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HccaenoBanust mosyueHus renrtapropranranara Kajaus

13 GTOPUIHO-CEPHOKUCIBIX PACTBOPOB

C.M. Macao6oesa'?, I'.H. ly6ommnn’, JI.I'. Apyrionsin’'
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? Konvckuii punuan Ilempo3aeo0cko2o 20cyO0apcmeeninozo yHusepcumena

AnHoTtanus. [IpoBeneHsl 1abopaTOpHBIE HCCIEOBAHUS U ONBITHBIE MCIBITAHMA SKCTPAKLIUM TaHTala U3
(TOPUAHO-CEPHOKHCIBIX  PacTBOPOB  OKTaHOJIOM-1. HaiineHbl ycioBHS — OCaXIEHUS  BBICOKOYHCTOT'O
rentadropranranara kamus (OTK) u3 TaHTanoBeIXx peskcTpakroB. Pa3zpaboTaHa TexHOJIOTHMYECKas cXxema
nepepabOTKN METaUTMUECKUX TaHTaJICOAepKalmux oTxonoB ¢ nonyuennem OTK u onpezesneHsl onTUMallbHbIE
YCIIOBUS IIPOBEIECHUS OTIEIBbHBIX CTaauii mpouecca. B xonme ncnbitanuii Hapadbotano okoso 500 xr ®TK
BBICOKOTO KaueCcTBa, U3 KOTOPOT0 HATPUETEPMUUECKUM BOCCTAHOBJIIEHUEM IOJIyUYEHBI BEICOKOEMKHE TAHTAJIOBBIE
MOPOILKH, OTBEYAIOIHE COBPEMEHHBIM TPEOOBAHMSIM IIPOM3BOANTEIICH KOHIEHCATOPOB.

Abstract. Laboratory investigations and experiments on solvent extraction of tantalum from fluoride-sulphuric
acid solutions using octanol-1 have been presented. Conditions for precipitating high-purity potassium
heptafluorotantalate (PFT) from tantalum re-extracts have been determined. A flowsheet has been developed for
the processing of metallic tantalum-bearing wastes with the production of PFT, with optimal regimes for
individual process stages. The 500 kg of high-quality PFT accumulated during the testing have been used to
produce high-capacity, high-quality tantalum powders for advanced capacitor making.
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1. Beenenue

HecMmoTpsa Ha 3HauuTENbHOE CHUKEHHE MPOU3BOACTBA W3MAEIMUN SIEKTPOHHOHW MPOMBIIUIEHHOCTH, B
YaCTHOCTH, TAHTAJIOBBIX 0OBEMHO-ITOPHCTHIX KOHAEHCATOPOB, O0YCIOBICHHOE OOIIMM CIIaZloM MPOU3BOJICTBA B
Poccuiickoit ®enepanuu, 3aaaya NOIYYEHHUS] BBICOKOEMKUX TaHTAJIOBBIX KOHJIEHCATOPHBIX MOPOLIKOB HE CTala
MeHee 3HaunMoi. bosee Toro, oTcyrcTBHe B Poccuu pon3BoACTBa CTONIB BAKHOTO CTPATErHYECKOTO MaTepraa
¥ BCE BO3PACTAIONIAs CTOMMOCTb TaHTajla [EJAal0T MCCJIEAOBAHUS IO MOTYyYEHHIO BBICOKOEMKHX TAHTAJIOBBIX
MOPOIIKOB BECbMa aKTyalbHbIMHU. Pa3paboTka TEXHOJIOTMH COBPEMEHHBIX MOPOLIKOB — CJIOXKHAsT MHOTOILIAHOBAsI
Hay4HO-TEXHUYECKas 3ajada, Ui YCHEUIHOTO PEUIeHUs] KOTOPOH HEOOXOJMMbI HE TOJIBKO OOecredeHue
BBICOKOKAUECTBEHHBIM CBIPbEM, HO M CUCTEMAaTHUECKOE U3yUeHHE BCEX CTaJUM TEXHOJIOTHUECKOTro MpoIiecca.

Xumpdeckue U (U3MYECKHE CBOMCTBA TAHTAJIOBOIO IOPOIIKA CYIIECTBEHHO 3aBUCIT OT KauyecTBa
rentadroprantanara kaaus (PTK), u3 koToporo HaTpueTepMHYECKHM BOCCTAHOBJIEHHEM €ro IOJIyYaroT.
CHIDKeHne IpuMecell B TAHTAJIOBOW COJIM U YIIy4IlIEHHE APYTUX ee IapaMeTpoB (pa3Mepbl u opMa KpHCTauIOB
U 1Ip.) TpeOyIoT fanbHelIero copepueHcTBoBanus rexnonornu K,TaF;.

B naHHOM cOO0OIIEHNH IPUBEAEHBI PE3YJIBTATHI JA0OPATOPHBIX UCCIEIOBAaHNI M ONBITHBIX WCIIBITAHUN
TEXHOJIOTHH TOIy4YeHHs TrenTadTopTaHTanaTa Kaius BBICOKOTO KadecTBa MPH 3KCTPAKIMOHHOW mepepaboTKe
TaHTAJICOJEPKAIINX (PTOPHIHO-CEPHOKUCIIBIX PACTBOPOB.

