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AnHotanus. [IpoBeneHbl 1abopaTopHbIe UCCIIEAOBAHUS M UCIIBITAHKS (PTOPHIHO-CEPHOKUCIOTHON TEXHOIOTUU
nepepaboTKH OPTOHMOOATA JINTHS C LENBI0 BBIIEIEHUS BBICOKOYHCTOrO okcuaa Huobus (V) U mocieayromero
€ro HMCIIOJIb30BaHHs B MPOU3BOJCTBE MOHOKPHCTAIUIOB HUOOATa nutusi. OnpeeseHbl ONTHMANbHBIE YCIOBHS
paznoxenust LisNbO,, obecneunBaroine MakCHUMalbHBIN IEpeBOJ] HUOOMS M JHUTUS B pacTBOp. M3yueH
3KCT’paKLlHOHHI)II>II mpouecc M3BJIICHCHUA HI/I06I/IH CMECBhIO DKCTPAarcHTOB (JII/IMCTI/IJ'I&MI/IIU)I Kap6OHOBI)IX KUCIIOT
¢dpakimu Ciy-Ci3 B pazdaButene Dckaiin u okraHoi-1). B xoxe ucnbiranuii monydero 10 kr Nb,Os, koTopslii 110
COJZIEP)KaHUIO PErJlaMEHTHPOBAHHBIX IIpUMeEcedl OTBeYaeT TEXHOJOTMYECKUM HOpMaM, [O3BOJITIOIIUM
HNPUMEHSATH ero B npou3BoacTse LiNbOs;.

Abstract. The work presents the findings of laboratory investigation and testing of fluoride-sulphuric acid
technology, whereby lithium orthoniobate was processed to obtain a high-purity niobium (V) oxide subsequently
used in the production of lithium niobate single crystals. The optimal conditions for Li;NbO, decomposition
providing the highest possible level of niobum and lithium transition to solution have been determined. The
solvent extraction process of niobium extraction by a mixture of extragents (carboxylic acid dimethyamides of
the C;(-C;; fraction with Eskeide and octanol-1 as diluents) has been discussed. In the course of experiments, we
obtained 10 kg of Nb,Ojs satisfying the requirements for the production of LiNbOs.
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1. Beenenue

B coBpeMeHHOH 3JEKTPOHHON TEXHHWKE HAONIOAAETCS PE3KOE BO3PACTAHHE POJH TUAICKTPUIESCKUX
MaTepualioB, B IEPBYIO OYEpelb IIb€30- M CErHETOIEKTPUKOB. [IprMeHeHHe 3THX MarephajoB OTBEYaeT
COBPEMCHHBIM Tpe60BaHI/l$IM MOBBINICHHUA 3KOHOMHWYHOCTH, 6bICTpOZlel71CTBPISI u 3KCHJ’IyaTaLII/IOHHOI‘/II HaAC)KHOCTHU
9JIEMEHTOB DJIEKTPOHHUKH. J[M3JIEKTpUKH, B YaCTHOCTH, CETHETOIEKTPUYECKasi KepaMuKa, (GOpMHUPYIOT MHOTHE
HOBEHIINE HAaNpaBIeHHUs >JIEKTPOHHMKH, AKyCTOVIEKTPOHUKH, CHCTEM CBS3M M aBTOMATHKH, MEIULIMHCKOM
TeXHUKH. K 4mcily IOUAJIEKTpUUECKHX MaTepualioB, KOTOPHIE HAaXOAAT IIMPOKOE NPUMEHEHHE B YKa3aHHBIX
00J1aCTSIX, OTHOCHTCSI METaHHOOAT JIUTHUSI, OTXO/bI IIPOU3BOICTBA KOTOPOT'O I0OCTATOYHO BEIIMKH. B CBsI3M ¢ 3TM
BEChMa aKTyallbHBIM OCTaeTCsl TOWCK Hamboyee >()()EeKTUBHBIX METOIOB NEepepadOTKH OTXOMOB C IEINBI0
pereHepaIiy JTUTHS T HUHOOWSL.

