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AHHOTauuA:
MokasaHo, 4YTO MpU B3aUMOAEWNCTBUM MNEPOBCKUTOBOrO KOHLUEHTpaTta C pa3baBreHHON CepHOW KUCIOTON
(CHzsos 50-55 %) B aBTOKMaBe NpuW NOBbILEHHOW TemnepaTtype TuTaH, HMobui, TaHTan Gonee yem Ha 80 %
nepexodnT B CEPHOKUCMOTHYIO XWUAKyl da3sy, ycTonumByto K 06pa3oBaHWI0 COOTBETCTBYHOLUMX CynbdaTHbIX
coeavHeHun. OTO MO3BOMSET 3HAYUTENbHO YNPOCTUTbL NPOLECC pas3feneHns KOMMOHEHTOB B KOMMIEKCHOW
TEXHOMOrM4yecKkon cxeme nepepaboTky MEepOBCKUTOBOrO KOHUeHTpaTa. [pu Tepmmuyeckom rmgponuse pacTtsopa
nonyyYeH TUTaHOBLIA MPOAYKT, COAEPXaLLUMn, MOMUMO AMOKCHAA TUTaHa M HMObWs, MpUMecK TaHTana u xenesa.
Mpegnonaraetcs, 4TO €ro MOXHO WCMOMb30BaTb B METannyprum TutaHa U pegkux MeTannos, a Takke npu
MONyYeHUn COeAUHEHUI C PYHKLMOHAMbHBIMU CBOMCTBAMMW, HEOBXOAMMBIMU ANS TEPMOCTOWMKON MPOBOASALLEN
KepaMWKN, SrEKTPOHUKN.
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Abstract:
It has been shown that when perovskite concentrate reacts with dilute sulfuric acid (50-55 % H2SO4) in an autoclave at
elevated temperatures, more than 80 % of the titanium, niobium, and tantalum are converted into the liquid sulfuric acid
phase. This phase is resistant to the formation of the corresponding sulfate compounds This makes it possible to
significantly simplify the process of separation of components in a complex technological scheme for processing
perovskite concentrate. Thermal hydrolysis of the solution produced a titanium product containing, in addition to titanium
dioxide and niobium, impurities of tantalum and iron. It is assumed that it can be used in metallurgy of titanium and rare
metals, as well as in the production of compounds with functional properties necessary for heat-resistant conductive
ceramics and electronics.
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Beenenue

Kak mnpaBuno, A7 TOBBILEHUS CTETIEHHM UW3BJICYEHHS KOMIIOHEHTOB, BXOASAIIMX B COCTaB
TPYAHOPACTBOPUMBIX MHHEPAJIbHBIX KOHIIEHTPATOB, MPU HUX PA3JIOKECHUH CEPHOW KHCIOTOW, B TOM UHUCIIE
u U3 nepoBckuToBoro koHneHntpata (I1K), ncnonp3yoT Takue HHULUHUPYIOUIHE (HaKTOPHI, KaK MOBBIIICHUE
KOHIIEHTPALMH KHUCJIOTHl B PEAKLMOHHOW CyCIIEH3HH, TEMIIEPAaTyphl Mpolecca U ero MpoJOKUTEIbHOCTH.
Bce 3T daxTOpbl 3HAYMTENBHO CHIDKAIOT YCTOMYMBOCTH CHUCTEM, YTO BBI3BIBACT (HOPMHPOBAHUE
B CEpHOKHCIIOTHOM XHIKOW (haze HOBOOOpa30BaHMM, YACTUIBI KOTOPBIX IKPAaHUPYIOT JOCTYN peareHTa
K MHHEpaTBbHBIM YacTHIAM, W TpoOIecc 3aMmemisiercs, nepexons B muddysuonnyro craguio [1]. [Hamee
MPOLIECC Pa3/IOKEHHs KOHICHTpaTa IMPOTEKaeT B pEe3yJbTaTe IOCIENOBATENbHBIX PEAKLUM, CBSI3aHHBIX
C BBIIIETIAYMBAHAEM KOMIIOHEHTOB B CEPHOKHCIOTHYIO JKUAKYIO (ha3y M ¢ KpHCTaIM3aluedl MX B BUJE
cynabhaTHBIX coequHeHui. [Ipy 3TOM MOCTHXKEHHE BBICOKMX IOKa3aTelied Mo creneHu pasznioxeHus [1K
TpeOyeT 3HAUUTENILHOIO YBEJIMYEHHUS UIMTENBHOCTH Ipouecca. Kpome Toro, Kk HeAOCTaTKaM OINHMCAaHHOTO
cnocoba, B uactHoctd ¢ yuactueM I[IK, crneayer mpuuyuciuTh TO, YTO MHPOHUCXOAUT (OPMHUPOBAHHE
MOJIMKOMIIOHEHTHOTO 0CajKa, COCTOSIIETO U3 COeNWHEHUH cynb(daTa TUTaHa (HUOOHS, TaHTana), cyibdara
KaJIbIIMs, KPEMHE3EMa, HEBCKPHITBIX MHUHEPAIBbHBIX YAaCTHUL IEPOBCKUTA U IPUMECHBIX MUHEPAIOB, KOTOPBIN
TPYZIHO Pa3AeINuTh, TOCKOIbKY TPEOYIOTCS JOMOIHUTEIbHBIE TEXHOIOTHUECKHE onepauuu. s gocTuxeHust
BBICOKOI CTETICHH Pa3JIOKeHUsI Hy)KHa JIOCTaTOYHO BBICOKAsl KOHIIEHTPAIMsI CEpHOM KHCIOTH — Goinee 75 %
H>SO4 — u 3HaunTeNn HOE yBEMTMYCHNE BPEMEHH Tiporiecca [2].

