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3aTPABOYHOTO Martepuaa B YCIIOBUSX
MICEBIOKUISIIIETO  CI0st. TICEeBIOKMIISIIMIA  CIIOM
OPraHW30BaH HEMPEPHIBHBIM MTOTOKOM BO3/AyXa B
HAIPABJICHUH «CHU3Y-BBEPX», MPOTUBOIOIIOKHOM
JIBWKEHHUIO PACTBOPA IKCTPAKIMOHHOMN (hochopHOA
KUCITOTBL. M300peTeHre TO3BOJISET IOBBICUTH
CTeIeHb IMpuBeca KoHneHTpaTta pochatos P3IM mipu
YMEHBIIICHUH pacXoja 3aTPaBOYHOI0 MaTepuaa. 2
TabI1., 1 mp.
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(54) METHOD OF CRYSTALLISING RARE-EARTH METAL PHOSPHATES FROM WET-PROCESS

PHOSPHORIC ACID SOLUTIONS
(57) Abstract:

FIELD: chemistry.

SUBSTANCE: rare-earth metal phosphates are
crystallised from supersaturated solutions of wet-process
phosphoric acid using a solid seeding material - granular
cerium phosphate hemihydrate. Continuous back and
forth movement of said seeding material is generated
in fluidised bed conditions. The fluidised bed is created

Crp.: 2

by continuous flow of air from the bottom up, opposite
to the movement of the wet-process phosphoric acid
solution.

EFFECT: invention increases the degree of pickup
of a concentrate of rare-earth metal phosphates while
reducing consumption of seeding material.
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N300peTeHre 0THOCUTCS K CTOCOOY M3BJICUEHUS PeIKO3eMeNlbHbIX MeTaioB (P3M) B
Buzie hocdaToB U3 paCTBOPOB HEYITAPEHHOM IKCTpaKoHHOMN (pochopHoi kucioTs! (DPK)
JUTUIIPATHOTO criocoba nepepadoTKU allaTUTOBOI'O KOHLEHTPATA, COJIEPkKAILEro OKoJjo 1
Mac.% peaKO3eMENIbHBIX 3JIEMEHTOB.

PactBops! npoaykuponHoit DMK, nonyyaemele B pe3ybTaTe CEPHOKUCIOTHON
repepadOTKU anaTUTa 10 JUTHAPATHON TEXHOJIOTHH, coaepxkat okoiro 0,08-0,10 mac.%
JIAHTAHOWJIOB MPEUMYIIIECTBEHHO LIEPUEBOI IPYIIIbI, YTO BbIIIE pACTBOPUMOCTHU B 1,5 paza.
B Hacrositiiee Bpems Bce UBBECTHBIE OCATUTEbHBIE CITIOCOOBI TPEOYIOT MPUMEHEHHS PEAre€HTOB-
ocaJuTeleH, UTO MMPUBOIUT K 0OOpa30BaHUIO TPYIHO (GUIBTPYEMBIX OCAIKOB M HETATUBHO
CKa3bIBaeTcs Ha KadecTBe (PochopHOI KUCTOTHI.

N3BecteH criocoO u3BIeYeHUs JIAHTAHOUIOB U3 IKCTPAKIMOHHON (POCHOPHON KUCITIOTHI
(RU 2381178, ony6s1. 10.02.2010 1.), 3aK/IF0YAOIIMICS B T0OAaBIEHUH K 000pOTHOM (hochopHOMH
KuciioTe ¢ KonueHtpauuen 31,0-38,5 mac.%, comepkaer COeIMHEHUS PEAKO3EMETbHbBIX
3JIEMEHTOB, pACTBOpPA KapOOHATA HATPUS B KOJIMUECTBE, 0OECIEUMBAIOIIEM EI'O COJIEPKAHUE
B ouMilieHHOM dochopHoii kucioTe 5-10 r/1 B nepecyete Ha Na,O, npu 65-80°C, oTaeneHun