B UHcTuTyTe XMMUM U TEXHOJIOTUM PEAKUX 3JIEMEHTOB M MuHepaibHOro cbipbss KHII PAH na
NPOTSDKEHHH MHOTHX JIeT pa3paboTaHBl Pa3iWYHBIE CIIOCOOBI PA3NIOKEHHS OTXOIOB MeTaHHoOaTra JIHUTHS
(Macnoboesa u op., 2003), oCHOBaHHbIE Ha OTACJIECHUH JUTHS OT HUOOWS HA CTaIU PasJIOKEHHUS OTXOJOB C
BO3MOKHO OoJjiee TIONHBIM IMEPEBOJIOM OJHOTO W3 HUX B PAaCTBOP WJIM B OCagoK. VI3BECTHBI TakKe CIIOCOOBI
nepepabotkn otxonoB LiNbO; criekannem ¢ HezHaunTenbHBIM H30bITKOM Li,CO; mpu Temmepatype 700-725°C
¢ monyuerneM LizNbO, u mocneayromuM BeimenadnBanieM 1wiaBa 20-30-npoueHtHeiMu kuciaotamu (HpSOy,
HCI, HNOj) (Kynugees u op., 1996; 1999a; 1999b). AHanmu3 BceX M3BECTHBIX METOJIOB PA3JI0KEHHUS OTXOIOB
LiNbO; nokasai, 4To BCE OHM HMMEIOT PsiJi CYIECTBEHHBIX HenocTatkoB. Hambonee 3hdexTHBHBIM sBIsIETCS
Croco0, OCHOBAaHHBIM Ha TepeBo/ie HU0OAaTa JINTHS B OPTOHHOOAT C MOCJIEAYIONIMM BBIILEIAYUBAHUEM JINTHS
HUOOMSI B PacTBOP CMECHIO (PTOPHCTOBOJAOPOIHON U CONSIHOHM kucnoT (Macrnoboesa u op., 2004). OmHako, Kak
MIOKa3bIBAIOT PE3yJIbTAThl HCCIIEIOBAaHUN, CHIDKCHHE B IEHTAOKCHIAaX HUOOMS COAEpKaHUs NMpPUMECEH, TakuXx,
KaK, HaIpuMep, JKee30, A0 ypoBHsA, MeHbirero 107 wmac.%, sBsSercs B STHX CHCTEMax BechMa
3aTPYIHUTEIEHBIM.

Lenpro paboTHI ABIAIOCH N3yUEHHE YCIOBHHA (PTOPUIHO-CEPHOKHCIOTHOTO PA3lIOKEHHsI OPTOHHOOAaTa
JIUTHS ¥ SKCTPAKIIMOHHOTO BBIICIEHUS BBICOKOYHCTOTO OKcHaa HHoOus (V) U3 MOIYYEHHBIX PACTBOPOB.
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2. MeTtoas! uccae10BaHMI

OproHno0aT JIUTHS MOMyYald CHEKaHWeM OTX0J0B HuobOarta yutus ¢ 5-10%-apIM m30bITKOM Li,CO;3
mpu Temneparype 900-1000°C B Teuenme 1-2 gacoB (Macnoboesa u Op., 2005). OOpasyrommuiics criek
OpTOHHMOOATAa JTUTHS M3MENbUaiy (pa3Mep YacTHI] COCTaBsuT MeHee 50 MKM) W HampaBJIId Ha BCKPBITHE C
LEJIbIO MIEPEBO/Ia BCEX LICHHBIX KOMIIOHEHTOB B PAaCTBOP.

PaznoxxeHne npoBoamiid BO (DTOPOIIACTOBOM CTaKaHE C KPBINIKOH M MEIIAIKOW, B HEro 3ajuBaiv
kucnotel (HF u H,SO,) n momemanu B TepMocTar Ajis MOAACPKaHUS HEOOXOAUMOW TEMIIEPaTyphl B OIBITE.
[IpoOy opToHMOOaTa NUTHS BHOCWIM B CTaKaH HEOOJBIIMMHU HOPLUSIMH IPH IOCTOSHHOM I€PEMENINBAHHH.
CMech BBLIEPKMBAIM 33JaHHOE BPEMsl, OXJaXIadd M OTGUILTPOBBIBANK. Ocajok Ha (QUIBTPE NPOMBIBAIH
JUCTHJUTMPOBAHHOM BOJOW, CYIIMIM W MpoKaiuBaiu B MydensHoi neun npu 800°C B teuenue 1 uaca. Ilo
MOJy4€HHOMY OCTaTKy PAacCUMTBIBAIN CTENCHb BCKPBITHS OpTOHHMOOaTa juTus. B ¢uimbTpartax u MpoOMBIBHEIX
BOJIAaX OIpEAEsUIN cojepkaHue Huobus, nutus, gropa u npumecedd (Fe, Ti m ap.), ucnons3yst pasindHble
METOJBI: AKCTpaKIMOHHO-(poTomeTpudeckuil (Ta), crekrpodoromerpudeckuii (Nb, Ti), uiaMeHHYI0 aTOMHO-
SMHUCCHOHHYIO criekTpoMeTpuio (Li), mmamMenHyr0 atoMHO-abcopOimonHyto criekrpomerpuro (Cu, Ni, Co u mp.),
noteHnromMeTpudeckui (F).