2. MeToabl Hccle 0BaHUH

B kauectBe ncxogHoro ceippsi s nomydeHuns @DTK B pabore wncmonp3oBany MeETaUTMUECKHE
TaHTAJIOBBIE OTXOMABI (MTOPOIIOK, JIOM, TUTACTUHBI W T.1.). Haubosee 3¢¢heKkTHBHBIM CIOCOOOM MepepadoTKH
TaKMX OTXOJIOB SBJISIETCS PACTBOPEHHE MX B KOHIIEHTPHPOBAHHOW (DTOPHCTOBOJOPOIHOI KHCIOTE WIH B €€
CMECH C TEPEKMChIO0 BOIOPOJA WM a30THOM KucioToll (Macnoboesa u Op., 2008) u mocnemyromien
SKCTPAKLIUOHHOU OUUCTKOM IOJIyYEHHBIX PACTBOPOB.

Kpucramioontuueckue rccieaoBaHus BBITOIHEHB Ha MuKpockoriax MWH-8 u Leica DM-2500 P.

Coneprxanne kKaTHOHHBIX pumeceit (Mn, Mg, Pb, Fe, Cu, Ni, Cr, Co, V, Ti, Mo, Ca, Si, Al, Zn, Bi, Sn,
Sb, Ta, Nb, Zr) B ®TK ycTaHOBIEHO C ITOMOMIBIO aTOMHO-3MHUCCHOHHOTO CHEKTPOrpaduIeckoro aHaiu3a Ha
npudope ADC-13 mo criermansHOR MeTonuke, pazpadoranaoit B UXTPOMC KHI[ PAH.
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3. Pe3yabTaThl M NX 00CyxKIeHHE
IDKCTPAKIASA TAHTANA U3 PTOPHIHO-CEPHOKHCIBIX PACTBOPOB OKTAHOJIOM-1

[IpoBeneHs! nccIenoBaHMS SKCTPAKIIMOHHOTO BBIIENICHHUS BRICOKOYHCTHIX COSTMHEHUH TaHTaIa OKTaHOJIOM-
1 (OKJI-1) u mumknorekcanonom (III'H) u3 ¢ropumHo-cepHOKHUCIBIX pacTBOpOB. VICXOMHBIN PacTBOp MMEN COCTaB,
r/m: TayOs —212,5, F — 107, H,SO,4 — 203,93, Fe — 0,35, Mn — 0,006, Ni — 0,04, Cu — 0,03, Na,0O — 0,06, CaO — 0,002.

YCTaHOBJIEHO, YTO TMPH COOTHOIICHHSIX OpraHudeckod u BogHOH (a3 O:B =1-3 HezaBucuMO OT
pacxona LII'H cTenens u3BneueHus TaHTana 3a oJiHy cTyneHb coctaBisieT 99,0-99,7 %. OnHako 3TOT 3KCTpareHT
00J1a/1aeT psJIOM CYIECTBEHHBIX HEJOCTAaTKOB, B YaCTHOCTH, OH UMEET HU3KYIO TeMIlepaTypy BembImku — 49°C
(mo>kapooraceH), BRICOKYIO paCTBOPUMOCTD B BOAHBIX pacTBopax (57 /i npu 20°C) u jerydecTb.

B otnmume ot LI'H, pactBopumocTs okTaHona-1 B Boxe cocrasisier 0,054 % (mac.), a Temneparypa
Benbiikd 81°C. Kpome Toro, miotHocth OKJI-1 cootBerctByeTt 0,824 r/em’, a s LITH — 0,948 r/em’, T.e. B
cirydae ucrosib3oBanust i okcTpakuuu OKJI-1 MoxHO mocTiub OoJiee BBICOKOW Pa3sHOCTH INIOTHOCTEH MeEXITy
BOJIHOM M OPraHUYECKOH (pa3aMul U TEM CaMbIM YIYYIIUTh THIPOJUHAMIYCCKHAE CBOMCTBA UCIIONb3YEMBIX CHCTEM.

Wzydenne skcTpaknuoHHBIX cBoicTB OKJI-1 mpoBoamiam METOIOM MOCIENOBATEIEHOTO HACHIIICHUS
9KCTPareHTa, a Takke MPH Pa3IMYHBIX COOTHOIICHHSX OpraHMYecKod u BomHOHU (a3. Ha puc. | mpencraBnena
M30TepMa OSKCTPAKIMK TaHTalda W3 (PTOPHUIHO-CEPHOKUCIBIX pPAacTBOPOB (KpuBas 1), aHamm3 KOTOPOH
MTOKa3bIBAET, YTO HA CTAIUM SKCTPAKIMH I MPAKTHYECKH IOJHOTO H3BiIedeHus TaHTaida npu O:B=14 u
coaepxkannu Ta,0s B akctpakte 140 r/nm HeoOxoaumo 5-6 cryneneit. Emxocts OKJI-1 B cucteme cocraBisier
6omee 200 /71, B TO BpeMsl KaK MPH SKCTPAKIKHK U3 (PTOPUIHO-a30THOKUCIIBIX PacTBOPOB (pHc. 1, KpuBast 2) oHa
pasHa ~80 r/1 (Macroboesa u op., 2008).