00pa30BaBIIIErOCs 0CAIKA FreKCahTOPCUIIMKATA HATPUSI OT OUMIIIEHHOM (pochOpHOM KUCTOTHI,
BBEJICHUEM B HEE CEPHOM KUCIIOTHI 10 obecrnieueHus: KoHuentpauuu 10-15 mac.%,
BBIJICP>)KUBAHUY TTOJTyUYEHHOM CMECH KUCIIOTHI 10 00pa30BaHMs OCaIKa IBOWHBIX CYIb(HaTOB
JTAHTAHOWJIOB U HATPHSI, OTAEIIEHUH ITOJIyYEeHHOI'O OCaJIKa OT KUCIIOTHOT'O pacTBOpa U
IIPOMBIBAHUH €TI0 CEPHOM KHUCIOTON ¢ KOHIEHTpauuen He meHee 36 mac.%.
HenocratkamumanHoro croco0a siBIsSFOTCSl BBICOKAs MPOI0IKUTENIBHOCTD TIpoliecca U
MHOTOCTaIUMHOCTb, CBSI3aHHASI C HEOOXOIMMOCTBIO UCIIOJIb30BAHUS TPUEMOB (DUITBTPOBAHHUS
JUIs1 OTJIEJIEHUsI OcaiKa rekcapTopcuiinkaTa HaTpust oT GochOpPHON KUCIOTHI. DTO MPUBOJIUT
K IOBBIIIEHHBIM 9HEPIo3aTpaTaM M YBEIMYCHUIO YUCIIA eIMHUL UCIIOJIb3YEMOTO
000pya0BaHUSI.

N3BecteH crioco0 BbIeNIeHUs KOHIIGHTPAaTa JIJAHTAHOUIOB U3 9KCTPAKIIMOHHOM
dbropcoaepxkareit pochopHoit kucaoTsl (RU 2443630, orry0:1. 27.02.2012 1.), 3aKITFOUATOIIHMNACS
BO BBE/ICHUM B HATPETYIO KUCIIOTY peareHTa-ocaauTelisi ¢ 00pa30BaHUEM CYCIIEH3UU U
MIEPEBOJIOM OCHOBHOM YaCTU JJAHTAHOUIOB U YaCTH ITPUMECHBIX KOMIIOHEHTOB B TBEPIYIO
(dazy, otneneHureM TBep ol pasbl 0T GocHOPHOKUCIOrO pacTBOPA U €€ MPOMBIBKY. B kauecTBe
peareHTa-ocaIuTelsl UCIIOJIb3YIOT pACTBOPUMOE B (OCPOPHOI KUCIOTE COEAUHEHHE,
conepxkariee propua-noH. Hemocrtatkamu JaHHOTO criocoda SBIISIFOTCS U3BMEHEHUE (PU3UKO-
XUMHUUYECKUX CBOMCTB TOBAPHOTO MPOAYKTA - IKCTPAKIIMOHHOM (pochopHOI KUCTIOTHI U
TPYJIOEMKOCTD IMpOLecca IMpU OTACICHUM B3BECH B BUJIE MATIOPACTBOPUMBIX (PTOPUIOB
JTAHTAHOUIOB.

N3BecTeH ciocod u3BIeUeHHs PeIKO3eMEIbHBIX AIEMEHTOB U3 3KCTPAKIMOHHOM (hochopHOM
KHUCIIOTHI, TOJIy4YeHHOH IuruapaTtHbiM MeTooM (RU 2132303, ony6i1. 27.06.1999 1.).
[TpenoxxeHHBIN cr1OCO0 BKIIIOUAET HEUTpam3auio ¢hochopHoi KUCIoThI 10 pH 3-3,5
UUPKYJISIHUOHHOM MYJIBIIOHN, TPEIBAPUTEIBHO HEUTpam3oBaHHOM 10 pH 4-4,5 amMmuakow,
YIJIEKUCIIBIM HATPUEM, YTIIEKUCITBIM KAJIbIIMEM, U3BECTHIO U IPYTUMHU HEUTPaATIU3YIOLIUMU
KOMIIOHEHTAaMHU, a TAKXe CTYIIEHHE MTOJIYYSeHHOM MYJIbIIbI U OTAEIeHHUE ocaka pocdaTHOTO
KOHIIEHTPATa PEIKO3EMETbHBIX 3JIeMeHTOB. OT/IeJICHHE OcaIKa PEIKO3EMETbHBIX JIEMEHTOB
1esIecoodbpa3Ho BECTH MO0 GuiibTpanueit, oo neHTpudyrupoBanreM. OCHOBHBIMHU
HEIOCTaTKaMH JAHHOTO CIIOco0a SIBISIOTCS HAPYIIEHUE OCHOBHOTO TEXHOJIOTUIECKOTO
npolecca Mojy4eHust SKCTPaKIMOHHOM (ochOpHOM KUCTOTHI U BBEICHUE JOTIOJTHUTEIbHBIX
omnepanuii (UILTPOBAHUS METTKOAUCIIEPCHOTO ocaaka ¢pochaTHOTO KOHIEHTpaTa
PEAKO3EMENIBHBIX AJIEMEHTOB.