Copneprxanue kKaTHOHHBIX puMeceit (Mn, Mg, Pb, Fe, Cu, Ni, Cr, Co, V, Ti, Mo, Ca, Si, Al, Zn, Bi, Sn,
Sb, Ta, Nb, Zr) B Nb,Os ycTaHaBIMBaiu ¢ MOMOILBIO0 aTOMHO-3MHUCCHOHHOTO CHEKTPOrpaMuecKoro aHaim3a Ha
npudope IPC-13 no crnenuanbHol MeToauke, pazpaboranHod B UXTPOMC KHII PAH, a taxke meromom
Macc-ClEKTPOMETPHUHN ¢ UHIYKTHBHO CBsI3aHHOM T1a3moit Ha npubope ELAN 9000 DRC-e.

Pentrenodazossrii anamms (POA) nponykroB npoBoamnn Ha qudpaxromerpe JIPOH-2, uzmyuenne Cuy,.

3. Pe3yasTaThl 1 X 00CyKIEHHE
PaznoxeHue OpTOHNO6ATA JIUTUS

[IpenBapuTenbHO HaMu OBUIM HPOBEIEHBI OMNBITHI MO PA3IOXKEHHIO opToHHoOata jutust 20%-HOM
H,SO, npu remnepatypax 20+60°C u oTHOmIEHNH TBeP0H 1 xuakoit pas T:V,=1:10 B Teuenue 3-6 yacos. [Ipu
stoM Nb mepexomun B ocalok, a Li ocrtaBancst B pactBope. Conepxanre Nb B ¢uiibTpare He NMpPEBBIIIANO
0.01 /7. Ocamox MPOMBIBAT HECKOJIBKO pa3 BOJOW, a 3aTeM MOACYIIUBAIN M MPOKAJIMBAIH MIPH TEMIIEpaType
1000°C. 13 peHTreHorpaMmbl, IpUBEAEHHOI Ha puc. 1, BUAHO, 4TO mosy4eHHbIi npoaykt (Nb,Os) He sBisiercst
ormHo(daszHpM 1 BKiT0oUaeT LiNbO;, a Takke Ipyrue COeIMHEHUS JTUTHS M HUOOUS. B CBSA3M C TUM MBI IPHUIILTH K
BBIBOJY, YTO ITOT CIIOCOO HE MOXKET OBITh HCIIONB30BaH JJIS MepepadOTKH OTXOJO0B METaHHOOaTa JHUTHS, T.K.
npurorasiuBaemass u3 Nb,Os u Li,CO; mmxta He COOTBETCTBYET HOpMaM, MPEIbSBISEMBIM K HEH, s
MTOCTIEYOIET0 MCIIOIB30BAHMS €€ IS BRIPAIIUBAaHUS MOHOKPHUCTAILIOB.

Paznoxxenne LiNbO; Benm B cmecu 45 % HF u 27-40 % H,SO,. B ombiTax BapbUPOBAIH:
cooTHOIIeHHe TBepaod u xuakoi ¢aswl (T:V,=1:3+7); Temneparypy BCKpBITHS OPTOHHOOATa JIUTHA
(t=20+40°C), Bpems ipoBeaeHus onbiTa (T=15+60 MuH).

DTOPUCTOBOIOPOTHYIO KHCIOTY BBOAMIM B KOJHUYECTBE, JOCTATOUHOM JUIss 00pa30BaHUS (HTOPHUIHBIX
KoMIulekcoB HuoOus (V), mpu 3ToM obecneunBajics MUHHMalbHBIA pacxox HF. MonbHoe oTHOmIeHUE
WL =Nb/F = 1:6+7 siBnusiercsi ONTHMAJIBHBIM JUIsl MOCIEAYIOIIEH KCTpaKiuu, T.K. UMEHHO KoMmIiuiekchl NbFg,
NbF 72' HAWTYUIIIM 00pa30M SKCTPAarupyrOTCs U3 PaCTBOPA.