Jlns cHKeHMs KOHLIGHTpallMM NpHMecell B PEeIKCTpaKTaxX H3ydeHa MPOMBIBKA TAaHTAJIOBOTO SKCTPaKTa
pactBopamu, cogepxkanmu oT 0 1o 10 r/n HF u ot 50 mo 200 r/n H,SO, npu COOTHOIIEHUSIX OPraHUYeCKOM U
BoaHOH (a3 O:B = 3-15. YcraHOBICHO, YTO ONTHMATHHBIM YCIOBHEM MPOMBIBKH, 00CCIICUMBAOIINM, C OJHOMN
CTOpPOHBI, IIOJIyYEHUE PACTBOPOB C HU3KUM COJEPXKAHUEM JIMMUTHPYIOLUIMX HNpPUMECEH, a ¢ APYrod CTOPOHBI,
CIIOCOOCTBYIOIIMM YJIYHYIICHHIO THIPOIMHAMUYECKHX XapaKTEPHCTUK pabOThl SKCTPAKIMOHHOTO KacKaja ThIa
CMECHTENb-OTCTONHIIK, SIBIISICTCS: COCTAaB =
npombiBHOro pactsopa 10 r/n HF u 200 r/n 5 220 1
H,SO4; wm cootnomenne O:B=38. Ilotepu
TaHTaja 3a OXHY CTYHNEHb B JTOM CIyd4ae
COCTaBIISIIOT 10,4 %. Onnako npu
OCYILIECTBJIEHMM HEMNPEphIBHOTO IIpolecca ¢
YYETOM TIIOJICOEIMHEHUs] TPOMBIBHBIX BOJ K
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CHEKTPAILHOTO aHAN3a TEHTAOKCHIa TaHTaja, [Ta,0;] B BOmHOM dase, r/n
BBIIENIEHHOTO M3 TaHTaJI0BOro peskcrpakrta. Ilo Puc. 1. U30Tepma sxcTpakuuu TaHTana OKTaHOJIOM- 1
COJIePIKaHUIO OCHOBHOT'O BEUIECTBA W n3 GTOpUIHO-CEpHOKHCIBIX (1) 1
MIPUMECHBIX 37eMEeHTOB Ta,Os COOTBETCTBYET (TOpUIHO-a30THOKHUCIIBIX (2) PacTBOPOB

Mapke "BBICOKOUHCTRIN" (Tabu. 1).

Ta6muma 1. Conepsxanue npumeceii (1° 10 % (mac.) B mentaokcnze TanTana

Mn Mg Si Fe Cr | Ni Nb Mo Ca Cu | Pb | Sn | Co \ Zr | Ti | Al
<1 <3 <10 | <3 | 3 | <3 20 <5 <10 | <3 | 3 1 <31 B 131 <2 | <313

PeskcTpakiuio TaHTana U3 MPOMBITOrO 3KCTPAKTAa OCYILECTBISIM BOJOW. CTENeHb PEdKCTpPaKIUM 3a
OJIHY CTYIIEHb coCTaBisieT 68 %.

[IpoBeneHp! YKPYIHEHHBIE HCTIBITAHUS pa3pabaThiBacMOi TEXHOJIOIMH Ha jabopartopHoM 18-cTymeHuaToM
9KCTPAKLIMOHHOM KacKajie THIIA CMECHUTEJb-OTCTOWHHUK, Ha KOTOPOM OTPaOOTaHbl PEXUMBbI SKCTPAKIIMH, IPOMBIBKU U
peskcrpakmu. [IpuHImnmanpeHas cxeMa SKCTPaKIFOHHOW YCTAaHOBKH TpEACTaBieHa Ha puc. 2. McxomHbli pactBop
roaBay B 8 Kamepy Kackaia, B 1 kamepy — 0OOpOTHBIH SKCTpareHT, B 13 kamepy — MpOMBIBHOH pacTBop, B 18 kamepy
— peakcrpareHt. Padunar, oOpasyrompiics B 1 kamepe, coOOMpaiy B IPUEMHYIO €MKOCTb U YTHIIM3UPOBAIIH, IPOMBIBHOM
pacTBOp, BBIXOIAIMHA M3 9 Kamepsl, MOJACOENMHSUIM K HCXOTHOMY pacTBopy B 8 kamepy. CiMB TaHTanoBOrO
peskcTpakTa, ucnoibsyemoro st ocaxnenuss DTK, ocymecteiusimm u3 14 kamepbl. OkTaHon-1, JBUTArOIIMIACS
MIPOTHBOTOKOM K UCXOHOMY PacTBOpY, OCIE SKCTPAKIHH, IIPOMBIBKH U PE3KCTPAKLIMK BO3BPAILATIN B LIUKIL.

