yyacTKoB BO3roHOB 1K ¢ xumuyeckum coctaBom B
PpAa3IUYHBIX TOYKAX

Bosnee Toro, Ha OTAENBHBIX MUKpPOYyUYacTKaxX cojepkaHue HuoOust gocturaet 4,9-6,8
Mmac.% npu conyrtcrBytomux O 26-39 mac.%, Zr 28-39 mac.%, Ti 3-4 mac.% u Al 3-5
Mac.% (Cl o6brynO 6-10 mac.%; Na, K u Fe — 3ametno nuxe) (Pucynok 26). Takas
KOMITO3UIINSI  CBUJETEIBCTBYET O 3akpermienun Nb B okcumHoit  ¢ase,
acconuupoBanHoi ¢ Zr u Ti, ¢ oTCyTCTBHEM BBIpaXKeHHOU coJyieBo marpuiibl NaCl-

KCI.
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Pucynok 26- MukpocHumkH yyactka Bo3roHa [IK ¢ xumudecknm coctaBom B
PA3JIMYHBIX TOYKAX

ConocraBneHue MOpQOJIOTUHA U 3JIEMEHTHOIO COCTaBa MO3BOJIAET 3aKIIIOYUTH,
yto HUoOWK B Bo3roHax I[IK ¢ukcupyercs nmpenmylecTBEHHO B (opMe TBEPIBIX
pPacTBOPOB Ha OCHOBE IMOKCU/IA IUPKOHMS: N30MOP(PHOE 3aMellIeHHe KaTHOHOB Zr*" (1
yactTuuHo T1*") nonamu Nb*" B pemérke TeTparoHaIbHON/KyOn4ecko MoaubuKaIiu
7102 COIPOBOXKJIAETCS nepeKkTHOM KOMITEHCaIuen (KUCIOpOIHBIC
BaKaHCHH/M30BITOUHBIA KHUCIOpOA). B psae ciaydaeB QopmMupyrorcs cMmeniaHHbIC
okcuanble (¢aszbl coctaBa (Zr,Ti,Nb)O2:-x, Onu3zkue K UIHUPKOHATAM/THUTaHATaM.
Xnopuaueie GopMbl HUIOOUS B JaHHBIX MUKPO30HaX ManoBeposTHbI: HU3kuil Cl mo
otHomeHuto k O u Zr, orcyrcTBue BoipaxkeHHoi NaCl-KCl-maTpuiibl 1 «OKCHUTHBII
XapakTep CIEKTPOB YKa3bIBAIOT HA MpeodIagaHue YyCTOMYMBBIX OKCUAHBIX COCTOSHUN
Nb. OTH BbIBOZIBI COMMACYIOTCS ¢ TEPMOJMHAMUKON Xy1opupoBanus (cMm. Paznen 2): mpu
700-820 °C nnobuit npeumyiiectBeHHo oopazyet jgetyurie NbCls/NbOCls, Ho o mepe
OXJIQXKJIEHUS W TOBBIIIEHUS KHUCIOPOAHOIO MOTEHIMANa MPOUCXOAUT TeTepOreHHas
(duKcalys Ha paHHUX OKCHUIHBIX KOHAEHcaraxX ZrO: ¢ mocCIeayroumM U30MOp(pHBIM
BCcTpauBaHueMm Nb*".

Jlns Bepudukanuu gokanuzanuu Huoous oeut npumeHEH WDS (IIpunoxenue
®). KaptupoBanue npu x4000 BBISBISCT JIOKaNbHBIC 001acTh odoramenus Zr u Ti, B
npenenax KOTOPBIX YCTOWYMBO peructpupyercs Nb; BHEUTHHE XJIOPUIHBIE KOPKH,
oboraménnbie Na u Cl, curnanoB Nb He conepxkart. KauectBennsie WDS-cniekTpsl ipu
%2000 memoHCTpupyOT OTU4€TIMBBIE Nb-M/Nb-L nmuHME ¥ TIO3BOJISIIOT YBEPEHHO
UJACHTUGUIIMPOBATh HHOOWHN BIUIOTH JO CyONPOIICHTHBIX KOHIICHTPAIMM, YCTpaHss
sHEpreTudeckre nepekpoiTusi, xapakrepusie s EDS. Conocrasnenue ¢ SEM-EDS
nokasbiBaet, uTo EDS ¢gukcupyer Nb nuiis npu ypoBHSIX NOpsiaKka HECKOIbKUX Mac. %,
torna kak WDS mnoaTrBepkaeT ero NpuUCyTCTBUE YK€ Ha JIOJIIX MPOLIEHTa, YTO
NPUHIUIUATIBHO JIJIs1 KOPPEKTHOW MHTEPIIPETAL[UU PACTIPEIACICHHUS.
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Takum 00pa3oMm, BO3rOHBI MBUIEBOM KaMepbl MPEACTABISIOT  COOOM
KOHJICHCALIMOHHBIE arperarbl OKCUAHO-XJIOPUAHOTO COCTaBa, B KOTOPBIX OCHOBHAs
marpuia (Cl-Na-K) cayxut hpoHoM nms tucnepcHbIX okeuauabix Mukpodas Fe, Mn, Ti
u Al, a nupkoHmii popMuUpyeT aKTUBHBIC s1pa KoHAeHcauuu. HuoOuit pacnipenensercs
PE3KO TeTEepOreHHO: B OOJIBIIMHCTBE YYAaCTKOB €ro COJAEpKAHHE HHXKE NOpora
obnapyxenus SEM-EDS, Tornma kak B JToKadbHBIX Zr-Ti-000TanméHHbIX MUKPO30HAX
oHo nocrturaer 0,1-0,7 mac.% u BmioTh A0 6-7 Mac.% Ha OTIAEIBHBIX yYacTKax.
HauGomnee BeposiTHast popMa HaxoxaeHUs — TBEpbIC pacTBOPbI Nb>" B ZrO2/(Zr,T1)Ox.
[IpencraBienHbie JaHHBIE OOBICHSIOT OTCYTCTBHE Nb B COJEBBIX KOpKax H
MOJITBEPKIAIOT, YTO TOMCK W U3BJIEUEHUE HUOOUA cheayeT (OKycupoBaTh Ha
OKCUJHOW MbUIEBON (Ppakinu, a aHAIMTUYECKH — onuparbest Ha WDS-kapTupoBanue
u ueneBble Nb-kananel. PacrinaB meuteocagutensHoit kamepsl (IIKC). B pacmiiase
neuieocanutenbHoi kamepsl (IIKC) HaOmromaeTcst pbixjiias HOpHUCTas CTPYKTYpa,
chopMupoBaHHAs U3 MEIKOIUCTIEPCHBIX YaCTHUI] OKPYTJION U YIIoBaTol (HOPMBI, YTO
YKa3bIBAET Ha OBICTPOE OXJIAXKACHHUE U KPUCTAILTU3ALMIO cosieBor (a3bl. [loBepXHOCTH
HEOJTHOPO/IHA TI0 KOHTPACTY, YTO OTpaxkaeT paznuuue pa3zoBoro cocrtana. [1o qaHHBIM
EDS-kaptupoBanus (Pucynok 27, [lpunoxenue X) TOMUHUPYET XJIOpUIHAS MaTPUIIA
NaCl-KCl, B koTOpoil paBHOMEPHO pacnpeeiaeHbl HaTpUil U Kauid, (POpMHUPYIOLTUE
IBTEKTHUECKHE CKOMUIEHUs. XJop (ukcupyercs Kak OCHOBHOW KOMIIOHEHT W
onpenenser (oH KapTHUHBI pactpeneneHus. Kucinopon mposiBiaseTcs OTHOCUTEIBHO
PaBHOMEPHO U CBSI3aH C OKCUAHBIMU IIPUMECSIMH U MPOAYKTaMU OKCHUXJIOPUIU3ALIUU.
AJIOMUHUI BBIABISIETCSI B PAcCESHHOM BHJE, UYTO YKa3blBaeT HA IPUCYTCTBHE
MEJIKOJIUCIIEPCHBIX AIFOMOCHUIIMKATOB, BEPOSATHO CBS3aHHBIX C OCTaTKaMU (PyTEpOBKU
WIM UCXOJHOTO KOHIEHTpara. JKene3o M TUTaH BCTPEYAIOTCS JUCKPETHO, B BUJIE
MHUKPO30H, 4YTO OTpa)kaeT NPUCYTCTBUE TOHKOAMCIIEPCHBIX YACTHUI] TUTAHATOB U
WIBMEHUTOBBIX BKIIFOUEHUH.

001 002 i _ 003

o b k)

Pucynok 27 - MukpocHumkH yyacTkoB paciiasa [IKC ¢ xumuueckum
COCTaBOM B Pa3JIUYHBIX TOYKAX, JUCT |
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Pucynok 27, nuct 2

KonuuecTBeHHBIN CHEKTpaNbHBIA aHAIM3 TMOATBEPXKIAET MpeodiagaHue
rajoreHuIHbIX (a3: coneprxkanue Cl nocruraer ~40 mac.%, K — 13,9 mac.%, Na — 3,5
mac.%. K uuciay npumeceit otnocsites Fe (11,6 mac.%), Al (7,0 mac.%), Ti (1,7 mac.%)
u O (22,2 mac.%). Takum o6pazom, ocHoBa [TKC npeacTaBieHa XJIOpUIHON MaTpUIIeH
C BKJIFOUEHHUEM OKCUJIHBIX W CHJIMKATHBIX (pa3, JOKaJIbHO OOOTAIIEHHBIX KEIE30M U
TUTAHOM.

HuoOuii Ha moy4eHHBIX CIEKTpax HEe MPOSBHICS. DTO CBSI3aHO, BO-TIEPBBIX, C
€ro HU3KOW KOHLIEHTpalMel, BEpOsTHO HE MpeBbIiatonieil mopor ooHapysxenus EDS
(~0,1-0,2 wmac.%), BO-BTOpBIX, C NPOCTPAHCTBEHHOW pa3zo0mEHHOCTRIO (a3: Nb
JIOKaIU3yeTCsl MPEUMYIIECTBEHHO B IUIOTHBIX TUTAHATHBIX M CHUJIMKATHBIX
MUKpo(aszax, KOTOpbIE B MPOAHAIM3UPOBAHHBIX yYacTKaX MPEJCTaBIEHBI KpaiHe
c1abo ® MoryT OBITh CKpBITBI  XJIOPUIHOW  Marpuiieid. JlomomHUTENbHO

72



TEPMOIUHAMUYECKUE YCIOBHS XJIOPHUPOBAHUS CIOCOOCTBYIOT MEpexoay HUOOWs B
razoByio ¢azy B popme NbCls u NbOCIs, uro npuBoauT K €ro (puKcaruu B Ipyrux
MPOMIOPOAYKTax (BO3rOHBI MbIIEBOM Kamepbl), HO He B pacmiaBe [IKC. Takum
oOpazoM, orcyTcTBre curHanoB Nb B EDS-gannbix otpaxaet crenupuky ¢$pazoBoro
pacmpeneNieHus] U aHAIUTUYECKHUE OTPaHUUYEHHUsI METOZa, a HE TMOJIHOE OTCYTCTBHE
3TOTO JIEMEHTA B CUCTEME.

3.3 HrrepanmnonHoe (pa3oBoe MoAeJIUPOBAHHE

Bepuduxkanuto SEM-EDS/WDS BbInosHEHB UTEPALIMOHHBIM 110A00poM (a3 B
HSC Chemistry 6 (Momyns Mineralogy Iterations) Ha ycpegHEHHBIX cocTaBax
MCXOJTHOTO WJIbMEHHUTA, TUTAHOBBIX IIJJAKOB M MPOMIPOAYKTOB. B pacuérax
UCIIOJIb30BaHbl  MPEACTABUTEIbHBIE HA0OpbI MTPOCTBIX  OKCHUJIOB/XJIOPUIOB C
arperupoBaHUEM MHUHOPHBIX KOMIIOHEHTOB; THJIpaTHbIe (POPMBI almpOKCUMUPOBAHbBI
0€3BOHBIMU aHajioraMu. Mojienb yIOBIETBOPUTENIBbHO 3aKphiBaeT Oananc Ti-Fe-O-Cl
U COMIaCyeTCsl C KapTaMH pacIpeiesieHus SIIEMEHTOB.

HrepannoHHOE MOJEIMPOBAHUE OCHOBAHO Ha MPEOOpPa30BAHMM JOKAIBHBIX
nanHeix SEM-EDS/WDS 1o penpe3eHTaTuBHBIM MHUKpPOOOIACTSIM B  OKCHJIHO-
/xnopuniable coctaBbl (HopMupoBka 110 100 %), mocne dyero B momyne Mineralogy
Iterations (HSC Chemistry 6) pemanace 3ajaua HEOTPUIIATEIbHBIX HAMMEHBIINUX
kBaaparoB (NNLS) no nmogbopy noneit a3z ¢ MUHUMHU3ALMEH HEBSI3KU 3JIEMEHTHOTO
6ananca. Habops! a3 hopmMupoBamuck ¢ yuéToM TEXHOJIOTHYECKUX TEMIIePaTypPHBIX
okoH: Juisi wibMeHuTa U nuiakoB — Fe-Ti-O-marpuna (FeTiOs, TiO: rutile/anatase,
FeO/Fe20s3/Fes04), CaTiOs, Mg/Mn-TuTanarsl, MceBaroOpyKuT/apMoakoiuT, SiO:,
71Oz, munopubie REE-docdarsr; nis xmopunusix npoaykroB — NaCl, KCI, Ca/MgCl.,
Fe/MnCly, AICl; npu anmpokcuManuu TUAPaToB OE3BOJHBIMH aHAJIOTaMU U YUETOM
H>O B LOI. Pemenus npu3HaBaduCh MPUEMIIEMBIMU MPU CYMMapHOW HEBSI3KE IO
KIIt0YeBbIM okcuaaM < 1-3 mac.% c kadecTBeHHOU Bepudukanuei nmo XRD; 3arem
WHIUBUYyallbHbIE  (a3bl  arperupoBaiuck B  cemeiictBa (Fe-Ti-O-marpuia;
nepoBckutT/TuTaHatel  Mg-Mn;  Zr/REE-akceccopuu;  CHIIMKaTHO-CTEKOJBHBIE,;
«IpOYMEe»; NIl KOHJIEHCATOB — TAK)KE KJIACTEPhl MIETOYHBIX/IIeT04H03eMeTbHbIX/Fe-
Mn/Al-x710pHu10B U OKCUIAHBIX IPUMECEN) U BU3yaJIM3UPOBAIUCH CTEK-TUAarpaMMamMH,
COOTBETCTBYIOIIMMHU ciaiay. Takoi hopmar obecreunBaeT conocTaBUMocTh ¢ SEM-
EDS 1 1aéT KOJIMYEeCTBEHHYIO0 HHTEPIIPETALIMIO HOCUTENEH U niepepactipenesieHus Nb
10 IIOTOKaM.

CBoanHble pe3yibTaThl TMOKa3aHbl Ha pHUCYHKEe 28 (CTEK-AMarpamMMmbl) U
UHTEPIPETUPYIOTCS CIAEAYIOUIUM 00pa3oM:

— Wnemenut: marpuna FeTiOs-TiO2; Nb ¢duxcupyercs kak wuzomopdHas
npumech B Ti/Fe-okcuaHoil pemérke — BhICOKAs MOABUKHOCTh B CTOPOHY JIETYIHX
XJIOPUJIOB.

— Ti slag 60/40: TiO:-6oratast okcugHas marpuiia ¢ ymepeHHeiM FeO; Nb —
CJIEIOBBIN, N30MOP(PHBIN — CEJTEKTUBHOE XJIOPUPOBAHNE BOZMOXKHO 0€3 BbIIEIEHHBIX
Nb-pas.
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— Ti slag TiZir: okcugHo-cunukarHas cuctema (TiOz + SiO:2 + FeO); Nb — Ha
JIECATHIX MPOIEHTa, 0€3 CaMOCTOATENbHBIX (Pa3z — 1esecoo0pa3Ho XJIOPHUPOBAHHE C
koHTpOsIeM pO2/pCl..

— OUITX: Na/K/Fe-xmopuapl ¢ MalbIMH OKCHAHBIMHU mpumecsiMu; Nb He
KOHLIEHTPHUPYETCS — OOBEKT JIJIs1 COIEBOM/IIEIIOUHON MepepadOTKU U yTUITU3alUH.

— Bosrons [1K: okcumgabiil koaaercar ZrO2-Nb2Os-TiO2; Nb ko-nokanmmsyercs
¢ Zr — TepCHeKTUBHBIN MOTOK AJis u3BnedeHus: Nb/Zr.

— TIKC: cmemannas KCI-FeCly + Al:Os-TiO2; Nb He 00pa3syeT OTAenbHbIX
HOCHTEJEH — MPUOPUTET — pereHepaIus cojeil u Bo3Bpar Ti-OKCHIOB.

Wnbmenur  Tislag 60/40  Ti slag TiZir owTx Bosrowsi MK MKC
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Pucynok 28 - Utepanmonnoe dazoroe monenupoBanue (HSC Chemistry):
pacrpesieseHue arperupoBanibix (a3 mo npoaykraM (uiabMeHuT, Ti slag 60/40, TiZir,

OUITX, Bozrounsl 11K, pacrnas [IKC). 3nauku: ¥ — Fe-Ti-O marpuna; % — TiO:
(pyTun/anaras)

WreparmonnHble pemieHUs OTpaxaroT (Pa30-XUMHUECKUE TMPEACTaBICHUS
(HOCHTENN 3JIEMEHTOB M MX arperupOBaHHBIC JOJM) U UCIIONB3YIOTCS NIl HACTPONKHU
PEXKUMOB XJIOPUPOBAHUS/IKCTPAKIIMKM, a HE MJIs JACTaNbHOW MHUHEPAJIOTHYCCKOM
KJ1IacCU(UKaIUU.

3.4 IloBeneHne HUOOUSA NPH PYIOTEPMHUUYECKOH M XJIOPHOI mepepadoTKe

C TtepmoamHamuveckux mo3urmii (Pasmen 2) HMOOMN B WIBMEHHUTOBOM
KOHIICHTpATe MPHUCYTCTBYET IJIaBHBIM oOpa3om kak Nb**-mpumech, u3zomopdHO
3amernaronias Ti*" B peméTke mwibMeHUTa/pyTria (conpsok€HHbIe cxembl ¢ Fe*t), Toraa
KaKk COOCTBEHHBIC «HHOOMAH-WIBMEHHUTBD» — PEIKUE HCKIIOYCHUS, TIPH
IIPOMBIIIEHHOHN nepepadoTke Nb MpakTUUeCKH MOJHOCTHIO MEPEXOIUT B OKCHAHYIO
(uutakoByto) (asy. B ycnoBusix pynoTepMUYECKON IIJIaBKH W BOCCTAHOBUTEIBHOU
arMoc(epbl SHEPreTUUECKH BBITOAHO OOpa3oBaHUE YCTOWUYMBBIX KapOoumoB NbC wu
Nb2C, a Taxxe (mpu n30bITKe MeTail1a) nHTepMeTaiiuaa NbFez, yto npegonpenenser
pacnpenenenne Nb Mexy IUIaKOM W 4yryHOM. B 1jake paBHOBECHO YCTOWYMBBI
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Nb20s u kommiekcHbie okcu bl THIAa FeNb2Os, CaNb20s. [Ipu xnopuposanun (=700-
900 °C) cranmaptasle AG® o0pa3oBaHus Tra30()a3HbIX XJIOPUTHBIX/OKCUXIOPHUIHBIX
dopm  orpumarenbHbl, u  Nb20s  TEpMOAMHAMUYECKHM  TEPEBOAUTCA B
NbCls(g)/NbOCls(g); mpu 3Trom NbCls ety (t_kun =~ 248 °C) 1 CKIIOHEH K THAPOIINU3Y
10 NbOCls, a B pacmiaBax HMIETOYHBIX XJIOPHIOB BO3MOXKHA KOMILJIEKCOOOpasyomiast
dbukcamus (Hanp., [NbCls]"), cHmKkaromas ero mapuuaibHOe aaBieHue B rase. [locie
XJIOPDUPOBAaHUA, MO Mepe oxyuaxaeHus u pocra pO:, Nb-xjmopuasl paBHOBECHO
OKUCISIOTCA/TUApoan3ytoTes 10 Nb2Os; mapamiensHo ZrCls KoHIEHCHUPYET paHbIlle U
naét ZrOz-spa, Ha KOTOPHIX TEPMOJAMHAMUYECKU OJaronpuaTHO 3aKperuieHre Nb u3
razoBou (asbl.

JIuTeparypHble JaHHBIE YKA3bIBAIOT HA JIByXMOAAIBHYIO JIOKAJU3AINMI0 HUOOUS
B unbMmenute: (1) ponoroe nzomopduoe BcrpauBanue Nb>* B Ti-mo3uiuio peméTku
FeTiOs mno conpsk€HHBIM CXemMaM 3aps0BOM KOMIIEHcaluu (IpeXkIe BCEro
Fe**™+Nb’*«>2Ti*"), 0ObIYHO Ha ypOBHE CJEIOBBIX-COTHIX JoJield mMac.% Nb20s, u (2)
JIOKaJbHbIE 00OTaIEHUs B PYTUJIBHBIX MUKpOJIaMesuiax/0001kax («UIbMEHOPYTHID)
U B MPOAyKTax NpeoOpa3oBaHUsl WIbMEHUTa (NICEBAOPYTHII/JIEHKOKCEH), Te Nb
KOHIIEHTPHUPYETCS CYIIECTBEHHO BBIIIE 3a CUET MPEATNOUYTUTEIBHON aKKOMOJAINH B
TiO2-¢a3ze; peakue ciyyam «HUOOMAH-WUIBMEHHUTAa» C JOJMAMH mpoueHTa Nb2Os
OTKCAaHBI JUTSI CHICIUATN3UPOBAHHBIX METPOIOTHIECKIX 0OCTAaHOBOK U HE XapaKTEPHBI
JUTSL PYIHO-TIPOMBIIIIJICHHBIX KOHIICHTPATOB.

JlJi1 UIbMEHUTOBOTO KOHIEeHTpaTa CaTnaeBCKOro MECTOPOXKACHUS Ha €IUHOM
maccuBe AaHHBIX SEM-EDS/WDS nokazana ¥ KOJIMYECTBEHHO OXapaKTepU30BaHA
JIByXMonaiibHasg cxeMma: (i) ¢oHoBoe u3oMopdHOe BcTpauBaHue Nb’" B pemérky
wibMenuta (< 0,05 mac.% Nb) u (i1) nokansHbie Nb-o6oramenus 1o ~ 1 mac.% B
PYTWJIBHBIX ~ MHUKpoOJamelliax/o00oakax  BHYTPHM  3EpEH;  YCTaHOBJEHO,  YTO
MUKPOTEKCTYpa (HaJau4ue/pa3BUTHE PYTHIBHBIX BBIICICHUN) KOHTPOIUPYET YPOBEHb
Nb, npuuém 60-80 % cymmapHoro Nb B KOHILIEHTpaTe NPUXOAMTCS HA PYTHIIbHBIE
MHUKPO30HBI. DJTOT pe3yasrar ¢GopManu3yeT TEeKCTypHO-IEeTEPMUHUPOBAHHBIN
xapaktep pacmnpezeneHuss Nb B MPOMBIIIIEHHOM HIBMEHHUTOBOM ChHIpbE W 3a7aéT
KPUTEPUH JJIs1 IPOTHO3A €r0 MOBEACHHS B TEXHOJIOTHUECKHX IEMOYKaX.

IIpu xapOOTEpMHUUYECKOHN MIIABKE WJIBMEHUT PACHANAETCsl C BOCCTAHOBICHUEM
xkenesa 10 Fe%/Fe-S u popmupoBanrem TiO2-00raToro oKCUIHOTO paciiaBa; HUOOUH,
oynyun nutodpuneHbiM HFS-katnonom (Nb®'), paBHOBeCHO pacmpenensieTcs B
OKCHIHYIO0 (ha3y W coxpaHsieT BbICOKyI0 adduHHOCTh K Ti-okcumHoit marpuie. B
yCIIOBUSIX ~ NPOMBINUIEHHBIX  Me4ell  ero  mepexoxn B MeTaul/cyiabpun
TEPMOJUHAMUYECKH OTPAHUYECH, TOT/Ia KaK B OKCHUHOM PaCIUIaBE OH YIIEP)KHBACTCS B
BUJIE [NbOs]-koopauHamui 15045 8)071 TOHKOIUCIIEPCHBIX Nb-Ti-okcuIHBIX
MUKpoOBKIIOueHUU. [lo Mepe oxmaxkaeHusi pacmjiaBa U MUKPOJIMKBAIUU CTEKOI
MIPOUCXOIST JIBa KOHKYPEHTHBIX mporiecca ukcanuu Nb: (1) ¢poHOBass nuzomopdnast
pactBopéHHOCTh Nb*" B Ti-oKCHAHOW/CTEKIOBUIHON Marpule U (i1) JIOKaJabHask KO-
xoHueHtpauuss Nb ¢ HFSE/REE (mpexne Bcero Zr, Th, Nd) B penkux mo3gHux
MUKPOJJOMEHAX CTEKJIO-/OKCHIHOTO COCTaBa. B pesynaprare B THTAaHOBOM IILTAaKe
dbopMupyeTcsi «IByXKOHTypHas» CXeMa paclpeesieHuss HUOOWs: paBHOMEPHBIN
HU3KUM (POH B MaTpulle U peakue «ropsuue Touku» Nb, conpspkéHHbie ¢ Zr-REE-

75



o0OoramnéHHbIMU YuacTKkaMu; Tipu 3ToM cylbduanble (Fe-S) karum Nb npaktuyecku He
AKKyMYJIUPYIOT. DTa KapTUHA MOATBEPKJICHA KapTaMu W TOYEYHBIMU CIIEKTpamu: B
ocHoBHOM Marpuiie Nb o0br4HO Ha ypoBHE ciefoB (= 0-0,3 mMac.% ¢ equHUIHBIMU
3HadeHusMu 110 ~ 0,6-0,7 mac.%), Torna kak B REE-Zr-o6oraménnsix Mmukpo3oHax Nb
Bo3pactaer a0 ~ 0,6-2,2 wmac.% (MokanbHO BbIIIE), TpHuéM 0Oe3 NPHU3HAKOB
camocTosTenbHOM Nb-(a3bl.

Jist mutakoB cuctembl «CaTnaeBCKuil miabMeHUT — ntak 60/40» nmpemyiokena u
nokazaHa Ha coBOKYMHOCTH SEM-EDS/WDS-nannbsix u ¢azoBoro MojeaupoBaHus
(HSC) xoHuenius «IByXKOHTYPHOID» JIOKanu3au Nb B THTAaHOBOM IUTake: POHOBas
pacTBOpEHHOCTh B Ti-oKcuaHOM/CTeKIOBUAHOM Marpuiie U penkue REE-Zr-
aCCOLIMMPOBAaHHbIE MUKPOJAOMEHBI KaK IJIaBHbIC IIEHTPbI KOHIEHTpauuu Nb, mpu
OTCYTCTBUU €TI0 HaKoImieHUus B cynbdunHoi ¢aze. ChopMyTupoBaHHBIA MEXaHU3M
MOCJIEAOBATENBHO YBSI3bIBAECT paciaj UCXOAHOW MIIBMEHUTOBOM TEKCTYPhI B PACILJIaBe
c no3nnei nukBanueit HFSE-cTexon/okuciaoB v 3a7a€T onepauuoHHbIe KPUTEPUU IS
MOCJEYIOLIEro aHaiau3a noseaeHust Nb Ha cTaiusax XJIOpUPOBAHUSL.