Pe3ynbTaThl ONBITOB IpeACTaBIEHBI B Ta0J. 1, U3 KOTOPBIX BUIHO, YTO HauOOJIbIIAs CTENIEHb BCKPBITHS
(94.6 %) nabmronaercs npu 40 % konnentparun H,SO4 u cootHotenuu T:V, =1:5 (omsit 5). [Ipu omHOM U TOM

]
]
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Tabnuma 1. YcmoBus u cTeleHb pa3IoKeHUss OpTOHNO0ATa TUTHSI
(maBecka LizNbO4 — 10 T, u=1:6, 45%-nas HF, t=20°C, =30 muHn)

No oneiTa T:Vx Konnentpanus H,SO,4, % Bec ocratka, 1 CrteneHb BCKPBITHSI R**, %
1* 1:3 27 0.922 92.2
2% 1:5 27 0.916 91.6
3% 1:7 27 0.904 90.4
4 1:3 40 0.939 93.9
5 1:5 40 0.946 94.6
6 1:7 40 0.923 92.3

* — B (pupTpaTax HaOMIOZACTCS CO BpeMEHEM BEIIIAJICHUE OCaJIKa,
** _ CTeneHb BCKPBITUS ONPEIENICHA [0 OCTAaTKy, B KOTOPOM conepxkuTes 1o 70-78 % Huobwus.

Tabnuna 2. Pactipenenenie HHOOHS U JIUTHS B TIpoIlecce pas3IokKESHN OPTOHHO0ATa TUTHS
(maBecka LizNbO4 — 10 T, 45%-nas HF, u=1:6,T:V,=1:5, t=20°C, 1=30 muH)

ConeprkaHre KOMIOHEHTOB ITOCIIE
Temneparypa, | KoHueHTpaius OGbem Obbem pasnoxenus LisNbOy, r/n
°C H,S0,, bubTpara, | MPOMBIBHAIX ®DunsTpaT TIpoMEIBHAS BOJA
v W SO, M Nb,Os Li,0 [ NbO; Li,O
20 27 47 35 125.3 45.8 14.5 1.5
20 40 46 34 135.6 46.7 16.1 1.9
40 40 44 35 141.5 48.9 15.8 2.1

)K€ COOTHOIIEHHH T:Vy, HO NpH YBEIWMYCHWH KOHIEHTpamuu cepHoil kucioTsl (oT 27 mo 40 %), creneHb
BCKPBITUSI BO3pAcTaeT HE3HAYMTENbHO. Y CTAaHOBIICHO, YTO MY BbILIENaYMBaHUKN opToHHOOaTa Jutust 40%-Hoii
H,SO, npu xomHaTHOH TemnepaType u oTHomeHun T:V,=1:5 momyyaroTcs ycTOWYMBEIE PACTBOPHL, B TO BpeMs
Kak B (WIbTparax, IOJyYEHHBIX IPU Pa3I0KEHHHM OPTOHMOOATa JIUTHS MEHEee KOHLEHTPHPOBAaHHOW CEpHOM
KUCIIOTOH, BBINIAAIOT Ocaaku. Ha pacrpeneneHue JHUTHS KOHIEHTpAIMs CEPHOW KHCIOTHI HE OKasbIBAaeT
BIMsHUA (Tabn. 2), OH NMEepeXoAuT B pacTBOP B BHJIE PAacTBOPHUMOM coyid cepHOKucioro Jjutust LipSOy.
[obrimienue temmeparypsl g0 40°C He HM3MEHSACT BBIXOJ HHOOWSA u JuTUs B pactBop. Ilo ganHbiM PDA,
HepacTBOPUMBIN ocTaTok coaepxut LiNbO; 1 Nb,Os.

B ycmoBmsax ompita 5 (Tabn. 1) m3ywueHa kmHetmka BCKphITHS LizNbO,. IlomydueHHbIe naHHEIE,
MpHUBEJCHHBIE B TaOi. 3, TMOKAa3bIBAOT, YTO B BBHIOPAHHBIX YCIOBHAX pPAa3NOKEHHE OPTOHHOOATa JHTHUS
3aKaHYMBACTCs yXKe uepe3 15 MUHYT mocie 3arpy3ku MpoObl, O YeM CBHICTENBCTBYET ITOCTOSHHOE 3HAUCHHE
koHueHrpaiuii Nb,Osu Li,O B mynbite.

