V]IK 622.346.6

E.TI'. Tuxnukeeuu

© E.I'. InxuukeBuu, 2008

MEXAHOAKTHBAIIHA KAK CIIOCOb IIOBBIILIIEHUA
3KOJIOTHYECKOH FE30IIACHOCTH ITPOIIECCA
CY/Ib®ATH3ALIHHU PE/IKOMETA/U'TBHOI' O CBIPBA

CemuHnap Ne 25

M HOTOJICTHHI OMBIT TEXHOJIOTHYE-
CKUX HCCICAOBAHUI TaHTaJoO-
HUOOMEBBIX PYA MECTOPOXKIECHHN pa3liy-
HBIX (opMaliid IMOoKa3all, 4To 3TH PyIbI 3a-
HUMAIOT 0c000€ TIOJIOXKEHHE CPear Py pei-
KHX METAaJLIOB.

Huskue KOHIIEHTpaluu HUOOUS W
TaHTaJla B NPUPOJHOM ChIpbE, HECTa-
OMJIBHOCTHL COCTaBa M CBOWMCTB TaHTAJIO-
HHO0ATOB M CBS3aHHOE C OTHUM BO3HHK-
HOBCHHE Pa3IMYHBIX MHHEPAILHBIX (HOpM
B COCTaBE€ OJHHUX U Te€X K€ PYAHBIX TE,
XHMUYECKass CTOMKOCTh  OOJIBIIIMHCTBA
TaHTAJIO-HUOOMEBBIX MUHEPAIOB, BBICOKHE
TpeOOBaHHS K KauyeCTBY KOHIICHTPATOB H

YHUCTOTE KOHEYHOMH MPOAYKIIAN
00yCITaBIUBAIOT HEOOXOIUMOCTD
NPUMEHEHHUsI  WHTEHCHBHBIX METO0B

BO3JICHCTBUSL Ha CTPYKTYpy MHHEPAIOB U
CIOXXHOCTh TEXHOJOTHYECKUX IPOIIECCOB
npu  1epepaboTKe  PYJHOTO  CHIPBSL.
HaxomuieH 3HaYnUTENBHEBINA ONBIT B 00JIACTH
MOJTyYeHHsI KaK METAUNTMYSCKUX TaHTana u
HUOOUS, TaK U UX coeMHEeHn. Paspaboran
KOMIUIEKC  pa3HOOOpa3HBIX METOJIOB,
VYHATHIBAFOTIIUX OCOOEHHOCTH
MHHEPAJbHOTO M 3JIEMEHTHOTO COCTaBa
CHIpbS, COOTHOIICHWSI B HEM TaHTala W
HHUOOHS, TUI TaHTAJIOHUOOHMEBOI

MH@?@@%‘?}%QMJ' - ONMH M3 TepCreK-
TUBHBIX METOJIOB IEpepaldOTKH perKoMe-
TaJbHOTO CHIPbA JIA IOJYYEHHUs OKCHAa
HUOOUSA U3 MUPOXJOPOBBIX KOHUEHTPATOB
[2]. N3-3a BBICOKOI XUMUYECKOW CTOMKO-
CTU IPUPOJHBIX MUHEPAJIOB UHTEHCHBHOE