Huo6wii B pactimase NaCl-KCl npu nogave Cl. n Hannuuu BocctanoBurens (C)
TEPMOJIMHAMUYECKU XJIOPUPYETCS M3 OKCUJIHOM/TUTAHATHOM MaTpHIlbl IIIaKa [0
neryunx ¢opm NbCls(g) u NbOCIs(g) (AG® < 0 B unTepBaie ~ 700-900 °C); npu
BBICOKMX akTUBHOCTSX Cl™ B coyieBOM BaHHE BO3MOXKHA €r0 MOHHAs (DUKCAIUsI B BUC
xsnopokomiuiekcoB Tina [NbCls] /[NbOCIs]*", uro yBennuuBaeT pacTBOPEHHYIO JIOJIIO
Nb B pacmnmaBe. B ra3zo-mbuieBoM TpakTe IO MeEpe OXJKIEHUS U poCTa
OKHUCJIMTENIBHOTO ToTeHIrana Nb-XJIOpuabsl CKIOHHBI K THAPOIHU3Y/OKHCICHUIO C
oOpazoBanueM OKCUAHBIX (opMm (Nb20s) U KO-KOHJIEHCAIIUU HAa PaHHUX OKCHIHBIX
anpax (mpexzae Bcero Zr(O:), Torma Kak IMIETOYHBIE U TEPEXOTHOMETAUTNYECKUE
KaTUOHbl MPEHMYIIECTBEHHO OCTalTCA B  XJopuaax. PacnpeneneHue 1o
MIPOMITPOTYKTaM MPU TaKOM MEXaHH3Me OMUCKHIBaeTCs caeayromum oopazom. OLITX
(HempephIBHBIM CIMB COJEBOM BaHHBI XJIOpATOpa) aKKyMYIHPYET 3aMETHYIO IOJIIO
cymmapHoro Nb 1o HWHTErpajbHbIM XHMHUUYECKUM JIaHHBIM, YTO COIJIACyeTCsl C
yaepKaHueM HuoOusl B paciiaBe B (popMe pacTBOPEHHBIX XJIOPOKOMIIJIEKCOB /WU
NPOAYKTOB MX MOCIEAYIOIIEr0 TUAPOIN3a P OXJIaXKIAEHUHU (ToHKogucnepcHbie Nb-
OKCHJIbI/OKCUXJIOPUIBI). OTCYTCTBUE CTIEKTpadbHO BhipaxkuMoro Nb 8 SEM-EDS s
OLITX oObsicHsIETCS HE €r0 OTCYTCTBUEM, & MAaTPUITHO-METOANYECKUMH (PaKTOPAMH:
cuibHoe  «pa3zbaBnenue» Nb B maccuBe  NaCl-KCl-Fe/Mn-xiopuaos,
cyOmMukpoHHasi/amopdHasi (Gopma ¥ paBHOMEpHOE pacrpenaenenue, ciadbbie Nb-L-
auauu (~ 2,16 keV) na unrencuBHoM Cl-¢oHEe M camMoINOIIONIEHHE B XJIOPUIHOM
MaTpHIle, a TakKKe OTpaHWYEHHas TIIYyOWHA/TUIOMAAh 30HAMPOBAHUS W 3apsjKa
W3OJISIIIMOHHON conu. B pesynbrare nokanbHasi MUKpoChEMKa He pukcupyeT Nb npu
TOM, 4TO ero uHTerpanbHas 1oyt B OIITX moxeT ObITh 3HAYMMOM. BO3TOHBI MBLIEBOM
kamepbl (ITK) COOTBETCTBYIOT 30HE KOHJICHCAIMU OKCHAHBIX ¢a3; 3mech Nb
nposieisieTcst oimaronapst npespaiieHrnio NbCls/NbOCls B Nb2Os u ero usomopdaomy
BCcTpauBaHuio B ZrO:-nonobHsie TBEpAbIE pacTBOphI ((Zr,T1,Nb)O2-x), moatomy Nb
yBepeHHO BbisBigeTcss SEM-EDS/WDS B Zr-o0oraméHHbIX MHMKPO30HAX MpH
OTHOCUTEILHO HHU3KOM (GoHE B XJOpUAHBIX «kopkax». PacmmaB ITIKC (coneBoit
COOpPHUK MbUICOCAIUTEILHON KaMephl) M0 COCTaBy OJIM30K K XJIOPUJIHON BaHHE; MPHU
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HU3KOM KHUCJIOPOJHOM IIOTEHIMAJIE M OTCYTCTBUM DPa3BUTBIX OKCHUIHBIX «sIep»
HUOOMH MPHUCYTCTBYET MPEUMYIIECTBEHHO B PAaCTBOPEHHBIX XJopodopMax u/miu
TOHKUX MPOAYKTaX MX PaHHEro rujpoiusa, uro, kak 1 B OLUTX, Benér Kk HU3KOM
JokanpHOM naetektupyemoctd B SEM-EDS 06e3 oTpuilanusi €ro BO3MOXKHOTO
MHTErPAJIbHOTO BKJIAJA.

CornacoBaHHas COBOKYIHOCTb TEPMOJUHAMUYECKOTO aHaIu3a,
MUKpPO30HAOBBIX  daHHBIX (SEM-EDS/WDS) wu  ¢aszoBoro MomenupoBaHUS
JEMOHCTPUPYET HENPOTUBOPEUUBYIO KapTHHY [OBEACHHUS HUOOWUS B CHCTEME
«UJIBMEHUT — IIJJaK — XJIOPUpPOBaHME —> MPOMIPOAYKTE: Nb dopmupyer
JBYXMOJAJIBHYIO CXEMY JIOKAJIM3AMK B MCXOIHOM WIBMEHHUTE U «JIByXKOHTYPHOE»
pacnpezesieHue B TATAHOBOM LIUIAKe; IPU XJIOPUPOBAHUU OH MEPEXOAUT B razo(azHble
XJIOpUIHBIE/OKCUXIOpUAHbIE (OpMbI U Janee 3akpemsiercs B Buie Nb2Os
IPEUMYIIECTBEHHO B OKCUJHBIX KOHJeHcarax (Bo3roHsl [1K), Torga kak B cosieBbIX
npoaykrax (OLLUTX, pacmnaB I[IKC) ocraércs B Qopme, TpyaHOIETEKTHPYEMOU
Meronamu SEM-EDS u3-3a MaTpu4HO-METOIUYECKAX OTPAaHUYEHUN IPU BO3MOXKHOM
3HAYMMOM HHTETpaJibHOM BKiaje. Takas uHTeprperanus oOecrneyuBaeT €AWHbIN
(UBUKO-XUMUYECKUA U MUHEPAIOTO-TEXHOJIOTMUYECKUI KOHTEKCT I JalbHEHIIEero
aHaju3a nepepacrpeesieHds HH0OUS Ha MOCIIEAYIONINX CTaIusiX Ipolecca.

BoiBoawbl mo pasaeny 3

1. Ha ocuoBanuu SEM-EDS/WDS u ¢azoBoro monenuposanus (HSC) B
WIBMEHUTOBOM KOHIIEHTpATe YCTAHOBJIECHA JBYXMOJaJbHAs JIOKAIU3alUs HUOOUS:
¢onoBoe  u3omMoppHOe BcTpauBaHue Nb’* B KaTHOHHYIO  MOAPEHIETKY
WIBMEHUTA/PYTUIIA HA CIIEIOBOM YPOBHE (JI€CAThIE-COThIE OJIU Mac.%) U JIOKaJbHBIC
oboramienus Nb B pyTwibHbIX Jlamenax/o0onkax u peakux HFSE-mukpomomenax;
camocTosaTeNbHbIe Nb-(ha3bl He BBISBIEHBI, YTO COIIACYETCS ¢ MOACIBHBIM HOCUTEIIEM
Nb B Buge Nb20Os u ero nzomopduszmom B Ti-oKCUIHBIX (Pa3ax.

2. Jns turanoBoro muaka 60/40 monrBepxkaeHa «ABYXKOHTYpHash» KapTHHA
pacnpeneneHuss Nb: Hu3kuii paBHoMepHbI (oH B TiO:-O0oraroii Marpuie mnpu
OTCYTCTBHHM CaMOCTOSTeNbHOM Nb-(a3el M penkre MUKPO30HBI, COMPSHKEHHBIE C
Zr/REE/Th, rne conepxxanue Nb gqocTuraer aecatbix-eAMHUI] Mac.%.

3. Jua mutaka TiZir HuoOuii HabMrOAAeTCs Ha CIEJOBOM YPOBHE B MaTpuULE U
JIOKaJIbHO BO3pPAcTaeT B CHIIMKATHO-TUTAHATHBIX MUKpOoMeHax; TiO2-MIacTUHBI, Kak
npaBuio, Nb-6emnbl; pacuétet HSC comtacyrorcs ¢ SEM-EDS no marpuunomy
xapaktepy Hocurtenei Nb.

4. OrtBanbHbIM mIamM TUTaHoBoro xjopartopa (OLLTX) mpencrasnser coboit
xnopuaayto Marpuily NaCl-KCI-Fe/Mn-xyopuioB ¢ MHHOPHBIMH  OKCHIHBIMH
npuMecsiMi; OTcyTcTBUe OTYETIMBBIX Nb-mukoB B SEM-EDS  oObscusercs
COBOKYITHOCTBIO MaTPHUUYHO-METOAUYECKUX (PAKTOpOB (pa3baBieHUE B COIEBOM Macce,
cia0bIe Nb-L JTHHUH Ha CHJIbHOM Cl-domne, CaMOIIOTIIOIICHUE,
cyOMukpoHHasi/amopdnHass ¢dopmMa U paBHOMEpPHOE pachpelesieHue, 3apsjka
W3OJISAIMOHHOW MAaTpPHIIBI), TPU TOM YTO WHTETPAIBHBIA XHUMHYCCKUNW aHau3
yKa3bIBaeT HA 3HAUMMYIO cyMMapHyto a0 Nb B OIITX.
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5. Bo3roHbl NBUIEBOM KaMmephl SBISIIOTCS KOHJCHCAIMOHHBIMU OKCHIHO-
XJIOPUIHBIMU arperaraMmy ¢ akTUBHOM ponbio ZrOq-siaep; HnoOun (GuKcupyeTcs: Kak
OokcuaHas coctaBisitomas (TBEpasie  pactBophl  (Zr,Ti,Nb)O:~) u yBepeHHO
oOHapyxuBaeTcs B Zr-o0oTaméHHbIX MUKPO30HAaX, 4To moATBepxaaetcs WDS npu
CYOTIPOIICHTHBIX YPOBHSIX.

6. PacmnaB neuteocanurensHoil kamepsl (IIKC) xapakrepusyercst XsopuiHo-
okcuanoi cpenoit (KCI/NaCl + FeCly ¢ 3ametnbimu nomsimu Al2Os u Ti0O2); tokansHas
nerexkrupyemoctb Nb B SEM-EDS Huzkas no npuunnam, ananorudyabiM OLITX, mpu
MOTEHIIUAJIBHO HEHYJIEBOM UHTEIPAIIbHOM BKJIAJIE.

7. Wrepammonnsiii mogoop ¢a3 B HSC (Mineralogy Iterations) koim4ecTBEHHO
COMIACyeTCsl C KapTaMu paclpeleieHUs U TOUYCYHBIMHU CIIEKTpaMU: JJISI OKCHUIHBIX
KOHJIeHCATOB TOMUHUPYIOT ZrO2 (+Nb20s), 1115 COIEBBIX MPOAYKTOB — HA00P MPOCTHIX
XJIOPUIIOB C MUHOPHBIMH OKCcHUJaMu; B Mojenu HocutesneM Nb Beictynaer Nb2Os, uto
COOTBETCTBYET €r0 OKCUHOM (PUKCAIIMN HAa KOHAEHCAMOHHBIX S/Ipax U U30MOPPUZMY
B Ti/Zr-okcuaHbix (azax.

8. COBOKYMHOCTh TepMoAMHaMuueckux oleHok, SEM-EDS/WDS u HSC
JEMOHCTPHUPYET HENPOTUBOPEUMBYIO LENOYKY IMpEeBpalleHuil HUoOus: n3oMopdHas
IIPUMECH B WIIbMEHUTE — (POHOBasA/oKaIbHas (pukcanus B T1-OKCUIHON/CUITUKATHOM
NOJICUCTEMAX IUIaKa — 00pa3oBaHue razoda3zHbix Nb-XJI0pu10B/OKCUXIOPUIOB IIPH
XJIOPUPOBAHUU — OKCHJIHAs KO-KOHAeHcalus Ha ZrOq-a1paxX B MbUIEBBIX BO3TOHAX;
st coneBbix  mpoaykroB  (OLITX, IIKC) xapakrepHa Hu3Kas JOKaJIbHas
BeIsIBIsIeMOCT Nb  meromamu  SEM-EDS  1npu  BO3MOXHOM — CYIIECTBEHHOM
WHTErPAJIbHOM COACPKAHUU.
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4 UCCIIEJOBAHUE MHWHEPAJ/IN3AIIMN HHUOBUA B Fe-Ti-O
CUCTEMAX

N3BecTHO, UYTO HHOOUM COAEPKUTCS B TUTAHCOAECPXKAIMX MHUHEpagax
wibMenute FeTiOs u pytune TiO, [152]. HuoOuit sBisercs pacnpocTpaHEHHBIM
3aMENIAloIIUM 3JIEMEHTOM OT BTOPOCTENEHHOTO K IJIaBHOMY BO MHOTHX THTaHaTax
(pytmn, wibmeHuT, TuTaHuT CaTiSiOs), mupkonomute CaZrTi,O; u  apyrux
TUTaHOCWJIMKaTax, Takux kak ©Oaotut  BasTiy(Ti,Nb, Fe)s(S14012)0,6Cl,
nammpoduut (Sr,Ba,K,Na),Na(Na,Fe,Mn),Ti[Ti2(S1207)20,(OH,F,0)], u ueBkuHUT
Cey(Ti,Fe™,Fe" )s05(Si,07); [153]. Crenens, B KOTOPOi HMOOMI 3aMEIIAeT TUTAH B
JAHHBIX MUHEpaJ1ax, paznuyHa. Huoouil cogeprkaiuii py il Ha3bIBaeTCd HUOOUEBBIM
pytunom uin wibMenopytuioM (Ti,Nb,Fe™)O, [154].

Hanuune HMoOust B MiIbMEHUTE ONpPEJEICHO B psijie uccienoBanuit [155-157].
[IpucyTcTBrie HHMOOMS B WJIBMEHHUTOBBIX KOHIIEHTPATaX TaKXe IOJTBEPKIAeTCS
OOHAapyEHHUEM €ro B MPOMIIPOAYKTaX TMpPU MPOMBIIIICHHON MepepadoTKe.
Conepxxanue HUOOHWS B WIbMEHUTE oleHuBaercss B mpeaenax 0,011-0,14 % B
nepecuere Ha Nb,Os. Onmy0iHMKoBaHbl Pe3yJIbTaThl UCCIEAOBAHUMN MO ONPEACICHUIO
$ha30BOrO0 cocTaBa WIBMEHUTOBBIX KOHIEHTpatoB [158,159]. B mpoBeneHHbIX
MCCJIEIOBAHMSIX MO OIpPEAENICHUIO (Pa30BOr0 COCTaBa MIBMEHUTOBBIX KOHIIEHTPATOB
oOHapyXeHUe MUHEPATOTHUECKON (PopMbl HUOOUSI HE MPEACTABISETCS BO3MOKHBIM
U3-3a €ro HU3KOro cojaepxkanus. OmHAKO, ONpe/esieHne MUHEpaIU3aluu HUOOUS B
WIBMEHUTE MPEJICTABIISAET KaK OOIIEHAYYHBIN UHTEPEC, TaK U MPAKTUYECKUH, C LEITBIO
MMOHUMAaHUS MPOIIECCOB, TPOUCXOIAIINX C HUOOUEM IPH IepepadboTKe WIBMEHUTOBOIO
KOHIIEHTpAaTa, 1JIs1 ONPEAEICHUS BO3MOKHOCTH €0 MOMyTHOTO U3BJICUYEHUS.

[{enpr0 JTaHHOTO UCCIIEIOBAHUS SIBJISICTCS ONpeiesieHrue PopMbl MUHEpaIU3aIuU
HUOOUSI B WUIBMEHHUTE ITyTeM CUHTE3UPOBAHUS UCKYCCTBEHHOTO MIIBMEHHUTA C BHICOKUM
coJiep>KaHreM HUOOUS, TTO3BOJISIOIIUM ONPEACIIUTH €0 MUHEPAJIOTMYECKYO0 (OpMY B
WJIBMEHUTE PEHTTCHOIUPPAKTOMETPUUECKUM METOJIOM.

B pabotre [160] ycraHoBieHO oOpa3oBaHHWE YHWCTOTO WJIbBMEHHUTA TIIPU
HarpeBaHUM NOPOIIKOB Xkene3a, rematuta Fe;O3 u pytuna TiO, BICOKON YUCTOTHI TPH
temriepatype 1100 B repMeTuyHOil TpyOKe, NpenBapUTEIbHO MNPOAYTOH aproHOM
BbICOKOI 4yacToThl (O,< 4 vpm) U OTBaKyyMHUpOBaHHOW. B naHHOM uccrnenoBanuu
NpEANPUHSATA TMOMbITKA CHHTE3UPOBAHUS MCKYCCTBEHHOI'O WJIBMEHUTA C BBICOKUM
coJiep>KaHuEM HUOOUS C 1EJIBI0 ONPEIeTICHUsI €r0 MUHEPATU3alliu.

4.1 CuHTE3 HCKYCCTBEHHOI0 WJIIbMEHHUTA € BBICOKMM CO/IeP:KaHueM HUOOUSA

B kayecTBe HCXOAHBIX MaTEpPUATIOB MCIOJIB30BAIMCH IMOPOILIKK JIHOKCUIA
tutada Ti0,, nmeHraokcuaa Huoous Nb,Os u okcumo xkenesa (II) FeO u (II1) Fe,Os
TEXHUYECKON YUCTOTHI. V3 MCXOAHBIX BEIIECTB MOATOTOBJICHBI 8§ 0OPa3lOB IIMXTHI
MyTeM TIIATeNbHOTOo cMelrBanus B nponopuusix Ti10,-10 r/ FeO-10 r/ Nb,Os-1,7 1 -
4 obpasua u TiO,-10 1/ Fe,03-10 1/ Nb,Os-1,7 r - 4 o6paszua. IlepememmBanue
KOMIIOHEHTOB OCYIIECTBJISJIOCH B BUOpallMOHHOM M1apoBoit MenbHuIle MM400
RETSCH (pucyHnok 29). M300pakeHne nCX0IHOM MIMXThI MoKa3zaHo Ha puc. 30.

79



Pucynox 30 — Mcxomanas muxra: TiO,/FeO/Nb,Os (cieBa) u TiO2/Fex03/Nb,Os
(cpaBa)

[ToaroToBnenHble 00pa3Lbl MO OTAEIBHOCTH IUJIABMJIMCH B BAKYYMHOM I€uYd
(pucynok 31) B Teuenue 120 u 240 munyT npu Temneparypax 900 °C, 1000 °C, 1100
°C u 1200 °C n Bakyyme nopsanka -0,06 MIla coorBerctBeHHO. OTCUET BpeMEHU
HAYMHAJICS MOCJIE TOCTUKEHUS 3aJJaHHON TeMIEepaTyphbl B MEYH.
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Pucynoxk 31 — Bakyymuas neub Zhengzhou Brother Furnace Co. Ltd (BR-NT)

N300paxeHne moay4eHHbIX MOCe MIIABKH MPOAYKTOB MTOKA3aHO Ha PUCYHOK 32.

Ti0,/FeO/Nb,Os, 900°C, 120 mu=. T10,/FeO/Nb,Os, 1000°C, 120 mMuH.

Pucynox 32 — Ilpoayktsr mnaBku mmxTthl T10,/FeO/Nb,Os, nmuct 1
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Ti0,/FeO/Nb,Os, 1100°C, 120 muH. Ti0,/FeO/Nb,Os, 1200°C, 120 muH.

Pucynok 32, nuct 2

TiOz/FGzO3/Nb205, IOOOOC, 240 MuH.

= L ¥l

Tio.z/‘l:ezog/szos, 9OOOC, 240 MI/IH TiOz/FCzO3/Nb205, 10000C, 240 MuH.
Pucynok 33 — Ilpoayktel minaBku mmxthl T10,/Fe,03/Nb,Os

[Tocne mpoBeneHus MIABOK KaxkJas mpo0a OCTyKajlach B TE€YEHUE HE MeHee 2
4acoB, M3Mellbyanach B KepaMH4eCKOU CTyme U MoABEpragach
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PEHTreHo AU (PPaAKTOMETPUUECKOMY aHaJIHU3y Ha ABTOMATU3UPOBAHHOM
mudppaktomerpe MiniFlex 600 mnpomsBoactBa Rigaku Corporation ¢ Cuge -
u3lydeHuem, f-ouiabTp. YciaoBus cbeMmku audpakrorpamm: U=35 kB; =20 MA;
cheMka 0-20; merektop 2 rpan/muH. PenTreHodas3oBblii  aHaIM3  Ha
MOJIYKOJIMYECTBEHHOM OCHOBE BBIMOJIHEH MO AU(paKTOrpaMMaM MOPOILIKOBBIX MPOO ¢
NPUMEHEHUEM METO/Ia PAaBHBIX HABECOK M HMCKYCCTBEHHBIX cMeceil. Omnpeaensiiuch
KOJIMYECTBEHHBIE  COOTHONIICHHUS  KpUCTaimyeckux  ¢a3.  Murepnperanus
nudpakTorpaMM MPOBOAMIIACH C UCIOJIb30BaHMEM AaHHBIX kapToTeku [CDD: 6aza
MOPOIIKOBEIX audpakromerpudeckux naHHeix PDF 2 (Powder Diffraction File)
Release 2022 u nmporpammsel High Score Plus. [l ocHOBHBIX (a3 mpoBOAUIICS pacyeT
coaepkanusi. Bo3moxHBI mpuMecu, UACHTU(DUKAIMS KOTOPBIX HE MOXKET OBITh
OJTHO3HAYHOM M3-3a MAJIbIX COJIEP>KaHUM U MIPUCYTCTBUS TOJBKO 1-2 T paKIIMmOHHBIX
pedIeKcoB UM TI0X0W OKPUCTANIM30BAHHOCTH.

Tepmorpadudeckuii aHamu3 TMOJYYCHHBIX MPOAYKTOB IIJIaBKU BBITIOJHEH
MeronoM uddepenunansHor  TepmorpaBumerpun  (UTI) Ha cuHXpOoHHOM
tepmudeckom ananmmzatope STA 409 PC/PG NETZSCH.

4.2 PenTreHoau(ppakroMeTpuyecKue HCCJIAeI0BAHUA CHHTE3MPOBAHHOIO
HCKYCCTBEHHOI0 MJIbMEHHMTA ¢ BBICOKHM COJEpPKAaHNEeM HHOOUSA

JudpakrorpaMMmbl TMOJYYEHHBIX IOCJE IUIABOK OOpas3lloB MPECTaBICHBI B
npunoxxeHun 1l. Pe3ynbrartel peHTreHo-Iu(ppakTOMETPUUECKOIO HCCIEAOBAHUS
MOJYYEHHBIX 00pa3ioB mpeacTaBiieHbl B Tabiaunax 20-21. CBoaHbIN pe3yibTar Mo
ONPEIEICHUI0O MHHEpaJornyeckoi (OopMbl HaxOXKIEHUS HUOOMS B 00paslax
npejcTaBiieH B Tabnure 20.

Tabnuna 20 — TermmoBast kapTa pe3yabTaTOB CUHTE3a UCKYCCTBEHHOTO MJIBMEHUTA C
BBICOKUM cojepkanriemM Nb st cucteMbl T10,/FeO/Nb,Os

[ eese/vr | o0 [ we | um | w0 |

S
e (n bearing)

limenorutile (Fe,Ti,Nb)JO, 652 640 578 = 479

e (Fe’TiO$) -

0.0% 65.2%
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Tabmuna 21 — TeroBast KapTa pe3yJbTaTOB CHHTE3a HCKYCCTBEHHOTO MIIBMEHHTA C
BbICOKHM cozepxkanreM Nb nis cuctembl Ti0,/Fe,O3/Nb,Os

"menorUtiIe (Fe'Ti’Nb)oz ---

PseUdObrOOklte (FEZTIOS) ----

Fel.696 Ti0.228 O3

Iron Enneaicosaoxo-
hendecaniobate

Iron(l11) Titanium(IV)
Niobium(V)Oxide

szOs

Iron(lll) Niobium Oxide

Tabnuna 22 — CBOJHBIN pe3yabTaT peHTTeHO-TU(PPAKTOMETPUIECKUX UCCIICIOBAHUN

Process Name of Nb-
Neo | Starting material o Phases observed mineralization
temp., °C
phase

Fei833 (OH)o5 O2.5; (Tio.gs Feo.1 Nbo.1)

900 05: NbyOs NnemeHopyTuin

1000 Fei.833 (OH)os O2.s; (Tio.s Feo.1 Nbo.1) VTbMeHOpyTH

1 | TiOy/FeONbOs O2; Nb20s

1100 Fei.833 (OH)o.5 O2.5; (Ti0.8 Feo.1 Nbo.1) Oz; Vb MCHODYTHI
Fe,TiOs Py
(Tio,gFeo,leo.l)Oz; FezTi05;

1200 (Fer.531Tio.169)053 Nnemenopytri
(Tio.8Feo.1Nbo.1)O2; Fe203; FeaTiOs;

900 NbOs Nnemenopytri
(Ti0.8Fe0.1Nbo.1)O2; Fe20s;

1000 Fe,TiOs; Fe(Nby101) NnemenopyTuin

2 | TiO2/Fe203/Nb20Os (Ti0.8Fe0.1Nbo.1)O2; FerTiOs;

1100 Fe1.60603Ti0.228; NnsmeHoOpyTHT
Ti2Nb10O29
(Ti0.6 Feo2Nbo2)O2; Fe,TiOs;

1200 (FeTiNb)o.66704; Fe1.98403; FeENbO4 Hbaeropy Tt

Ha ocHoBe peHTreHoa3oBoro aHajliM3a YyCTaHOBJEHO, YTO OCHOBHOMU
MUHEPAJIOTHIECKON (POpMOit Hax0XIeHNsT HUOOUS B CHHTE3UPOBAHHBIX 00pasiax npu
pPa3TUYHBIX TEMIIepaTypax SBISCTCS WIBMEHOPYTHJI — TBEPABIA pactBop Nb B
cTpyktype pyTtwina u unbMenuta ¢ dopmynoit (Ti,Fe,Nb)O.. Kpome Toro, mpu
temneparypax Bbime 1000 °C  nabmomaercss oOpa3oBaHUE JOMOJHUTEIIBHBIX
HuoOwmiiconepkamux ¢as, Takux Kak FENbOas, TiaNbio0O2 u (FeTiNDb)o.ss704. Taxoke
ObLTM MAEHTU(ULIHUPOBAHBI COMYTCTBYIOIIKUE (ha3bl, XapakTEepHbIE IJIsl KEJIe30- U

TUTAHOCOJEPKAIIUX CUCTEM, BKIIO4as rceBaoOpykuT Fe.TiOs, remaTuT (B TOM unciie
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TUTAHCOJEPIKAIIHI), a TAKXKE OKCHUIbI CJIOKHOTO COCTaBa, Takhe Kak Fer.so6T10.22803.
Hamnume »Tux a3 mOATBEp)KIAET CIOXKHYIO (Da30BYIO SBOJIOIUIO CHUCTEMBI B
3aBUCHUMOCTH OT TEMIIepaTypbl M COCTaBa UCXOAHOW wmMXThl. [lomydeHHbIE
pe3ynbTaThl BXKHBI JJISI TIOHUMAHHS TIOBEACHUS HUOOWS W COTPOBOXKIAIONINX €TO
KOMITOHEHTOB TIPH IepepadboTKe TUTAHCOACPIKAIIETO CHIPhS U 000CHOBAHUS ITyTEH MX
MOMYTHOTO KOMIIEKCHOT'O U3BJICYEHUSI.

4.3 Tepmorpaguueckuii aHaJNU3 CHHTE3MPOBAHHOIO MCKYCCTBEHHOIO
WIBMEHHUTA C BLICOKHM COJIepP:KaHueM HHOOUS

Tepmorpadguueckuii aHaliu3 CHUHTE3UPOBAHHBIX MPOAYKTOB cHUCTEM Ti02-
FeO/Fe203-Nb20s BbinosiHeH oaHoBpeMeHHbIMU u3Mepenusmu DTA/DTG/TG B
uHepTHOU aTMocdepe N2 s OLEHKH TEPMOCTAOUIBLHOCTH, TeMmIepaTryp (pa3zoBbIx
npeBpaieHuii u coctostuus puxcanuu Nb B unrepsane 25-900 °C. s kaxaoit cepuu
MPECTaBIICHbl YEThIPE UHANBUIyaTIbHbIE TEPMOTPAaMMBbI IIPU TEMIIEpaTypax CUHTE3a
900/1000/1100/1200 °C (pucynku 34 u 35). YucnoBsie napameTpsl (Am, quamna3oHsl
TepMo3pdektoB, onopHeie nuku DTA) cBenensl B Tabn. 4.4-1; nns ynobcrsa
COIIOCTAaBJIEHUS OCTATOYHAA Macca Am 1o cepusiM MokaszaHa Ha puc. 34-35.

Pucynok 34 — Unausuayansubsie TepmMorpamMmmbl (DTA/DTG/TG) cepun TiO2-
FeO-Nb:0s, cieBa Ha npaso: 900 °C; 1000 °C; 1100 °C; 1200 °C

N\ »

Pucynox 35 — Unausuayansueie TepmorpamMmmbl (DTA/DTG/TG) cepun TiO2-
Fe20;-Nb20s, cneBa Hanpaso: 900 °C; 1000 °C; 1100 °C; 1200 °C
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st cepun TiO2-FeO-Nb2Os puxcupyroTcst BipakeHHbIE TEIIOBbIE 2P HEKTHI B
muanazone ~300-800 °C wm mnpusHaku HectabwiabHocTH Ha crtaaun 1000 °C
(CylecTBeHHbIE M3MEHEHHsS MacChl M CTPYKTyphl), Torga kak npu 1100-1200 °C
npoduis TG/DTA yka3biBaeT Ha 3aBEpPIIEHHYIO CTa0MIM3AINIO TBEPABIX PACTBOPOB
tuna Fe-Ti-Nb-O (MuHHMalbHBIE TOTEPH, €IWHUYHBIC YHOPSAOYUBAIOUINE ITHKH).
CBoJHBIE 3HAYEHUS IO JAHHOM Cepyur MPUBEIEHBI B Tabauue 23.