WzyueHo pacripenesneHne TaHTala B OPraHWYecKOW W BoAgHOHM dazax (puc. 3), a TakKe M3MEHEHHE
IoTHOCTH (a3 (puc. 4) o KaMepaM IKCTPAKLIMOHHOTO KacKa/ia B yCIOBHSIX PABHOBECHS. AHaJIU3 ITOJyYEeHHBIX
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HcxXonHbli TTpoMeIBHO¥
pacTeop pacTeop
PeskcTparedT
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Puc. 2. [IpyHnunuansHas cxeMa 3KCTPAKIIMOHHOTO KacKazaa
1-8 — kamepsl 3KcTpakuy; 9-13 — npoMbIBHBIE KaMmepsl; 14-18 — kaMephl peskcTpakuuu
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Puc. 3. Pactipenenerre paBHOBECHBIX KOHIIEHTPAIIAN Puc. 4. VI3ameHeHne TUIOTHOCTH PaBHOBECHBIX
Ta,Os B BogHol (1) 1 oprannveckoit dazax (2) BosHOI (1) 1 opranuueckoii (2) dasz
10 KaMepaM 3KCTPAKLMOHHOI'O KacKazja 10 KaMepaM JKCTPAKLMOHHOI'O KacKaja

IKCIICPUMCHTAIBHBIX JTAHHBIX MMOKA3bIBACT, YTO MPOIECC IKCTpaKnuu uaet 3hdekTuBHO HA 4 CTYNEHSAX, B TO
BpeMsi Kak [MOCIEIYIOIINE YBEIMYUBAIOT W3BJICUYCHHE TAHTAJNA HE3HAYMTENbHO. J[Is CTaguu pedKCTpaKIUu
JIOCTATOYHO 5-6 CTymeHeH.

T11I0THOCTb HACBIIIEHHOTO KCTPAreHTa (IKCTPAKTa) COCTABIAeT 966 Kr/M’, 000POTHOrO IKCTPAareHTa —
830 kr/™m°, peakcrpakra — 1180-1190 Kr/ME. Padunar comepxur 0,1 r/m Ta,Os, a peakerpakt 140-160 r/n Ta,Os.
ITotepu TanTtana ¢ padpunarom He npessiaoT 0,05 %.

Ha sxcTpakunoHHO# ycTaHOBKe ObUTO morydeHo 150 J1 TaHTaIOBOTO PEIKCTPAKTa, N3 KOTOPOTO OCAXKICH
OTK. Ilo conmepxanuro nmpumeceit (B % mac.: Mn, Mg, Si, Fe, Cr, Ni, Pb, Ti, Al, Co, Mo, V, Cu <1103, Sn, Zr, Ca
<3'10™%) oH COOTBETCTBOBAI TPEOYEMbIM HOPMAM.

H3yuenue yc/10BHil ocaxkaeHus renta@ropTaHTaNaTa Kajus U3 TAHTAJI0BBIX PEIKCTPAKTOB

Kpynnble kpucTamisl ropTaHTazaTa Kajlus B MEHbLIEH CTEIIeHH aJcOpOUpYT Ha CBOEH NMOBEPXHOCTH
He>KellaTelbHbIe IPUMECH, YeM MeJKHE KpucTaiibl. [loBbIIIeHHOE conepKaHHe OpraHWYeCKuX IpuMecedl u
arpeccuBHas (propuaHas cpela B TAHTAIOBBIX PEIKCTPAKTAX BBHI3BIBAIOT KOPPO3HWIO aIMapaTypbl M BEOyT K
BBIICJICHUIO BpPEAHBIX BEIIECTB B OKpYyXkatollyto cpeny. B atom cinydae Baxna npombiBka @TK, koTopas Moxer
OBITH d(h(heKTUBHA ITPH OTIPENIEIIEHHOM €T0 TPaHyJIOMETPUIECKOM COCTaBE.

Hamu mpoBeieHBI HCCIIEOOBAHUS [0 BIMSHHIO MOJIbHOrO oTHOmieHus m = HF/Ta,Os u wu30bITKa
XJIOpPUCTOTO Kanmusi Ha (as3oBelid U rpaHyidoMeTpudeckuii coctaBbl DOTK, ocaxmaeMoro w3 peIKCTPaKTOB,
MOJIyYSHHBIX TP SKCTPAKIWHU TaHTana nukiorekcanoHoM (L{I'H) u oxTanomom-1.

Peskctpakiuro TanTana usz L{II'H ocymectisum ¢proprcteiM ammonueM, a u3 OKJI-1 — Bozoi.

UccnenoBanus mpoBoAWind O CHEAYIOMIEH MeToauke. Pe3kcTpakT M pacTBOp XJIOPUCTOIO KaylMs
(300 r/n) marpeBamu mo 80°C, 3arem ropsumii pactBop KCl mpu mepemeniMBaHWd MEIJICHHO MOOABIISIM B
peakctpakT. [lomydeHHslit pacTBop octaBisii Ha 16-20 ywacoB st oxjaxiaeHust u kpuctammusanuu OTK.
Ocaok OTOMILTPOBBIBAIA Ha HYTY-(PUIBTPE, MPOMBIBAIN JCHOHHU30BaHHOW Bomoil 3 pasa mpu T:XK=1:3 u
CYIIIJIH TOPSTYUM BO3IyXoM npu Temieparype 60°C B TeueHue § 4acos.