Ha ocHOBaHMM NOJyYEHHBIX pPE3YNbTaTOB PEKOMEHAOBAHBI CIIEAYIONINE ONTHMAJIbHBIE YCIOBHS
BCKPBITHS opTOHHOOaTa mutust: koHnerTpanus HySO, — 40 %, monpHOE otHOmeHne W=Nb:F=1:6+7, T:V,=1:5,
temneparypa 20°C, MpomODKUTEIHHOCTh MPOBEACHUS MpoIlecca IMOCiie paBHOMEPHOH 3arpy3kd mpoOsl — 15
MHHYT. B 3THX yCOBHSIX CTENEHb Pa3JIOKEHUS OPTOHHOOATa NUTHA cOocTaBisieT ~95 %. Xumudeckast peakius
ABIISIETCSI 9K30TEPMHUECKOH, TPOTEKAET C OONBIINM BBIJCICHUEM TEIUIA M MOXKET OBITH ONMCAHA YPaBHEHHEM:!

2Li3NbO,4 + 3 H,SO,4 + 12HF — 3Li,SO4 + 2HNDbF + 8H,0 + Q.

Tabnmma 3. Kunetnka pa3noxXeHns OpTOHHO0ATa INTHS
(naBecka Li3NbO, — 10 r, 40%-nas H,SO,, 45%-nast HF, p=1:6, T:V,=1:5, t=20°C)

Bpewms BckpbITHS, Coneprxanue B GhuiibTpare, 1/
MMH. Nb,Os Li,O

15 1354 46.5

30 135.6 46.6

45 135.9 46.5

60 135.7 46.7

3KCTEaKgl/lﬂ HHOOMSI M3 QTOQH}IHO-CQDHOKI/ICJIBIX PacTBopoB

PazBuTtHe M  COBEPIIEHCTBOBAHHE JKCTPAKLIMOHHOW TEXHOJOTMM IMOJYYEHHS BBICOKOYHCTBIX
COEIMHEHUH HUOOMS CBS3aHO C ITOMCKOM HOBBIX 3((EeKTHBHBIX KCTpareHToB. IIpencTaBisiio HHTEpEC U3YUNTh
9KCTPAKIMOHHBIC CBOMCTBA CMECH, COCTOSIICH W3 auMeTminamunoB kapOoHOBBIX kucioT (JMAKK) dpakimm
Cy¢-Cy3, oxranona-1 (OKJI) u pazdaButenst Dckaiin (3c). DkcrparenT copepxain 35 % AMAKK, 30 % OKII,
35% DOc. B KkadecTBe HWCXOAHBIX PACTBOPOB WCIIONB30BANH (MIBTPATHI, MOJMYYCHHBIE ITOCIE BCKPBITHS
OpTOHMOOATa JHUTUS CMEChI0 (TOPHCTOBOAOPOMHOW W CEpHOH KHCIOT B omnTUMaibHOM pexunme. CocraB
pactBopoB ObLT cnemyromuii, r/m: Nb,Os~136, Li,0~46, F~150.
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Ha puc. 2 mpuBeneHa m3oTepMa SKCTPAKLIUH, IJIS ITOCTPOCHHUS KOTOPOH OBII HMCHOJB30BAaH METOJ
HACBILCHUS] TYTeM IIOCIEeI0OBATEIbHOTO KOHTAKTUPOBAaHHMS OpraHu4eckod (a3bl CO CBEXKUMH TMOPLHSIMHU
HUCXOHOTO pacTBopa mpu moctossHHoM oTHomennn O:B = 0.5, 1, 2. B o0macTu paBHOBECHBIX KOHIICHTPAIMHA
BogHOM daszbl or 0 mo 140 r/m NbyOs u3orepma HOCUT JIMHEHHBIH XapakTep, MPH 3TOM OYEBHIHO, 4YTO
9KCTPAKIUsA HUOOUS BBIOPAHHONW CMECHIEO JKCTPArecHTOB MPOUCXOTUT JOCTaTOYHO IIOJHO, W BO3MOXKHA
peakcTpakiyst Bomoit. Kak cienyer u3 puc. 2, 3KCTpaKIUI0 HHOOHS MOKHO OCYIIECTBUTH HAa 6 MPOTUBOTOYHBIX
cryneHsix npu cootHoureHnn O:B=1.8:1 u nonyuuts 3kcTpakT ¢ copepxkanuem Nb,Os ~75 r/m.