cynb(parooOpa3oBaHHE B CHCTEME MHHE-
pay- KUCJIOTa MPOTEKACT JHIIb B 00JACTH
BBICOKHX TemepaTyp (250-450 °C). TIpo-
BEJICHHE TPOIIeCcCa BCKPHITHS OKCHIHOTO
CBIPBSI TIPH TAaKUX YCIOBHUAX COMPOBOXKIA-
€TCSI HE TOJBKO IMOBBIIMICHHBIM PacXOJ0M
CepHOW KHCIOTH M 00pa3oBaHHEM MEHEe
pacTBOpUMEIX (opM Cynb(aToB, HO U Xa-
pakTepusyeTcss HEraTHBHBIM BO3CHCTBU-
eM TIpolecca Ha OKPYXKaloIIyl cpery
(Gonpine BBIOPOCH Ta30BOM (ha3bl, CIOK-
HOCTh YTHJIM3aIH OoNbmHX O00BEMOB
BOJIHBIX PaCTBOPOB U TBEPIBIX OTXOJOB).
D¢ EeKTUBHBIM CPEACTBOM HHTCHCH(H-
KaIi pasyioKeHUs] MHOTUX TPHPOIHBIX MH-
HEpAaJIOB SIBIACTCS MEXaHNUECKast aKTHBALIUS
[3]. Ocoboe 3HaueHME ATOT MPOIECC MPHOD-
peraer A pasioXKEHUsA ChIpbs, LCHHBIE
KOMIIOHEHTHl ~ KOTOPOTO  MpEJICTABICHEI
TPYAHOBCKPHIBACMBIMH ~ MHHEpaiamu. I3-
MEJIbUYCHHE MATepUasoB, MPU KOTOPOM BO3-
pacTaeT WX ynenbHas MOBEPXHOCTH, BCETHA
OKa3bIBaeT OONBIIOE BIMSHIE Ha PEaKIHOH-
HYIO CIIOCOOHOCTh MHHEPAJIOB, B TOM YHCIIC
U TeX, KOTOphbIe 00JIaqaloT HEAO0CTATOUHON
PacTBOPUMOCTBIO Jake B BECbMa TOHKOM CO-
CTOSTHUM (Harpumep, mpoxiiop). [Ipu cepx-
TOHKOM H3MEITbUCHHH, OCTHUI'AEMOM B ILIa-
HETAapHbIX U BI/I6paI_[I/IOHHI)IX MCJIBHULIAX,
MIPOUCXOIHUT 00Pa30BaHUE PAIUIHOIO PoIa
Ie()eKTOB B KPHUCTAJUTMICCKOH PEIICTKE WIIH
noNiHask amMopdu3alyss MHHEPAIOB, CIEICT-
BHUEM 4YCI'O SABJIICTCSI U3MCHCHUE UX (I)I/I3I/IKO-
XAMHYECKAX CBOWCTB, PE3KO YBEIMINBACTCSI
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UX pEeaKlMOHHAs CIIOCOOHOCTh, B TOM YHCIEe
U TIpH CyJIb(haTU3aIHu.

OmHnM W3 JOMUHHPYIONHX (DaKTOpOB
ABJIAETCSl TMPOJODKUTENBHOCTh  MEXaHUJe-
CKOTO BO3JEWCTBHA. Paznnuns B MEXaHN3ME,
CKOPOCTSIX M TIOCIIE/IOBATENIbHOCTH CTPYK-
TYPHBIX TpeoOpa3oBaHM M MOCIEAOBATEIb-
HOCTH ()a3000pa30BaHUs BXOAIIUX B COCTAB
nepepadaThIBaeMOTO PYAHOTO CHIPhS MHHE-
pajioB, OTKpBIBA€T BO3MOXKHOCTb Hallpas-
JICHHOTO PETyJIMPOBaHMs PEaKIMOHHOM cro-
COOHOCTH MHHEpAJIOB pEaln3alliy YCIOBHUIA
WX CENEKIMU B OoJiee MATKOM TeMIeparyp-
HOM PE&KHUME U MEHBIIMX PacXoax CEpHOH
KHACJIOTBL. DTH 0OCTOSTEIILCTBA IPUOOPETAIOT
0c000 BaYKHOE 3HAYCHUE B CBETE MOBBILLICHHS
3¢ dexTHBHOCTH NepepaboTKU CHIPhS U Kade-
CTBa KOHEYHON IPOAYKLIMHM, a TAKKE YIKECTO-
YeHHUs MPUPOAOOXPAHHBIX TPeOOBaHUI K CO-
BPEMEHHBIM ITPOU3BOJICTBAM.