3a mpOTOTHUIT TPUHAT cr1oco0 u3BieueHus pochara peaKo3eMenbHbIX METAIIIIOB U3
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3KCTPAKIMOHHOM (hocPOpHOIM KUCTOTHI, 3aKITFOUYAIOIINNCS B TPOITYCKAHWM 3KCTPAKIIMOHHON
(dhochopHOI KUCTIOTHI, COZIEpKAIIel peaKo3eMeTbHBIE 3JIEMEHTHI, BOCXOISIIIUM ITOTOKOM
yepes 3aTpaBKy B TeueHue 5-15 munyT mipu 60-80°C ¢ monydyeHueM docdaTta peaKo3eMeTbHBIX
2J1eMeHTOB. B kauecTBe 3aTpaBKy UCIIOIB3YIOT FeKCArOHAIbHBIN I'PAHYIMPOBAHHBIN (hochat
CyMMBI PEKO3EMEIIBHBIX 3JIEMEHTOB, MMOIY4YeHHbIN 3kcTpy3uer (RU 2040472, MIIK 6 CO1F
17/00, 25.07.1995 r.). MaccoBoe COOTHOIIEHUE IKCTPAKIMOHHON POCHOPHON KUCITIOTHI U
3aTpaBku coctaBisieT (5+15):1. [Ipemnaraemsiit cnoco0 mo3BoJIsIeT U3BIEKATh docdat
PEAKO3EMENTBHBIX 3JIEMEHTOB B ITpoliecce MPOU3BoACTBA (OChHOPHOL KUCITIOTHI U YIOOPEHUIA.
Henocratkamu naHHOTO crioco0a sSIBIISIFOTCST BBICOKHI PACXO0/ 3aTPABOYHOMN (ha3bl M HU3KAS
cTerneHb npuBeca koHueHTpata P3M, cocrapistomas He 0ojiee 20% OT UCXOJHOIO Beca
3aTPaBKH.

TexHuveckuit pe3yabTaT 3aKJII0YAETCS B OBBIIIEHUH CTETIEHU ITPUBECA B BUJIE KOHLEHTpATa
cymmbl P3M, B TOM uucIie UTTpUs, TPU YMEHBIIIEHUH PAcXo/a 3aTpaBOYHOM (a3bl, a TAaKKe
pacIMpeHun 00JIaCTH UCTIOB30BAHUS CIIOco0a 3a cueT Boinenenus ¢pocpatos P3M kak u3
00OpOTHOM, TaK U MPOAYKIMOHHOMN HEYITapEHHOM 3KCTPAKIMOHHON (ochOopHON KUCTOTHI
MyTEeM UCIIOJIb30BAHUS CIEUUAIIBHOTO aNmapaTypHOTro 0hOPMIICHHSI.

TexHuueckuii pe3ybTaT JOCTUTAETCS TEM, UTO MPU MTOMOIIHM cIoco0a KpUCTAIIITU3ALUN
dbocdaToB penkozemenbHbIX MeTa/I0B (P3M) 13 nepechIieHHbIX pACTBOPOB SKCTPAKIIMOHHOMN
bochopHOI KUCTTOTHI HA TBEPIOM 3aTPABOUYHOM MaTepUalIe - [PAaHYIMPOBAHHOM IOJTYBOJHOM
ruapate ¢ocdarta nuepusi - COrIacHO U300PETEHUIO CO3/IAI0T HEMTPEPHIBHOE BO3BPATHO-
MOCTyNATEIbHOE ABUKEHUE 3aTPABOYHOIO MaTepHUaia B yCIOBUAX IICEBAOKHUIISILIETO CIIOS,
C03/1aBA€MOT0 HEMPEPBIBHBIM ITOTOKOM BO3/1yXa B HAIIPABIIEHUU «CHU3Y-BBEPX»,
MIPOTUBOIOJIOKHOM JABUKEHHUIO PACTBOPA IKCTPAKIMOHHON PocHOpHOM KUCTOTHI.