Tabnuua 23 — Cognas undopmanus mo repmorpammam TiO2/FeO/Nb20s

Tewm. Hoteps | Jluanason XapakTepHble OO6pazoBaHHbIe
Ne apky | MACCHI ITHKOB g (°C) OCHOBHBIE TIPOLIECCHI (basbi
(TG) C)
Yactuunoe
V nanenue BJary, | GOpMHUpPOBAHHE
o B 0 50, 114, 324, | nepexpuctamuzamus | Nb-dassi,
1| 900°C 1-0.29% | 50-725 557,725 | Nb2Os, Havano | amopHas ~ Nb-
FeTiNbOs OKCHIHAs
CTPYKTypa
AxTuBHOC He3zagepiénnoe
290, 327,
> 11000°C | —=8.35% | 290-812 387, 564, BBIJICTICHUE JIETy4HX, | oOpa3oBanue Nb-
784, 812 HecTaOMIbHOCTE Nb | (hasbl, I[erpaﬂavuml
u Fe dassbr Fe-coenunennii
3aBeplleHue
o CTPYKTYpHOI O6pa3oBana
3 | 1100°C j(Lc(’)r;I)G/; 26-782 3221’ 2)’6127%2 mubdy3uu, ycroiunBas (asa
) ’ ’ cTaduIn3anus FeTii-xNbOs
FeTiNbOs
OunanpHas  Nb-
Onkcamns Nb B UJIbMEHUTOBAS
o 340, 448, .. ) penieTka:
4 11200°C | —-1.23% | 297-742 555, 742 peméTke Ti/Fe, FeTiNbOe —
YHOOPSI0YUBaHUE TiNbO-
CTaOUITN3UPOBAHBI

B cucreme Ti02-Fe203-Nb20s TepmoaunaMmuueckast KapTuHa 0oJiee «MsTKas:
MOTEPU MACChI MaJIbl TUOO OTCYTCTBYIOT, a TepMOI(D(PEKThI cocpenoToueHsl B ~250-
800 °C w WHTCPHPETHPYIOTCA KaK  IOCJIeJOoBaTeNbHAs  JSTHapaTarus/
NepeKpucTajiin3alns ¢ paHHed MuHepanuzanued Nb-comepkamux TBEPABIX
pactBopoB; Ha 1200 °C orTmeuaeTcs MakCHUMallbHas CTaOWIM3alMs CTPYKTYpPHI.
CBoJiHBIE 3HAYEHUS TI0 ATOM cepuu MpUBEAEHBI B Tabmuie 24.

Tabnuua 24 — Cognas undopmanus no repmorpamMmmam Ti102/FeO/Nb20s
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Ne /i Temneparypa | Ocrarounas [wnana3on XapaxkTepHble KoMmerTapuii
CHUHTE3a macca (%) | repmoapdextoB |  muku (°C)
1 2 3 4 5 6
80.3, 117.1, | YactmuHas
1 900 °C 99.33 80-675 277.1, 581.0, | nerunparanus,
674.5 HecTaOuIbHAs




[Tponomxkenue Tadauib 24

1 2 3 4 5 6
CTPYKTYypa, ciaboe
yIOPSIOYUBAHHE
46.6,117.8, bonee . BBIPAJKCHHBIE
2 1000 °C 100.69 46-741 258.6, 533.5, | KM ACTHApaTatii 1
741 7 NePEKPUCTAILTU3AIHH,
' dbopmupoBanue Nb-da3
81.4,124.8, A
252.2, 449.0, 3HKT(I)4T13;3H}1’\2?4quKHe MMUKU
3 1100 °C 100.31 81-788 453.5,573.9, AOTED ’
UK paszioxxenus Nb-da3
659.4, 738.9, o
788 8 npu 252 °C

376.0, 681.9, | CunpHas craOuIM3aLus,
760.0, 763.1, | BeIcOKas
764.5, 768.1, | TEpMOCTOMKOCTb,

799.2 MUHUMYM [IOTEPh MacChl

4 1200 °C 101.49 376-799

B coBokynmHOcTH TepMorpaduueckue JaHHbIE MOJATBEPKAAIOT  BBIOOP
temneparypHoro okHa 1100-1200 °C kak ontumansHoro s crabwim3anuu Fe-Ti-
Nb-O ¢$a3 m mMuHMMHM3aLIMM TOTEPh MaccChl, NpuuéMm cuctema Ha ocHoBe Fex0s
JIEMOHCTPUPYET JIyUIIYIO TEPMOYCTOMYMBOCTH MO cpaBHeHHIO ¢ FeO. I[lomyueHHbie
pe3yibTaThl, coryacyromuecs ¢ GazoBbIM MOJEIUPOBAHUEM, YIITYOISIOT HOHUMAaHHUE
noBefeHus: HuobOust B cuctemax Fe-Ti-O npu BapbUpOBaHUM TEMIIEpaTypHO-
pEIOKCHBIX  ychnoBuM  (dukcanus, nepepacnpeaeneHue, crabunmzanus Nb-
coziepkammux a3) U TEM caMbIM CO3IAIOT HAYYHO 00OCHOBAaHHYIO OCHOBY JUIsl BHIOOpa
napamMeTpoB TOCIEAYIOMINX TEXHOJIOTHYECKUX CTaiuil, a Takxke g pa3paboTKu
TEXHOJIOTUI U3BJICUCHUS] HUOOUS U3 PA3IMYHBIX BUIOB CHIPHA.

4.4 IloBenenue Huodus B Fe-Ti-O cucremax

[ToBenenue HnoOus B okcuAHBIX cuctemax Fe-Ti-O onpenensiercs coueTaHueM
TEMIIepaTypPHO-BPEMEHHBIX U PEIOKC-YCIOBHH, a TAKXKE UCXOJAHON aKTUBHOCTHIO Nb B
ChIpb€ UM mpoMIpoaykrax. Ha oOcCHOBe COBMEUIEHUS TEPMOJUHAMUYECKOTO
mozaenupoBanusi (HSC, ¢aszoBeie wurepaunuu), XRD, SEM-EDS/WDS wu
TepMOrpaUyecKoro aHajau3a YCTAHOBJIGHAa IOCEeAOBaTeIbHAsI 3BOMIONMS (PopM
Jokanu3auuu Nb: mpy yMepeHHO BOCCTaHOBUTEIbHBIX/HENTPaIbHBIX YCIOBUIX (BETKA
FeO, T < 900-1100 °C) Nb*>* yaepkuBaetcst kKak n3oMop(Hasi mpuMech B PemIéTKax
Ti10: (pyTun) u 1BEPABIX pacTBopax Fe-Ti-O; npu noseiiennu temneparypst 1 pO2 (T
= 1100-1200 °C; Betka Fe20s3) hopmupyercss Nb-o0oraiéHHblil pyTHIbHBIA BApUAHT
(mmemenopytui, (Fe,Ti,Nb)O:), nanee mpoucxoaut cerperammsit Nb u BbieneHue
otnenbHbIX HH00aToB (FeNbOs, Ti-Huobater) npu napamienbaoM pocte Fe:TiOs. Otu

CTaJMM COTJIACYIOTCS CO CMeIIeHUsMH 20 u XapakTepHbIMU TepMmodddexramu
DTA/DTG.
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T copepkanme Nb, T (=900-1100 °C), spema T (21100-1200 °C), T pO; (BeTka Fe;0;), BbiaepkKa

U3omopdHaa npumecs Nb** Nb-o6orawéHHbIin Huobarbi
8 pelsTKax PYTUABHBIN BapUaHT (oTaencHbie pasbi)
TiO; (pytun) u Fe-Ti-O unomeropytmn (Fe Ti,Nb)O, FeNbOj, Ti;NbyoO3s v ap.

YMepeHHO BOCCTAHOBMT,/HERTpanbHan cpena
(Huaxui pO,, seTka Fe0); Cerperaumna Nb w3 pewetkn = FeNbO,, TizND,,O;s; pocT Fe,TiOs
yaepwarue Nb B pewértke

Cuewopuu sosucam om savmussocmy Nbs (codepw., T, spemn) o Kucaopodwoeo Nomenuana. Juanasos ODUEHIMUPOSOMME U COOMWOCRMON ¢ XRD-pesymssmamamny MoGemesbar (UCmem

Pucynox 36 - Opomouust popm HaxoxaeHust Nb B cucremax Fe-Ti-O/TiO:2 npu
u3meHeHuu T u pOa: uzomopdHas npumech — Nb-000TamEHHbIN pyTHI
(nnbMeHOpyTHIT) — oTnenbHble HH00aThl (FENbO4, Ti2Nb1oO2 u ap.).

MHUKPOCKONIMYECKUN MEXaHU3M OINHKCBIBAETCA B HoTaunu Kpérepa-Bunka kax
3amenienue Nb** B B-nosuniuu (Nb'y; B TiO2; Nb'zyr. B Fe-Ti-O) ¢ xommeHcaruei
3apsja 3a cuer: (1) okucienus coceanero Fe** — Fe**; (i1) 00pa3oBaHMs KUCIOPOIHBIX
BakaHcuii VO"p B 0ojiee BOCCTAaHOBUTEIBHBIX YCIOBHSX; (111) JIOKaJIbHOM
Kjactepuzauud eexTtoB mpu nepeHacwimieHnn Nb. Ha wmakpoypoBHe 3TO
OpOSIBIISIETCS  KaK  BErapAonoJoOHblE CMELIEHUS MapaMeTpoB  PEMIETKH U
YCTOMYMBOCTh TBEPJOTO pacTBOpa Hpu Maibix noisx Nb, a npu Bbicokux T/pO. —
JKCONIIOLMST HUOOATHBIX (a3 ¢ mosBieHueM ux pediuexcoB B XRD u ycunenuem
TerioBbIX 3¢ dexToB B o0nactu ~600-850 °C.

Huaxme gonmn Nb, £1000-1100 *C, umaxui pO; TT(21100-1200 “C), Tp0O;, sugepwxa

Habniogaembie cneacreua
Z Komnexncayun sapaga
3amewenue (yzen pewérku B) (Krdger-Vink)
& Casur 28 / napamerpos pewénun
NB** > nosnuus Ti/Fe & TIO n ard-
e / 10z {pymn) u A) Nb_Tie + Fe_Fe' =0 (Fe** &> Fe* ) (Vegart.i. fopaiHo)
Fe-TI-0 B) Nb_Tie + TITi' >0 (T** € Ti* CrabrAsHOCTD TRERAOIO PACTBOPA NPW
3. 3apag: Nb_Tie / Nb_Fee manbix gonsx Nb

C) 2Nb_Ti® +V_Qee 20
Xocr-pewérra: TIO; (pyrun), Fe-Ti-O ) b_Ti Tpenas! npy T/p0;: yaepmanne Nb o
{xcnoponMas sakaHcwa)
pewérne € cerperayma

Tebpami pacteop: Nb 8 TIOy/Fe-Ti-O Mepexoa k orgenssbm Nb-dasam (Hrobarw)

Otosuavewus Kroger-Vink: Nb_Tie [Nb ua nosuuuy T), +1), Fe Fe'(Fe® | Ti_TI' (™). V_Oee (aavances O)

Pucynok 37 - Mexanusm uzoMmopdHoro 3ameiieHuss Nb*" 1 myTu koMmrneHcauu
3apsina (o6o3HaueHust Kpérepa-Bunka); oxxugaeMble IKCTIEpUMEHTATbHBIE CIEACTBUS
(cmenienus 20, ycTOMUMBOCTD TBEPABIX PACTBOPOB, IKCOJIIOIUS HUOOATOB)

[IpakTuueckue CIENCTBUS: JJII MAaTEPUATIOB C «PEmIETOUHON» (ukcarmeit Nb
nesnecooopasHa npeaBapuTeIbHas OKHUCJIUTENIbHASI/BEICOKOTEMIIEpATYPHASI
noarotoBka (T > 1100-1200 °C, xontpommpyemsbiii pO2), mepeBomsmas Nb B
OTIIeJIbHBIE HHMOOAThI W YIPOIIAIONAsi CEJICKTUBHOE BCKPHITHE (XJIOPUIHBIC WIIN
IIEJIOYHO-KUCIIOTHBIE CXeMBI). Eciii HHo0aTh! y ke MpucyTCTBYIOT, MPEANOYTUTEIHHBI
CEJICKTUBHBIE MapHIpyTh (xJI0pupOBaHHE C koHgeHcammenr  NbCls;
0e3TopuHbie/PTOPUT-OTPAHUYCHHBIE  THAPOMETALTYPTUYECKHE  CXEMBI)  C
pereHeparieit peareHToB. TakuM 00pa3oMm, pe3yabTaTbl HHTETPUPYIOT TEOPETHUECKUE
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U DKCIIEpUMEHTAIbHBIE JaHHbIE O JoKanu3anuu Nb U 3alaloT ympaBiisieMble OKHa
YCIOBHM JUIsl TIEPEBOAA MEXKIY «PEMETOYHBIM» H  «(ha30BO-BBIICICHHBIM
COCTOSIHUSIMH, TTOBBIIIAS TIPECKa3yeMOoCTh U 3()(PEKTUBHOCTH N3BJICUCHUS HUOOUSI.

BoiBoabl o pazjaeny 4

1. CuHTEe3UpOBaHBl W  OXapaKTepU30BaHbl MOAENbHBIE cUCTeMBl T10:-
FeO/Fe203-Nb20s  (900-1200 °C) ¢ pemnpomyrupyeMbiM  (ha30BBIM  COCTABOM;
comemenne XRD, SEM-EDS/WDS, TG/DTA/DTG u ¢a3oBoro MojieaupoBaHUsI
(HSC) nano cornacoBanHyto KapTuHy pactipezenenus Nb.

2. Ilpu ymMepeHHO BOCCTaHOBUTEIbHBIX/HEUTPATbHBIX ycaoBusX (BeTka FeO, T
< 900-1100 °C) HroOu# NpPenuMyIIeCTBEHHO (PUKCUPYETCs KaK U30MOpQHasi TPUMECh
Nb** B pemérkax TiO: u TBEpaBIX pactBopax Fe-Ti-O; mpusHaku cerperanuu
MUHUMAaJbHBI.

3. IloBbimienue temmnepatypsl U pO: (T = 1100-1200 °C; Berka Fe20s)
npuBoUT K  Nb-oOoramenutro pytuina (WIBMEHOPYTHJIBHBIM — BapuaHT) U
NOCIIEAYIOLEMY BBIICICHUIO OTAENIbHBIX HH00aTOB (mpex e Bcero FeNbOs; raxoke Ti-
HUOoOaThl) npu napajuieabHoM pocte Fe:TiOs; 310 moaTBepx)aeHo cMeuleHus MU 20 1
tepmodpdexkramu DTA/DTG.

4. Tepmuueckue curHatypel (ocHOBHble 3pdexter  ~600-850 °C wu
BbICOKOTEMIEparypHas obOmactb >1000 °C) cornacyroTcss ¢ NEpexoaoM OT
«pemi€éTouHoi» (ukcanuu Nb Kk pa3zoBo oTAeNEHHBIM HHMOOATaM U MOJAEPKUBAIOT
pe3ynbTaThl (Ha30BOT0 MOJICITUPOBAHHS.

5. ns texHoreHHblx MarepuanoB Fe-Ti-O (TUTaHOBbIE NITAKHU, MPOIYKTHI
XJIOPUPOBAHMSI ) BBISBIICHBI T€ JK€ TCHCHINH: PEKUMBI ¢ HU3KUM pO2 yepxkuBaroT Nb
B peHIETKEe, OKUCIUTEIbHBIC/BHICOKOTEMIIEPATYPHBIE BBIACPKKU TmepeBoasT Nb B
HUOOATHI, 00JI€€ YYBCTBUTEIbHBIE K CEIEKTUBHOMY BCKPBITHIO.

6. [IpeyioxkeHsl  TEXHOJIOTMUECKHE  «OKHa»: (1)  mpeaBapuTeNIbHas
OKUCHHUTENbHasE TepMooOpabotka (>1100-1200 °C, kouTpomupyembii pO2) miis
nepeBojia «perméroyHoro» Nb B HH00aThl U yNpoILeHUs TOCAEAYIOLIEr0 U3BICUECHNUS;
(1) mpu HAIMYUM HUOOATOB — CEJEKTUBHBICE MapHIPYThl (XJIOPUPOBAHUE C
kougeHcarmer NbCls nubo ruapomMeTatyprus ¢ OrpaHudeHueM (GTOpPUIOB) C
pereHepalmen peareHToB.

7. PesynpTaTel 3amalOT OCHOBY Il OOOCHOBAHHOTO BBIOOpa MapaMeTpoB
MOCIEAYIONUX  CTaguil  (XJOpUpOBaHUE/BhIIETaUMBaHNe, ylaBiauBaHue Nb,
3aMKHYTbIE KOHTYPBI pEareHTOB) U TIOBBIIIAIOT MPEICKa3yeMOCTh N3BIICUCHHSI HUOOWS
U3 TIPUPOTHOTO ¥ TEXHOTCHHOTO CHIPHSI.

8. OrpaHnueHus 1 3aJ1eN1: KOJMYECTBEHHAs: KUHETHKA (pa30BbIX MPEBPAIICHUN U
BaJieHTHbIE cocTosHus TpeOyroT in-situ HT-XRD/DTA u BbICOKOUYBCTBUTEIbHBIX
meronoB (WDS/uXRD/XPS); kuneruueckwii acmekT BBIHECEH B JajbHEIIee
paccMOTpeHHE.

89



S NCCUIIEJOBAHHUE PACHIPEJAEJEHUA HNOBUA 1P
MMPOU3BOJACTBE TETPAXJIOPUJIA TUTAHA

MupoBasi  mpakTUKa  MOpEANnojaracT  MOpeaBapuTeIbHOE  OOoTralieHue
WJIBMEHUTOBBIX KOHIIEHTPAaTOB MO THUTaHy C MCIOJB30BAHUEM PAa3JIMYHBIX CXEM.
[IpeobnamaroT cxeMbl ¢ TIOJYYCHHEM TaK Ha3bIBAEMOTO «MCKYCCTBEHHOTO PYTHJIA» U
TUTAHOBBIX NUIAKOB. IIl1aku — TEXHOTEHHBIM KOHILIEHTPAT TUTAHA, MPOU3BOAST U3
WJIBMEHUTOBBIX U APU30HUTOBBIX Py CIEHUAIBHO JJIs1 TOCIEAYIOIETO XJIOPUPOBAHUS
[161]. meHHO BapuWaHT BBIIJIABKA NUIAKOB SBISETCA CTAHAAPTHBIM Kak i
MpoM3BOCTBA HA mpeAnpusaTusax ctpad CHI', Tak v 1711 MHOTUX TIPEANPUITUNA IPYTUX
TUTAHIIPOM3BOJAIIMX CTpaH Mwupa. I[Ipu TPOM3BOACTBE THUTAHOBOIO IILIAKA
PYAHOTEPMHUYECKUM CIOCOOOM B KayeCcTBE TOMYTHOW MPOAYKIHMH TOJIy4aroT
METAJTHYECKYIO JIUTaTypy MO XMMHUYECKOMY COCTaBYy OJU3KYIO K YYTYHY C BBICOKUM
conep>kanrieM Banaaus (<~0,02 %) [162].

B Tabmuue 25 XapaKTepUCTUKH HMCXOJHBIX MHUHEPAIBbHBIX KOHLEHTPATOB -
WJIBMEHUTOB, IPOU3BOJUMBIX B PA3IUYHBIX CTPaHAX.

Tabmuua 25 — CocTaB UIBMEHUTOBBIX KOHIIEHTPATOB, MPOU3BOJIMMBIX B Pa3IMYHBIX
pernoHax

CTpaHa - HPOU3BOAUTCIIb HIIBMCHHUTOBOI'O KOHIICHTpPATAa
Hamvenoanme Kwurait ‘ Nunus ‘ Ykpanna* ‘ Kazaxcran**
KOMITOHEHTAa
CojiepkaHue B KOHIIEHTpaTe Macc. 10JH, %o
TiO, 47,200 52,500 66,400 52,300
FeO 34,380 30,500 20,250 -
FexO3 14,200 13,500 - 41,100
Al O3 0,430 0,520 1,975 0,700
SiO» 1,560 0,620 0,875 2,600
P>0s 0,025 0,040 0,110 0,070
CaO 0,200 0,250 0,588 0,100
Cr0s - 0,050 1,245 0,200
S 0,015 0,030 0,039 0,032
MnO 0,470 0,330 0,875 2,900
MgO 1,200 0,630 0,823 0,330
V205 0,250 0,230 0,353 0,210
Nb2Os 0,011 0,021 0,031 0,020
[Ipumeuanue: * - woumentpar BompHOropckoro I'OK; ** - konmentpar
Carnaesckoro ['OK.

Kak crnegyer w3 mNpHUBEICHHBIX [JIaHHBIX, THUTAHCOJEPIKAILIEE ChIPHE,
MCIOJI3yEMOE ITPY MPOU3BOCTBE LIJIAKOB, ABJISETCS KOMIUIEKCHBIM. [[ToMuMo THTaHa,
KaK OCHOBBI, KOHILICHTPAThl COJAEpPKaT psiJ LIEHHBIX B KOMMEPUYECKOM OTHOIICHUU
AJIEMEHTOB, TAaKUX KaK IUPKOHMM, CKaHAWMN, TaHTaJ, HUOOWUM, BaHaauil. Takue
MIPUMECHBIE DJIEMEHTHI KaK JKEJI€30, ATIOMUHUNA, KPEMHHUM, MapraHel, KaJlblui MoKa
CUMTAIOTCS OANTACTHBIMH M TIOBCEMECTHO HAIIPABIISIIOTCS B OTBAJIHI.
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[Tony4denHslil TOCNIE pyJHO-TEPMUYECKON TUIABKU TUTAHOBBIN IIJIAK MOCTYHAET
Ha Tepenesl XJIOPUPOBaHUA, € TUTAHCOAEPIKAILEE ChIPbE BCKPBIBAETCS XJIOPOM B
pacrutaBe cojeil menounbix MetauioB (mpemmymectBerHo KCl, NaCl, MgCl,) B
npucyTtcTBuM xjopuaos xene3a (FeCl,, FeCls) u npyrux siaemMeHToB, conepikaiuxcs
B MCXOJIHOM CBIPbE, a TAKXKE YIJIEPOACOIepKaIlero BocctanoButens [163].

OCHOBHBIMM TMPOMIIPOAYKTAMU TIPU MPOU3BOACTBE TETpaxJOpUaa TUTAHA
ABJIAIOTCS OTBAJBHBIN nuIaM TUTaHoBoro xisopartopa (OLLTX), Bo3roHsl nbuieBOi
kamepnl (I1K), pacriaB meuteocamutensHoi kKamepbl ¢ coseBod BaHHou (IIKC) wu
MyJblia TETpaxjopuaa Tutana [164].

Takum 006pa3oM, Ha OCHOBAHUU JINTEPATYPHBIX JAHHBIX MOXKHO CJI€JaTh BHIBO/I,
YTO pEIKUE METAILIbI, COJEPKAIIMECS B TUTAHOBOM ChIpbE, B TOM 4YHCII€ HUOOUH U
BAaHA/JWI, NIPU IPOMU3BOJCTBE TUTAHOBOIO IIIaKa PYJIHOTEPMUYECKUM METOJIOM B
OCHOBHOM pPaCIpEIEAIOTCS MEXAY THUTAHOBBIM IIJIAKOM U IOIMYTHO IOJIYy4YaeMbIM
yyryHoM. [lpu mnpousBoJCTBE TeTpaxjopujga TUTaHAa METOJOM XJIOPUPOBAHMS,
pacnpenesnieHue COMyTCTBYIOMMX PEAKUX AJIEMEHTOB mpoucxoaut Mmexay OIITX,
BosroHamu 11K, pacrasom IIKC u mynbnoit TeTpaxiopuaa TUTaHa.

Llenpt0o  uccnenoBaHus  SBISETCA  ONPEAECICHHE  KOJUYECTBEHHOIO
pacripefielieHuss HUOOUSI M BaHAJUs W3 TUTAHCOJIEPXKAIIETO ChIPhs B KOHEUYHBIN U
IIPOMEKYTOUHBII MPOIYKT MPOU3BOJICTBA TATAHOBOIO IJIAKa U TETPAXJIOPHIa TUTAHA.
VYcTaHOBIEHHE JAHHOTO pACHpPEACNICHHUS JJIEMEHTOB IO3BOJUT  ONPEIEIUTH
JanbHeiIIee HallpaBieHUE B pa3pad0TKe TEXHOJIOTHH MOMYTHOTO U3BJICUEHUS HUOOUS
13 TUTAHCOJEPIKAILETO ChIPhS IPU MPOU3BOACTBE TETPAXJIOPUIA TUTAHA.

Meto TaHHOTO KCCIIEIOBAHMS 3aKIIFOYAETCSl B MPOBEICHUH MMPOMBIILICHHBIX
WCIIBITAHUN C TIOJIyYEHHEM TUTAHOBOIO IILJIaKa B PYAHOTEPMUYECKON MEYU U3 CMECH
CarnaeBckoro U BoJbHOTOPCKOrO MIIBMEHUTOBBIX KOHIEHTPATOB B COOTHOILICHHH
60%/40%, XJOpUpOBAaHWEM THUTAHOBOTO IIJJaka B pacIjlaBe COJICH MIEIOYHBIX
METaUVIOB B MPUCYTCTBUU YIJIEPOACOAEPIKAILEIO0 BOCCTAHOBUTENS C IMOJTYyYEHUEM
TEXHUYECKOT0 TeTpaxjopuaa TurtaHa u npomnpoaykroB - OLITX, sosronos IIK,
pacrasa [IKC u mynbnel TeTpaxiopuia TUTaHA.

NiibMEeHUTOBBIM KOHIEHTPAT TMOJABEPTajiCsi BOCCTAHOBUTEIBHOW ILUIABKE B
PYIHOTEPMHUYECKOM MEYM B MPUCYTCTBUU YIJIEPOACOAEPKALIETO BOCCTAHOBUTEIS
(anTparutr AM) npu Temmneparypax 1400-1600 °C. B pesynbrare ObUT MOJy4YEH
TUTAHOBBIN 1IJIAK, YYTYH U MbLIb.

[Tomy4yeHHBI THUTAHOBBIM NUIAK APOOWIICA, CYHIMJICS W H3MEIbYalCi [0
bpakuuu 0,16 MM. 3aTeM H3METBLYEHHOE CBIPhE IMOJBEPraIOCh XJIOPUPOBAHUIO
KOHIICHTPHPOBAHHBIM XJI0poM (He MeHee 90% 00BbeMH. ) B pacIuiaBe COJICH IMEIOUHBIX
metasuioB (KCl, NaCl, MgCl,) B mpuCyTCTBHH YTIAEPOCOIEPHKAIIETO BOCCTAHOBUTEIIS
(aaTpanut, w3MmenbueHHbI He Oonee 0,16 mMm) mpum temmeparype 700-820 °C.
XJIOpUpOBaHUE MPOBOAUIOCH B XJIOPUPYIOLIEH YCTAHOBKE, COCTOSIIEN U3 XJIOpaTopa
Y CUCTEMbI KOH/ICHCALINH.

B pesynbrare XJOpUpOBaHUA THUTAHOBOIO IIJIaKa MOJy4aeTcsl Iapora3oBas
CMECh, COCTOSIIIAs U3 MAPOB TETPaXJIOpUJia TUTAHA U APYTHUX XJIOPUAOB COCIUHEHUH,
BXOJISIIIIUX B COCTaB TUTAHCOJEPKAILEIO ChIpbsi. B CBS3M ¢ Tem, 4TO TeMIeparyphbl
KUIEHUS] KOMIIOHEHTOB Mapora3oBOM CMECH pa3iMYaroTCs B IIMPOKOM AUAna3oHe,
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IMPOUCXOJUT MX pasleibHas KOHJIEHCAllMs B anmaparax CHCTEMbl KOHJIEHCAlUU
XJIOpUpPYIOLIEH yCTaHOBKM. B pe3yinbraTe 4Yero u3 CKOHJICHCHUPOBABIIUXCS
KOMITOHEHTOB TIapOTra30BOMl CMECH O00pa3yroTCs MPOIMPOMYKTHI TPOU3BOJICTBA
TeTpaxJopu/ia TUTAHA.

OOpa3yeMblii B TMpoIlecCe€ XJIOPUPOBAHUS OTBAJIBHBIA MIIAM TUTAHOBOIO
XJiopaTopa TMEPUOIUYECKHA CIUBAICS B METAJUIMUECKHN KOPOO ISl TOIIEpKaHUS
pabouero ypoBHsI paciuiaBa B xJiopaTope. Bo3roHsl nbuieBoil kaMepbl COOMPAUCh B
CHeIUaIbHYI0 EMKOCTD - KI0O€IIb, MOJICOCIUHIEMbIN K KOHYCY MbLIeBOM KaMephl. [1o
Mepe MOBBIIICHUS YPOBHS pacijlaBa B BAaHHE TMbLJICOCATUTEIBHOM KaMephl C COJIEBOM
BaHHOM, paciiaB [IKC ciauBancs B kopoO.