UccnenoBanre BBIMOJHEHBI Ha MpO-
JIyKTaX PeHTreHOpaIloMETpUIECKOoil cena-
panuu (PPC), TOJTYYEHHBIX pu
oborameHun pyna bonblnerarHUHCKOTO

MecTopoxaeHus (Tabai. 1).
B KkoHmeHTpare paamoMeTpHUECKON

cenapannu 1o gAaHHbIM PK®A Hapsgy c
nupoxyiopoM (~9 %) NPHUCYTCTBYIOT MHK-
poxiuH (55-60 %), anatut (5-7 %), nupur
2,2 %), rematur (2 %), KampOUT W
KapOoHAaT (aHKepUT), KaxIeld mo 5 %,
ciona ¢ npeobnaganuem ouotura (4 %), B
HE3HAYUTENFHBIX KOHICHTPAIMSX ITUPKOH,

HWIbMCHHUT.
MexaHOoaKTHBAIIUIO OCYHICCTBJIAJIM Ha

BUOpanMoHHOM  u3MenbuuTenu  B-4.
Marepuan M3MENbUYUTENBHBIX OPraHOB-
cramb 45 (cramp 40x13). ToHKOE H3MENH-
YyeHue oOecreunBaeTcsl yIapoM U TPEHHEM
BCJIC/ICTBUE KPYroBOW BHUOPAIIMM M3MEINIbYH-
TEITBHOTO Ooiika BHYTpH cocya.
[IponomkurensHOCTL MEXaHOAKTUBALIUU

BapbHpoBaia ot 5 10 30 MuH.
CynbdaTrzaiyio npoBOIMIM MPU pac-

xone HySO4 (d = 1,84) 1,75 xr/t (o mac-
ce) HeaktuBupoBaHHoro u 0,75 Kr/kr mus
AKTUBUPOBAHHOTO KOHIICHTPATA).
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MeTtoamKa 3KCIepUMEHTa 3aKII04anach
B cuenymoonieM. KOHIGHTpaT HCXOAHON
KPYITHOCTH TIOJIBEPTHY THIH mpeaBa-
PUTENBHOW MEXaHOAKTHBALUH, ITOMEIIaH
B PEaKLUUOHHBIM COCyH, 3alUT CEepHOM
KUCJIOTOH U BBbIJIEP’KaH IpU HarpeBaHUU U
MepEeMCIITHBAHIH B 3aJJaHHBIX
9KCIIEPUMEHTOM  ycloBHsX. [Ipomomxu-
TENBHOCTh CyNb(haTH3ALUN BapbUPOBAIH
ot 1 1o 3-x gacos, Temneparypa ot 160 mo

250 °C.
[lo 3aBepmieHUN mpomecca Pa3IoKEHUI

0TCYIb(aTH3NPOBAHHYIO Maccy
MOJIBEPraii BOJHOW 00paboTKe IMpH Oc-
tTaTo4HOH KHcimotHoctH 130-150 1/ (mo
H,S0O,) B Tedenme uaca mpu 80 °C mis
mepeBosia  00pa3oBaBIIUXCS CYIb(PaToOB B

pacTBop.
Penrtrenorpaguueckomy U3yYEHUIO

MOJBEPrajid Kak HEpacTBOPUMBIH OCTaTOK,
Tak U cynbdaTHyto maccy. C 3Toil 1enbio
4acTh Cylnb(}haTHOHW Macchl, MOJYYEHHOU B

Mporecce  JKCIEPUMEHTa,  TINATEIbHO
oTMBIBanu oT n30eiTka H,SO4 ameronoM u
CITUPTOM.