Pa3BuTas noBepXxHOCTh KOHTAKTA TBEPAON U )KUIKOM (pa3 HeoOxoauma st
UHTEHCU(PUKALIMU TTpoLIecca KPUCTATUIM3AIMU U3 TIEPECHIIIEHHOT0 (POCOPHOKUCIIOTO pacTBOpA.

3aTpaBOYHBIN MaTepUall MOJAETCS B KOJIOHHBIA KPUCTAIIIIM3ATOP, Pa3MEIIAeTCsl Ha
TEXHOJIOTUYECKUX TapesiKax, cOpMUPOBAHHBIX BO BHYTPEHHENH €eMKOCTU KOJIOHHOTO
KPUCTAIUIM3aTOPA B €IMHBIN TAKET, KOTOPbIN ITPU HEOOXOAMMOCTH U3BJIEKAIOT U3 KOJIOHHOT'O
KpUCTAUIMU3ATOPA JJIsl TEXHUUECKOTO 0OCITY KMBAHUSI, peMOHTA U T.11. [IpocTpaHCcTBO Mexay
BHYTPEHHEMN U BHEIITHENW EMKOCThIO KOJIOHHOT'O KpUCTaJIJIM3aTopa 000Py10BaHO
000rpeBaOIIMM YCTPONUCTBOM, HAIIpPUMeED, TEIJIOBbIM KabeneMm. Haa BepxHel 30HoM
KOJIOHHOTO KPUCTAJIM3aTOPa MPEAYCMOTPEHO IMTPOCTPAHCTBO 1715 [TIObEMA U 3aMEHBI IAKETOB
HACaJIKM C ITOMOIIBIO TeTbdepa.

[Toporperyio 9PK noaarot B KOJOHHBIN KpUcTauM3aTop. [1pu 3anoiHeHUH KOJTOHHOTO
KpHUCTAJUIM3aTOpa 10 paboyero o0bemMa BKIIOYAIOT 10/1a4y BO3lyXa OT Kommpeccopa. Pacxon
BO3/IyXa PeryIupyeTcst U PUKCUpYETCs ISl 00eCIIeYeHrsT peKUMa TICEBI0-0KMKEHHOTO CITOS
Ha TeXHOJIOTHUecKUX Tapenkax. Orpadorannyo DMK Bo3BpamaoT B MPOU3BOICTBEHHBIM
UKL

3aTpaBOYHBIN MaTepUall MOJAIOT Yepe3 BEPXHIOI YACTh KOJIOHHOTO KpUCTAIU3aTOpa
IIpY IOMOLM IIIHEKOBOTO J03aTopa. B npouecce paboThl KOJIOHHOT'O KPUCTAIIIM3AaTOPA
3aTPaBOYHBIN MaTepyall IEPEMENIAETCS CBEPXY BHU3, B IPOTUBOTOKE C HAMPABIIEHUEM
nemxenus DDOK.

IlepeHoc 3aTpaBOYHOr0 MaTepUalia Mo TEXHOJIOTMUECKUM TAPEJIKAM B HaIlPaBJIEHUU
«CBEPXY - BHU3» BBIMOJHSIOT OPTaHU3alMEN IICEeB10-0KMKEHHOTO citosi. OTpaboTaHHbIN
3aTPaBOYHBINA MaTepUall yIAIAIOT U3 KPUCTAIUIM3ATOPA.

CylIHOCTD 3asIBISIEMOr0 U300pETEHUS U €r0 MPEUMYIIIECTBA MOTYT OBITh MOSICHEHbI
CIIEIYIOLIMMU TPUMEPAMU KOHKPETHOTO BBIIIOJIHEHMS.

ITpumep 1. 3aTpaBounsiii MaTepuan maccoii 50,00 T pa3MmellieH Ha TEXHOJIOTUUECKUX

Crp.: 4
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Tapenkax J1abopaTOpHOT0 KpUcTaIu3aTopa paboynm o0beMoM 1,8 11 B COOTBETCTBUM C
YCIIOBUSIMH, TIPUBEJICHHBIMU B Tabsure 1.