B Tabu1. 2 npuBeneHb!l yCIOBUS U pe3yNbTaThl ONBITOB NpH ucnonabs3oanuu LII'H, u3 koTopsix BUIHO,
YTO yBenHueHne MosibHoro otHowenus m = HF/Ta,Os Bexer k pocTy pasMepoB KpUCTAIOB (OMBITH 2-4), B TO
BpeMsi kak u30bITok ocamutens (KCl) me urpaer pomu (ombitel 1-2). Bo Bcex ombitax B @TK ormeuaercs
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Hccneoosanus NOJIy4eHus eenmaquopmaﬂmaﬂama Kanus...

HaJI4Ue Ta305KUAKOCTHBIX BKJIFOUEHHUH, 9TO MOXKET ObITh 00BACHEHO MpUCyTcTBHEM HoHa NH,', KoTopbiii npu

ocaxneHnn obpazyer NH;,

3axXBaTHIBAEMBI  OOPa3yIOMIMMUCS KPHUCTAJUIAMH.

B omeite 5 mporecc

KPHCTAJUIN3aLMU IPOBOJUIN HPU OBICTPOM OXJIXKICHUH, B PE3YyIbTaTe YEro MOIyqmiIn 0ojiee MEIKHH 0CamoK
(dTOpCOIM CO 3HAYUTEILHBIMU TA305KHIKOCTHBIMU BKJIIOYEHHSIMHU.
U3 pe3ynbraToB onbIToB 10 ocaxacHuio @TK U3 OKTaHONBHBIX PE3KCTPAKTOB (Tadi. 3) cieayer, 4yTo
pa3Mepbl KpUCTAJUIOB B HCCIEIyeMOM HWHTEepBajle 3HAYEHHUH m MajJo 3aBUCSAT OT MOJIBHOTO OTHOIIEHUS
m = HF/Ta,0O5 (onpiTel 1-3). YBenmuueHne pazMepoB KPHCTaJUIOB HAOIIONACTCS IIPH CHIDKEHWM KOHIIEHTpaluU
TaHTaJla B PEIKCTPaKTe (OMBITH 2, 4-6).
Hecmotpss Ha otcyrcrBue B peskctpakte NH4F, B ocangke mocie ocaxkaeHus HAONMFOJAETCsl HaIM4We
Ta30’KMAKOCTHBIX BKJIFOUEHNH, 00pa30BaHHUE KOTOPBIX, O-BHANMOMY, CBS3aHO CO CKOPOCTBIO 00pa30BaHMs KPUCTALIOB.

Tabmuna 2. YcnoBus u pe3yibratsl ocaxaeHns OTK U3 HHKI0reKcaHOIBFHOTO PEeIKCTPaKTa