CreneHp pasfoKeHUs OLEHUBAIM I10
pe3yabpTaTaM aHaiu3a HepacTBOPHMBIX OC-
TaTKOB U pacTBOPOB. [loyueHHbIC TaHHEIE
MO3BOJIIIOT HAa OCHOBE CPaBHUTEIBHOIO
aHaln3a BBIABUTH OCHOBHBIE OCOOCHHOCTH
Cyib(daTH3anIui HWCXOTHOTO M MpPEABaAPH-
TENFHO AKTHBUPOBAHHOIO KOHIICHTPATOB!
MEXaHOAKTHBALUA COMpPOBOXKIAETCS 3a-
METHOH amopdu3zareil mupoxopa u yac-
TUYHO MHKPOKJIMHA B COCTaBE HCXOIHOTO
KOHIIEHTpaTa. PeHTreHorpaduvecku 310
MPOSBIISIETCA B YMEHBIIEHUN WHTEHCHUBHO-
CTH BCEX pedIIeKCOB MUPOXJIOpa U BO3pac-
TaHUM ypoBHS (poHa. OaHako gaxe moce 30
MHH. MEXaHHYeCKOW oOpaboTKM Ha au-
(bpakTorpammax mocie CyJiab(paTu3anuu ak-
TUBHPOBAHHOTO KOHIIEHTpPAaTa y MHKPO-
KIMHa B OTIMYHAE OT MHPOXJIOpa COX-
PaHSIOTCSI MAKCHUMYMBI, XapaKTEPHBIC



LEE

Tabmuma 1

Xumuueckuii cocmae Konyenmpama paouomempuueckoit cenapayuu (% no macce)

HaumeHo-Banue

COZlep)Kl/lTCﬂ B HEM

HCXOJHOTI0 Nb,Os Ta,0s5 P,0s TiO, Fe;0306m, Fe,0;. FeO SiO, AL Os CaO MgO
MPOIYKTA
PPC 5,45 0,0045 3,11 0,57 6,70 4,98 1,55 40,63 12,61 10,64 2,26
HaumeHo-Banue Copep:kuTCSl B HeM
HMCXOIHOTO0 MPO- Na,O K,O Soou U Th Ln,0;. 7Zr0O, MnO CO, SO; nnn
IyKTa
PPC 0,50 10,25 1,94 0,012 0,0016 0,142 0,037 0,39 4,37 0,17 7,08
Tabmuma 2

3asucumocmov cmenenu Pa3loxncenus aKmuesupPpo6arnHblX nupoxiopa

U MUKDOKJIUHA cepnoﬁ Kucinomoit om npodoﬂ.ucumeﬂbuocmu axKkmueauuu.

Ycnosusa cynvpamuzayuu: T=150-160 °C, v=3 uaca

HcxoaHblii MUHEpaJI B cOCTaBe Crenenb BeKpbITUS (Y0) NPH NPOAOJIAKUTEIHLHOCTH AKTUBALMM (MHUH.)
be3 akTuBanun
KOHIIEHTpAaTa 5 10 15 30
ITupoxiop 45,9 91,6 97,3 98,6 98,8
MukpoxJinH MIpaKT. HE Pasi 1,5 3,0 5,0 8,0
Tabmuma 3
Bauanue mexanoakmusayuu Ha noKazameu 6CKpolmus RUPOXiopa
U MUKPOKIUHA 8 3A8UCUMOCHU OM MeMnepamypsl cyivphamusayuu.
IIpooonrxcumenvnocms cyrogpamusayuu 3 uaca
HpOHOJI)I(l/lTeJ]bHOCTb MexXaHOAKTHBallUU, MHH.
MuHepaJ B cocTaBe 15
KOHUEHTpaTa Temneparypa cyiabgatuzanuu °C
150-160 250 150-160 250
IMupoxisop 98,6 IIPAKT. MOJIH. [PAaKTUUECKH [IOJHOCTHIO
MukpokJinH 5,0 12,0 15,0 18,0