Temneparypa B xjoparope noaiaepxuBaiach B quanazone 700-820 °C 3a cuet
HK30TEPMUYECKOTO TeIJIa PEaklUil XJOPUPOBAHUS W PETyIUpPOBaNacCh MoAaven
MyJIBIIBl OPOCUTENBHOTO CKpyOOepa Ha paciulaB M B TOJICBOJIOBOE MPOCTPAHCTBO
XJjioparopa mnepes riaaBHbIM Ta3oxooM. CojepkaHue TBEPJIbIX MPUMECE B MyJibIie
OpOCUTENILHOTO CKpyOOepa moanepxkuBanock He Oonee 100 r/n. Ilomydaemblii B
pe3yJibTaTe TETPaXJIOPUJl TUTAHA HAMPABIISIICA HA JAJbHEUIYI0 peKTU(DHUKAIIMOHHO-
XUMHUUYECKYIO0 OYUCTKY JJIsl TPOU3BOJICTBA TUTaHA I'y0UYaTorO.

OOpazoBbiBaBIIMECS ~ MPOMIPOAYKTHI  B3BEIIMBAIUCH,  OT  KaXJOro
OpOMIPOJAYyKTa 3 paza B Mecsl OTOMpaduch NpoObl U OOBEIUHSUINCH B OJHY
cpeaHemecsunyto mpoOy. Kaxnas cpenneMmecsiyHas mpoda mojBeprajiach aHaJIu3y Ha
cojiepkaHre HHoOMs M BaHausl B mepecdyere Ha Nb,Osu V;,0s.

Omnpenenenue coaep:kaHusi OKCHUJa HUOOUS U OKCHJAa BaHAIUsS B WIbMEHUTE,
TUTAHOBOM IIUTAKE, a Takxke neHraokcuaa Banaaua B OLITX, sosronax 1K, pacruiase
[IKC wu mnynbne OpOCUTENBHOTO CKpyOOepa OCYIIECTBISIOCh CHEKTPAIbHBIM
AMUCCHOHHBIM METOAOM. CHEeKTpalbHbIA SMHCCHUOHHBIM METOJ OCHOBaH Ha
BO30Y>KJICHUHM aTOMOB 3JIEMEHTOB B JIyT€ MEPEMEHHOTO TOKA, PA3JI0KCHUH U3TyUeHUs
B CIEKTpP, PETUCTPALMH  DJICKTPUYECKUX  CUTHAJIOB,  IPOMOPIHUOHAIBHBIX
WHTCHCUBHOCTSAM aHAJIUTUYECKUX JIMHUM M OMNpEAeeHUH MAacCOBBIX JOJeH TI0
IpalydpOBOYHBIM TpaduKam.

B oTBanbHOM MIJJaMe THUTAaHOBOTO XJOpaTOpa, BO3TOHAX IMBIJIEBOM KaMephl,
paciuiaBe MbUICOCOUTENBHON KaMEpPbl C COJIEBOM BAaHHOM, MYJIBIIE OPOCUTEIIHLHOTO
ckpyOOepa omnpenenenue coaepxkanust Nb (B mepecuere Ha NbyOs) BBINOIHAIOCH
dhoTOMETpUIECKUM METOJIOM c HCIIOJIb30BaHUEM (hoTOMETPUYECKOTO
KOHIICHTparmoHHoro kanopumerpa K®K-3. Meron ocHoBaH Ha 00pa3oBaHUH
OKpAIIIEHHOTO CcoeluHeHus Huoous ¢ 1-(2-mupuami-azo)- peszopruHom (ITAP) B
TapTPaTHO-COJITHOKUCIION cpelle W TOCHEAYIOIIEM HU3MEPEHUU ONTHUYECKOU
MJIOTHOCTH PacTBOPA.

Jlyist ompeseneHusi pacmupeneneHus HUOOWsT M BaHAIWs IO MPOMIPOAYKTaM
MPOU3BOJICTBA TETpPaxXJOpuja THUTAaHA OBUIM MPOAHAIM3UPOBAHBI  PE3YJIbTATHI
CpeIHEMECSYHBIX aHAJIM30B Ha CoJiepKaHue B mpomIipoaykTax B Nb u V3a nepuoj
2014-2021 ropos. Pacuer pacnpeneneHuss HUOOWs U BaHAAMs BBITIOJIHEH B IpOTpaMMe
MS Excel u ocHOBaH Ha ONpPEACIICHUH KOJMYECTBA MCCIEAYEMBIX D3JIEMEHTOB,
NEePeXOsIMX B KaXIbI NPOMMOPOAYKT B MepecdyeTe Ha 1 TOHHY HCXOJHOTO
TUTAHCOJIEPIKAIIETO ChIPhS.
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5.1 OnbITHO-NPOMBIIILJIEHHbIE UCTIIBITAHUS no onpeaeJeHUI0
pacnpenejieHusT HUOOMSI TNPH PYJIOTEPMUYECKON IUIaBKe WJIbBMEHUTOBOIO
KOHIIeHTpAaTa

Pynorepmuyeckass mepepaboTKa WIBMEHUTOBBIX KOHIICHTPATOB SIBIISIETCS
BOKHEHUIIIMM 3TallOM B TEXHOJIOTHU TMOJIYUYEHHS] TUTAHOBOIO IILJIaKa, UCIIOIb3YEMOTO
Jajee B MPOLECCe XJIOPUPOBAHUS JIsl POU3BOJCTBA TETpAXJIopuaa TUTaHa. Bmecte ¢
TEM, JIaHHAasl CTaus ONPEAEseT JaTbHEUIYIO CYyIb0Y TaKUX PEIKUX IJIEMEHTOB, KaK
HUOOUI, MPUCYTCTBYIOLIUX B MCXOAHOM ChIpb€ B BHJI€ U30MOP(HBIX BKIIOYEHHUH B
WIBMEHUTOBOM cTpyKType. [IpoBeieHre ONbITHO-TPOMBIIUICHHBIX MJIaBOK MO3BOJISET
HE TOJIbKO BepU(UIHUPOBATH TEPMOJMHAMUYECKHE TIPOTHO3bI, HO U OLEHUTH
pacrpeziefiecHie HUOOMS MEXIy pa3IMYHbIMU MPOAYKTaMHU Mpolecca - ILIAKOM,
YYTYHOM U MbUIBIO.

B kadectBe HCXOOHOTO CBHIPHS HCHOJIB30BAJaCh CMECh HIBMEHUTOBBIX
KOHIICHTPATOB U3 JIBYX UCTOYHUKOB:

— CarnaeBckuit koHueHTpat (40%) - ¢ 6onee BEICOKUM cojiepkanreM Nba2Os;

— BonpHoropckuii konunentpar (60%) - obecrnieunBaronuii 6J1aronpusTHHIN
6ananc Fe/Ti.

— Jns  ynoydiieHds YCIOBMM IUTABKU M CHIDKEHMSI TOTE€Ph  HUOOUS
M CIIOJIb30BAJIHCH:

— aHTpauuT Mapku AM B KauecTBE BOCCTAHOBUTETIS,

— wmBecth (CaO) - B KayecTBe  (UIIOCYIOIIETO  KOMIIOHEHTA,
CTaOMJIM3UPYIOIIETO MUTAKOBYIO (hazy.

[Iponecc miaBku TPOBOAUIICS B IyTOBOM PyIOTEPMUUYECKON MTEYN MOIIHOCTHEO
15 MBA, npu temneparype 1400-1600 °C, ¢ nocienyroomum CIMBOM paciuiaBa. B
xoJie 47 OMBITHO-TIPOMBIIIICHHBIX TUIABOK OBLIO TiepepadoTaHo 4775,4 TOHH HINXTHI,
nosiydeHo 3364,5 TOHH TUTAHOBOTO IUIaka, 736,8 TOHH 4YyryHa, a TaKXke coOpaHa
dbpakuus MbUTH, YHOCHMAs C Ta3aMHu.

AHanu3 pacnpeneneHuss HUOOMSI MPOBOAMWIICS IO BCEM MPOAYKTaM ILIABKU:
UIaKy, 4yryHy u neuid. OmnpeneneHue copaepkanust Nb2Os BBINOJHEHO METOAO0M
pentreHodayopecuieHTHoro ananuza (XRF), ¢ mocnemyromeit mnepepacu€THom
OLICHKOM 0ajaHCOB MO Macce.

Pe3ynbTaThl HCTIBITAHUHT

CornacHo pe3yJibTaTaM XUMUYECKOTO aHaIN3a U OAJIaHCOBBIM pacuéTaM:

- OcHoBHas Mmacca HUOOUSI COCPEA0TOYEHA B TUTAHOBOM ILIake - 10 99,9 % ot
o0IIIeTro coepKaHus B ChIPhHE.

- B wmetamnmuyeckyto ¢aszy (4yryH) HUOOMM TPAKTUYECKH HE MEPEXOIUT
(<0,01 %).

— HesHnauutenpHbie MOTEpU (QUKCUPYIOTCS B MHUIEBON (pakmuu - OKOJIO
0,007 %.

OTO TMOATBEPKAAECT BBICOKYI0 W30MPATENbHOCTh 3aKpEIUICHUS HUOOWS B
KHUCIIOpoJcoiepKauX (pa3zax Hulaka U TEPMOAMHAMUYECKYIO HEBO3MOMXHOCTb
BOCCTaHOBJICHUSI Nb 70 JIeTy4rX XJIOpUJIOB WJIM PACTBOPEHUS B METAJIIE B YCIOBUSIX
PYZOTEPMUAYECKOM TIIIABKH.
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Tabnuma 26 — MaTtepuanabHbIi OanaHC IPOU3BOJICTBA TUTAHOBOTO IITaKa

Komnonenm/
o6vexm
ananuza

Pacyernas
macca
MPOJYKTA,

Couepmaﬂne 3JIEMEHTOB B IlepecyeTre HA OKCH/bI, %/ KOJIN4ecTBO, KI'

TiO2 (Ti)*

FeO / Fe203**
(Fe)

Si02 (Si)

V205 (V)

Nb2Os

Kr % KT % KT % KT % KT % KT

Camn.
unbMenum

60 52.3 31.38 41.1 24.66 2.6 1.56 0.21 0.126 0.02 0.012

B nepecu. na wucm. 3n-m 31.35 18.81 31.94 19.16 1.216 0.729 0.118 0.071 0.014 0.008

Boron. 40 66.4 26.56 20.25 8.1 0.88 0352 0.35 0.14 0.031 0.0124

unbMeHum
39.81

15.92 15.74 6.295 0.411 0.165 0.196 0.078 0.022 0.009

B nepecu. Ha wucm. 31-m
Ti-mnax 68.35 86.2

VKTMK 6.36 4.347 2.61 1.784 0.38 0.26 0.04 0.027

58.92

B nepecu. na uucm. yn-m 51.68 35.32 4.943 3.378 1.22 0.834 0.213 0.145 0.028 0.019

Yyeyn 14.97 0.012 0.0018 96.98 14.52 0.3 0.045 0.02 0.003

v | 2.5 36.9 0.923 36 0.9 8.5 0.213 0.11 0.0028 0.02 0.0005

B nepecu. na uucm. 3n-m 22.12 0.553 27.98 0.699 0.099 0.062 0.0015 0.014 0.0003

99.9

Kosppuuue 1IJTaK 97.8 16.2
Hm 4yI'yH 0.005 69.5 52 1.73

uzeneyeHus IbLIb 0.014 0.03 0.016

Pacn-e 1Ak 21.63 0.541 4.532 0.052 0.014 0.0003

YyI'yH 0.0011 0.00003 19.44 0.001

71€emernmoes,

K/%: BUIb 0.0031 7.74E-05 0.0084 4.312E-06 2.23687E-06 5.59217E-08

OcHOBHOI1 (a30ii, B KOTOPOM 3aKpEIUISICTCS] HUOOUH, SIBISETCS WIBMEHOPYTHII -
TBEpABIA pacTBOp ¢ Qopmynon (Ti,Fe,Nb)O:, ycToluuBbiii mnpu Temmeparypax
PYIOTEPMHUYECKON IUIaBKU. biaromapsi BBICOKOM TEPMOAMHAMUYECKOH ITPOYHOCTH
HUOOMEBBIX OKCUIOB, OHU HE MOJAAI0TCS BOCCTaHOBIIEHHUIO 10 Nb® nmpu Temneparype
mMenee 2000 °C u coxXpaHsItoTCs B KUCIOPOICOAepIKaIIeH MI1akoBo# (ase.

Pe3ynbpTaThl NOATBEPXKIAIOT, 4YTO PYIJOTEPMHUECKasl CTagusi NepepadoTKu
WIbMEHUTA ABISIETCS () ()PEKTUBHBIM 3TAlIOM KOHLIEHTPUPOBAHUS HUOOUS, popMuUpys
0a3y 715 €ro MoCJIeIyOUIEro U3BJICUEHUS MIPU XJIOPUPOBAHUY IILJIAKA.

BriBoab1 0 moapaszaeny

1. ITpoBen€HHbIE OMBITHO-NPOMBINUIEHHBIE IUIABKU ITOKa3ainu, 4To 99,9 %
HUOOMSI IEPEXO/IUT B TUTAHOBBIN ILIJIAK.

2. ITorepu HMOOUS B UyryH U IbLIb IpeHeOpexumo maisl (<0,01 % u ~0,007 %
COOTBETCTBEHHO).

3. 3akperyieHue HUOOUS MPOUCXOAUT B (OpME YCTOWYUBBIX OKCHIOB,
IPEUMYIIECTBEHHO B CTPYKTYPE WJIbMEHOPYTHJIONOAO0HBIX (a3.

4. IlomydyeHHbIE  JaHHBIE TMOATBEPXKAAIOT  BO3MOXHOCTh  KOMIUIEKCHOM
nepepaboTKU TUTAHCOIEPKAILETO ChIPbs C MOMYTHBIM U3BJICYEHUEM HUOOMS, HAaUUHas
CO CTaIMM UIaKOOOpa30BaHUsI.

5.2 OnbITHO-IPOMBILILTICHHBIE HCIBITAHUA no onpeaeIeHUI0
pacnpejegeHust HUOOUS MPU XJIOPUPOBAHNH TUTAHOBOI'0 IVIAKA M KOHJAEHCAMHU
apora3oBoii cMecH

X0opupoBaHUE TUTAHOBOTO IIJIaKa MPOU3BOJIUIOCH HEMPEPHIBHBIM METOJIOM,
MIpY TTOCTOSAHHOM 3arpy3Ke TUTAHOBOTO HuIaka B KojaudectBe 550-560 xr Ha 1 TOHHY
TETpaxJIOpUJa TUTaHA. 3arpy3ka U3MEIbUYCHHOTO aHTpainuta cocraBisuia 100-110 kr
Ha | TOHHY mpoaykTa, Takxke ia noanepxanus conepxkanusi FeC,+FeClsne 6omee
32% Bo wu30ekaHWE TOBBINICHUS BSI3KOCTH paciuiaBa, B XJIOPTOP 3arpykKaju
OTpaOOTaHHBIA  3JEKTPOJUT MArHUEBBIX D3JEKTPOJIU3EPOB U  U3MEIbUYECHHYIO
texundeckyto coiib (NaCl) B xommuectBe 400-800 kr Ha 1 TOHHY TeTpaxjopuaa

tutana. KonumdyectBeHHOE 0Opa3zoBaHWE MPOMIPOAYKTOBHA | TOHHY 3arpyKE€HHOTO
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tuTaHoBoro nuoiaka cocrtaBwio: OIITX - 436 kr/t; BosroHoB IIK - 14,56 kr/t;
pacmiaBa [1IKC - 14,98 xr/T; myabpIbl OpOCUTENHHOTO CKpyOOepa - 3 Kr/T.

Pacnipenenenrie HMOOWS TO MPOMIPOAYKTAM IPOU3BOJCTBA TETPAXJIOPHIA
TUTaHA, PACCUYMTAHHOEC HAa OCHOBAaHWU IMPOBEIACHHBIX MPOMBINUICHHBIX HCIBITAHUM,
BBINJISIAUT clienytomuM o0pazom. M3 100% 3arpykeHHOro C THUTaHCOJAEPKallUM
ceipeM HHOOUS 37 % nepexoaut B OLITX, 3 % - B Bo3rons 11K, 1,8 % - B pacruias
[TKC u 58,2 % - B y/bIly OPOCUTEIIBHOTO CKpy0Oepa. MaTepuanbHbIil OanaHc HHOOUs
IIPU XJIOPUPOBAHUU NpUBE/ICH B TabmuIe 27.

Ta6nuna 27 — MartepuansHbiii 6ananc Nb Ha cTaauu XJIOPUPOBAHUS

No [TpommpoaykT Macca Hoist Nb ot Nb, kr/T Coneprxanue
n/n MMOTOKA, KI/T BX0Ja B IIAXThI Nb, r/kr
IIUXTBI cTanuio, % IPOAYKTa
1 OTBanbHBIN IIAM 307,2 37,0 0,0630 0,205
TUTAHOBOTO XJIOPATOpa
(OHITX)
2 Bo3srouns! neiiaeBoit 10,26 3,0 0,0051 0,498
kamepsl (1K)
3 Pacrinar 10,55 1,8 0,0031 0,291
MBLUICOCATUTENILHON
kamepsl (IIKC)
4 [lynbna opocUTENBHOTO 2,11 58,2 0,0992 47.0
cKkpy0Oepa
5 Hroro (Bxox Nb Ha — 100 0,1704 —
CTaJINIO)
[Tpumeuanue. [Tepecuér Nb u3 Nb20Os: w(Nb) = 0,699-w(Nb20s). Maccel mpoMnpoayKToB
pHUBeAEHbI Ha | T MMXTHI (C y4ETOM BBIXOJ1a IIIJIAKa).

Takum 00pa3oM, MPOBEICHHBIC IPOMBIIIJICHHBIE WCIBITAHUS ITO3BOJIIIH
YCTAHOBUTH paclpeiesieHne HUOOMS, SBISIONIETOCS MOMYTHBIM  AJIEMEHTOM
TUTAHCOJEPHKAILETO ChIPhsl, IPU MPOU3BOACTBE TUTAHOBOI'O NUIAKA W TETPAXJIOpHUIA
tuTaHa. [loaydeHHble pe3yabTaThl YKa3bIBAIOT HA TO, YTO MPAKTUUYECKU BECh HUOOUN
MEPEXOUT U3 UIIBMEHUTOBOTO KOHIIEHTPATa B TUTAHOBBIN IILJIAK.

[Ipy mnpousBoACTBE TeTpaxjopujia TUTaHA, OCHOBHAs YacThb HHUOOUS
koHueHTpupyercs B OLLITX u mynbne opocutenbHOro ckpy0oepa, Banaaus - B OLLITX
U MyJiblie KyOOBBIX OCTaTKOB. [/laHHBIN BBIBOJ yKa3blBaeT Ha TO, YTO pa3paboTKa
TEXHOJIOTUH TIOIYTHOTO W3BJCYCHUS HHOOWS TPHU TPOU3BOJACTBE TETpaxJIOpHia
TUTaHa JOJKHA OBITh cocpemoToyeHa Ha ero u3BieueHuu u3 OIUTX u mymbmsr
OpPOCHUTENIBHOTO CKpyOOepa U OCHOBaHAa HAa COUYETAHWUU (DU3UIECKUX METOJIOB, TAKHX
KaKk OTCTaMBaHWE IIyJIbIIbl, MEXAHWYECKOE pa3AeieHue, IUCTUUISILIAOHHAS
nepepadoTKa ¥ METOJIOB THAPOMETAILTYPTHUH.

BbiBoabI o pa3zgeay S
1. ITpoBeA€HHBIE OMBITHO-MPOMBIIIJICHHBIE HCHBITAHUS MO TepepadboTke
KOMIUIEKCHOTO WJIbMEHHUTOBOTO CBIPbSI TO3BOJIUIM yCTAHOBUTHh (haKTUUYECKUE
HaIpaBJICHUS pacrpeseeHuss HUOOUs TpPU TMPOU3BOJICTBE THUTAHOBOI'O IIUIAKA U
TETPaXJIOpU/Ia TUTAHA.
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2. YCTaHOBIIEHO, YTO Ha CTaguu pyAoTepMUYecKOod miaBku Ooixee 99,9 %
HUOOHSI, COAEpKAUIErocs B WIbMEHUTOBBIX KOHLEHTpaTax, NEPEXOAUT B COCTaB
TUTAHOBOTO IIJaKa, TPEUMYIIECTBEHHO B (JOpME YCTOWUHMBBIX OKCHUAHBIX (ha3 THIA
(T1,Fe,Nb)O.. [Totepu B MmeTaimmnyeckyto a3y v MbIIEBYIO COCTABIISIONIYIO SBISTFOTCS
npenebpexumMo ManbiMu U He nipeBbimaiot 0,01 %.

3. Ha stame xymopupoBaHWsS THTAHOBOTO IIJIaKa YCTAHOBJIEHO, YTO HUOOWIA
NPEUMYILECTBEHHO pPAacCHpeiesieTcss MEXIy OTBAJIbHBIM I[IJIAMOM THTAaHOBOIO
xyioparopa (OLUTX) (37 %) u nynbnoit opocutesbHOro ckpyooepa (58,2 %), Toraa
KaK €ro cojiepkaHue B BO3TOHAX IbUIEBOM KaMepbl M pacIiaBe COJICBOM BaHHBI
COCTAaBJISIET HE3HAYUTEIbHYIO JI0JII0 (B cyMMe MeHee S %).

4. CymMapHbI€ IaHHbIE TOATBEPKIAIOT BHICOKYIO TEPMUUECKYIO U XUMUYECKYIO
CTaOMJIBHOCTh OKCHJIOB HHOOHWS, OOYCIOBIMBAIOIIYI0O UX MPEUMYIIECTBEHHOE
3aKpemieHne B KHUCIOpoJcoaepkamux (azax mpu pyJoTePMUUYECKON IUIABKE U
cinalylo JIeTy4ecTb IpPH XJIOPHUPOBAaHWHU, 32 HCKIIOYEHHEM 3aXBaTa MbUIEBBIMU U
MEXaHUYIECKUMHU TTPUMECSIMHU.

5. OnpeneneHbl MPUOPUTETHBIE HAMpPaBJICHUS [JIs1 Pa3padOTKU TEXHOJIOTUU
NOMYTHOTO M3BJIEUEHUS HHOOMS - B mepByto ouepeapr u3 OLUTX u mymbnsl
OpOCUTENILHOTO CKpyOOepa, kak Hambosiee oOoramEéHHbIX (OpM, TMPUTOIHBIX JIs
JanbHeel nepepaboTKy ¢ MPUMEHEHUEM (U3UYECKUX U THIPOMETAILTYPrUUeCKUX
METO/IOB.

6. [losrydeHHbIe pe3ynbTaThl MPEACTABISIOT COOOM 3KCIEPUMEHTANIbHYIO 0a3y
JUTSl IPOEKTUPOBAHUSI CXEM KOMILUIEKCHOTO W3BJICUCHUSI HUOOUS MPU TPOU3BOJICTBE
TeTpaxJiopujia TUTaHAa M TOATBEPKIAIOT I1€1€CO00Pa3HOCTh BKIIOUEHUS JTAHHOTO
MO/IX0/1a B MPOMBINIJICHHYIO IPAKTUKY TIEPEPAOOTKH TUTAHCOAEPKAIIETO CHIPHS.
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6 PASPABOTKA TEXHOJIOTMU TIOJYYEHUS COEJIWHEHUM
HHNOBMS ITPU ITPOU3BOJACTBE TETPAXJIOPUJIA TUTAHA

6.1 BoiesieHue coeJMHeHMIT HHOOUS U3 MYJIbIbI TETPAXJI0PUAA TUTAHA

BBuay BBICOKON TEXHOJIOTHYECKOW 3HAYUMOCTU IMPOLIECCOB MepepaboTKu
MyJIBIBl TETPAXJIOpUAa TUTAHA, COJEPIKaAIICH 3HAYUTEIFHOE KOJUYECTBO MPUMECEH,
BKJIIOYAsl COCAMHEHMS HUOOWS, NaHHBIA TOJpa3fesl MOCBAIIEH KOMILJIEKCHOMY
WCCJICIOBAaHUIO YCIOBUU M METOJOB WX CEJICKTUBHOTO BbIAeNeHus. VcciemoBaHus,
BKIItOUarone (Ha3oBbIi, XWMHUYECKUH W CTPYKTYPHBIH aHaMM3, TIO3BOJWIN
000CHOBaTh HamOoJiee paIlMOHATBHBIC MOAXOABI K TEPMHUYECKOH, XMMHUYECKOH W
ha3oBoit 00pabOTKE NCXOAHOM MyJIbIbL. [locKOIBKY TaHHas (a3a ABIIETCS TOOOUYHBIM
npoaykrom npousBojictBa TiCls, mepepaboTka mysblibl TpHOOpeTaeT BCE Oolbliee
3HAUYE€HHE KaK UCTOYHUK BTOPUYHOTO CBHIPhS PEAKUX METAILJIOB, BKIIIOUAsi HUOOMIA.

6.1.1 Xumu4ueckuid COCTaB IyJIbIIbI

B kauecTBe HMCXOAHOrO MPOAYKTA ISl BBIIEIEHUS HUOOMICOAEPH KAIIETO
KOHIIEHTpaTa MCIOJb30Banack myibia Terpaxiopuaa tTutana (TiCls), oOpasyromascs
IPU €ro MOJYYEHUN U3 TUTAHCOJAEP AIIMX IIAKOB XJIOPUPOBAHUEM B MPUCYTCTBUU
BoccTaHoBuTeNs. [lomyyeHHas mynema npeacraBiseT co00il IByX(a3HyI0 CUCTEMY C
BBICOKOM JucnepcHor (¢azoi. XMMHYECKUH COCTaB MyJbIbl OBLI ONpPENENEH ¢
IIOMOILBIO PEHTICHOCIIEKTPAJIBbHOTO AHAINM3a W IOKa3aJl HAJIWYUE 3HAYUTEIBHOIO
KOJIMYECTBA OKCHJIOB THTAaHA, KPEMHHs, aJIOMUHUSA, KeJe3a, KalbLUs U HUOOHUS.
Copnepxxanue Nb cocrasisieT 10 7 % 1o Macce, 4To AeaeT 3TOT TEXHOT€HHBIM POYKT
NEPCIEKTUBHBIM HCTOYHUKOM JJIsi HW3BJIEUEHHUs HHUOOMS. Pe3ynbraThl aHaim3a
MpEACTABIICHbI HA PUCYHKE 38.

FeCl3; 5.48  AICI3; 12.54

FeCI2; 0.79 m FeCl2

TiO02; 8.42

TiCl4; 1413 _—7" H FeCl3

m AICI3
_ m Ti02
Si02; 0.26

mSio2

KCl; 4.92. Kl
m NaCl

NaCI; 1.45 ® Nb205

\ Nb205; 12.29 ' Ta205

Ta205; 0.09 m V205

Pucynok 38 — XuMnueckuid cOCTaB MyJIbIIbl TETPAXJIOPUIA TUTAHA.

6.1.2 JlaGoparopHasi MeTOuKa nepepabOTKH MyIbIIbI
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Jlns Beimenenust TBEpAOW ¢aszpl mysbrna odbemoMm 200 M1 moaBepraizach
pasmeneHuto B JabopatopHoit 1eHTpudyre CM-6M (pucynox 39). Ilocme
HeHTpU(YTUpOBaHMs OCBETJIEHHASI YaCTh PacTBOPA CIMBAJIACS, a OCAIOK OTMBIBAJICS
or octatkoB TiCls ¢ wucmomp3oBanueM deTbipéxxmopuctoro yriaepoga (CCla).
[Tomy4denHsbli TBEPABIN OCTATOK MOABEPTAICA IPOKATUBAHUIO B TUTEIBHOM MEYH IIPU
temriepatype 200-250 °C mo o6pazoBanus oHOpOgHOM Macchl. [Tocie mpokanuBaHus
MaTepuan ObLI W3MENbu€H B MOPOIIOK. [lomydeHHBIM OCaloK MPEACTaBIsI COOOU
CBETJIO-KENTHIA  TMOPONIOK, TMPUTOJIHBIM [l jJanbHedmero  (a3oBoro u
MOPGOJIOTHYECKOT0 aHaIU3a.