JUtst cCHYDKEHHST KOHIICHTPALMH MPUMECEH B PEIKCTPAKTaX M3y4YeHa MPOMBIBKA HHOOMEBOTO IKCTPAKTa
pactBopamu, coaepxkarumu 200 r/n HySO4 u 0+50 /1 HF mpu cOOTHOIICHHUSX OpPTaHUYECKOW W BOAHOH (a3
0O:B=6+10. YCTaHOBJIEHO, YTO ONTHMAILHBIMH YCIOBUSMH HPOMBIBKH, 00ECIICUUBAIOLIMMH, C OJJHOH CTOPOHHBI,
MOJly4YCHHE PACTBOPOB C HH3KHUM COJICpPKAaHHUEM JIMMHUTHPYIONIMX TpPHMEcel, a ¢ Jpyrod CTOPOHEI,
CHOCOOCTBYIOIIMMH YITyYIICHUIO THIPOJANHAMIYCCKIX XapaKTEPUCTUK paOOTHI SKCTPAKIIMOHHOTO KacKajaa THIIa
CMECHTEITb-OTCTONHHUK, SBIISIOTCS: cocTaB mpombiBHOro pactBopa 200 r/m H,SO4 m coorHOmenne O:B=6:1.
IMorepn HMOOMS 3a OAHY CTYIEHb B 3TOM Cllydae cOCTaBJSIIOT 16.7 %, comepkaHHE jKene3a B IKCTPAKTE
camkaercs 10 0.002 r/71. OgHAKO TPU OCYIIECTBICHHH HEMPEPHIBHOTO MpOIecca C YYETOM II0JCOCTUHECHUS
MIPOMBIBHBIX BOJ| K MCXOJHOMY PacTBOpY, MOCTYIMAONIEMy Ha 3KCTPAKIHIO, TOTEPH HHOOWS C TPOMBIBHBIMH
BOJAMHU TIPAKTHYECKH OTCYTCTBYIOT. Kpome TOro, BBIOpaHHBIM COCTAaB HPOMBIBHOTO pAacTBOpa ITO3BOJISET
CHU3HUTH CoJiepkaHue (Topa B IKCTPAKIIMOHHOM cucTeMe u 3atpaThl Ha HF.

PeskcTpakimio HHOOWS W3 TPOMBITOTO S3KCTPAKTa OCYMIECTBISUIM BOJOW, IPU 3TOM CTEIEeHb
PEIKCTpaKkMu 3a OJHY cTyneHb mnpu cooTHomeHuu O:B=1:1 cocraBuna 88.6 %. I[lo manHbIM Macc-
CIICKTPOMETPUYECKOro aHanmu3a conepxanue npumeceit (Fe, Mg, Al, Ti u ap.) B peskcTpakTax ObLIO HA YPOBHE
1+2-10™ 1/ u mMenee.

YKpynHeHHbIe JIA00pPATOPHbIC HCNBITAHNUS 110 epepadoTke OPTOHNO0ATA JUTHS

Jns mpoBenieHNsT YKPYITHEHHBIX J1a00paTOPHBIX HCIIBITaHWH ObUTO B3ATO 17 KI' opTOHHMOOara JIMTHS,
MoJy4eHHOro criekanueM orxonoB LiNbO; ¢ Li,CO; (Macroboesa u op., 2005). LisNbO, 6611 pasmonor Ha
BHOpaIMoHHON MeJbHHUIe U pacTBopeH B cMecn HF u H,SO,4 ¢ menmsio mepeBoga BceX MEHHBIX KOMIIOHEHTOB B
pactBop. Brimienaunsanue nposoawin npu temneparype 18°C, coornomennu T:V, =1:5, MOIbHOM OTHOIIEHUN
Nb:F = 1:7, xoruenrparmmu H,SO4 — 40 %, MpoOomKUTETFHOCTH MpOBeAeHUs mporiecca 15 muHayT. OcTaTok
mocne BekpeiTus (850 1) mpencTaBistl coboif, mo manHEIM PDA m xummdeckoro amamms3a, Nb,Os (66 %) u
LiNbO; (34 %). Takum 06pa3om, B 3THX YCIOBHUSIX CTEIEHb Pa3JIOKEHUSI OpTOHHOOATA INTHS cocTaBmia ~98 %.

Jns nanpHeleit SKCTpakunoHHOM nepepaboTku 06110 nosrydeHo ~80 J1 pacTBOpa, KOTOPBIHA coepiKal,
r/1: Nb,Os5~140, Li,O~ 46, F~145, Fe ~ 0.05, SO, ~ 400. B xauecTBe 9KCTpareHTa UCIIONb30BaId cMech 35%
IMAKK, 30% OKJI, 35% Eskeid. McnbiTanust npoBoamin Ha 16-CTYyNEHYaTOM SKCTPAKIIMOHHOM Kackale
HENPEPBIBHOTO JCHCTBHS THIIA CMECHUTEIIb-OTCTOMHHMK (puc. 3). DKCTpaKTOp M3 TOJHIIPOIMICHa ObLI
CKOHCTpyHpoBaH 1 m3rotorieH B UXTPOMC KHI[ PAH.