OcHOBOH U1l MIPOBEIEHUs] KUCIOTHOH OOPabOTKM MOXKET CIyKuUTh crocod pactBopenus IIK mpu
MOHW)KEHHOH KOHIIEHTPAIMU KHUCIOTHI, HO TPU TIOBBIIICHHOM JaBJICHHH, YTO, 110 MHEHHUIO aBTOPOB,
MOJKET 00€CIeYNTh JOCTATOYHO BBICOKYIO TEMIIEpPaTypy Impolecca. Takue yCIoBUs BO3MOKHO Pealli30BaTh
[IPY IPOBEJEHNH MpoLiecca B aBTOKJIABE.

Lenplo HacTOAIIMX HCCIENOBAaHUNA SBISETCS pa3paboTka crocoba pasnoxenust IIK c¢ Bwicokoit
CTETICHbIO M3BJICUCHHUSI THUTAHA, HUOOMS M TaHTalla B XKHUIKYIO a3y 0e3 MpOMeKyTOUHOTro (OpPMUPOBAHHS
TBEPAOH (a3bl CysIb(aTHBIX COSANHEHNH.

MeToauka IKCnepuMeHTOB

Jnsi mpoBefieHUsT JKCIepUMEHTOB ucnonb3oBamu [IK, momydeHHbI M3 pyabl AdpHKaHICKOTO
MECTOPOXK/IEHHUSI Ha OIBITHO-TIpOMBIIUIEHHOH ycTaHoBke ['opHoro mHcTuTyTa KHI] PAH. Coctas IIK npusencH
B Ta0I. 1, MHHEpaNbHBINA COCTaB — B TaOI. 2.

TuranoBble MUHEpAITBI (TIEPOBCKUT, WIIBMEHHUT M TUTAHUT, T1-MarHeTHT) COCTABIISIOT IpUMepHO 85 %.
I'pynna mupoKceHOB, MOJEBBIX WIMNATOB M aM(uOOIOB, KOTOpBIE IUIOXO PAaCTBOPUMBI B MHHEPATBHBIX
KHUCJI0TaX, cocTaBiseT 0omee 8 %.