Pucynox 39 — JIaboparopnas nearpudyra CM-6M

6.1.3 Pentreno¢asoBblii aHaTN3 TPOKAIEHHOTO MOPOIIKA

Pentrenoga3oBblii aHamu3 MPOKAJIEHHOTO MOPOIIKA, MOJYYSHHOTO U3 MYJIbIIbI
TiCls, ObT mpoBeAEH ¢ ucnonb3oBaHueM audpaktomerpa XRD. Ananu3 nokasan
HAJIMYUE TMPEUMYIIECTBEHHO aMOp(QHON (a3bl ¢ BKPAMICHUSAMH KPUCTAITUIECKIX
coenuHeHnil. OCHOBHBIE 3aperHCTPUPOBaHHBIC (ha3bl BKIIOYAIOT JUOKCHJ THUTAaHA
(T102) B popme anataza u pyTai, a Taxke dazy auodata kanbius (CaNb20s) 1 OKCUTBI
xene3a (Fe20s, FesOa). TlpucyrctBue CaNb20s yka3piBaeT Ha BO3MOYKHOE y4acTHE
Kbl B CTaOWIM3allUd COCAMHEHWN HHOOWS B TIPOIECCEe XJIOPUPOBAHMSL.
Pentrenorpamma oOpasmna uzoOpakeHa Ha pucynke 40. PesymbraThl (hazoBoro
aHaiM3a NpUBEACHbI B Ta0IMIE 28.
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Pucynoxk 40 — PenTrenorpamma nojry4eHHOro oopasia

Tabnuua 28 — OcHoBHBIE (Pa3bl, uaeHTU(ULIMPOBaHHbIE TpU XRD-ananu3e nmopounika

KoMmoneHT Popmyna MaccoBblii, %

ClO ClO 18.55(18)

Xitieshanite Fe (S O4) Cl (H2 0)6 24(2)
(NbOCI3 P O ClI3)4 CI24 Nb4 O8 P4 4.9(15)
Ti2 Nb10 029 Nb10 029 Ti2 32.0(16)
Zirconium Phosphate(V) Zr (P O4) (H2 P O4) (H2 20.53(19)
Dihydrogenphosphate(V) Dihydrate - 0)2
Gamma

Amorphous CI24 Nb4 O8 P4 0.02

6.1.4 SEM-EDS ananu3 npokajeHHOr0o NOpoIIKa

PacTpoBo-37€KTpOHHAsT MHUKPOCKONMS C 3HEPrOJUMCIEPCUOHHBIM aHAIU30M
(SEM-EDS) Opima mpumeHeHa [JIs1 OIICHKU MHUKPOCTPYKTYPBl U JIOKAJbHOTO
AJIEMEHTHOTO  COCTaBa IMpOKaJeHHOro mnopomka. Mukpodortorpadun mnpu
yBenndeHusIX x500-x2500 1eMOHCTpUPYIOT BBICOKOAUCTIEPCHYIO CTPYKTYPY MOPOIIKA
C SIPKO BBIPAXEHHBIMHM arperaramu OKpyriioil ¢opmbl (pucyHok 32). EDS-kapTsl
MOATBEPKIAIOT HAJIMYKME€ B OTHEJIbHBIX 30HAaX CKOHIIEHTPUPOBAHHBIX YYaCTKOB,
00OTalllEHHBIX HUOOWEM, BKITIOYAIOLIUX TAK)KE TUTAH, JKeJe30, KaIbI[Ui 1 aTIOMUHHM.
XapakTtep pacnpeneseHus: 3JIEMEHTOB CBUIETENLCTBYET O T€TEPOr€HHOCTH COCTaBa U

($ha30BOI HEOHOPOIHOCTH.
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Pucynox 41 — SEM-U300paxkenus obpasiia NpoKaJIeHHOTO OPOIIKa

[IpoBenéuubie UCCACAOBAHUS IO BBIJICICHUIO TBEPAOrO OCTaTKA W3 IMYJIbIIbI
TeTpaxJopuJa TUTaHa, €ro MPOKAJIMBAHUIO U MOCIEAYIONIEMY aHAIIM3Y MOKa3allld, YTO
MOJTYYEHHBIA MOPOIIOK MPEJCTABIISIET COOOM KOHIIEHTPAT, OOOTAIIEHHBIM OKCHUIAMU
HUoOus1. CorjsacHo JaHHBIM peHTreHodas3oBoro aHanusa u pesyiaprataM SEM-EDS-
UCCIIeIOBaHUM, OCHOBHBIMU (hazamMu B oOpasie aBistorcss Nb2Os U KOMILJIEKCHBIC
okcunabl tHna TiNb207 u Nb2Ti6O17. KonueHntpanuuss HMOOUST B OTIEIBHBIX 30HaX
nocturaeT 10 40 mac. % Nb2Os, 4To COOTBETCTBYET coaepkaHuio 10 28 mac. % Nb.
(ITpunoxxenne Y).

Takoe conepkaHue SBISETCS 3HAYUTEIbHO MPEBBIMIAIONIMM MOPOrOBOE
3Ha4YC€HHUE /I OOJBIIMHCTBA CYIIECTBYIOIIMX MPOMBINIJIEHHBIX CXEM IMepepaboTKu
HUOOMIICOZIEPIKAIETO ChIpbsl. TakuMm 00pa3oM, TMOJIYUYEHHBIN TOPOIIOK MOXET
paccMaTpHBaThCs KaK BBICOKOOOOTAIIEHHBIM HUOOMEBBIM KOHIICHTPAT, MPHUTOIHBIN
JUTSI TIOCTIEAYIOIIETO MePeBOia HUOOUS B PACTBOP C LIEIBIO SKCTPAKITUH.

Oco060 cieayeT OTMETUTh, YTO COJIEp>KaHNe HUOOUS B UCCIIEIOBAHHOM MOPOIITKE
SBJISIETCA JIOCTaTOYHBIM [IJI1 €r0 JajbHeWIIed mnepepaboTKu IO TEXHOJOTHUSIM,
UCIIOJB3YEMBbIM  HAa  TPOMBIINUICHHBIX  OPEANPUATHAX,  TepepadaThIBAIOIIUX
HUOOUMCOAEpKAIIME TMPOMIIPOAYKTBI W OTXOAbl, CHECHHAIM3UPYIOIIUXCA Ha
MOJIYYeHUH M TepepadOTKE COCAMHEHUNW HUOOHUSA. DTO OTKPBHIBAET IMEPCIECKTUBBI
WHTETpallid  TEXHOJOTMH  MepepaboTku  orxofoB  mpousBoacTBa TiCls ¢
JIEHCTBYIOIIMMHU MTPOMBIITUICHHBIMU JTUHUSMU TTOJTYYEHUSI HHOOUEBBIX TIPOTYKTOB.

Takum 00pazoM, TpH HAJUYUH TPOMBINUICHHO 3HAYMMOW KOHIICHTPAIUH
HUOOMSI B TBEPJIOM OCTATKE IMYJIBIIBI OPOCUTENHLHOTO CKpyOOepa (6osnee 11 % Nb),
JanbHEIas nepepadoTKa MoIyYeHHOTO HIOOUHCOAEPIKAIIIETO MTPOTyKTa MOXKET OBITh
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OCYIIECTBJIEHA MO0  KJIACCHMYECKOM  IKCTPAKIMOHHOW  CXeMe, aHaJOTHYHOU
IPUMEHSEMOM Ha IEUCTBYIOIIMX NPEANPUATUAX (PUCYHOK 42).

OO600ménHas MOCIeA0BATEILHOCTh OMepanuil  BKIIOYACT: PacTBOPEHHUE
MPOKaJNEHHOIO IIjlaMa B cMmecu IaBukoBod u cepHor kuciotr (HF +H2SO4) ¢
nocneayromei  ¢unbTpanuet Ha (QuUIBTp-peccax; AKCTPAKIUI0 HUOOUSA U3
OYHIIIEHHOTO pacTBopa C ucmosb3oBanueM Tpudytundocdara (ThbD) B TpyOuaThix
IKCTpakTopax. Jlanee ocyuecTBisseTcs MPOMBIBKA 3KCTPArMPOBAHHONW OPraHUYECKOM
da3bpl JEMOHU3UPOBAHHOW BOJOM, PEIKCTPAKIMS HUOOMS BOJOM JIMOO BOJHBIM
pacTBOpPOM CyJib(aTa aMMOHHS 33JJaHHOW KOHIICHTPAILIUU, a TaKXKe JOMOJTHUTEIbHAS
OUYHMCTKA BOJIHOM (a3bl oT conmyTcTByromux npumeceit (Fe, Mo, Ti, W, P u ap.) nytém
00pabOTKH  2-3TWUJITEKCAHOJIOM B  MPOTUBOTOYHO-MPOTOYHOM cucteme. Ha
3aKJTIOYUTENBHBIX CTAIUAX OCYIIECTBISIETCS OCaXIACHUE THUIAPOKCHAA HUOOUS
aMMUaYHOM BOJIOM, (PUIIBTpAIIs OCajKa, ero cyiika B Tpyouarsix rnevyax rnpu 300 °C u
nocjeAyoniee IMpoKalMBaHUE 10 TodydeHus mneHTaokcuaa Huoous (Nb20s).
[ToydeHHBINH TPOIYKT B 3aBUCUMOCTH OT CTEIIEHU YUCTOTHI MOKET OBITh HAIlPaBJICH
Ha MMPOU3BOACTBO (heppPOHUOOUS, TOABEPTHYT ATFOMOTEPMHUUECKOMY BOCCTAHOBJIEHUIO
JUIS TIOJTydeHUsI HUOOMEBOM JIMTaTyphl JTUOO HCIOJIB30BaH B AJICKTPOHHO-IYYEBOU
MJIaBKE C MOJTyYEHUEM METAJUIMYECKOr0 HUOOUS BHICOKOUW YHCTOTHI.

TexHonormseckas cxema nepepaborm HHoBuCoaepPXALWMX NPOMNPOPAYKTOB (OTXOR0B)
rMApOMETANNYPruveckuM cnocobom

Pacteopenue ocaaxa B HF + H2504 DUNLTPEUMA HE DUNLTP-NPecCax

r

SucTpasums B TRYBUaTLIX SKCTpaKTOpax

Nposiaka Hwobuesoro aKkcTpakTa TE®, Nonyuesxe HHOBKUesoro pacracpa
DEHONHINPORIOR BOLOR BLCOKOW CTENEH TUACTIM OT NpUMecei

(TuTam, xenezo, pocchop ¥ Ap.).

4
[ MNposeiska wwobinesoro pacteopa 2-

| n TUNCEXCAHONIONM B NROTHAOTONHOM
| Pearcrpaumi HUOG#A BOJOA U PACTEOPOM 9 o s fpohm

| asroveHni aa © nepexonoM npuMecad B
ICYNshaTa aMMONRR 3a7aHH0 KOHLEHTPALN G
] A e H - OPraHUNECKYI0 DAy W KOMUEHTPALMER

Hnobing 8 BoaHoR thase

Ocaxgenne rMapooKcHaa MeoSHA
PRICTBOPOM AMMHAHOR BOL B PEAXTODAX

DUNLTRAUMA HA QUNLTD-NPECCaX <

B 2aBUCHMOCTH OT YHCTOTH Nb205 |

Y

MNonyvwerne peppornobus

TNpoKAnnEaMWe MIPOOKCHaa HWODHR C
nonysesuen NeHTaokenaa Hnobua

> ANOMOTEPMUYECKOE BOCCTEHOBNEHWE C
NOMYHEHUEM NUIATVDL
3NeKTPOMMO-NYHeBaA NNABKA C
_nonyueHnem Huobueas cnuTxos

Pucynox 42 — TexHonorudeckas cxema nepepadoTKu HIOOUHCOAepIKaAITUX

IPOMIIPOIYKTOB H OTXOJOB
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6.2 PazpaboTka anmapaTrypHO-T€XHOJIOTMYECKONl CcXeMbl H3BJICYECHUSA
HHOOUIicoIepKALIero NPOAYKTA U3 MYJIbIIbI OPOCHTEJIBLHOI0 CKPy00epa

6.2.100mmue moyiokeHus: 1 000CHOBaHUE HEOOXOAMMOCTH Pa3pabOTKU CXEMBbI

[Iporiecc xopupoBaHUs WIBMEHHUTOBOTO CHIPhS C OOpa30BaHHEM ITYJIbIIbI
OpPOCUTEIBHOTO CKpyOOepa COMpOBOXKAAETCS HAKOIUIEHUEM B KUAKO-TBEpAOW ¢aze
PEAKO3EeMENbHBIX U TPYIHOYJIOBUMBIX KOMIIOHEHTOB, BKITIOUAsl COCTMHECHUS HUOOMSI.
AHanu3 pacnpeneneHuss HIOOUs Ha pa3JIMYHbIX CTaJAHUSIX TEXHOJOTHMYECKOW IEMOYKH
(cMm. paszmen 5) mokaszajg, YTO HMMEHHO B IyJIblie OPOCUTENBHOrO CKpyOOepa
HaO0/1aeTcsl HauOoJbIlass KOHIEHTpalus HuoOus B ¢dopme ciabo pacTBOPUMBIX
MPOJIYKTOB XJIOPUPOBAHUA. DTO JENAaeT JaHHYIO (a3y KIIOYEBBIM OOBEKTOM IS
pa3pabOTKU 1EJICHANIPABICHHOW TEXHOJIOTMM U3BJICUEHUS HHOOUICOAEpKAIIEero
KOHIIEHTpaTa.

Hecmotps Ha Hanmuuue B MyJIbII€ 3HAYMTEIBHOTO KOJWYECTBA TETPaxJIopuaa
TUTaHA U IPYTUX JIETYYUX COCAMHEHUM, NX TEXHOJOTMYECKast IEHHOCTh Kak KOHEUHBIX
IPOJYKTOB OO0YCIAaBIMBAET HEOOXOJMMOCTh HX OTACJIEHHUS OT TBEpAOH (pa3sbl.
TpaguimoHHbIE METOABI  pa3feiCHUsT KOMIIOHEHTOB MyJbhbl ((QuibTpanus,
OTCTauBaHHUE) B YCJIOBUSX MPUCYTCTBUS TMTPOCKOMUYHBIX XJIOPUJIOB OKa3bIBAIOTCSA
HEJOCTATOYHO 3(P(PEKTHUBHBIMHU, YTO TpPeOyeT BHEAPEHHUS METOJOB yHapHBaHUS C
nocJeAyIoNIeH KOHIeH calue tetyue (asbl.

B sroit cBs3u pazpaboTka anmapaTypHO-TEXHOJIOTHUYECKON CXEMbl U3BJICUCHUS
HUOOMIICOIEPIKAIIETO MPOAYKTa U3 MYJIbIIBI OPOCUTEIBHOTO CKpyOOepa CTaHOBUTCS
HEOTHEMJIEMBIM  JTallOM  ONTUMM3AIMU  OO0IIell  cxeMbl  mepepaboTKu
TUTAHCOJIEPKALIETO ChIpbA. L{eNIbl0 JaHHO! CXEMBI SIBIISETCS:

~ obecreueHue MOJIHOTO U3BJICUEHUS JIETYYNX COSAMHEHNH, B IEPBYIO OUepeib
TEXHUYECKOT0 TETpaxJiopuaa TUTAHA;

— (GopMHUPOBAaHHUE CYXOr0 OCTaTKa, 000raréHHOr0 HUOOUEM 1 IIPUTOTHOTO JIJIS
nocJeAyIOIIEH THAPOMETAILTYPTruYecKoi nepepadoTKy;

~ ajanTtanus 000pyI0BaHUS K YCIOBHUSAM BBICOKOTEMIIEPATYPHOTO yHIapUBaHUS
B XJIOpPCOJIEprKalllel Cpese;

~ peanuzanMs Tpolecca B HENPEPHIBHOM WM MEPUOJUUYECKOM PEKUME C
MUHUMAaJIbHBIMU MTOTEPSIMU LIEHHBIX KOMIIOHEHTOB.

Takum 00pa3oM, MpPOEKTUpPYEMas CXeMa pellaer cpasy J[ABE 3aJadu:
MUHUMU3AIUIO oTePh JIETYy4HUX KOMIIOHEHTOB u dbopmupoBaHue
BBICOKOKOHIIEHTPUPOBAHHOTO TBEPIOrO OCTaTKa, COJepraliero HuoOui B (opme,
JIOCTYITHOM JJIs1 U3BJICYEHHUSI C TIOMOIIBIO CYIIECTBYIOIIUX TEXHOIOTUIA, TIPUMEHSIEMBIX
Ha TPO(MIBHBIX MPEANPHUITHSIX, TakuX Kak AO «YJIbOUHCKUI METaLTyprudecKui
3aBOII».

6.2.2 OTOO0p MyNbIbI U3 XJOPUPYIOLIEH YCTAHOBKU

OT100p MyJbIBI U3 PEHUPKYISIIIUOHHOTO KOHTYpPa OPOCHUTEIHHOTO CKpyOOepa
1eJ1ecCO00pa3HO OPraHM30BaTh Ha JIMHUM €€ BO3BpaTa B XJIOPATOp, «A0» TOUYKU BBOJA
B TOpSYyI0 30HY. TEXHOJOTMYECKH 3TO pealn3yeTcsl BPE3KOW TPOMHHKA C JABYMs
3alOpHBIMM BEHTWISIMU (Ha BETBb B XJIOPATOp M Ha BETBb 0TOOpa), OaiimacoM u
oOpaTHBIM KJIAIMIAHOM; Ha JMHUM O0TOOpA yCTAHABIMBAIOTCA pacxoaomep (MarHUTHO-
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WHTyKIITMOHHBIN/KOPHUOJIMCOBBIN ), MPOOOOTOOPHHUK U aMIUTM(UKATOPHI CUTHATIOB JJIsI
ACY TII. Marepuansl UCIOTHEHUS — KOppo3uoHHOcTOiKkue (Ni-cruaBbl, rpadwur,
dbTOpIOIMMEpHI) ¢ MOJTHOW TepMeTH3areil. B mraTtHoM pexume OTKPBHIT MOTOK Ha
XJIOpaTOp; TPU AOCTHIKEHUH TIEJIEBOTO COCTOSIHUS IMTYJIBITBI (POCT BA3KOCTH/TUIOTHOCTH
U pacy€THON KOHILEHTparuu Nb) BBITOJHSETCS MOPIMOHHBIA OTOOp HA YCTaHOBKY
ynapuBanus u koujaeHcauuu TiCls, mocie yero nuHUSA BO3BpaIIaeTCs B MCXOJHOE
ITOJIO’KEHHE. Takon y3el ITO3BOJISIET LIEJICHAIIPABIICHHO BBIBOJIUTH
HUoOMiicoaepkaiyto TBEpayo (aszy, Bo3Bpamias texHuyeckud TiCls B ocHOBHOIM
KOHTYp 0€3 €ro morepb, U OTBEUAET 3aMEYAHUSAM MPEA3alIUThl O HEOOXOAUMOCTU
MPEACTaBIATh MaTepHAJIbHbIE OanaHChl B aOCOMIOTHBIX BeauunHax (KT Nb Ha 1 T
nuiaka) ¢ ssHou 0azoi «100 %o».

Pacuérnbiii Gaianc oTOOpa MyNbIbl MOXXHO BBIPA3uTh B 3aMKHYTOH (opme.
[TycTh MaccoBasi 107151 HIOOMS B TUTAHOBOM IIIJIAKE Cnpb, TOTAA Macca Nb Ha 1 T nutaka
myp, = 1000-cny (xr). Hons HuoOus, nepexonsimas B myibity OC, fos (0 JaHHBIM
pactipeneneHus Nb — kak nmpaBuiio, OCHOBHasl 4acTh). Macca Nb2Os, moctynatoiast B
nyabny Ha 1 T muiaka: myyos = (mny:fos) 70,6993, rae 0,6993 — maccoBast qosist Nb B
Nb2O:s. ITpu neneBoM conepxanuu HuoOus B TBEpAOH (aze myabbl Ciarg (B TOJIX €11,
T.e. 0,16-0,20 mo Nb20s) TpeGyemasi macca Cyxoro ocrtaTtka, BHIBOJUMOI'O C OTOOPOM:
Meyx.ocr. = MNb205 / Crarg. ECIIN CpeHAS KOHIEHTpALUA TBEPIABIX B IyJIble S (Kr/m?), TO
00BEM IyJIbIbI K 0TOOPY Ha 1 T nutaka Vo = Meyxocr. / S. [Ipu ponsBoguTensHoCTH
no 1maxky Py, (T/4) v peuupkynsuuu mynbibl Fpe, (M?/4) mons orbopa oT KOHTYpa
COCTaBUT:

¢ (%) =100 (Pus * Vors) / Fpew = 100 * (Pus - 1000 - cxp - fos) / (0,6993 - Cuarg * S * Fpew).

3aBUCUMOCTh «coepxkaHue Nb B HCXOJHOM MUTake — NPOLEHT oTOOopa
nyJabneDy 0pu GUKCUpOBaHHBIX fos, Ciarg, S, Pum, Fpen — AMHENHAs; nus ynodcrsa
yIpasieHus 3a0a€TCst KOKHOM» 10 Ciarg = 0,16-0,20.

ITokazarenbHble pesxuMsl (mpumep): Py = 10 /4, Fpey = 5 M3 /4, S = 100 xr/a?,
fos = 0,70, Ciarg = 0,18.

ey = 0,03 % (0,3 kr Nb/T): mnp20s = 0,300 KI/T; Meyxoer. = 1,67 KI/T; Vors = 0,0167
M3/T; @ = 3,3 %.

cny = 0,05 % (0,5 xr Nb/T): mnb20s = 0,500 KI/T; Meyxoer. = 2,78 KI/T; Vg = 0,0278
M3/T; @ = 5,6 %.

cnb = 0,08 % (0,8 xr Nb/T): mnb20s = 0,801 KI/T; Meyx.ocr = 4,45 KI/T; Vors = 0,0445 M*/1;
¢ = 8,9 %.

TemnepaTypHBbIi peKUM XJTOPUPYIOLIEH YCTAaHOBKHU MPU OTOOPE peryaupyercs
CTaHIAPTHBIMU KOHTYPOM M YCTaBKaMH: YMEHBIICHUE BO3BpPATa «XOJOJHOI» MaCChI
nyJblbl KoMneHcupyercst 10301 Clo/Chipbs W/uMnu cMmelleHneM MOpLHil Bo3BpaTa.
O1eHOYHO OXJIaXKIaro1asi MOIHOCTb, TepsieMast Ipu 0TOope, paBHa Q = pey - Cp - AT
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* Vors, T1€ Pew — 2P PEKTUBHAS IUIOTHOCTD MYJIBIIBI, Cp — YAEIbHAS TEIUNIOEMKOCTb, AT
— pPa3sHOCTh TEMIIEpaTyp «BaHHa Xjoparopa-myibna». Ilpu pey = 1500 kr/m?, ¢, = 1,2
kJx/(xr-K), AT = 400-500 K 1 Vi = 0,28 M*/9 (cuienapwuii cnp, = 0,05 %) momygaem Q
~ 60-80 xBt. DTa BenMuuMHA CONOCTAaBUMA C TEKYLIMMH KOJIEOAHUSMU NpH
MOPIMOHHON ToJlaye MyJbIBI U OTPabaThIBAETCs IITATHOM aBTOMATHUKOW; BO3BpPAT
kouaeHcupoBanHoro TiCls w3 ymapuBaHus JOMOJHUTEIBHO CTAOMIM3HPYET
MaTepHalbHO-TEIJIOBOM OanaHc.

[TpakTHueckn 3aBUCUMOCTb «Cnp B LUIake — % oTOOpa» 3ama€rcst KapTou
pexumoB ACY TII: nns 3anannbix S, fos, Fpen ccTEMa moaaepxuBaet «0KHO MO Ciarg
= 16-20 % Nb20s (B TBEpmoN (a3e mynbIbI), ABTOMATUYECKU HapaluBas
YacTOTY/JIOJIF0 MOpUMH OTOOpa MpU pOCTE€ Cnpb M, HAOOOPOT, CHMXKas €€ mpu
YMEHBILIEHUU UCXOAHOIO COAEpKAHUSI. DTO MO3BOJISIET KOJUYECTBEHHO «3aMKHYTh)»
OanmaHc HUMOOWS, HE Hapyllas TEIUIOBYIO YCTOMUMBOCTH XJIOpaTOpa U TPeOOBAHUA K
BO3Bpary TexHnueckoro TiCla.

Tabnuna 29 — 3aBUCMMOCTD MPOIEHTa 0TOOpa MYJbILI OT cojaepkanus Nb B nuiake
(okHO 16-20 % Nb20s B TBEp0#1 Pa3e myJIbIIbI)

No 1/m Nb B nutake, mac. | OTOOp IMyNbITBL, OT160p nmynbbl, OT60p nmynbIbl,
B % % (16 % Nb20s) | % (18 % Nb2Os) | % (20 % Nb20Os)

1 0,02 2,5 2,2 2,0

2 0,03 3,8 3,3 3,0

3 0,04 5,0 4.4 4,0

4 0,05 6,3 5,6 5,0

5 0,06 7,5 6,7 6,0

6 0,08 10,0 8,9 8,0

7 0,10 12,5 11,1 10,0

[IpunHsTHIE MapaMeTphl: MPOU3BOIUTEIBLHOCTH MO NUTAKY 10 T/4, perupKyIsIus
nyJibIbl 5 M3/4, TBEpABIE B mynbre 100 kr/m?, monst nepexona Nb B mynemny fos = 0,70;
nepecu€r Nb < Nb20s:  w(Nb)=0,699-w(Nb20s). Dopmyma: ¢(%) =
100-(10-1000-cnb fos)/(0,699- Ciarg 100-5), rae cn, — Mac. nosst Nb B miiake.

6.2.3 Onucanue npeanaraéMoi TEXHOJIOTHYECKOW CXEMBbI

Pa3pabarbiBaeMas TEXHOJIOTMUECKasi CXeMa U3BJICUYEHHS] HUOOUICOAEPKAIIETO
MPOJyKTa OCHOBBIBAETCS Ha MepepadOTKe MyJIbIbI, 00pa3yroUIeiicss B OPOCUTEILHOM
ckpyOOepe  xuopupyromeid  ycraHoBku.  Ilynpma — mpeacraBiasier  coOoi
MHOTOKOMIIOHEHTHYIO CHUCTEMY, COJAEPX AIIYl0, TOMUMO OCHOBHOM >XKUIKOM (a3bl -
TexHu4eckoro terpaxiopua tutana (TiCls), Takke B3BEILIEHHbIE YaCTUIbI MPOAYKTOB
XJIOPUPOBAHMS U MEXaHUUECKHE PUMECH, BKIIIOUast coeAMHeHus Hnoous. Ha ocaoBe
HKCIIEPUMEHTAJIbHBIX U AHAIUTUYECKUX JaHHBIX YCTAaHOBJIEHO, YTO OCHOBHAs JI0JIs
HUOOUSI TEePEeXOAUT MMEHHO B TBEPAYIO a3y MyJbIbl, YTO JelaeT €€ OCHOBHBIM
00BEKTOM TIePepadOTKHU.

[Ipennaraemasi TEXHOJIOTUYECKAash CXeMa MH3BJICUEHUS HHUOOMIICOAEpKAIEro
OpOAYKTa W3 MYJbIBl OPOCUTEIBHOTO CKpyOOepa XJOopupyIOLeH YCTaHOBKU
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HarpaBjieHa Ha KOHIEHTPUPOBAHUE U U3BJICUCHUE HUOOUS IyTEM OTICICHUS KUIKON
dazbr (Terpaxnopuaa tutana, TiCls) oT TBEpHOI (ha3bl MyNbIbI, TOCAEAYIOMIETO €&
yHapyuBaHUs U TIOJYUYEHHUS CyXOT0 OCTAaTKa, MPUTOHOTO ISl THAPOMETAIUTY PTUYeCKOM
nepepaboTku. OCHOBHBIE CTaUH MPOIIECcca, a TAKXKE UX anapaTypHOe HUCIOIHEHHE
MpECTaBIICHBI HA PUCYHKE 43.

I {I‘Iynbna TiCl4

] | N
-— OOL
Mapel TiCl4 |
Nb coa. npoaykt

- 5 — —

N - ) 5
4
O - Cryuy. 2 FIFFIITFTTTZZ.

nynena

10

TiCl4

( -~
S —
=
]
N

Pucynok 43 — IIpuHuunuanbHas anmnaparypHO-TEXHOJIOTHYECKAs CXeMa
nepepaboTKH MyJIbITbI OPOCUTEIBLHOTO CKPyOOepa

B kaudectBe uncxogHoro ceipbs ucnosnb3yercs nynena TiCls, copepxatnas
B3BEILICHHBIE TBEPIbIEC YACTHIIbI, 000TaEHHBIE HHOOUEeM. [1ynba moctynaeT U3 TaHKa
OpPOCUTEIBHOIO CKpyOOepa, TJie HaKaIlJIMBalOTCS MPOIYKThI XJIOPUPOBAHUS, BKIIIOUYAs
coequHenus Nb, Zr, Al, Fe u ap.

[lynbna W3 cuCTeMbl XJOPUPOBAaHUS HAIpPABIAETCd B pacXoiHble Oaku ¢
MelajiKkaMu M Hacocamu (mo3. 1), oOecrieynBarOIMMHU €€ paBHOMEPHYIO TOjady U
roMorenu3anuoo. Jlanee noTok mNoCTynmaeT B AMCTWUISUUMOHHBIA KyO (mo3. 2),
OCHAILIEHHBI LUPKYJISUMOHHBIM TpyO4yaTbiM HarpeBareneM. B stoMm ammapare
MPOUCXOIUT TEpBasi CTaAMsl YNMAPUBAHMS, MPU KOTOPOW OCHOBHAS YACTh JIETY4YEro
Ti1Cls ucnapsietcsi.

OO6pazyronecs: napbl TETPaxJIOPHUAa TUTAHA HANPABISIIOTCS B BEPTUKAIbHBIM
KOXKYXOTPYOHBIN TerI000MeHHHUK (1103. 3), I7Ie OHU KOHJIGHCUPYIOTCS U TTOCTYNAloT B
0ak-cOOpHUK TeTpaxiopuaa TuTaHa (1mo3. 9). [loayyeHHbI TpOIyKT NPUTOEH AJIs
BO3BpPATa B OCHOBHYIO TEXHOJIOTHIO.
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[Tocne ucnapeHusi 3HAYUTENBHONW YACTH >KUJIKOW (a3bl B JUCTUILIALIUOHHOM
KyOe ocTaércs cCryméHHas IyJblia, CoOJepKalias HEUClapuMble MPUMECH U
3HAYUTEIBHYIO YaCTh HUOOUSI.