Cocran
PeSyHbTaTbI aHaJIn3a BbIIIAaBLICTO
No HCXOJIHOTO MoibHOE
N30bITOK ocaJika
OTIbI- pacTBopa, OTHOILIICHUE [Ipumeuanue
KCl = =
Ta r/n m ®Da3oBbIi I'panynomerpuyeckuil
Ta,Os HF CcOCTaB COCTaB, U
QOukcupyercs Haluyue
1| 1500 | 1842 | 27,2 134 | K;TaF;299% | o1 100-16 10 28-8 | Lo n MARASTHEI
BKJTFOUEHU I
2 150,0 | 184,2 27,2 1,12 K,TaF;>99 % | ot 100-20 o 36-16 "
3 137,0 | 213,7 34,35 1,16 K,TaF;>99 % | ot 140-20 no 40-16 "
4 126,2 | 238,5 41,8 1,10 K,TaF;~99,5% | ot 200-36 no 60-16 "
Hannuue
5 126,2 | 238,5 41,8 1,10 K,TaF;~ 100 % ot 60-8 mo 40-8 3HAYUTEIIbHBIX
ra30’KHIKOCTHBIX
BKJTIIOUCHUH
Tabmuma 3. Ycenous u pe3ynbratsl ocaxaeHns OTK u3 oKTaHOIBHOTO pedKCTpaKTa
(m36prToK KCl1 20 % 0T cTexmomMeTpun)
Cocras PesynbraThl aHanu3a BBITIABIIETO OCAIKA
No HCXOJIHOTO MonbHoe v A
OIIbI- pacTBopa, OTHOLICHHE ®Da30BbIi I'panynomerpuueckuii ITpumeuanue
Ta r/n m COCTaB COCTaB, U
Tazo5 HF
2,0-0,8 mm @dukcUpyeTCsl Halnu4une
1 75,93 | 120,13 35 K,TaF;~100% | 1,0-0,2 Mmm 20 % ra30’kKHuIKOCTHBIX
ot 140-48 y mo 48-16 u BKIJIFOUCHHN
2,0-0,3 Mmm
2 75,93 | 92,65 27 K,;TaF;~99 % | 1,0-0,2 mm | 20-25 % "
0,8-0,3 Mmm
ot 144-26 u 1o 40-6 u
2,0-0,5 mm OTMEYaroTCsl CPOCTKH
3 75,93 68,64 20 K,TaF;~99,8% | 1-0,2 MM 20-25 % KPUCTAIIJIOB U
0,8-0,6 Mmm ra30)kKuIKOCTHBIE BKIIOUESHUS
ot 600-56 u 1o 140-40 u
3,2-0,2 MM
4 60,0 73,34 27 K,TaF;~100% | 1,5-0,5 mm 35-40 % "
0,5-0,5 mm
ot 100-20 u 1o 48-32 u
3,0-0,4 Mmm lazoxuakocTHBIE
5 56,0 68,56 27 K,TaF;~99,8% | 2,0-0,4 Mmm 50 % BKIIFOUCHHS He3HAYUTEIIbHbIC
2,0-0,2 mm
ot 140-20 u mo 60-20 u
3,2-0,3 MM IIpocmarpuBaercs okcruaza
6 30,0 36,67 27 K,TaF;~99,5% | 1,5-0,3 mm ~100 % 10 KOHTYPY KPUCTAJUIOB
0,4 mm
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YCTaHOBIEHO, YTO HCHOJB30BaHHE OKTAHOJBHBIX PpedKCTpakToB mpu ocaxaeann PTK mossomser
CHHU3UTHh MOJIbHOE OoTHOomeHue a0 m =20-21 mo cpaBHeHHIO ¢ m >24-30 B ciy4ae LUKIOT€KCAHOIBHOTO
pedKCTpaKTa, U TeM CaMbiM YMEHBIIUTh Pacxol (TOPUCTOBOAOPOJHOM KuCiOThI. [loTepu TaHTanma mpu
MIPOMBIBKE (PTOPCOIIN B IIEPBOM CiTydae n3-3a 0OJbIIeH KPYITHOCTH MOJY4aeMbIX KPUCTAIIOB COCTABISIOT ~2 %,
a Bo BropoM ciyuae ~10 %. [Iponecc ocaxnenns @TK nydine npoBouTh 13 G0NBIIMX 00BEMOB, TaK KaK B 9TOM
cilydae 3a cyeT OOJBIIOro TerioBoro 3¢ ¢exra TemIiepaTypa KpHUCTAUIM3ALUHM COBIANAeT C PaBHOBECHOM
TeMIepaTypoil.

IIpoBeneHo uccnenoBaHue BiIMsAHUSA Ha pasmepbl kpucramnoB OTK BpemeHHM BBIIEPKKH pacTBOpa,
MOJIy4aeMOT0 TPH CMEHIMBAaHWM TAHTAJIOBOTO PEIKCTPAKTa C XJIOPHUCTHIM KalHeM, a TaKKEe CKOPOCTH €ro
oxaxaenus. Temmeparypy HarpeBa BapsupoBamu oT 60 mo 90°C, Bpems BBIIEpKKH — OT 1 10 4 4acos,
CKOpocTh oxJjaxaeHus — oT 5 no 30°C/gac. Ha puc. 5 u 6 mpuBeneHbl pe3ynbTaThl KPUCTALIOONTHYECKOTO
anammza @ TK, ocaxkJeHHOTO B Pa3HBIX YCIOBUSIX.

Cravicrina; Paccronmme

Mu, sHaverve:

Mar. oxvarue:

werorparia:

B T
o I

Paccronmme

Puc. 5. 300paxkeHue KprCTauioB renTad)TopraHTanaTa Kajius
Ha mukpockorne Leica DM-2500 P
(Bpemst BbIIEpKKH pacTBopa 2 4, ckopocTh oxiaxaenus 20°C/uac,
kpuctaiuiel @TK Beicymenst mpu 200°C)

Ducnepens: Ko Mk
Make. sHauee: [l ik

Mar. oxuaarie:

TucTorpata:

| crorcie: i
| B [~z

Paccroatie

Puc. 6. M300paxkeHne KpUCTAIIOB renTaTopTaHTaIaTa Kajuus
Ha mukpockore Leica DM-2500 P
(Bpemst BbIIepKKH pacTBopa 3 4, ckopocTh oxiaxaenus: 10°C/uac,
kpuctamutel @TK Beicymensr mpu 200°C)
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Macnoboesa C.M. u dp. Hccneoosanus noiyyenus 2enma@mopmanmanama Kauus...

VY CTaHOBIIEHO, YTO ONTHMAJIbHBIMU YCIOBUSAMH MOJIYYEHUS IOCTATOYHO KPYNHbIX Kpuctaiios K,TaF;
SIBITIOTCS: BRIZIEPKKa pacTBopa mpu §0°C B TedeHue 3 4acoB U CKOpOCTh oxmaxaeHus 10-15°C/gac.