JUIS MUKPOKIIMHA, YTO CBHUJIETEIHCTBYET O
COXPaHHOCTH €r0  OCHOBHOTO  CTPYK-
TYpHOTO MOTHBa. B TO ke Bpems oTme-
YaroTCsl CTPYKTYPHBIC HApYIICHHS U 00-
pa3oBaHHEe, XOTd W B HE3HAYUTEIHHBIX
KOHIICHTPAIIUSX, peHTreHoamopdHou
(a3pl. [To nanabiM MK-criekTpockonuu 3To
CBUJETENbCTBYET 00 O00pa3oBaHUM NpHU
MEXaHOAKTHBALIUU COCIMHCHUS co
ctpyktypoir thma (Na, K, Ca) AlgOq4
(SO4),. OOpazoBaHWE 3TOTO COCTUHCHUS
UL MeXaHOAKTHBUPOBAHHOTO KOH-
IIEHTpaTa oOTMeuaercsi B obmactu Oojee
HI3KHX 110 CPAaBHCHHWIO C HEAKTHBUPO-
BaHHBIM KOHIIEHTpaToM Temmepatyp (150-
200 °C). OpHako KOHIEHTpalHs ero
HCBCNIMKA W HE OKa3bIBacT BIMSHUS Ha

1o ATCJIU PA3JIOKCHUA KOHLICHTPATA.
JINSAHHA MCXaHOAKTHUBaIU B 3aBH-

CUMOCTH OT IPOJOJKUTENBHOCTH HU3-
MEJNBUYCHHSI W TEMIIEpaTyphl Cyib(aTu-
3allMd  NPEACTaBJIeHbl AJs  OCHOBHBIX
MUHEpaJIbHbIX KOMIIOHEHTOB (IIMPOXJIOpa U
MUKPOKJIIMHA) B Ta0xI. 2 u 3.

Takum oOpasom, yxe mpu 160 °C B
TeueHue 5-10 MHUH. akKTHUBAIlUU MUPOXJIOPA
CTENEHb PA3NOKEHHs ero jJocturaer 97-98
%, Torga Kak pasjoXeHHEe MHUKPOKJIMHA B
9THUX YCJIOBUAX HE IpeBblmaet 3-5 %.

[MoBeimeHne Temmeparypsl  Cyib(da-
TH3AIMU, KaK CJIeAyeT W3 JaHHBIX TaOIl.,
CONPOBOXIAETCS  OOJNBIIEH  CTEHEHBIO
pas3oXKEHUsT MHKPOKJIHMHA, YTO HEXKesa-
TenpHO. T.0., TpeABapuUTEIbHAs Mexa-
HoakTuBalusg B Teuenwe 10-15 muH. mO-
3BOJISIET TIOJIyYHTh KaK BBICOKYIO CTEICHb
pasnokeHus mupoxjiopa npu 160-180 °C
npu MeHbIeM pacxoae H,SOy (0,75 kr/kr),
TaK ® HW30MPATEIbHOCTD  PA3JI0KECHHS
ITMPOXJIOpa B COCTaBe KOHIIEHTPATa.

B onTHManbHBIX YCIOBUSAX CYNIb(aTu-
samuu (T=160-180 °C, pacxonm H,SO, —
0,75 xr/kr KOHIIEHTpaTa) MpeaBapUTEIHHO
MEXaHOAKTUBUPOBAHHOTO (B TeudeHue 10
MUH.) KOHILIGHTpaTa, CTEEeHb CEeEKTUBHO-
IO pPAa3IOXKCHUS THMPOXJIOpa COCTABISAET
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~99 %. CynndaTHas macca mpejcTaBiICHA
B OCHOBHOM JICTKO PacTBOPUMBIMH THJIpA-
THPOBAHHBIME OKCHIAaMH HHOOWs. CTereHb
W3BJICYCHUS UX B PACTBOP B IPHCYTCTBHH
NH4F cocraBuna 98 %. Jlns mosydenwust
OKCHJIa HHOOWS WCIIONB30BaHBl METOBI
TepMoruaponn3a u dkcrpakuun MUBK
(MEeTUIM300y THIIKETOH).

[IpuHIMNHANBEHAS ~ TEXHOJIOTHYECKas
cxeMa Cynb(paTH3alud KOHICHTpaTra 0e3 u
C TpEeNBapUTEIBHON €ro MeXaHOaKTH-
BallMell MpecTaBlieHa Ha PUCYHOK.