Meroauka 3KCIIEPUMEHTOB 3aKJII04aiack B cieayromem. HaBecky 1K B komudectBe 5—9 T mocTeneHHO
3arpy’kajy B CTaJbHOHM BKIIAJBIINI aBTOKJaBa ¢ pazorperoit 7o 75—-80 °C cepHON KHUCIOTOW KOHIICHTPAIIUH
45-60 % H>SOs. Bpibop ykazaHHON KOHIIGHTPAIMH CEPHOM KHCIIOTHI JJISI TPOBEJICHHS JKCIIEPUMEHTOB
000CHOBaH W3BECTHBIMU JAHHBIMH, IIOJIyYeHHBIMU aBTOpaMH [ 3] npu uzyyennu $pazo00pa3oBaHusl B CHCTEMAX
TiO2(Nb2Os, Ta;05)-H2SO4-H20. Pacxox kucinoTel cooTBeTCTBOBAN OTHOMmEHHIO T:Vik = 1:5-7. ABTOKIaB
MOMEIIaNIY B NieYb U HarpeBasd B Teuenue 45—50 mun g0 140 °C. [Ipu 3aganHoM TeMiiepaType peakIIMOHHYIO
MaccCy BBIACPKHUBAIM 5 49 (JaBIEHHE B MPOIECCE BBIACPKKM U3MEHSIIOCH B mpenenax 6,5-8,0 atm). [lanee
000TpeB OTKIIOYAIHM W TIOCNIE OXJIXKJCHHS MPOBOJMIN (UIHTPOBAaHUE CYCIIEH3MM Ha BOpOHKE broxHepa
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(mox BakyymoMm). B xunkoii daze (puiibTpar) ¢ moMoIbi0 XUMHYECKOT0 aHAIN3a OMPEISIISLTH COEPIKaHNe
tutaHa (B pacuete Ha Ti0,) u cepHOit kucnoThl. Ocaiok Mocie OTACICHHS (PHUITBTPATa IPOMBIBAIH PACTBOPOM
5 % HSO4, a manee aucTWTMpOBaHHOW BomOW. Da30BBI COCTaB TBEPAOTO OCaIKa YCTaHABIUBAIH
C TIOMOTITBI0 PEHTTeHOBCKOTO mudpakromeTpa Shimadzu XRD-60001.

Tabnuya 1
Xumnueckwnii coctaB [1K. Conmepkanne KOMIIOHEHTOB, Mac. %
Ti02 szOs Ta205 TR203 Feoﬁm CaO Th02 P205 SiOz
48,75 0,89 0,045 33 3,01 37,26 0,090 0,12 6,27
Tabauya 2
MunepanbHbiil coctaB TTK
Munepan Copnepxanue, % Musnepan Copepxanue, %
IlepoBckuT 82,54 Kankpunur 0,22
NnemenuT 0,83 dTopanaTut 0,54
Turasaut 0,93 Knunorymur 0,50
Ti-margeTut 0,43 Kanpur 0,39
T'ematur 0,28 eomuTsl 0,40
[Tupoxcensl 4,21 ITonesrle mImaTel 0,67
AmpuooITEI 3,74 Cynbhuast 1,00
Cmronsl 1,40 Kankpunur 0,22
XJTOpUTHI 0,59
Hedemmn 0,39 Hmozo 100

Pe3yabTaThl H 00CyKIEHHE
Ha pucynke 1 mpuBeneHa 3aBUCUMOCTD BIUSHUS KOHIIGHTPAIIMK CEPHON KHCIIOThI Ha CTETIEHb ITepexoaa
TUTaHa B CEPHOKUCIIOTHYIO XKUAKYIO (ha3y B aBTOKIJIABE.

Useneuenne TiO,. %

90
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]

Bpems B3aumoneiicTems, 4

Puc. 1. Ussneuenne turana(IV) B xuaxyto ¢asy u3 I1K B aBToknase. T = 140 °C, koHuentpanust HoSOs, %:
1 —45;2-—50;3—55

Cynst 1o X0y KpPHBBIX, HaHOOJIee yCTOWYHBEI TUTAHOBBIE CHCTEMBI NP UCXOJHON KOHICHTPAIIUH
H>SO4 45-55 %. IloBbImeHWe KUCIOTHOCTH CHIDKAeT ycToWumBocTh TuTaHa(lV) B cepHOKHMCIOTHOU
XKHUJIKOU (a3e U MPUBOIUT K BBIICTICHUIO OCAIKa MTOCTIE IBYX YacOB B aBTOKJIABHOM PEXXHUME MIPU TeMIepaType
140 °C (tabn. 3). Crenenp u3BneueHus turaHa(lV) B xxuaxyro ¢asy mpu Bzaumoneiicteuu [IK ¢ cepHoit
KHUCJIOTOU KoHIeHTparmu 45—55 % nocturaer 80—84 % (tabu. 3).
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Tabauya 3

Ner/m | T,°C |Bpewms, u | Crosos B pactBope, /1| Crion B HaBecke ITK, T | Crioa B pacTBope, 1/n | Boixom* TiO2, %