[IpuHUMNMaTBbHAS cXeMa SKCTPAKIIMOHHOM yCTaHOBKH IIpECTaBiieHa Ha puc. 4.

HcxonHbliil pacTBOp MojjaBalid B 6 kKamepy Kackaza, B 1 kamepy — 000pOTHBIH 3KcTpareHT, B 10 kamepy
— NPOMBIBHOW pacTBOp, B 16 kamepy — peskcrpareHT. Padunar, oOpasyrommiics B 1 kamepe, coOupaiu B
MIPUEMHYI0O E€MKOCTh JUI JaJIbHeWIIel mepepaboTKu, NpPOMBIBHOW pacTBOP, BBIXOIMINMA W3 7 KaMmepshl,
MOJICOEIMHSIA K HMCXOJHOMY pacTBopy B 6 kamepy. CiMB HHOOHMEBOTO PEIKCTPAKTA, HCIOIB3YEMOTO IS
BBIJICJICHNUS TIEHTAOKCHAa HUOOUSI, OCYIIECTBISIN U3 11 KaMepbl. DKCTpareHT, IBUTAIOIIUICS IIPOTHBOTOKOM K
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Puc. 3. JlaGoparopHuas
9KCTPAKIIMOHHASL
yCTaHOBKa
HENPEPBIBHOTO
JnecTBus

Hcxomusrit pacTBop TIpombIBHOH pacTBOp PeskcTpareHT

2 |3 (4|56 |7 8|9 |10]|11 12|13 14| 15| 16

S it e e e e e i e o e -
; i
‘ l l i
‘ !
i Pagunar Ha OtpaGoTaHHBIH Peskcrpaxt Ha |
| pereHepamio TPOMBIBHO# PacTBODP seenenne NbyOs E
1 Li,CO; u kucimor §
i e S 5 S S SIS SRR B S Sl i =i e il S i et i

OKCTpareHT

Puc. 4. [IpunnunuanbHas cxeMma MPOTUBOTOYHOTO SKCTPAKIIMOHHOTO KacKaia
1-6 — xamepsI 3kcTpakiuy; 7-10 — mpombIBHBIE Kamepsl; 11-16 — kamepsl pesKkcTpakiuu

HCXOJHOMY pacTBOpY, HOCIE SKCTPAKIWH, TPOMBIBKH W PEIKCTPAKIMK BO3Bpallad B LUKI. Pacxoms
MOCTYNAMOIMX B KaMepbl pabodMX >XMIKOCTEH YCTaHAaBIMBAJIM C IOMOLIBIO JO3UPOBOYHBIX HacocoB. OHHM
COOTBETCTBOBAJIM CJIEAYIOIINM 3HAa4eHHsM, Ji/uac: skcrparenta — 0.75 n/4, ucxomnoro pactsopa — 0.27 /4,
npoMbIBHOTO pactsopa 0.13 n1/4, peakcrparenta — 0.32 ji/4.

N3ydeHo m3MEHEHHE IUIOTHOCTH OPTaHWYECKOW M BOAHOW (ha3, a Takke pacmpeielicHHe HUOOHUS B
BOIHOH (paze mo KamepaM SKCTPAKIMOHHOTO KacKaja B YCIOBHAX paBHOBecHs (Tabi. 4). AHaIM3 MONTydIeHHBIX
9KCIICPHMEHTAIBHBIX JaHHBIX IIOKA3bIBAeT, YTO MPOLECC IKCTPakuuu HuueT 3GQeKkTHBHO Ha 3 CTYIEHsX,
JanmbHEHIIee YBEINYEHUE YHCIa CTYNCHEH MPaKTHYECKH HE BIMSIET Ha W3BJICUYEHHE HHOOMA B OKCTpakT. [lms
CTaJM1 PE3KCTPAKIMU JOCTATOYHO 4 CTyINEHEH.