OcHOBHBIE OTEpaIiy TEXHOJIOTHIECKON
CXEMBI:

1. Cyneearuzamus npu 200-220 °C
(c mpenBapuTENbHONH MEXaHOAKTHBAIHEH
~160-180 °C) B Teuenue 2,5 vac.

2. BoaHoe BbllIenauMBaHUE HHOOUA
W3 Cynb(paTHON Macchl B TedyeHue 1 dac.
0e3 Harpea mpu JK:T=5:1 npu ocTaTouHON
KHCJIOTHOCTH IO cepHO# kucnote 120-125
I/1 B TPUCYTCTBUH KOMIIJIEKCOOOpa-
3oBatenst NHyF nnm NaF (5-7 r/m).

3. Tepmorumponus cyinbdatoB ¢
MONyYeHHEM XHMHUYECKH 4UCTOTO Nb,Os,
00 SKCTpakmus ¢ ToixydeHueM Nb,Os,
comepxkamero 99,99 9% ocHoBHOTO Be-

meCTBa.
4, VTunuzanys MaToOYHbIX PacTBOpPOB.

ITo l-omy Bapmanty (0€3 MeXaHOXH-
MHYECKON aKTHUBAIMK) CyJbaTH3anueid B
COYETAHUU C IKCTpakiuen momydeH Nb,Os,
conepxamuit 99,987 % Nb,Os, npu us-
piaeyennn B Hero Huodbus 90,09 %. BBIXOX

okcuaa Huoowus 4,91 %.
Cynbdaruzamueit ¢ TEPMOTHUAPOIH-

THYECKUM OCaXKIEHUEM OKCHAAa HHOOMS
nonydeH Nb,Os, coxepxammii 96,5 %
OCHOBHOT'O BEIECTBA NPHU W3BICUCHUH B
Hero uuoomst 88,27 %. Breixom okcuma

Huoous — 4,985 %.
[To 2-omy BapumaHTy, BKJIIOYAIOIIUM

MpEeaBAPHUTENbHYI0 MEXaHOaKTHBAIHIO,
Cyab(QaTH3aIUI0 ¥ 3KCTPAKIUI0, MOJY-
yeH Nb,0s, conepxamuit 99,98 %



KfH LeHTpaT

MexaHoakTHBaLIMA

CynbdaTHzauma

T=200-

220° (be3 m/aKkTHB.)

T=160-180°C (c npens. M/akTHBalL.)
HO Il
4 NH,FF
Beiuenauusanue
PacTeOp Kek (mukpoknun, CaSQy)
Ipap. 1 __ __ _ lsap.
+ Thd
Tepmordoponusz v
DKcTpakuMa H-0
DuneTp funs ¥ v
Peakcrpaumns
PacTBOp Nbl(-‘il i L
n l Cyua NH,OH  5.9.(Nb) o0.b. ('1'1:'.::9)'L
Tos, Nb,Os Ocamnerne Nb(OH)s

'

Cywka

Nb2Os 99,99%-Hbiii

Hpuuuunuaﬂbua}l cxema cepuoxucnomuoﬁ nepepaﬁomku KOHUuenmpama

Nb,Os ¢ u3BieuenneM B Hero Nb 95,64 %.
Brixox ToBapHoro npoaykra — 5,21 %.
Takum 00pa3oM, HCIOJIB30BaHUE MeXa-
HOAKTUBAIIUU TAaHTAIO-HUOOATOB MPUBOIHUT
K TIyOOKMM W3MEHEHHSM KpHCTaILIHIC-
CKOM CTPYKTYpbl MHUHEpAJIOB BILUIOTH 0
MOJTHON UX amop¢u3anuu. ITO MO3BOISIET

CYILLIECTBEHHO COKpPaTUTh JJINTEIBHOCTh UX
CEPHOKHUCIIOTHOTO Pa3NiOKEHUsI, CHU3UTH
pacxon H,S04 (~ B 1,5-2 pa3a) u temnepa-
Typy mporecca: s nupoxiopa ¢ 180-200
mo 110-120 °C npu mpoaomKUTENbHO-CTH
MEXaHOAKTHBAIlMH COOTBETCTBEHHO 10 u
30 mMuH.
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