IpuHuMNUAJLHAS TEXHOJOTHYECKAS CXeMa MMoJIy4YeHUs renTagTopTaHTaNaTa KAJIUs

Ha ocHOBe pe3ynbTaToB J1a0OpPaTOPHBIX WCCIICAOBAHUA W OINBITHBIX MCIBITAHUNA pa3paboTaHa
TEXHOJIOTHYECKAasi CcXeMma MepepaboTKH OTXOMOB TaHTama (pUC. 7), KOTOpas MO3BOJSCT IOJYYHTh
rentad)TOPTaHTAIAT Kalus BBICOKOrO KadecTBa. OHa BKIIIOYACT CIICAYIOIIME OCHOBHBIC CTaJHMU: PACTBOPEHHE,
SKCTPAKLHUIO U OCAKICHHE.

Merannuueckue TaHTaJIOBBIE OTXO/IbI pacTBOPAIOT B KOHIeHTpupoBanHoi HF unu B ee cmecu ¢ H,0,.
[MomyueHHBIH pacTBOp oOXJaxnaloT W (QuibTpyroT. OcCaloK MPOMBIBAIOT BOJOH M TOJCOCAMHSIOT K
METAIUTMYECKAM TAHTAJIOBBIM OTXoAaM. DMIbTpaT, M0 Mepe ero HAaKOIUICHWS, HAIPaBISIIOT B PEaKTOp Ui
TIPUTOTOBIICHHUSI MCXOJHOTO PAacTBOpA, MAYIIETO Ha IKCTPAKIMIO TaHTana. B HEM MPOBOAAT KOPPEKTHPOBKY
pacTBopa IO CEpHOW KHUCIOTE W IO COACPKAHWIO TaHTajda (BOZOH, OOOPOTHBIM IPOMBIBHEIM PAacCTBOPOM,
(buabTpaTOM WM MPOMBOJAMH, MonydeHHbIMH Tpu TnpombiBke @OTK). Hcxoanslii pacTBop Tmocie
AQHAJTUTHYECKOTO KOHTPOJS TEPEKauynBalOT B IMPHUEMHYIO €MKOCTh M IOJAIOT Ha SKCTPAKIIMOHHBIM Kackas,
COCTOAIINHA U3 3KCTPAKTOPOB TUIIA CMECHTENb-OTCTOHHIK, B KOTOPOM OCYIIECTBIISIOTCS TPHU CTaJUH MpoIiecca:
SKCTPaKIIUs, IPOMBIBKA U PEIKCTPAKIIHSI.

HE yexn. (H202) Memannuuecrue omxoovt Ta

: : ‘

3
:
0
PACTBOPEHHUE H,0 % %
I 2
Ocadox
PCUJIBTPAIIS
Cl')uﬂbmpaml
Ho.S80, P IpomvisHuie 600wt
KOPPEKTUPOBKA || 4
- H0
Hexoonvtii p-p P
“
Srempaeenm (OKJI-1) P
IKCTPAKITHS adpuniam _
Ha VYU QYUIO
3Kcmpar<ml
IIpomeieroil pacmeop [IPOMBIBKA Ompabom aimblﬁ
MPOMBIEHOT p-p
Pesrcmpazenm (H,0)
< PEDRCTPARIIUA |«
Peakcmpakml
KCl HF
N OCAKJTEHUE <
@D,
OUILTPAITIS wwrpen
ITPOMBIBKA >
l IIpomvisHole 600bt
CVIIIKA
K2T3F7

Puc. 7. TexHonormyeckas cxema NOJIy4IeHUS TenTadTopTaHTanaTa Kajims
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ITomy4eHHBIH TaHTAJIOBBIM SKCTPAKT [ajice NMPOTHBOTOKOM HAIPABIAIOT HA NPOMBIBKY TPOMBIBHBIM
pacTBOpoM, a paduHAT Ha yTuim3anuoo. OTpaOOTaHHBIH NMPOMBIBHON PAacTBOpP MOACOEAMHSIOT K MCXOIHOMY,
UAYIIEMy Ha SKCTPAKIMIO TaHTaja. [lo Mepe HAaKOMJIEHWs B HEM 3HAYUTENBHBIX MPUMECEH €ro BBIBOAAT W3
Kackama Ha yTuin3anuioo. OUHIIEeHHBI OT CO3KCTparupyeMbIX IpUMeced JKCTpakT MIAET Ha CTaaulio
peakcTpakimy. IlomyueHHBI BBICOKOUMCTBIM peaKcTpakT wucnonb3yloT g ocaxiaeHus DOTK. Pactsop
KoppekTupytoT mo coxaepxkanmio HF, 3arem ero marpeBatoT 0 80°C m 100aBISIOT HArpeThli 0 TaKoil ke
temrepaTypbl kanuiiconepxkaumii pearent (KCI, K,CO;, KF). OO6pasytomyrocss myjblly OXJIaXIAIOT CO
ckopoctbio 10-15 rpan/u u BeiaepkuBaoT B TedyeHue 12 gacoB misi oOpazoBanust kpucrauioB K,TaF;. Ocamox
OT(WIBTPOBBIBAIOT HA HYTY-(QWIBTPE, MPOMBIBAIOT JIEMOHW30BaHHON Bomoi 3 paza mpu T:K = 1:3 u cymar
TOpsiYUM BO3AyxoM Ipu Temmepatype 60°C B tedeHue 8 uyacoB. [IpoMbIBHBEIE BOJIBI COOMpArOT M MOMAAIOT Ha
KOPPEKTHPOBKY HMCXOJHOTO PAacTBOpa JUISl AKCTPAKUUHM WM BBIIEJICHHS THIPOOKUCH TaHTana. [lomydeHHbIH
rentadTopTaHTANAT KA UJIET HA HATPUETEPMUYECKOE BOCCTAHOBJICHHE METAJUIMYECKOI0 TaHTaJIa.