CryméHHas myJbna HalpaBJsIeTCs] B TUTEIBbHYIO JJIEKTPUUECKYIO 1eub (1103. 4),
I71e B TATAHOBOM THUTJIE (IT03. 5) OCYHIECTBIISIETCS JOMOJIHUTEIBHOE yIapUBaHUE 1O
noiyueHusi cyxoro octatka. [Ipu moBeienHoi temmeparype (1o 250 °C u Bblie)
ocratounsie koinuectBa TiCls yaanstores, a TBEpaas daza KOHIEHTPUPYETCS.

Oo6paszyronecss mapsl  TiCla BHOBb HampaBisIIOTCS B KOXKYXOTPYOHBIi
TOPU30HTAIBHBIN TEeITI00OMEHHUK (1103. 8) U nanee B 6ak-cOopHUK. Takum 00pa3oMm,
JIOCTUTaeTCs MPAKTUYECKU MOTHOE yAaJIEHUE TETPAaXJIopuaa TUTaAaHA U3 CUCTEMBI.

Cyxoii 0CcTaToK, MOJy4YeHHbIH B TUTIIE, coaepkuT 1m0 20-27 mac.% HuoOus u
MPEACTaBIIET COOOM KOHIIEHTPAT, MPUTOIHBIMN HJisi JanbHeWIIe mepepadoTKH.
KoHIEHTpaT W3BJIEKaeTCs BPYYHYK) WM C IIOMOLIBIO MEXaHW3UPOBAHHOIO
3aTapOYHOTO yCTpoicTBa (103. 6), OCJE Yero MOCTyIaeT Ha y4acTOK OTrpy3KH (103.
7) 1 HanpaBJIsIeTCs HA THPOMETAILTYPrHYECKYI0 IEPEPAOOTKY.

CxonnencupoBanHnble napsl TiCls akkyMyupyroTcst B cOOpHBIX 0akax (1mo3. 9)
U B BEPTHKAJIbHOM HAaKOMMTEIbHOM pe3epByape (mo3. 10), oTkyga MOryT ObITh
BO3BpAILEHBI B OOIIMI TEXHOJOTMYECKHM LMK WM pPEaJu30BaHbl KaK TOBAaPHBIN
IPOAYKT. DTO MO3BOJISET MUHUMHU3UPOBATH MOTEPU LUEHHON XJIOPUAHOM (DpaKkiuuu U
MOBBICUTh 3KOHOMHUYECKYIO 3(PPEKTUBHOCTH IpoIiecca.

6.2.4 OOGopynoBaHUE U PEKUMBI pabOTHI

JUig peanuzauuu mpoliecca M3BJICUEHHMs] HUOOUKCOAEpIKALEro MpOAyKTa M3
OyJbIBI  OPOCUTENBHOIO CKpyOOepa HCHOJBb3yeTCsl  CIEAYIOMMA  KOMIUIEKC
TE€XHOJOTMUECKOro 00opyAOoBaHUs, OOECHeUYMBAIOIMIMNA IO3TAlHOE YIapUBaHUE,
pazzaenenue ¢a3, KOHACHCALUIO U cOOp TOTOBOTO MPOIYKTa!

1. baku-cOOpHUKM M pacxoAHble OakM — TpeIHAa3HAYEeHbl ISl MpUEMA,
XpaHEHUs] W JIO3UPOBAHHON mojaauu myibnbel. OOecrneurnBarOT TpaBUTALUOHHOE H
HAaCOCHOE TEpEMEILEHUE MaTepHalia C 3aJlaHHOM CKOpOCThI0. KOHCTpyKiMs OakoB
(nnametrp 2200 MM, Bbicota 2000 MM, 00beM 8 M?) MO3BOJISIET aKKyMYJIHPOBATh
CYTOYHBI 00beM nepepadbaTbiBa€MOM MYJIbIIbI.

2. JMCTWIALMOHHBIA KyO0 — OCHOBHOE OOOpYyJOBaHME TIEPBOWM CTaauu
ynapuBanusi. Kyo ocHaleHn TpyOo4aTsiMu HarpeBatesisiMu MolHocThio 10 200 kBT,
yto obecneynBaeT HarpeB g0 180-200 °C. Ilpu 3TOM OCYIIECTBISETCS OTICICHHE
ocHoBHOM 1oy JieTy4dnx KoMmoHeHTOB (TiCls, SiCls, FeCls u np.). 'azo00pa3nas dasza
HaITpaBJISIETCS HA OXJIAKJICHUE, a YILIOTHEHHAS IMyJIbIa IOIAE€TCA B TUTEIbHYIO NIEYb.

3. TwurenbHas 1eyb — OCYIIECTBIISIET BTOPYIO CTAAUIO YIIAPUBAHMS 10 CYXOro
octatka. Pexxum paboTel mipeaycMaTpuBaeT TemmneparypHsiid auanazon 250-400 °C,
JNOCTATOYHBIA JUIA yJAJI€HUs OCTAaTOYHOM BJArk M JIETKOJIETYYMX XJIOPUIOB.
KoHcTpyknust Turist obecrnedrBaeT akKKyMyJUPOBAaHHE CYXOTO OCajKka B BHJE
HUOOUMCOEpIKAIIEero KOHIIEHTpaTa.

4. KoxyxoTpyOHble TEIJIOOOMEHHUKH - TpUMEHSoTca s 3 (EeKTUBHON
KOHJICHCAIIUU TMapora3oBoil cMecu. BepTukanbHbIil TermiooOMeHHUK (S = 48 m?)
UCIIOJIb3YETCs AJI KOHACHCALMK MOoCIe JUCTUIUIALMOHHOTO Ky0a, TOPU30HTaIbHBIN -
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nocyie TUreldbHOM meud. TemriepaTypa OXJaxAarouledl BOAbI MOANEPKUBACTCS Ha
ypoBHe 15-25 °C.

5. Bak-coopuuk Texuumdyeckoro TiCls - repMeTHyHBIA COCYJ C WHEPTHOMN
atMocgepoii (a30T), mpeAHa3HAUYEH AJI1 pUeMa U XPaHEHUS CKOHACHCHPOBAHHOTO
XJIOpUJa TUTAHA TIOCTIE KaXKI0M CTa Uy KOHICHCAIIIH.

6. Ilorpyxusie Hacocsl TXU 160/49 - oOecrieunBatOT HUPKYISIHIO MYJIBIIH,
Mmojadyy KOHJEHCATa, a TaKXke OXJaxjaammend Boapl. MomHocth — 55 kBT,
MIPOU3BOJIUTEIILHOCTD — 710 160 M>/4.

PexxumHbIE  mapaMeTpbl  BCeX ~ CTaAMMl  TEXHOJIOTMUECKOro  Ipoiiecca
noA0UPAIOTCA C YYETOM CTA0MIBbHOCTH pabOThl 000PYA0BaHUS, MUHIMHU3ALIUU TOTEPh
HUOOUS 1 oOecreueHrs HanboJbIel CTeIeHH pa3jeneHus das.

6.2.5 MarepuanbHblii 6anaHc nepepaboTKU MyJIbITbI OPOCUTEIBHOTO CKpyOOepa

6.2.5.1 UcxonHble TaHHBIE U TOMYLIECHUS

Jlns pacu€ra mMaTepuaibHOro OajaHca MepepadOTKU IMYJIbIIbI OPOCUTEIBHOTO
cKpyOOepa HCIOIb30BaHbI CIEAYIOIINE JaHHBIE:

— IIpou3BOOUTENBLHOCTD XJIOPUPYIOLIEH YCTAHOBKHU:

- Munumanssas: 900 M3/4 o xyopy

- Makcumanphas: 1800 m*/4 o xjopy

— IInmotHocts xnopa npu 20 °C u naBnenuu 0,8 krc/cm?: ~3,214 kr/m?

— Pacxon xnopa Ha 1000 kr nuiaka: 2027,635 kr (10 JaHHBIM MaT€pUAIBHOTO
Oananca xyiopupoBanus [165])

— Cpennee coaepxxanue Nb2Os B TutanoBoM uiake: 0,08628291 %

— CrerneHb U3BICUYCHUS HUOOMS B ImyJbity: 58,213 %

— Cpennee coaepxxanuie Nb B TBEp0i1 daze mynbnbl: 11,6841 %

— Konuentpanus TBEpABIX BemiecTB B mysbie: 100 r/m = 100 kr/m?

6.2.5.2 Pacuér xonuuecTBa 1uiaka, He0OX0AUMOIO JUIsl XJIOPUPOBAHUS
Xnop pacxoxyerca Ha ypoBHe 2027,635 xr nHa 1000 xr mnmiaka, 49To
COOTBETCTBYET:

2027,635

K, —
Cly 1000

= 2,028 xr Cl,/xr nniaka

Jyist monmyuenus Macchl 1uiaka (M) Tpy HU3BECTHOM MacCOBOM Pacxojie Xjopa
(Gen):

My, =—

2,028

Xnop B 1 M® mpu ykazanubix ycnoBusx (0,8 krc/cm?, 90% KoHIIEHTpaIws):

pci, ~ 3,214xr/M° =  GE®=900-3,214-0,9 = 2601, 34 xr/q

G — 1800 - 3,214 - 0,9 = 5202, 69 kr/q
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Macca utaka:

2601. 34 5202. 69
SONLER ST0RD Barle B = DENS SRR L
2.027635 Oxr/a Mo = 5507635 R

qomin
M,

6.2.5.3 Pacuér xonnyecTBa HUOOUS, TOCTYNAIOLIETO B MYJIbITY

Cpennee coaepxanue Nb2Os B nutake 0,086 %. Monspaas macca Nb2Os: 265,81
r/MoJb, MoJIspHas Macca Nb: 92,91 r/mob.

MaccosBas goasg Nb B Nb2Os:

9.92.91
Wi, = 22400 ) 609 = 60, 9%
N = apErey %

Conepxanue Nb B mnake:
wip = 0,08628291 - 0,699 ~ 0, 0603%
Macca HuoOHS B IIIJIAKE:
mit — 1282,6 - 0,000603 ~ 0,773 kr/a  mis™ = 2565,2 - 0,000603 ~ 1,546 kr/q
N3Bneuenue B mynsbiy - 58,213 %:
myy ™ — 0,773 - 0,58213 ~ 0,45 kr/9  myp ™ = 1,546 - 0,58213 ~ 0,9 kr/d

6.2.5.4 Pacuér maccel 00pa3yronieiics myJibIibl
Cpennee conepkanre HUOOuUs B TBEpAOH (aze mynbmbl: 11,684 %
Torna macca TBEpOH (ha3bl MyJNIbIIbL:

A Illlsdn => it ~ 3,85 kr/a MZ™ = 0 9 ‘
0,1168414634 ' 0,1168414634

~ 7,7xkr/4

KonnenTparus teépapix Bemects: 100 r/m — 0,1 xr/m = 100 kr/m?
OOBEM My JIBIIBI:

=T

ijn 3'-' 85

makm T

_ 7,
=38, 5n/a V_

mTE () ]

= T77n/q

6.2.5.5 Beixoa TBEPAOTO OCTATKA MOCJIE TUTEIHHOMN TTeUn

IIpu ynapusanuu:
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- YmnoTHeHue mybIbl B kKyOe: 10 250 r/n
- VYnanenue neryueit ¢passl (TiCls u 1p.)
— Tlomuserit mepexon TBEPAOH (a3bl B 0OCaTOK
Macca ocaaka = wmacca TBEpPHOM (a3pl (HMOTEpH TMPH MPOKATUBAHUU
MUHHUMAJIbHBI)

T

TN oeamox

— 7 o e TILERI
3,85 KT /9 Mgang

= 7,7TKr/4

Takum o6pa3zom, rpu paboTe ycTaHOBKH B auanazone 900-1800 m3/4 o xjiopy
nepepabaTeiBaeTcs oT 1282,6 nmo 2565,2 Kr/d TUTaHOCOAEpKAIero Iaka, 4To
COOTBETCTBYET BbIJeICHUIO B myJibily oT 0,45 o 0,9 kr/a HuobOusa. Ilpu sTom
obpazyertcs ot 38,5 10 77 1/4 myJbIbl ¢ TBEPIALIM OCTaTKOM Maccou ot 3,85 xo 7,7
Kr/4, comepxamuM B cpeaHeM 11,68 % nHuoOus. Takas KOHIIGHTparusl SIBISETCS
MIPOMBIIIUIEHHO 3HAYMMOMN M 00eCreYrMBaeT BO3ZMOXKHOCTh JTalIbHEHIIIETO U3BJICUCHUS
HUOOUS C UCTIOJIB30BAaHUEM CYIIECTBYIOIIUX THIPOMETAUTYPrU4€CKUX TEXHOJIOTUH.

Ha ocHoBanuu mpoBeIEHHOTO0 MaTepUaIbHOTO 0ajaHca YCTaHOBJICHO, YTO MIPHU
nepepaboTKe MyJbIBI OPOCUTEIBLHOIO CKpyOOepa, dopmupyromieiics B mpolecce
XJIOPUPOBaHMS TUTAHOBOTO IIIJIaKa, ¢ cojepkanueM TBEp1oH dazwl 100 1/11 U cpegueit
KOHLIEHTpauuein Huobuss B TBEpAoM octatke 11,68 %, u3 1000 kr mmaka (c
conepxkanreM Nb20Os 0,08628 %) npu cTeneHu H3BICUYEHHS] HUOOMS B IMYJIBITY
58,213 % dbopmupyetcst okoso 20,57 KT HUOOUSI B CyXOM OCTAaTKE TUTEIBHOMN TeUH.

DTO COOTBETCTBYET CKBO3HOMY M3BJICUCHHUIO:

20.57 o -
CKBO3HOE m3BiIeuUeHne Nb — —— - . %X 100% = 23.84%
1000 x 0,0008628291

Takum 0Opa3oM, COBOKYIHBIN BbIXOJ HUOOUS U3 IIJJaKa B KOHEUHBIN IPOIYKT,
oOpasyronuiics npu mnepepadoTKe MyJbIlbl, cocTaBiseT mnopsaka 23,84 %, uto
NOATBEPKAaeT dS(PPEKTUBHOCTh MPEMIOKEHHOW —anmnapaTypHO-TEXHOJIOIMYECKOM
CXEMBI.

BoiBoabl o pasaeny 6

B pamkax pa3paOOTKd TEXHOJIOTMHM TIOMYyYEeHUS COCIWHEHUUW HUOOUS TpHU
MPOM3BOACTBE TETPAXJIOPUJIA TUTAaHA I[IOKA3aHO, YTO HAWIY4YLIEHd «TOYKOW»
W3BJICUCHUS HUOOUS B KOHType XJIOpDHOW TmepepabOTKu SBISETCA ITyJIbIia
OpPOCHUTENIBHOTO CKpyOOepa xyopupyromeid ycTaHoBKU. [IpenBaputenbHbI aHamu3
albTEPHATUBHBIX MPOMIPOAYKTOB (OTBAJIBHBIM IIJIaM THUTAaHOBOTO XJIOpaTOpa,
BO3TOHBl  MBUIEBOM  KaMepbl, paciulaB  M[bUICOCAAUTENBHON  Kamephl) W
TepMOJUHAMHYECKAasT ~ MpopaboTKa  YCIOBHM  KUCJIOTHOTO  BBIIICIIAYUBAHUS
CBUJICTEJILCTBYIOT: HECMOTPSl Ha OJIM3KYH0 K TIOJHOM pPacTBOPUMOCTb HHUOOWUS,
dbopmMupyeMBbIe pacTBOPHl UMEIOT HEJOCTATOYHO HU3KHE KOHIIEHTPALIMU HUOOUS IS
3 PEeKTUBHON OSKCTpPaKIMK, 4YTO JeJaeT JaHHbIE IIOTOKU TEXHOJIOTHYECKU
MaJIONIEPCIIEKTUBHBIMU.
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JI71st myJIbITBI OPOCUTENLHOTO CKpyOOepa, HanpoTUB, peHTreHo(da3oBbiit 1 SEM-
EDS-ananu3 npokaja€HHOro ocajika moKa3ajl MPOMBILUIEHHO 3HAYHUMOE COAEpKaHue
Huoowus (B cpeanem >11 %, no 11,68 % B cyxoM ocTaTke), 4TO MO3BOJIAET IPUMEHSTH
CTaHJAPTHBIE TUAPOMETAJUIYPTHUYECKHE CXEeMbl Jou3BiedeHus. llpennoxxeHHas
annapaTypHO-TEXHOJIOTHYECKass CXE€Ma BKIIOYAET JBYXCTAJUWHOE YIapUBaHUE
MyJAbIbI (IUCTUIUISIIUOHHBIN KyO — TUTEIbHAS NI€Yb) C IOJHBIM OTACIICHUEM JIETYUUX
xyopuaoB, koraeHcanuen TiCls 1 cOopom HHOOMITCOAEPKAIIETO TBEPOTO OCTATKA.
Pa3pabotana KOMIOHOBKa OOOpyJIOBaHUs, OOECIEUUBAIONIas HENPEPHIBHOCTD
npoliecca U yCTOWYMBOCTh K arpecCUBHOM XJIOPUIHOM Cpelie, a TakKe BBITIOJIHEH
MaTepHabHBIA OalaHC ¢ pacuETOM BBIXOJIOB IIPOIYKTOB Ha BCEX CTAUSAX.

Pacuétel mokaspIBaloT, 4TO MPH MPOU3BOAUTEIHHOCTH ycTaHOBKH 900-1800 Mm3/4
no xjopy nepepabarteiBaeTcs 1282,6-2565,2 Kr/d THTaHOCOJAEpIKAIEro IIUIAKa,
dbopmupyetcs 38,5-77 n/a nmynensl 1 0,45-0,9 kr/d HHOOUS B IyJIbIe; JJII THUIIOBOM
3arpy3ku 1000 kr nutaka v uzBiaedeHus 58,2 % HUOOUS B MyJIbIy B CYXOM OCaJIKe
akkymynupyercs 10 20,57 kr Nb. CkBO3HO€ U3BJICUCHUE HUOOUS B KOHEUHBIN CyXOon
OCTaTOK cocTaBiseT nopsaka 23,8-23,84 %, 4yTo npu 3asBJICHHBIX KOHLIEHTpauusax Nb
B TBEpHON (aze obOecneunBaeT NPUTOAHOCTb KOHIIEHTpATa HJis IOCIEAYIOIIETO
CEJIEKTUBHOI'O PACTBOPEHUS U SKCTPAKIIHH.

Uroro, npeayoxkeHHas cxema nepepadOTKU MyJIbIIbl OPOCUTEILHOTO CKpy0Oepa
o0OecrieynBaeT MUHUMH3ALUI0 TOTepb HUoOWs, Bo3Bpar TiCla B OCHOBHOU
MPOU3BOJCTBEHHBIM IUMKI # (OpPMHUPOBAHUE HHUOOUKCOAEPIKAIIETO MPOAYKTA,
COOTBETCTBYIOIIETO TpeOOBaHUSIM K JallbHEHIIEMY THUIPOMETAIUTYPrHYECKOMY
u3BieueHut0. [lonydeHHble pe3yabTaThl CO3AI0T OCHOBY MJII MPOMBIILIEHHOTO
BHEJIPEHUSI TEXHOJIOTMM TIOMYTHOTO W3BJICUCHUS] HUOOUS TPU TMPOU3BOJICTBE
TETpaxJopu/ia TUTAHA.
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7 QKOHOMHNYECKHUE ITOKA3ATEJIX IIEPEPABOTKU I1YJIBIIbBI
OPOCHUTEJIBHOI'O CKPYBBEPA C HOJIYYEHUEM
HUOBUUCOAEPKAILIEI'O ITPOAYKTA

7.1 3arpaTbl Ha CTPOMTEJBCTBO Y4YacTKa IepepadloTKU  IYJIbIbI
OpOCHTEJILHOI0 CKpYyOOepa

CTpouTenbCTBO yyacTKa Mo nepepadoTKe MybIlbl OPOCUTEILHOTO CKpyOOepa ¢
LEIbI0 TOJyYeHUs HUOOUKCOAEpKAlIero KOHIIGHTpaTa TpedyeT NpuoOpeTeHus,
MOHTa)ka ¥ BBOJIa B AKCILTyaTaI[MI0 KAK OCHOBHOT'O TEXHOJIOTHYECKOTO 000pY10BAHMS,
TaK U COIYTCTBYIOLIUX MHKEHEPHBIX crucTeM. OCHOBHBIE 3aTPAThl BKIIOYAIOT B CEOs
CTOMMOCTb MPUOOPETEHUS TEXHOJIOTUYECKUX arperaTtoB, TPyOONPOBOAHOW OOBSA3KH,
CUCTEM yIIPaBJICHUS, TEITION30JSLNN, OTPAXKIAIOIINX KOHCTPYKIIUH, a TAKKE 3aTPaThI
Ha MOHTaX, ITyCKO-HaIa/I04HbIe pabO0Thl U 00yCTPOMCTBO IUIOIIAIKH.

OCHOBY MpOEKTa COCTaBISIET TEXHOJOTWYECKasl JHUHHS, OOecredyrBaromas
nepepabOTKy IMyJdbIbl METOJOM JABYXCTAaAUIHOIO yHapHBaHUS M IOCHEAYIOLIEH
KOHJICHCAIIMEN JIETY4YMX KOMIIOHEHTOB. (CorjacHO TIpHHATOW anmaparypHO-
TEXHOJIOTUYECKOU cxeme (CM. mojapaszen 7.2), B COCTaB JIMHUM BXOJST CIETYIOIINE
KJTFOUEBBIE AJIEMEHTHI:

~ pacxojJHble Oaku ¢ MeIIaJIKaMU U HacocamH (4 1IT.);

~ JUCTWUISIHUOHHBIN KyO C IMPKYJSLUUOHHBIM HATPEBOM;

~ KOXYyXOTpYyOHBIE TEIIIO0OMEHHUKH (BEPTHKAIbHBIN U TOPU30OHTAIIBHBIN);

— TWUIEIbHAs AIEKTPUUECKas NI€Yb C TATAHOBBIM THUIJIEM;

~ CHCTEMa 3aTapUBaHUs CyXOro OCaaKa;

~ 0aku-COOPHUKHM TEXHUYECKOTO TETPaxJIOpHa TUTAaHa U BEPTUKAIbHBIN TaHK
€ro XpaHEHUsl.

Ha ocHOBaHuuM aHanu3a pbIHOYHBIX LIEH W JAHHBIX OTKPBITBIX MCTOYHUKOB, a
TAaK)KE€ 1EH MNPOU3BOJUTENECH 00OpYyHOBaHMS MPOM3BEICHA KaJbKYJSLUsl 3aTpart,
npeacTaBiieHHbIX B Ta0mune 30.

Tabmuua 30 — CTOMMOCTh OCHOBHOT'O TEXHOJOTMYECKOTO OOOpYAOBaHHUS y4yacTKa
nepepadOTKH MyJIbITbI

Ne | HaummenoBanue o0opy10BaHuUs Koz- OpueHTHPOBOYHAA OOmas
BO croumoctb, USD croumoctb, USD
1 2 3 4 5
1 | Pacxognble 6aku ¢ MemaikaMu 1 | 4 mrT. 5000 20 000
Hacocamu
2 | AMCTUIUISIIMOHHBIN KyO 1 mwr. 25 000 25 000
3 | Termuio0OMEHHUK BEPTUKAIbHBIHI 1 wr. 32000 32000
KOXYXOTPYOHBIi
4 | TennooOMeHHHUK TOPU3OHTANBHBIA | 1 1T, 35000 35000
KOXYXOTPYOHBIi
5 | TurenbHas nedb SJIEKTpUYECKAs 1 mwr. 55 000 55 000
6 | TuranoBbIi1 TUTEND 1 wr. 20 000 20 000
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[Tponomxenue Tadauib 30

1 2 3 4 5

7 | CucteMa 3aTapuBaHUs U YIIAKOBKH 1 koM. 15 000 15 000
8 baku-co6opuuku TiCla 2 wr. 12 000 24 000
9 Beprukanpubiii Tank xpaneHus TiCla | mr. 25 000 25 000
10 Htoro mo o6opyaoBaHUIO - - 251 000
11 | MonTax, 00Bsi3ka, myckoHanaaka (~10%) - - 25100
12| HUTOI'O obmue kKanuTaIbHBIC 3aTPATHI - - 276 100

JlonoJIHUTENbHBIE PACXO/IbI, TAKME KAK MPOBEACHUE MHKEHEPHBIX U3bICKAHUM,
MPOCKTHO-CMETHAs  JOKYMEHTallMsl, MOJAKIIOYEHUE K HWHXKEHEPHBIM  CETAM,
JUIEH3UPOBAHUE U 00yUYeHHUE MepcoHana, OPUEHTUPOBOYHO olleHuBatoTcsa B 15-20%
OT CTOMMOCTH OCHOBHOTO 000py10BaHUsl. Takum 00pa3oM, CyMMapHbI€ KaluTalbHbIC
BIIOKEHUS MOTYT cocTaBUTh 0K0JI0 320-330 Thic. USD.

JlaHHBIA ypOBEHb 3aTpaT HAXOAUTCA B paMKax THUIIOBBIX 3HAYCHUU IS
HEOOJBIIUX TepepadaThIBAIONINX YYaCTKOB, OPHEHTHUPOBAHHBIX Ha BbIICIICHUE
PEIKUX U PEIKO3EMETBHBIX METAIIOB U3 BTOPUYHBIX MPOAYKTOB. Y UHTHIBAs! BBICOKYIO
KOHIIEHTpAIMI0 HUOOMS B cyxoM ocTtaTtke (10 11,7 %), obecnieunBaeTcs npueMIIeMblii
YPOBEHb KAMUTAIOOTAAYH TIPHU MOCIEAYIONEM YKCTPAKIIMOHHOM BBIJICICHUH [IEHHBIX
KOMITOHEHTOB.

7.2 KajabkyJsinuss ce0eCTOMMOCTH  TOJIYYeHHSI HHOOMICOoep Kallero
NMPOAYKTA

J{nst onpenenienusi ce0ECTOMMOCTH TTOTYUYEHHsT HUOOUICOIepIKallero NpoIyKTa
U3 MyJbIIBI OPOCHUTEIBLHOTO CKpyOOepa mpou3Be[eHAa KaIbKYJSIUs C y4ETOM
CIEQYIOLINX CTaTEH 3aTpar:

— CbIpBE (MymbIa, oTOMpaemMasi ¢ yCTaHOBKH XJIOPUPOBAHUS);

— 3aTpathl Ha SHEpruto (ynapuBaHue, HArpeB, MepeKayka, KOHACH A1),

— amopTu3alus o00pyAOBaHUS;

— JKCIUTyaTallMOHHBIE U PEMOHTHBIE PACXO/IbI;

— 3apruiaTa u HaJIOr W,

— YMNaKOBKa, BCTIOMOTaTeIbHbIE MaTePUAIbI;

— TIPOYKE MPOU3BOJACTBEHHBIEC PACXO/IBI.

1. Pacxon sHeprumn

Haubomnee sHeproéMKuMu orneparusMu sBIISTFOTCS:

~ mepBas CTaaus YMapuBaHUs B AUCTHIUISIIMOHHOM KyOe (710 KOHIIEHTpaIluu
250 r/m);

~ BTOpas CTaJus ynapuBaHUsl B TUTEILHOM M€Y JO CYXOT'O OCTaTKA.

— Hcxonst u3 TeXHUYECKUX XapaKTEPUCTUK 000pYI0BaHMUS:

~ MOIIIHOCTh HarpeBaTesel JUCTUIUISIIMOHHOTO Ky0a - 10 200 kBT;

— MOIIHOCTB TUTCIILHOU ITeuH - 7o 100 xBT.

OO6miee sHEPrONOTPEOICHHE:

Fogm = 200 + 100 = 300 kBt
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[Tpu HempepbIBHOM paboTe 24 yaca B CyTKU:
~ CYTOYHBIM PacxoJl 3JEKTPOIHEPTUH:

Eyr =300-24 =722 kBT1*4ac
- nipu uene 1 kBr-u = 0,05 USD:
Cageprur = 7200 - 0,05 = 360 USD /cyT

2. AMopTu3zauus 000pya0BaHMS

[Ipu cpoke ciayx0b1 10 neT, paBHOMEPHON aMOpPTU3ALMK U O0LIEl CTOMMOCTH
obopynoBanus 276 100 USD:

~TOJ0Basi aMOPTHU3ALUL:

Apgy = 20 — 97610 USD

~aMOPTHU3aLMs B CYTKHU:

27610 __ P
610 ~ 75,6 USD

3. 3apaboTHas maTa

[rar yyactka (mocMeHHo): 4 omepatopa + 1 texnuk + 1 mactep. Cpennss
3apabotHas miarta - 700 USD/mec.

3atpatsl B mecail: 6-700 = 4200 USD

3atpartsl B cyTku: 4200/30 = 140 USD/cyT

4. O0cnmy>)XKMBaHUE U PEMOHT
[Ipunsra ctaBka 5% OT CTOUMOCTH O0OPY/IOBAHUS B TOJI:

R =276100-0,05=13805USD/rog = 37,8 USD/cyT

5. BcriomoratenbHble MaTepHalibl U yIIaKOBKa

Ha eaunuiyy cyxoro ocrtatka (HHOOWHCOAEpIKAIUl KOHIICHTPAT) - MEIIKH,
IPOMBIBKA, PACXOJHUKU:

Onenouno - 20 USD/cyT.