45 % HzSO4, V=35 M, IIK=5Tr

1 140 2 550,0 2,69 58,7 76,4

2 140 3 5424 2,69 61,4 79,9

3 140 4 5424 2,69 62,8 81,7

4 140 5 5424 2,69 64,8 84,3
50 % H2SOu4, Vi =34, mn, [IK=6T1

5 140 3 526,8 3,23 66,9 71,5

6 140 4 526,8 3,23 71,0 75,9

7 140 5 534,6 3,23 71,2 76,0

8 140 6 526,8 3,23 75,1 80,5
55 % H,S04, V=35 M, [IK=7T1

9 140 1 635,3 3,77 68,2 66,7

10 140 2 643,1 3,77 75,1 73,5

11 140 3 635,3 3,77 80,5 78,8

12 140 4 650,1 3,77 84,6 82,8
60 % H>SO4, Vix=36 M1, [IK=9T

13 140 1 774,8 4,84 92,8 73,1

14 140 2 697,3 4,84 98,3 71,5

15 140 3 488,1 4,84 56,0 44,1

16 140 4 712,8 4,84 38,2 30,1

* Brixoa nmocunran 0e3 yd€Ta noTepyu MaTOYHUKa U, COOTBETCTBECHHO, TUTaHa B COCTaBE€ OCalKa.

W3 manHBIX Tabn. 3 BBIOpaHB HamOoliee ONATONMPUATHBIC YCIIOBHUS, OOECIEUMBAIOIINE JTOCTATOYHO
BBICOKHE TIOKA3aTeJIH 110 CTENICHH U3BJICUEHHsI KOMIOHEHTOB (cyns o Tutany) us [1K. IloxydenHsie pacTBOpHI
(om. 11 wm 12) moxBepramuch TepMHUYECKOMY THAPOIN3y. llpenBapurenbHO NPOBOAMIOCH CHUKEHHE
KOHIIEHTPALMM B HUX CEPHOU KucyioThl — npumepHo 110 300 r/nm H2SO4 [4]. Pa3baBnenHbIi pacTBOp ClIUBaIN
B CTakaH aBTOKJaBa u HarpeBaiw a0 115-120 °C (maBnenue 3,54 atm). [IpomomKUTENHHOCTD THIAPOIH3A
4-5 4. [locne oxnaxxaeHus! MPOBOIMIN (PUIBTPOBAHUE CYCIICH3UH, IPOMBIBKY OCaJKa U €ro MpoKaJMBaHHE.
Ha puc. 2 npusenen saemnunii Buj 11K u tutanconepx ammx mopomKkoB 40 U 1Ocie MPOKINBaHUA.

C nomoripio POA onpenessiin ¢ha3oBblid COCTaB MPOKAIEHHOTO ocajika (puc. 3).

XVWMUYECKHI COCTaB, MOTYYEHHOTO TIPH THIPOJIH3e 0CaIKa (IIPOKAIEHHOT0), ONPEEISIIIN C IIOMOIIBIO
cnekrpockana MAKC-GV, mac. %: TiO, — 91,6; Nb,Os — 1,34; Ta,Os — 0,015; Fe.O3 — 1,0.

Puc. 2. M3006paxeHne HCXOAHOTO U TIOIyYE€HHOTO POTYKTOB:
[TepoBckuT (MCX) — THAPATHPOBAHHBIN MPOTYKT — MPOKAJIICHHBIH MPOAYKT
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Puc. 3. ludpaxrorpamma npokaneHHOro npoaykra. OcHoBHbIe ¢a3sl: pytua 60 %, anatas 37,5 %

PazpaGoranpl ycioBHS B3aMMOJEWCTBHS TIEPOBCKUTOBOTO KOHIIGHTpAaTa C CEPHOM KHCIOTOM

(Crsos 50-55 %) B aBTOKJIaBe, NPU KOTOPBIX THUTaH, HUOOWH, TaHTan Oojee deM Ha 80 % mepexonsT
B CCPHOKHCJIOTHYIO JKUIKYI a3y, yCTOHUMBYIO K O0Opa30oBaHHMIO COOTBETCTBYIOIIUX CYJIb(AaTHBIX
COCJIMHEHMHA. DTO TO3BOJIAET 3HAYUTENBHO YIIPOCTHTH MPOIECC pa3eliCHHsT KOMIIOHEHTOB B KOMITJICKCHOM
TEXHOJIOTHYECKON CXeMe TNepepabOTKH IMEPOBCKUTOBOIO KOHIIGHTpara. [IpM TEepMHUYECKOM THIPOIIH3E
pacTBOpa IOJIydYeH THUTAHOBBIM MPOAYKT, COACP)KALIUM, MOMHUMO JIMOKCHIA THUTAaHA, MPUMECH HHOOUS,
TaHTaJa U JKeye3a.
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