K HacTosmeMy BpeMeHH 10 JaHHOW TEXHOJIOTHUECKOW cXeMe Ha SKCTpareHTe okTaHoil-1 u3 gropumHo-
CEPHOKHCIIBIX PAacTBOPOB HApabOTAHO OKOJNO 2 M BBICOKOUHCTOrO TAHTANOBOro peskcrpakta (140-160 r/n
Ta,0s), u3 kotoporo noixydeHo ~500 kr renradropranTanara kanus. [1o cBoeMy KauecTBYy OH OKa3aliCsl BBILIIE,
YeM II0Jy4aeMblil Ha IUKIOreKCaHOHE, TaKk Kak ¢ ucrosbszoBaHneM OKJI-1 ynanoch CHM3UTH coepkaHHE
yraepoja B TaHTajIoBoM nopomike 10 0.004 %(mac.).

B 3aBHCHMOCTH OT BapMaHTOB HATPHETEPMHYECKOTO BOCCTAHOBIECHHUS W3 renrtadropraHTanaTa Kajius
MOJTy4eHbI MOPOUIKH TaHTaJla ¢ yaeabHbIM 3apsgoM oT 20000 xo 70000 mxKun/r (Opaos u dp., 2008a). OnbiTHBIE
MapTUU HATPUETEPMUUECKIX TaHTAJIOBBIX KOHJIeHCATOPHBIX nopomikoB tumna K-10, K-12, K-14 ucnons3oBanbl B
MIPOU3BOJICTBE CEPUUHBIX KOHAEHCATOPOB (Op108 u dp., 2008b).

4. 3akj0ueHHe

1. IlpoBeneHs! TabOPAaTOPHBIC HMCCIIENAOBAHHUS W OIBITHBIC WCIBITAHHUS IKCTPAKIHMOHHOM TEXHOJIOTHH
MOJTyY€HHsI BBICOKOUHCTBIX TAHTAJIOBBIX PE3KCTPAKTOB M3 (TOPHIHO-CEPHOKHCIIBIX PACTBOPOB HA HKCTPArCHTE
OKJI-1. BeiOpaHsl ONTHMAalIbHBIE YCIOBHSA MPOBENCHHS Mpolecca Uil CTaOuid 3KCTPAKINH, TPOMBIBKH U
PEIKCTPAKIINH.

2. Uzyueno BiusiHue MoiibHOTO oTHOIneHus: m = HF/TayOs u u30bITKa XJIOpHCTOro Kajus Ha (a3oBblii
Y IPaHyJIOMETPUYECKHI COCTABBI renTad)TopTaHTaNaTa Kajlks, OCaKIAEMOT0 U3 PEIKCTPAKTOB, OJIyYEHHBIX IPH
SKCTPAKLMHU TaHTajla OKTAHOJIOM-1 U IIMKJIOTEKCAaHOHOM. YCTaHOBIEHO, uTo ocaxaeHne OTK n3 oxTaHOIBHBIX
PEIKCTPAKTOB CIEAYET MPOBOAUTH MPU MOJIBHOM OTHOUIeHuH m = 20-21, mpu 3TOM MOTEpH TaHTajla COCTABSIT
~2 %. BpIOpaHbl ONTUMaJIbHBIE YCIIOBUS OCAXIEHHs TenTadTopTaHTaaTa Kajus.

3. Pa3paboTaHa TEXHOJOTHYECKAst CXeMa IepepadOTKH METAJUTMUECKUX TaHTAICOJAEP)KAIINX OTXOJIOB.
[Ipennaraemasi cxema IpoBepeHa B X0JI€ ONBITHBIX HCIBITAHUH. VI3 TaHTAJIOBBIX PEIKCTPAKTOB MOJYYEHO OKOJIO
500 kr ®TK, xoTophlii MO COAEPXAHUK OCHOBHOI'O BEIIECTBA M INPUMECHBIX 3JIEMEHTOB YIOBIETBOPSET
TEeXHUYeCKUM TpeboBaHusAM. Harpuerepmuueckum BoccraHoBieHHeM n3 @OTK momydeHBl BBICOKOEMKHE
TaHTAJIOBBIC MOPOIIKH, OTBEYAIOINE COBPEMEHHBIM TPEOOBaHMSAM ITPOM3BOANTEIIEH KOHAEHCATOPOB.
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