Tabmnuma 4. ILTOTHOCTH paBHOBECHBIX BOAHOM U opranudeckoit a3 u conepxkanue Nb,Os B BogHOH (aze
[0 KaMepaM 3KCTPAKIHOHHOTO KacKaja

Ne [TnoTHOCTH Oprannyeckoit IInoTHOCTH BostHOM azbl, | PaBHOBecHast koHueHTpawst NbyOs
KaMephbl ¢asbl, Kkr/m’ Kr/m’ B BoJHOM (haze, r/1

1 857 1234 <0.05

2 865 1235 <0.1

3 867 1235 <1.0

4 878 1235 3.7

5 919 1246 31.6

6 945 1257 83.1

7 940 1249 98.0

8 934 1245 100.4

9 923 1237 91.7

10 913 1221 75.5

11 862 1081 60.4

12 858 1028 12.2

13 855 1017 3.8

14 855 1014 2.7

15 855 1012 1.0

16 853 1012 <1.0
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[II0THOCTh HACHILIEHHOTO OJKCTpareHTa (JKCTpakTa) cocTaBisuia 940945 kr/m’, 06OPOTHOrO
sKkcTparenta — 849+852 kr/m’, peskcrpakra — 1080+1090 kr/m’. Padunar comepxan, r/m: Nb <0.05, Li~17,
F~15, SO,7~315; a peskcrpakt — Nb~70+85, F~100+120. Takum 06pa3oM ObUIO JOCTHTHYTO NPAKTHUECKH
100%-Hoe u3BNCUCHNE HHOOHS U3 (PTOPHIHO-CEPHOKUCIBIX PACTBOPOB.

Ha skcrpakunoHHON ycraHOBKe Obulo momydeHO ~90 71 HHOOMEBOTO PEIKCTpaKTa, U3 KOTOPOTO
pactBopoM ammuaka (25%-HpIM) ObLIa OCaXIeHa T'MAPOOKHCh HuoOuss npu pH=8+9. Ee npomsiBanmn
pemnynbnanye 3 pasa JeMOHU30BaHHOM BoJIOH npu cootHomeHun T:V,=1:5+8, cymnu npu t=200°C B TeueHue
4+6 dacoB u mnpokamuBamu npu t=900+1000°C Teuenue 2 wuacoB. [lomydeHHBI NEHTaOKCHI HUOOUSA
aHATM3MPOBAII METOAOM CIIEKTPaIbHOTO aHanu3a (Tadum. 5). ITo comep aHuio perimaMeHTHPOBAHHbBIX MPUMECeH
€r0 MO>KHO OTHECTH K MapKe "BBICOKOYHCTBIN".

Tabmiua 5. Conepsxanne npumeceii (1-10* mac. %) B Nb,Os
Iponykr | Mn [ Mg | Si |Fe |Cr [ Ni|Mo| Ca [Cu|Pb|Sn|Co | V |Zr | Ti | Al
Nb,Os | <1 | <2 [<10]|<3[<1|<1|<5][<10]<1|<3|<1]|<5]<1]|<5]|<5]%<5

4. 3axJil0uenue

[IpoBeneHbl HCCIENOBAHUS 110 PA3JIOKEHHIO OPTOHHOOATa JTUTUS B CMeCH (DTOPHUCTOBOAOPOIHON U
cepHoii KucioT. OnpeIeseHbl ONTUMABHBIC YCIOBUS, IPH KOTOPHIX CTETIEHb BCKPHITHS COCTABISAET 95 %o.

Wzyuena oskcrpakuusi HUOOMS ©3 (DTOPUIHO-CEPHOKUCIBIX PACTBOPOB CMECHIO JTUMETHIAMHJIOB
kapOoHoBbIX KUCHOT Gpakuuu Cio-Ci3 (35 %), okranonom-1 (30 %) u pazdasutenem Ickaiig (35 %). BoiOpaHbt
ONITUMAJIbHBIC YCIIOBUS JJIA IMTPOBCACHUA ITPOLECCa Ha CTaAUAX SKCTPAKIHHU, IIPOMBIBKHU U PEOKCTPAKIIUH.

[IpoBeneHbI YKPYIHCHHBIC JITA0OPATOPHBIC WCIBITAHUS IO PA3JIOKCHUIO OPTOHHOOATa JHUTUSA U
9KCTPAKIMOHHOW TepepabOoTKe TONYYEeHHBIX pPAcTBOPOB, B XOJ¢ KOTOPhIX OTPaOOTAaHBI  PEKUMBI
TEXHOJIOTHYECKOH CXEMBI.

W3 BBICOKOYMCTOrO HHOOHMEBOTO PEIKCTPAKTA MOMYyYCHO OKOIO 10 Kr meHTaoKCcHIa HHOOWS, KOTOPBIU
0 COJICPKAHUIO OCHOBHOTO BEIIECTBA U MPUMECHBIX AJIEMEHTOB YAOBICTBOPSACT TEXHUICCKAM TPEOOBAHUAM H
MOeT ObITh HCIOJIb30BaH B MPOM3BOICTBE MOHOKPHUCTAILIIOB HHO0ATA JINTHSI.
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