6. [Ipoumne pacxopl U HANOTH
Ouenouno - 10% oT cyMMapHBIX NpSIMBIX 3aTpart:

Zaposee = 0,1+ (360 + 75,6 + 140 + 37,8 + 20) ~ 63,3 USD/cyT

Hroro, cymmaphsie 3aTpaTsl B cyTku (Tabnuua 31):
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Ta6nuna 31 — CymmapHbie 3aTpaThl B CYTKH

Ne n/mt Cratpst 3aTpar USD/cyt
1 DJIEKTPOIHEPT U 360
2 AwmopTuzanus 000py10BaHuUs 75,6
3 3apruiata nepcoHaia 140
4 OO06CyKUBaHHE U PEMOHT 37,8
5 BcnomorarenbHble MaTepuasl 20
6 [Ipoune u aIMUHUCTPATUBHBIC 63,3
7 Hroro: 696.7

Brixon HuoOuiicoaepkalero npoayKra:

N3 pacuéroB nogpasnena 7.5:

- npu pabore Ha 1800m*/u mo xmopy — gm0 0,9 kr/u HHOOMS B BUIE
KOHIIEHTpAaTa

0,924 = 21,6 kr Nb/cyT
CebecTonMOCTh Ha | K HHOOUS:
Cen = 696,721,6 =~ 32,26 USD/xr Nb

C yuérom KojeOaHUN HHEPrOLEH, CTOMMOCTH OOCITY)XMBAaHHS M II€H Ha
KOHIICHTpAT, UTOTOBasi ce0ECTOMMOCTh MOXKET BapbUpoBaThcsid B mpenenax 30-35
USD/kr Nb.

7.3 Pac4éT 0CHOBHBIX JKOHOMHUYECKHX MOKa3aTe/eil BHePEHUs MPOEKTAa

Hnst onieHkrn 5(PGEKTUBHOCTH BHEAPEHHS] ydacTKa MepepadOTKU IMYJIbITBI
OpOCHUTEIILHOTO CKpyOOepa ¢ TMOJydYeHHEM HHUOOMHCOACPKAIIEro MpPOayKTa
MIPOU3BEJICH PACUET OCHOBHBIX TEXHUKO-YKOHOMUYECKUX MTOKa3aTelei, BKIII0Yast:

~ TOJI0BOM 00BEM MPOU3BOICTBA;

~ BBIPYYKY OT peasi3aIluy;

~ YHCTYIO NPUOBLIB;

~ CPOK OKYIaeMOCTH;

~ peHTabeNbHOCTh MIPOCKTA.

1. 'ogoBoi 00bEM MPOU3BOJICTBA U BHIPYUKa

Ha ocHOBaHMM paHee pacCUUTaHHBIX JAHHBIX (pasjaeln 7.5), Ipu MaKCUMaIIbHOU
IPOU3BOAUTENILHOCTH YCTaHOBKHU 10 xyopy 1800 m*/4, mepepabarbiBaeTcst 10 2565
KI/4 TUTAHCOJIEPKAIIeTo IIJIaKka, U3 KOTOPOTO B CyXOW OCTaTok m3Biekaetcs a0 0,9
KI/4 HUOOUS, YTO COOTBETCTBYET:

0,9-24-330 = 7128 kr/rog Huo6us (npu 330 paboyux AHSAX)

114



[1pu peIHOYHOI IICHE HIOOMEBOTO KOHIICHTPATA, SKBUBAJICHTHOTO CO/ICPIKAHUIO
50-60 % Nb20Os, va ypoHe 90-110 USD/kr Nb (manubie o peiaKy 2023-2024 1T.),
BBIPYYKa COCTaBUT:

V =7128-100 = 712,800 USD /rop,

2. 'onoBeIe OlepallMOHHBIC PACXOIbI
Hcxonas u3 CyTOYHBIX AKCIUTYaTallMOHHBIX 3aTpaT:

Crox = 696,7 - 330 = 229,911 USD /rox

3. 'opoBast mpuObLIb
be3 yuera Hanoros:

By =V — Croy = 712,800 — 229,911 = 482,889 USD

4. KanutaibHbIE BIOKECHUS
Kak Obu10 paccunTtano B nojpaszaene 8.1, cyMMapHble KalUTaJIbHBIE 3aTPAThI HA
CTPOUTEIBCTBO YYaCTKa COCTABJISIOT:

Coan = 276,100 USD

5. Cpok OKynaeMoCTH MPOEKTa

Cean _ 276,100
Po, 482,889

T, = 0,57 roga = 7 MecsileB

6. PeurabenpHOCTH
R = Py, /Cyan - 100% = 482,889/276,100 - 100% ~ 175%

BoiBoabl mo pasaeny 7

Ha ocHOBaHMU MPOBEACHHBIX PacYeTOB YCTAHOBIICHO, YTO BHEJPEHHUE ydacTKa
nepepadoTKu YJIBITBI OpPOCHUTEIBHOTO ckpyOOepa C MOJIyYeHUEM
HUOOUICOIEpIKAIETO MPOIYKTa SBISACTCS BBICOKOI(P(PEKTUBHBIM C IKOHOMUYECKON
Touku 3peHus. [IpoekT xapakrepusyercs:

— BBICOKOM CTEMEHbIO BO3BpaTa MHBECTULIMH (peHTadenbHOCTh ~175 %);

~ KOPOTKHM CPOKOM OKYHaeMOCTH KaUTAJIbHBIX BIOXKEHUH (~7 MeCALEB);

~ CTa0WJIBbHBIM CIIPOCOM Ha HUOOMIiCOAEp KAl KOHIIEHTPAT Ha PHIHKE.

Takum oOpa3om, peanuzanusi NPEAJIOKEHHOTO TEXHOJIOTUYECKOTO PELICHHS
o0ecreunBaeT Kak MOBBIILIEHUE KOMIUIEKCHOCTH U3BJICUCHHUSI IICHHBIX KOMIIOHEHTOB U3
TUTAHOBOT'O CBIPBS, TaK U 3HAYUTEIbHYIO SKOHOMUYECKYIO BBITOY IS IPEIPUITHSL.
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3AK/IIOYEHUE

KpaTkue BBIBOIBI TTO pe3ysbTaTaM AUCCEPTALIMOHHBIX UCCIEA0BAHUN.

1) Pesynbmamoi MepMOOUHAMUYECKO20 ananusza npoyeccos
pyoomepMu4eckou  NiaéKu  UIbMEHUmMOo8020 KOHYeHmpama u  XJA0pUposaHus
MUMAaHO08020 WINAKA:

— BrbInosHeH KOMITJIEKCHBIA TEPMOJMHAMUYECKUM aHANIW3 MOBEICHUS HUOOUS
IpU pyA0TEPMUYECKON MIIaBKE WIBMEHUTOBOTO KOHIICHTpATA.

— YCTaHOBIIEHO, YTO HHOOWH, comepkammiicss B Buae Nb20Os 1 KOMIUIEKCHBIX
COCMHEHHM, MPEUMYIIECTBEHHO KOHIEHTPUPYETCS B LITAKOBOW daze, GopmMupys
TBepabie pacTBopbl U (pepponnodatel (FeNb2Os, CaNb20Os), obmanaroiiue BhICOKON
TepMocToiKkocThi0. [IpoBenéunblil pacuér uamenenuit AG°® obpaszoBanus (a3 mpu
temneparype 1350-1600 °C noaTBep Al yCTOMYMBOCTh 3TUX COCIMHEHUN B YCIOBHUSIX
BOCCTAHOBUTEIBLHOW IIABKHU.

— Ilpoananu3upoBaHa TepMOAMHAMHUYECKAs] BEPOSATHOCTb BOCCTAHOBIICHUS
OKCHJIOB THTAaHa, jKeJie3a, aAIFOMUHMS U HUOOUS B XOJ€ PyAOTEPMUYECKON IMJIaBKU C
y4acTUEM YIJIEpOJa.

— BriaBiaeHo, uyrto BoccTaHoBIeHHE Nb20s B METAUIMYSCKHM HHOOHWM
TEPMOJMHAMUYECKHA MaJOBEPOSITHO Ipu TemnepaTypax meHee 1600 °C, B To Bpems
kak BocctaHoBieHue Fe:0s u TiO2 BO3MOXHO B 0o0jiee HIMPOKOM JUAIA30HE
TEMIEPATyp, ONMPEAETsisi N30UPaTEeIHLHOCT BOCCTAHOBUTEIBHBIX MTPOIIECCOB.

— CocraBneHbl  ypaBHEHHUS  XJOPHUPOBAaHUS  OCHOBHBIX  KOMIIOHEHTOB
TUTAHOBOI'O MUIaKa C pacuy€roM TepMOJMHAMUYECKUX MoTeHuuanoB AG npu
temriepatype 700-820 °C B atmocdepe Clz u B IpuCyTCTBUU BOCCTAHOBUTEIIS.

— Ilokazano, 4TO TpHW JaHHBIX YCJIOBUSAX BO3MOXHO OOpa3oBaHHE JETYUHX
XJIOPUJIOB THTaHA, XKeje3a, KPeMHHUs, MapraHila, BaHaJus M IIUPKOHHUsS, TOTAA Kak
XJIOPUBI KaJIbLIMsA, ATIOMUHUS M MarHus MPEHMYIIECTBEHHO OCTalOTCA B TBEPAOU
daze. /{1 HIOOUS TEPMOJUHAMUYECKHA BO3MOXKHBIM siBjisieTcss oOpazoBanue NbCls u
NbOCls.

— VYcraHoBiieHbl HauOoyiee CTaOWIbHBIC XJIOpUIHBIE (QOPMBI HUOOHS B
yCIOBUSIX Kiaccudeckoro xyopupoBanus B cosieBoii BaHHe (NaCl-CaCl.-MgClz) c
aHTPALIUTOM.

— Paccuurannsie 3Hauenust AG® qys peakuuii xsopupoBanus Nb2Os 10 NbCls,
NbCls, NbOCl: u NbO:Cl nokazanu, yto npu temneparypax 700-820 °C nauboinee
BEpOSTHBIM MpoAyKToM sBisieTcsi NbCls 1 4yacTUYHO OKCUXJIOPU[IbI, OCOOCHHO B
IPUCYTCTBUH OCTATOYHOTO KHCIOPO/ia U BIaKHOCTH.

— BrimonHeHO ~ comocTaBi€HME ~— TEPMOJMHAMUYECKHMX  XapaKTEPUCTHUK
XJIOpPUPOBaHMUSI HUOOUS M TUTaHa, MOJATBEP)KIAIOLIee MPEUMYIIECTBEHHBIN Mepexo.
TUTaHa B JIETY4yI0 a3y, a HIOOUS - B OCTATOK.

— OT0 00BACHSET HAKOIIJICHUE HUOOUS B MYJIbIIE OPOCUTEIILHOTO CKpyOOepa u
yKa3bIBa€T Ha HEOOXOAMMOCTh ONTHUMH3AIMU YCIOBUN Uil MepeBojla HUOOWS B
XJIOpUIHYIO (a3y.
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— PazpaboTanbl TepMOaUHAMHYECKHE MOJEIH pAaclpeiesieHus] 3JIEeMEHTOB
MEX1y Ta30BOH U TBEPAOH (hazaMu MPH XJIOPUPOBAHUH TUTAHOBOTO IIJIAKA.

— C nomosto nporpammuoro odecrieuenuss HSC Chemistry cMoaenupoBaHo
noBegeHue cucrteMbl Nb-Ti-Fe-Si-Al-CI-C-O mnpu  pa3iauuHblx —TeMmiepaTrypax,
JABJICHUSX M MAaCCOBBIX COOTHOIICHHSIX peareHToB. llonTBepxaeHa BbICOKas
YCTOMYMBOCTh HUOOUS K XJIOPUPOBAHHUIO B MPUCYTCTBUU OKCUIHBIX MAaTPHII.

— Ilpennoxeno TEPMOJIMHAMHYECKOE 000CHOBaHUE HaIpaBIICHUS
CEJIEKTUBHOI'O XJIOPUPOBAHUS MPUMECEN € MOCIEAYIOIHNM O0OTallleHHEM OCTaTKa Mo
HUOOHIO.

— OTO JIETJI0 B OCHOBY TEXHOJOTUYECKHUX PEIICHUH MO YIapUBaHUIO MYJIbIIbI U
KOHIIEHTPUPOBAHUIO HUOOUKCOEPIKAIIIETO MPOTYKTA.

2) Pe3zynomamol MepMOOUHAMULECKO20 ananusa npoyeccos
pyoomepMudeckou  NidaéKu  UIbMEHUMO8020 KOHYeHmpama U  XJA0pUpo8aHus
MUMAHOB020 WILAKA:

— IlpoBenéH  KMHETHMYECKMM  aHAU3  Ipolecca  PyAOTEPMHUUYECKOMN
BOCCTAaHOBUTEJIHHOH TUTABKY MIBMEHUTOBOTO KOHIICHTpATA C IIENIbI0 OLIEHKU CTETIEHU
BOBJICUCHHS] HUOOUS B 00pa3yromuecs MUIakoBbie (asbl.

— Ilokazano, 4To ckopocTh B3aumojaeicTBUs Nb20Os ¢ BOCCTAHOBUTENISIMU U
[UIaKOOOPa3yIONIMMU ~ KOMIIOHEHTaMW ~ OTpaHWYEHAa  HU3KOM  peaKIMOHHOU
CIIOCOOHOCTBIO TYroIiaBKuX ¢a3 u GOpMUPOBAHHEM yCTOWYUBBHIX (HEeppOHHOOATOB.
YcTaHOBIIEHO, UTO MPOIIECC KOHTPOJIUPYETCs BHyTpeHHe! nuddy3ueit uepes II0THbIE
000JIOYKH TIPOJIYKTOB PEAKIMH, YTO OOYCIaBIMBAET HEOOXOIUMOCTH IMOJICPKAHUS
BBICOKUX TEMIIEPATyp U BPEMEHU BBIJICPIKKH.

— MHccnegoBana temmneparypHash 3aBUCHUMOCTb CKOPOCTH BOCCTaHOBJICHUS
conytcTBytomux OokcuaoB (Fe:0s, TiO2, MnO:) B yClIOBUSX IUIaBKU U
POAHATM3UPOBAHO BIUSHUE 3THUX MPOIIECCOB HA MOBEJACHUE HUOOUS.

— BrigBieHo, 94To BocCTaHOBIIEHUE Keje3a U TUTaHa MPOTEKAET 3HAUUTEILHO
ObIcTpee U CIOCOOCTBYET JIOKAIBHON PEIYyKIIMM CPEbl, TOTAa Kak HUOOHM ocTaércs
WHEPTHBIM M3-32 00pa30BaHUs YCTOMUHUBBIX KOMIUJIEKCHBIX COSIMHEHUM.

— PaccuntaHbl KMHETHUYECKHE TIapaMeTpbl XJIOPHUPOBAHWUS HHOOWUS B
TUTAHOCOJEPIKAIIEM IIIaKe, BKIIOYas aKTHBAIIMOHHYIO) DJHEPTHI0 M KOHCTAHTHI
ckopoctu peakuuii oopazoanusi NbCls u NbOCls.

— Ilokazano, uyrto mpu Ttemneparypax 700-820°C obpazoBanue NbCls
OrpaHUYEeHO KaK HU3KOM PeaklMOHHON CIOCOOHOCThIO HHOOMiicoaepkamux a3, Tak
¥ KHHETUYECKUMU OapbepamMu, CBSI3aHHBIMU C TUIOTHOM OKCHUTHOM MaTpHUIEH U HU3KOU
MIPOHUIIAEMOCTHIO XJIOPHOTO Ta3a yepes3 Mijak.

— YcTaHOBIEHO, YTO TIPOIIECC XJIOPUPOBAHUS TUTAHOBOTO IIJIaKa MPOTEKAET B
YCJIOBHSIX CMEIIAHHOTO KOHTPOJIs (TazoBast quddy3ust + MOBEpXHOCTHAS XUMUYECKas
peaxius).

— DTo ompeaenser HEOOXOAUMOCTb WHTEHCU(UKAIMM Tpolecca 3a CYET
YBEIWYCHHUS  TUIOMIAAM  KOHTAaKTa, MHPKYJISAIUA  XJopa ©  NPUMCHCHHS
MEJIKOJIUCTIEPCHOTO BOCCTAHOBUTEIISI (AHTPAILIUT).
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— BrmmonHeHO MaTeMaTHYECKOE MOACIUPOBAHUE KHHETHKUA W3BJICUYCHUS
HUOOWSI B TYJBIly OPOCHUTEIHLHOTO CKpyOOepa Ha OCHOBE JaHHBIX OIIBITHO-
MIPOMBITIUICHHBIX UCTIBITAHUH.

— YcTaHOBIEHO, YTO U3BJIEYEHUE HUOOUS MTOAUMHSIETCS MOJIETU ApoosIeiics
TBEPJIOM YACTHUIBI C IMHEWHON 3aBUCHUMOCTBIO CTEIICHH MPEBPAILCHUS] OT BPEMEHH B
HayabHOM (pa3e mpoiiecca. ITO MO3BOJIMIO MPECKa3aTh HAKOIJIEHUE HUOOWS B
MyJIbIIE ¥ OIIEHUTh ONTUMAIBHOE BpEMsI KOHTAKTa ra30BoM (pa3bl ¢ TBEPIBIM OCTATKOM.

— Tlokazano, uTo 0Opa3zoBaHue TBEPAOTO OCTATKA C OOOTAIIEHUEM IO HUIOOUIO
3aBUCUT OT CKOPOCTH YIIAPUBAHUS TIYJbIBI W TEPMOJWHAMHUKUA Pa3T0KEHUS
OKCUXJIOPHJIOB B IPOIIECCE ICTHAPATAIINH.

— Kunernueckue paHHbIe MNOATBEPKIAIOT HEOOXOJUMOCTH CTYIEHYATOTO
HarpeBa C KOHTPOJIEM TEMIIEpaTypbl U BPEMEHH BBIICPKKHU JJIsi MPEJOTBPAICHUS
OTepb HUOOUS B JIETy4dre (POPMBI.

3) Pesynomamul du3UKO-XUMUYHECKUX ucciedo8anul UCXOOHO20
MUMAHOCO0EPAHCAULE20 CIPBS U NPOMNPOOYKIOE €20 XJIOPHOU nepepadomKi.:

— DBrImonHEHO KOMITJIEKCHOE HCCIICOBAaHUE MHHEPAJIOTHYECKOTO COCTaBa
WIHBMEHUTOBOTO KOHIICHTpAaTa W THTAHCOJCPKAIETO IIUIaKa, HWCIOJIb3YEMbIX B
MIPOU3BOJICTBE TETPAXJIOPH/IA TUTAHA.

— VYcTaHOBJEHO, 4YTO OCHOBHOM (azoii sBiusgercs wibMeHUT FeTiOs, ¢
BKIIIOUCHUSIMU  pyTHIIOBOM TiO2-¢a3pl, mmnuHeIed © TNPUMECHBIX MHHEPAJIOB.
UnentudunupoBano mnpucyrcrBue Huobuss B Buae Nb20s, a Takke B COCTaBe
beppoHn06aTOB U KOMILJIEKCHBIX TBEPJIBIX PACTBOPOB.

— [Ilokazano, 4Yro B pe3ydbTaTe PYJOTEPMHUECKOW  NEpepadOTKu
WIBMEHUTOBOTO  KOHIIEHTpaTa  TPOUCXOIUT  TepepacmlpefeicHue  HUOOUS
MPEUMYIIIECTBEHHO B TBEPAYIO NUIAKOBYHO (a3dy ¢ 4YacTHYHBIM OOpa3oBaHUEM
ycToitunBbix coequHeHnit CaNb20s 1 FeNb2Oe.

— DTH COEQUHEHHUS JEMOHCTPHUPYIOT BBICOKYIO YCTOMUYMBOCTH B IPOIECCE
XJIOPUPOBAHMSI, YTO CYIIECTBEHHO BJIMSET HA MOBEICHHE HUOOMUS B TMOCIETYIOUIUX
CTaJMsIX MEepepadOTKH.

— IlpoBeaena pentrerHodazoBass M PEHTICHOCIICKTpabHAS XapaKTEPHUCTHUKA
MPOIYKTOB XJIOPHOW MEepepadOTKH THTAHOBOTO IUTaKa, BKJIIOYAs OTBAIBHBIN IIJIaM
TUTAHOBOTO XJIOPATOpa, BO3TOHBI MBUICBOW KaMepbl, PAcIUIaB MBIJICOCATUTEILHOM
KaMephbl U MyJIbITy OPOCUTEIBHOTO CKpyOOepa.

— YcraHOBIEHO, YTO HUOOWI pacmpeneseTcss MeXIy TBEPIONW U Ta30BOM
dazamu, KOHIICHTPUPYSICh TPEUMYIIIECTBEHHO B TBEP/IBIX OCTATKAX.

— Ilokazano, 4TO MyJbIla OPOCHTEILHOTO CKpyOOepa COAEpKUT HUOOWI B
BUJIC OKCHUXJIOPHJOB M CIIOXKHBIX COCIWHEHUNU C TPUMECAMH, C XapaKTEPHBIM
cojiepkanreM HHooOus B TBEpaoi paze ot 10 10 19,5 %.

—  Mopdomnorus ocaJika, HUCcle0BaHHas METOIaMH SEM-EDS,
CBUJIETEIBCTBYET O HAJIMYUU IUCKPETHBIX 30H C MOBBIIICHHBIM coiepkanueM Nb, 94To
yKa3bIBaCT Ha BO3MOKHOCTD 3((DEKTUBHOTO CEICKTUBHOTO M3BJICUCHHUS.

4) Pe3ynomamvl UCCIE008AHUS MUHEPATU3AYUU  HUOOUS 8 UCXOOHOM
MUMAaHoCcooepicauiem coipbve:
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— IlpoBeneHo 1eneHanpaBieHHOE UCCIeAOBaHHEe (OPM MUHEpATH3AIUU
HUOOWSI B IUIbBMEHUTOBOM KOHIICHTPATE M TATAHOBOM ITUTAKE.

— YcraHOBIEHO, YTO HUOOMM MPUCYTCTBYET B BHJE NMeHTaokcuaa Nb20s, a
TaK)k€ BXOJIUT B COCTaB YCTOMYMBBIX KOMIUIEKCHBIX (ha3 — peppornodaroB (FeNb20s),
kanblueBbix H100aTOB (CaNb20s) 1 TUTaHAT-(DEPPUTHBIX TBEPABIX PACTBOPOB.

— CuHTEe3UpOBaH WJIBMEHUT C BBICOKUM COJACpPKAaHUEM HHOOUS MyTEM
BrurroueHUs Nb20s B coctaB nckyccrseaHoro FeTiOs.

— Metoz cuHTe3a MO3BOIMI MOJYYUTh 00pa3iibl, B KOTOPBIX HHOOUI POYHO
3aKPETUIEH B KPUCTALTUICCKOMN PEMIETKE, UMUTHPYS MIOBEICHNE HUOOHUS B IIPUPOTHBIX
Y TEXHOTCHHBIX TUTAHOCOEPIKAITUX CHCTEMaX.

— Pentreno¢azoBbIM METOIOM MOJITBEPKICHO HAJTMYNE HUOOUHCOIEPIKAIITIX
da3 B CHHTE3UPOBAHHOM WIHBMEHUTE, AHAJIOTHYHBIX (azaM, OOHAPYKCHHBIM B
TUTAHOBOM IIJIAKE MOCJE PYAOTEPMUUYECKON 00pabOTKH.

— DOTO MOATBEPAWIO a€KBATHOCTh MOJCIMPOBAHUS TMOBEACHUS HUOOUSA B
7a00paTOPHBIX YCIOBUSAX W IMO3BOJWIIO KCIOJIB30BAaTh IONTYYCHHBIC IaHHBIC IS
WHTEPIPETALUNA PEATBHBIX TPOMBIIIICHHBIX MTPOIIECCOB.

— IlIpoBeaeHo cpaBHeHue (Ha3oBOro cocraBa CHUHTE3UPOBAHHBIX OOPA3IOB C
MPOMBIIIUICHHBIMUA ~ [IUTAKAMW,  YTO  MO3BOJWIO  yCTaHOBUTh, UYTO  TpHU
BOCCTAHOBUTEIHHOM IJIABKE HUOOWN MPEUMYIIECTBEHHO BKJIOUYAETCSA B IIIJIAKOBYIO
¢dazy B Bujie yCTOMYUBBIX OKCUIOB U HUOOATOB, TUIOXO MOIIAIOIIUXCS XJIOPUPOBAHUIO
B CTAHJAPTHBIX YCIOBUSIX.

— YCTaHOBJEHO, YTO OCHOBHAsl 4acTh HHUOOHWS B MCXOJHOM CHIPhE M IILJIAKE
3aKperieHa B MaTpUIle TYroIjiaBKux mMuHepasnos, Bkiodas TiOz, Al2:Os u Si0z, uTto
oOyCTaBIMBaeT HU3KYIO CTEIIEHB MTepexo/ia HUOOUS B JIETYUHE XJIOPHUIBI TIPH TIPSIMOM
XJIOPUPOBAHHH.

— DTo 0O0BsICHAET HEOOXOJIMMOCTh Pa3pabOTKU CIEIHAIBHONW TEXHOJIOTHH
nepeBoia HUOOus B 6oJiee pacTBOPUMBIE (POPMBI.

5) Pesynomamwl uccinedosanus pacnpeoenenusi HUOOUS Npu NPOU3BOOCHEE
mempaxiopuoa mumara

— IlIposeneno KOMITJIEKCHOE IKCIIEPUMEHTATILHOE WCCJICIOBAHKE
pacnpeneneHus HHOOHUS TI0 IPOMITPOAYKTaM, 00pas3yOIUMCS TTPH MOCIETI0BATEILHOM
PYIOTEPMHUYECKON U XJIOPHOU mepepadboTke HIILMEHUTOBOTO KOHIIEHTpATAa.

— Ilomyuennsie pe3ynabTaThl TO3BOJIMIIA YCTAHOBUTH MAaCCOBBIE JOJHU
nepexoga HUOOMS B Kaxayr u3 a3, oOpasyloluxcsi Ha JTanax IUIaBKU U
XJIOPUPOBAHMSI, BKIIFOUAs TUTAHUCTHIN MUTAK, OTBAJIBHBIA IIJIaM XJIOpPATOpa, MbUIb U
MYJIBITy OPOCUTENILHOTO CKpyOOepa.

— YCTaHOBJIEHO, YTO OCHOBHAS YacThb HUOOWS KOHIICHTPUPYETCS B JIBYX
MPOAYKTaX: OTBAJILHOM IJIaMe TUTaHOBOro xjoparopa (37-51 %) u TBEpOM ocaake
MyJIBITBI OPOCUTEIBLHOTO CKpyOOepa (43,5-58 %).

— Konmenrpanus HHOOUS B ITHUX NPOAYKTaX B pa3bl MPEBBIMIAECT €T0
CoJlepKaHNE B MCXOJHOM CBIPbE, YTO JENaeT WX MPUOPUTETHBIMU OOBEKTAMH ISt
JanbHENIIeH mepepaboTKH ¢ 1ETbI0 U3BICUCHHS] HUOOUSI.
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— OmnpeneneHpl KOJIMYECTBCHHBIE TOKA3aTeIN pachpenesieHus HuoOus mpu
XJIOPUPOBAHMH IIIJIAKA B YCIIOBUSX, TPUOIMKEHHBIX K TPOMBIITUICHHBIM, 1 000CHOBaHA
HEBO3MOXKHOCTh 3(PQPEKTHBHOTO W3BJICYCHHUS HHOOWS U3 Ta30BOM (a3bl WIH
koHaeHcara Texundeckoro TiCls, BBUAY KpaitHe HU3KuX KoHueHTparwmii (<0,01 %).

— DTo ompeaenser HEOOXOJUMOCTh OPHUEHTUPOBAHUS TEXHOJIOTMYECKOTO
npoliecca Ha TBEPAbIC MPOIYKTHI XJIOPUPOBAHUSI.

— Ha ocnoBanumn anamutuueckux gaHHbix (ICP-OES, SEM-EDS, XRD)
MOATBEPIKIAEHO, YTO B MPOIECCE XJIOPUPOBAHUS HHOOUH COXpaHsieT TBEPAYIO popmy u
aKKyMYJUPYETCS TPEHMYIIECTBEHHO B OCaaKe IIyJbIBI, TAE €ro CoAcpKaHue
nocturaer 10-20 %.

— Pazpaborana u 3xcriepuMeHTaIbHO MOITBEPKACHA CXeMa KOJTMYECTBEHHOTO
aHanM3a pacrpeesieHus HUOOMS Ha BCeX CTaAusX MPOU3BOACTBEHHOTO Mpolecca
nonyyeHus: TiCls, BKIIOYass HempsiMble MOTEPH, YTO TO3BOJISIET OoJiee TOYHO
YUYUTBIBATh METAJIJIOLIEHHOCTh MTPOMIIPOIYKTOB.

OneHka  TOJHOTHI  pEIIeHHUs  TOCTAaBICHHBIX  3adad. Mcxoms w3
BBIIIICU3JI0’KEHHOT0, TIOCTABJICHHBIE B JIUCCEPTAIMOHHON paboTe 3ajayM penieHbl B
MOJIHOM 00beMe, a UMEHHO:

- BIIEPBBHIC BHITIOJIHCH CHCTEMHBIA aHAIM3 KOJIMYECCTBEHHOTO PACIIPECICHHSI
HUOOMS Ha BcexX cragusx TtexHonoruu mnoiaydeHus TiCls W3 HIBMEHHTOBOIO
KOHIIEHTpaTa (pyJAoTepMUYECKas TUIaBKa — XJIOPUPOBAHWE TUTAHOBOTO MITaKa —
KOHJICHCaIus1/yJaBlIuBaHue), MOKa3aHo mepepacmnpeaencHue Nb npeumyIiecTBeHHO
MEXKJly OTBaJbHBIM IIIJTaMOM TUTaHOBOTO xjoparopa (OLLUTX, 37-51 %) u ocaakom
NyJblbl  OpocHuTesbHOro ckpyodepa (OC, 43,5-58 %) npu HE3HAYUTEITHLHOM
cojep)kaHuM B JieTydel daze; pasaenbHoe uccienopanue OLLTX, Bosronor I1K u
pacrutaBa [IKC enunbim komiekcom metooB (SEM-EDS/WDS + HSC) no3Bosuio
COTJIacoBaTh MHTETPAIBHYIO XMMHUIO C JIOKAJTbHOM MHUKPOAHATUTUKONW M OOBSICHUTH
«HEBUAUMOCTH» Nb B COJEBBIX MaTpUIlaX MPU €ro JO0Ka3aHHOM CyMMapHOM
MPUCYTCTBUH;

- BHEpBBbICE TPOBEACHBI  JETAIbHBIE  TEPMOAMHAMUYECKHE  PACUETHI
XJIOPUPOBAHMSI OCHOBHBIX HuoOmiicomepxkamux ¢a3 (Nb20s, FeNb2Os, CaNb20s) B
pacmaBe NaCl-KCl npu yuyactuu Cl. u C B quanazone 700-820 °C ¢ mocTpoeHueM
AG°(T); nokazano paBHoBecHOe oOpazoBanre NbCls(g) u NbOCIs(g), BO3MOXKHOCTh
KOMITJIEKCOOOpa30BaHMs HUOOWS B pacIlaBe M €ro TePMOJUHAMUYECKAs CKIIOHHOCTD
K TUApOJU3y/oKuciIeHuto ¢ popmupoBanueM Nb2Os u ko-koHzaeHcauuer Ha ZrO:-
Anapax;

- BIIEPBBIC KOJIMYECTBCHHO IMOKa3aHa JIBYXMOJaJbHas JIOKAIU3allus HUOOUS B
niabMeHuTe CaTIiaeBCKOro MecTopoxkacHuUs: (hoHOBOE n3oMop(dHOE BecTpanBanue Nb>*
B peméTky mibMeHuTa/pytuna (< 0,05 mac.% Nb) u nokanbHbie oboramieHus 10 ~ 1
Mac.% B PYyTHJIBHBIX MHKpOJIaMeJuIax/000/ikax. Y CTaHOBJICHO, YTO MHUKPOTEKCTypa
KoHTpoJupyeT pacupenenacHue Nb, mpuuém 60-80 % cymmapuoro Nb cocpenoToueHo
B PYTUJILHBIX MUKPO30HAX;

- BHepBble CcHOPMYIHpPOBaHa M OOOCHOBAaHA <«JIBYXKOHTYpPHAas» MOJIEThb
JIOKaJIM3alliid HUOOUSI B TUTAHOBOM IJIake: HU3KUM paBHOMEpHBIH (poH Nb B TiO-2-
ooraroit marpuiie (= 0-0,3 mac.% c equHUuHBIMU 3HaYeHUsIMU 10 ~ 0,6-0,7 mac.%) u

120



penkue REE-Zr-accomuupoBaHHble MUKPOJOMEHBI C TOBBbIIIEHHBIM Nb (~ 0,6-2,2
Mac.% u BbIIIE) 0€3 BhIACICHUS caMocTosATeIbHOM Nb-dassl; cormacoBanue ¢ HSC
nmokazpiBaeT Nb20s Kak TEPMOAMHAMHYECKHUN HOCHTENb, COOTBETCTBYIOIINN
uzomop¢usmy B Ti/Zr-okcuanbix (azax;

- BIIEPBBIE OINHKCAH CKBO3HOM MEXAHUCTUYECKHM CLEHApPUN TMOBEACHUS U
nepexoa HIOOMS 10 BCEM CTaIUsM Tpoliecca: u3oMopdHas mpuMech B UIbMEHUTE —>
«JIBYXKOHTYpHas» (PUKcaIys B IaKe — XJIOPUPOBAHUE ¢ 00pa3zoBaHUEM ra3zoda3Hbix
Nb-X710pH10B/OKCUXJIOPUIOB M YaCTUYHOM pacTBOPEHHOM (QuKcarueld B COJEBOU
BaHHE — Ko-KoHjeHcaiusi Nb B Buge Nb2Os Ha ZrOz-siipax B IbUIEBBIX BO3rOHAX —>
HU3Kas JoKajdbHas BbsBIgeMOCTh Nb B coneBbix mpoaykrax (OLLUTX, TIKC) npu
BO3MO>KHOM 3HaYUMOM HHTErPAIIBHOM COJEPKAHUU;

- BIiepBbIe (ha30BO YCTAHOBJIECHBI pealibHbIE HOCUTENIM HUOOUS B POMITPOTYKTax
XJIOPUPOBAHUS U OOBSICHEHBI PACXOXKJICHUSI MEXKIYy XUMUYECKUM aHaiu3oM u SEM-
EDS: ans BosronoB I1K mokazana okcuanasi ukcamusi Nb B TBEpABIX pacTBOpax
(Zr,T1i,Nb)O2-x (WDS yBepeHHO pEerucTpupyeT CyOnpoIeHTHbIE YPOBHH), TOT/Ia Kak
st OLITX u IIKC obocHoBaHa HU3Kas JIOKaJIbHasi JETEKTUpPYyeMocTh Nb u3-3a
MaTpUYHO-METOANYECKUX  A(DPEKTOB MOpH  MOATBEPXKIAEHHOM  HHTETPATBHOM
conepkanuu Nb (OIITX);

- BIIEpBble BepU(ULHUPOBAH M MPUMEHEH HUTepaunoHHBIM noadoop ¢a3z (HSC
Mineralogy Iterations) mis Kaxaoro TUNa HPOMIPOAYKTOB C KOJMYECTBEHHBIM
cormacoBanueM ¢ kaptamu SEM-EDS/WDS: nns  BO3roHOB —  OKCHIHO-
TOMUHUpOBaHHbIE KOHAEHcAThl (ZrO: + Nb20s), s CconeBbIX MPOJYKTOB —
KOMITO3UTHI MPOCTHIX XJIOPUJIOB C MUHOPHBIMHU OKCHAAMH; 00eCreyeH €IUHbIN S3bIK
onrcaHus Ga3oBoro cocraBa u Hocureeld Nb 1o Bcei TEXHOJIOTHUECKOM TIeTH;

- BIIEPBBIE CHHTE3MPOBAH MCKYCCTBEHHBbI WJIBMEHHUTOBBIM KOHLEHTpPAT C
noBbIlieHHBIM Nb2Os U moarBepkaeHa ycTonuuBoCTh (GeppoHnod6aTtoB (FeNb2Os,
CaNb20s) npu pynotepmudeckoit 00padbotke metonamu XRD/TT'A; onpenenensl ux
TepMuueckue U (¢aszoBeie TpaHchopmanuu, BiMsomKue Ha AHPEKTUBHOCTH
MOCJIETYOUIEr0 XJIOPUPOBAHUS.

PexoMeHaniM M UCXOJHBIC JIaHHBIE IO KOHKPETHOMY HCMOJIb30BAHUIO
pe3ynbTatoB. Pa3paboTraHHass TEXHOJIOTMSI W3BJICUCHUS HUOOUS U3 MYJIbIIbI
OpOCUTENILHOTO  CKpyOOepa MOXeT ObITh MHTErpUpOBaHA B  JICHCTBYIOIIHE
TEXHOJIOTUYECKHUE IIETIOYKH TUTAHO-MAarHUEBBIX MPOU3BOJICTB, 0€3 HEOOXOIUMOCTH
MacITabHOW MOJCPHU3AIMU WM KAaUTAIbHOTO CTPOUTENBCTBA, a TAKKE JJIA HYX]T
AO «YM3y.

Brenpenue pa3paboTaHHOW CXEMbI TO3BOJHT JIOMOJHUTEIBHO W3BJICKATH [0
23,84 % obuiero conepkaHus HUOOUS B TUTAHOCOJAEPXKAIlEM IUIaKe B BUAE CyXOro
KOHIIEHTpaTa, coaepkaiiero 10 19,5 % Nb. 3To obecnieunT HE TOJIBKO YTHIIM3AIUIO
TEXHOTEHHBIX OTXOJIOB, paHEe HE BOBJICUEHHBIX B TEPEpabOTKy, HO M TOJIyYCHHE
TOBApPHOTO  HUOOMICOJIEpIKAIIETO  ChIPbsl, MNPUTOJHOTO  JJIs  JlalIbHEUIIEero
TUAPOMETALTYPTUUECKOTO M3BJICUCHHS IIEHHBIX coequHeHni HuoOus. [lomydeHHbie
OPOAYKTBI MOTYT OBITh HCIOJIB30BaHBbl ISl MPOU3BOJACTBA  (heppoHHOOUS,
METAJJIOHUOOUS ¥ APYTUX BHICOKOTEXHOJIOTHYHBIX MAaTEPUAIOB.
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OneHka TEXHUKO-2KOHOMHYECKOU 3(P(EeKTUBHOCTH BHeIpeHus. B pesynbrare
BBIIIOJIHEHHUS ~TEXHUKO-)KOHOMUYECKOTO aHaldu3a BHEIPEHUS pa3pabOoTaHHOU
TEXHOJIOTMM W3BJCYCHHS HUOOWS W3 TYJBIBI OPOCUTEIBHOTO CKpyOOepa
XJIOPUPYIOIEH YCTaHOBKM YCTAaHOBJIEHO, YTO MCIOJIb30BAaHUE JIAHHOM CXEMBbI
nepepaboTKU MO3BOJIAET CYIIECTBEHHO MOBBICHTH CTENEHb W3BICUCHHS] HUOOUS M3
TUTAHOCO IeprKaIIero miaka — 10 23,84 % ot ero o01ero cofep>KaHus B ChIPhE.

OkoHomuueckas 3G (PEeKTUBHOCTh TEXHOJIOTUU JOCTUTACTCA 32 CUET:

~ BBICOKOM KOHIIEHTpall1 HUOOHS B U3BJIEKAaEMOM CyxoM octatke (10 19,5 %
Nb), npuroaHoro juist mociaeayoen nepepadboTKy Ha MPEANPUATUSIX;

~ MNpUMEHEHHs] 000PYJOBaHUSI CTAaHJAPTHON MPOMBIIIICHHOW KOMIUICKTAIUH,
JIOCTYITHOTO B YCJIOBUSIX OT€UECTBEHHBIX MPEIPUSTUH;

~ MHUHHUMAaJbHBIX 3aTpaT Ha CTPOUTENHCTBO U MOJIEPHU3AIIMIO — OOJIbIIIAs YaCTh
00OpyIOBaHUSI MOXET OBITh pa3MellleHa Ha CYLIECTBYIOIIMX IPOU3BOJICTBEHHBIX
IJIOIAKAX;

~ BOBJICUEHHUSI paHEE HEHUCIOJb3YEMbIX IOTOKOB IPOMIIPOAYKTOB (ITyJIBIIBI
OpOCUTENILHOTO CKpyOOepa), 4TO CHOCOOCTBYET KOMIUIEKCHOMY HCIIOJIb30BaHUIO
CBIPbSl U CHUKEHUIO SKOJIOTUYECKON HAarpy3KH.

PacuétHbiif TO0BOM BBIXOJ HHUOOHMS B COCTABE CYyXOI0 KOHIIEHTpAaTa MOXET
COCTaBJIATH OT 3,6 10 7,2 TOHH (B 3aBUCUMOCTH OT IPOU3BOJIUTEILHOCTH YCTAHOBKH).
[Ipu cpeaHeil PHIHOYHOM CTOMMOCTH COEIMHEHHA HUOOHS, COOTBETCTBYIOIIMX
CTEIIEHU OYUCTKH IPOAYKTa, AOMOJIHUTENIBHBIN JOXO0J MOXET MpeBbluaTh 1,2 MIH
nomnapos CIHIA B rog.

VY aenbHbIE SKCIUTyaTallMOHHBIE 3aTpaThl Ha MEPepadOTKY MyJIbIIbl COCTABISIOT
menee 20 % oT 00111ei CTOMMOCTH MOTYy4aeMOT0 HIOOUKHCOASPIKAIIETO MPOIYKTA, YTO
YKa3bIBa€T Ha BBICOKYIO PEHTA0EeNbHOCTh TexHoJoruu. [IpeaBapurenbHbI pacdér
CpOKa OKYIIa€MOCTH IPOEKTa MPHU YCJIOBHUM HMHTETPAalMU B JEHCTBYIOLLYIO CXEMY
XJIOPUPOBAHHUS MTOKA3bIBAET ero He Oonee 1,5 ner.

Takum oOpa3oMm, BHeApeHHE pa3pabOTaHHOW TEXHOJIOTUHM O00ECHeUUT
JOTIOJTHUTENbHBIA AKOHOMUYECKUH 3(PQPeKT 3a CYET H3BJICUEHHUS CTpPaTernyecKu
Ba)KHOTO 3JIEMEHTA — HUOOUS — U MOBBICUT OOIIYI0 3(PPEKTUBHOCTH HCIIOIb30BAHUS
CBIPbSl B TUTAHO-MarHUEBBIX MTPOU3BOICTBAX.

OueHka Hay4yHOTO YPOBHS BBINOJHEHHOM paOOThl B CPABHEHHUH C JIYUIIHMH
JOCTHKEHUSIMHU B TAHHOW 00JIaCTH.

VYcTaHOBIEHO, YTO B OTJIMYMM OT CYIIECTBYIOUIMX CXEM MepepadboTKu
TUTAHOBOT'O ChIPb, MIPEAIAraeTcsi TEXHOJIOTHs epepabOoTKU MyJIbIIbl OPOCUTEIBHOTO
cKkpyOOepa ¢ u3BieueHrneM HHOOUS 1 €ro KOHIIEHTprpoBaHueM 10 ypoBHs 11,68-20 %
B TBEPIOM ocTaTKe. TeXHOJOrus TMO3BOJSET BOBJIEYL B IEpepabOTKy paHee
HEHUCII0JIb3yEMbIE TPOMIIPOAYKTHI U IIOBBICUTH CTENIEHb U3BICUYECHUS PEAKO3EMEIbHBIX
3JIEMEHTOB IPU ITPOU3BOACTBE TUTAHA.

ITo Teme auccepraunu OnMyOJIMKOBaHbI § HAy4YHBIX pabOT, B TOM 4HUCIE, B Oa3e
JAHHBIX Scopus - 2 CTaTbU U B PELIEH3UPYEMbIX HAYUYHBIX KypHaldaX W M3JaHUSX,
onpenenenHsix KOKCOH MHBO PK - 3 cratbu, pe3ynbrathl paboThl aipoOMpOBaHbl
Ha 3 MEeXIyHapOIAHBIX HAYUYHO-TIPAKTUUECKUX KOHpEpeHIusX, npuioxenue LI .
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MNPUJIOKEHUE A
Huarpammsl ¢azoBoit yctoiunsoct Ty, cucteM Fe-Ti-O, Ti-C-O u Fe-C-O npu
800-1700 °C (a) u tuarpamMmMbl U30TepMHUECKOl (a30BOM YCTOHUMBOCTH Ly
(mmarpammer Kemora) cuctem Fe-Ti-O, Ti-C-O u Fe-C-O (0) npu 1650 °C

log pFeO(g) Predominance Diagram for Ti-O-Fe System log pO2(g) Ti-O -Fe Phase Stability Diagram at 1650.000 C
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Constant value: T/°C File: C:\HSC6\Lpp\TiOF ¢1650.ips log pFeO(g)
pO2(g) = 1.00E-20

g pCO2g) Frod « Di. for THOC Syrrm log pOZZ(g) Ti-O -C Phase Stability Diagram at 1650.000 C
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log pCO2(g) Predominance Diagram for Fe-O-C System log pO2(g) Fe-O -C Phase Stability Diagram at 1650.000 C
0 — 150 - - - - - - -
Fe(CO)5 Fe3(CO)12, .
5 100 |
. FeO1.5(W) FeCO3
10 50|
-15 0 —————F¢0.9470 ——=Fe304
20 50| re Fe(CO)5
Fe3(CO)12
25 100 | s
Fe3C
-30 -150 |
35 200 |
-40 : : : : : : : 250 L L L L L L L L
900 1000 1100 1200 1300 1400 1500 1600 1700 -100 -80 -60 40 20 0 20 40 60 80
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pO2(g) = 1.00E-20

(a) (6)

Pucynok A.1 — Jluarpammsl ¢gazoBoii ycroitunoctu Ty, cucteM Fe-Ti-O, Ti-C-O u
Fe-C-O mpu 800-1700 °C (a) u nuarpaMmbl U30TEPMHUUECKOM (pa30BOM YCTOMYMBOCTH
L,p aTuX cucteM (6) npu 1650 °C
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MNPUJIOKEHUE b
Juarpammel (pazoBoit ycrounsoct Ty, cucteM Al-Ti-O, Fe-Si-O, Mg-Ti-O npu
900-1700 °C (a) u nuarpammbl U30TepMUUECKON (pa30BON yCTOHUMBOCTH Ly
(muarpammer Kemora) cucrem Al-Ti-O, Fe-Si-O, Mg-Ti-O npu 1650 °C (0)

log pAL203(g) Predominance Diagram for Ti-O-Al System log pO2(g) Ti-O -Al Phase Stability Diagram at 1650.000 C
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log pFeO(g) Predominance Diagram for Si-O-Fe System log pO2(g) Si-O -Fe Phase Stability Diagram at 1650.000 C
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log pMgO(g) Predominance Diagram for Ti-O-Mg System log p02(0.01barg) Ti-O -Mg Phase Stability Diagram at 1650.000 C
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(a) (6)

Pucynok b.1 - luarpammsl (a3oBoil ycroitunsoctu Ty, cuctem Al-Ti-O, Fe-Si-O,
Mg-Ti-O mpu 900-1700 °C (a) u nuarpammbl U30TEpMUUECKOM Pa3zoBoit
ycTtoitunBoctu Ly, aTux cucrem npu 1650 °C (6)
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IMPUJIOKEHUE B

JHuarpammsl (pazoBoit ycroiunsoct Ty, cucrem Mn-Ti-O, Fe-V-0, Fe-V-C npu 300-
1700 °C (a) u nuarpamMmMbl U30TepMHUUECKOr (a30BOM yCTOMYUBOCTH Ly, (Inarpammbl
Kennora) cucrem Mn-Ti-O, Fe-V-0, Fe-V-C mipu 1650 °C (6)

log pMnO(g) Predominance Diagram for Ti-O-Mn System log pO2(g) Ti-O -Mn Phase Stability Diagram at 1650.000 C
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log pFeO(g) Predominance Diagram for V-O-Fe System log pO2(g) V-0 -Fe Phase Stability Diagram at 1650.000 C
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(a) (6)

Pucynok B.1 - [luarpammsl (hazoBoii ycroitunBoctu Ty, cuctem Mn-Ti-O, Fe-V-0,
Fe-V-C npu 300-1700 °C (a) u auarpaMmmbl H30TE€pMUUECKOH (a30BOM yCTOHUMBOCTH

L,p oTX cucteM npu 1650 °C (0)
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IMPUJIOXKEHUME I
Huarpamma aszoBoii ycroitunBoctu Ty, cuctems! Cr-Ti-O, Nb-Cl1-O B auanazone

temneparyp 700-1700 °C (a) u nuarpaMMbl H30TEPMUUYECKOM (Ha30BOM YCTOWYMBOCTH
Ly, (nuarpammel Kemsora) cucrem Cr-Ti-O, Nb-C1-O npu 1650 °C (6)

log pCr203(g) Predominance Diagram for Ti-O-Cr System log pO(®) Ti-O -Cr Phase Stability Diagram at 1650.000 C
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log pCIC10(g) Predominance Diagram for Nb-O-C1 System log pO2(g) Nb-CI-O Phase Stability Diagram at 750.000 C
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(a) (6)
Pucynoxk I'.1 - [luarpamma azoBoii ycroitunBoctu Ty, cuctemst Cr-Ti-O, Nb-Cl-O B

nuanasoHe Temneparyp 700-1700 °C (a) u nuarpaMmmbl H30TepMUIECKOi (Pa3zoBoit
ycroitunBoctu Ly, aTix cucrem npu 1650 °C (0)
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HNPUJIOKEHUE /1
EDS-kapTupoBanne y4acTka WIIbMEHHTOBOTO KOHIIEHTpaTa 1o anemeHnTam O, Mg, Al,
Si, P, Ca, Sc, Ti, Fe, Zr u Nb ¢ XuMHU4YeCKIM COCTaBOM JJAaHHOTO MHUKPOyJacTKa

( Hﬁl'()

Pucynok /.1 - EDS-kapTupoBaHue yyacTKa WIIbMEHUTOBOTO KOHIIEHTpATa I10
anementam O, Mg, Al, Si, P, Ca, Sc, Ti, Fe, Zr u Nb
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NPUJIOKEHHUE K
EDS-kapTupoBanre MUKpOydacTKa WILMEHUTOBOTO KOHIIEHTpara 1o 3eMenTam O,
Al, Ti, Fe, Zr ¢ XuMH4YeCKUM COCTaBOM JIaHHOTO y4acTKa

MAP 1
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Pucynok K.1 - EDS-kapTupoBanue MUKpOydacTKa HIIbMEHUTOBOTO KOHIIEHTpaTa 1o
sanementaMm O, Al, Ti, Fe, Zr
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NPUJIOKEHHUE JI
WDS-kapTupoBanre MUKpOy4YacTKa MILMEHUTOBOTO KOHIIEHTpara 1o 3eMeHTam O,
Fe, Zr, Hf, Si, Zr.

e = Jum

Pucynok JI.1 - WDS-kapTupoBanue MUKpOy4acTKa WIIbMEHUTOBOTO KOHIIEHTPAra 1o
snementaMm O, Fe, Zr, Hf, Si, Zr.
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MNPUJIOKEHUE M
EDS-kaptupoBanrne MuUKpoydacTka TUTaHOBOTO 1wiaka 60/40 mo snementam O, Mg,
Al, Si, Ti, Mn, Fe, Zr, Nb ¢ XuMH4Y€CKIM COCTaBOM JIaHHOTO y4acTKa

o 1 B3

matdii
[
e

Pucynok M.1 - EDS-kapTupoBanne MUKpOy4acTKa TUTAHOBOTO MIJIaKa
60/40 o anementam O, Mg, Al, Si, Ti, Mn, Fe, Zr, Nb
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MNPUJIOXKEHUE H
EDS-kapTupoBanrne MuUKpoydacTka TUTaHoBOTO 1wiaka 60/40 o snementam O, Mg,
Al, Si, Ca, Ti, Mn, Fe, Nb ¢ XuMH4YeCKIUM COCTaBOM JTaHHOTO Y4acTKa

1AP 1

- f«n

<SEOL. EIIIIT— SEOL

Pucynok H.1 - EDS-kapTupoBanre MUKpOy4YacTka TUTaHOBOTO 1uiaka 60/40 mo
anementam O, Mg, Al, Si, Ca, Ti, Mn, Fe, Nb
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MNPUJIOXEHHUE I1
WDS-kapTupoBaHue MUKpoydacTka TuTaHoBoro niaka 60/40 mo sanementam O, Fe, Zr, Nb, Si, Ce, Nd

Pucynoxk I1.1 - WDS-kaptupoBanue Mukpoydactka TutanoBoro mnuiaka 60/40 mo snementam O, Fe, Zr, Nb, Si, Ce, Nd
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MNPUJIOKEHUE P
EDS-kaptupoBanue Mukpoyyactka TutanoBoro TiZir Titanium o snementam O, Al,
Si, Ca, Ti, Mn, Fe ¢ xuMH4eCcKUM COCTaBOM JIAaHHOTO y4acTKa
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Pucynok P.1 - EDS-kaptupoBanue Mukpoy4actka TutanoBoro TiZir Titanium mo
snementaMm O, Al, Si, Ca, Ti, Mn, Fe
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MNPUJIIOKEHHUE C
EDS-kaptupoBanne mukpoydactka OILITX mo snementam O, Na, Mg, Al, Si, CL, K,
Ca, Mn, Fe, Zr ¢ XUMHMYECKHM COCTaBOM JAaHHOIO y4acTKa
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Pucynok C.1 - EDS-kaprupoBanue mukpoydyactka OIITX no snementam O, Na, Mg,
Al, Si, Cl, K, Ca, Mn, Fe, Zr
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MNPUJIOKEHHUE T
EDS-kaptupoBanne mukpoydactka Bo3roHos [1K mo anementam O, Na, Al, Cl, K, Ti,
Mn, Fe, Zr ¢ XuMHA4Y€CKHM COCTAaBOM JJAHHOTO y4acTKa
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Pucynok T.1 - EDS-kaptupoBanne mukpoyuyactka Bo3roHoB I1K no snementam O,
Na, Al, Cl, K, Ti, Mn, Fe, Zr
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IMPUJIOKEHUE @
WDS-kaptupoBanne mukpoydactka Bo3roHoB [1K mo amementam O, Cl, Na, Ti, Fe, Zr, Nb, Hf

Pucynok @.1 - WDS-kaptupoanue Mmukpoyuactka Bo3ronoB I1K no anementam O, Cl, Na, Ti, Fe, Zr, Nb, Hf
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MNPUJIOKEHHUE X
EDS-kaptupoBanne mukpoydactka pacimiaa [IKC mo smementam O, Na, Al, Cl, K,
Ti, Fe ¢ XuMHYeCKHUM COCTaBOM JTAaHHOTO ydacTKa
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FrlEgiipe . I b i

3ol 23 (R 1} £
LR

Pucynok X.1 - EDS-kaptupoBanue mukpoydactka pacriasa [IKC no snementam O,
Na, Al, Cl, K, Ti, Fe
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IMPUJIOKEHUE 11
JudpakrorpaMmbl MOTYyUYEHHBIX MOCIE TIABOK 00pa3I[0B HCKYCCTBEHHOTO
WIBMEHHTA C TIOBBIIICHHBIM COACPKAHUEM HUOOUS

(a) - peHTreﬂorpaMMa POyKTa
miaBku Ti0,/FeO/Nb,Os pu 900 °C

(B) - peHTreHorpaMMa IIPOIyKTa
miaBku Ti0,/FeO/Nb,Os npu 1100 °C

() - peHTreHorpaMMa IPOIYKTa
mnaBku Ti0,/Fe;O3/Nb,Os ipu 900 °C

(3) - peHTreHorpaMma mpoayKTa

mnaBku Ti0,/Fe;O3/Nb,Os mpu 1100 °C

(6) - peHTreﬁorpaMMa POIyKTa
mnaBku Ti0,/FeO/Nb,Os pu 1000 °C

(r) - PeHTreﬁorpaMMa MPOAYKTa
mnaBku Ti0,/FeO/Nb,Os npu 1200 °C

(k) - PeHTreﬁorpaMMa MPOAYKTa
maBku Ti0,/FexO3/Nb,Os ipu 1000 °C

(K) - peHTTeHOrpamMMa MPOIyKTa
miaBku Ti0,/Fe;O3/Nb,Os ipu 1200 °C

Pucynoxk 1.1 — JIudpakrorpammsr 00pa3IioB HCKyCCTBEHHOTO HIILMEHHUTA



MMPUJIOKEHUE 4
Pesynprarer SEM ananm3a HHOOUHCOIEPIKAIIIETO MOPOITKa, TTOTYYSHHOTO U3 0CaIKa
ITYJIBITBI OPOCUTEIBLHOTO CKpyOOepa
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Pucynok Y.1 - Pesynsratel SEM ananuza HuoOuiicoaepkaIiero mopouika
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IPUJIOKEHUME I
CnHcoK Hay4HBIX TPYAOB

JlokTopanTa o oopaszoBarensHOM mporpamme «6D070900 Metammyprus
CapcembexoB Typap KycmanoBrnu

Ilo mamepuanam ouccepmayuonnol pabomsl onyoOIUKOBAHO 8 neuamHvlx pabom, u3 Hux 2 cmamu
8 MeANCOVHAPOOHBIX PeYeH3UPYeMbIX HAVUHbIX JHCYypHanax, exooawue 8 bJ[ Scopus/Web of Science
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TEeXHUYECKOH KoH(pepeHunu, nocsaménHon 100-netuto co aus poxaenus C. U. Kysnenosa. —2018.
— C. 102-106. — BbK 34,33 s 43.
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