Tabmuna 1
Pacnipenenenue 3aTpaBoYHOro MaTepualia Ha Tapelikax JJabopaTOpHOIO KpUCTAIIM3ATOpA
Tapenka Ne
1 2 3 4 5 6 7 8 9 10

Macca 3a-
TPABOUHOTO| 7 5 6,50 5,60 5,40 4,80 4,50 4,30 4,00 3,80 3,60
Marepuana,

T

ITongaua pactBopa DMK B KpuCTA/LIU3ATOP BHIMOJIHEHA ITPY TOMOIIY NEPUCTATBTUYECKOTO

Hacoca co ckopocTbio 110 CM>/MUH. Temmnepatypa DDK HenmocpeacTBEHHO B KOJIOHHE

coctasisuia 75+5°C. Bpems konTtakta pactBopa DPK B paboueM 06beMe KpUCTaIM3aToOpa
coctasisuia 17,0+3,0 MMH ITpU COOTHOIIIEHUH 00beMa KUAKOM (a3bl k Macce TBepaout V/T=
330+10. 151 co3aaHus MICEBI0-0KUKEHHOTO CJI0S1 B KOJIOHHY I10/1aBaJIM BO3yX CO CKOPOCTBIO

2 I[M3/MI/IH ¢ moMortkio nooyaureneti pacxojaa («kKNF Neuberger», mapka KNF -850 u
«OMRON», mapka NE - C28 - RU).

[To oKOHYaHUM 3KCIIEPUMEHTA TEXHOJIIOTUUECKHUE TAPEIIKH C 3aTPABOYHBIM MaTEPUATIOM
W3BJIEKAJIM U3 KOJIOHHBI, TPOMBIBAJIA JUCTUIUIMPOBAHHONM BOAOM U CYLIWIIU IIPU TEMIIEPATYPE
250-280°C B cymmibHOM mikady («BINDER», cepust ED 53). Oxitax1eHHbBII B SKCUKATOPE
JI0 HOPMaJIbHBIX KIIMMATUYECKUX YCIIOBUIA, 3aTPABOYHbIN MATEPUATI C COKPUCTAILIM30BAHHBIM
U3 MEPECHIILIEHHOTO pacTBOpa KOHUEHTpaToM (pochatoB P3M B3BemmBaiu Ha TEXHUIECKUX
Becax ¢ TOUHOCTHIO /10 0,01 r. OTHOCUTENBbHBIN TTpUBEC TBEPIOH (a3bl pocdarta cymmbl P3M
Ha 3aTPaBOYHOM MaTepualie B cpeHeM coctaBui 33+3% npu coaepxkaHuu pochaToB cymMMbl
P3M He menee 70%.

[Tpumep 2. 3aTpaBounsiii MmaTepuan Maccor 200,00 T pa3MelieH Ha TEXHOJIOTHYECKUX
Tapeiakax JJabopaTOPHOTO KpUCTAIIM3AaTOpa pabounm 06beMoM 2,5 1 B COOTBETCTBUM C
YCIIOBUSIMH, TIPUBEJICHHBIMU B Tabuie 2.

Tabmuna 2
Pacmpezenenue 3aTpaBOYHOTO MaTepHaja Ha TapeiKkax JTJabopaTOPHOTO KPUCTAIIU3aTOPa
Tapenka Ne
1 2 3 4 5 6 7 8 9 10
Macca 3a-
TPABOTHOTO| 4 12 13 15 18 20 23 26 30 33
MaTepuana,
T

[Topaya DK B KpucTaIIIM3ATOP BBINOJIHEHA TPY MOMOIIM EPUCTATBTUYECKOTO HAacoca

€O CKOpocThIO 120 CM>/MUH. Temnepatypa DPK HenocpeACTBEHHO B KOJIOHHE COCTaBIIsIIA
85+5°C. Bpems konTakTa pacrBopa DK B pabouem ob6beme KpUcTaauzaTopa
cooTBeTcTBOBajIO 17,0+3,0 MUH IIpY COOTHOIIIEHUH 00beMa KUIKOM (a3bl K Macce TBEPAOMr
V/T=330£10. 14 co3naHMs ICEBIOKUITSIIETO CI0s B KOJIOHHY ITOAAaBAJIM BO3/1yX CO

CKOPOCTHIO 3 I[M3/MI/IH C TIOMOIIIBIO OOy IUTENIeN pacxoa.

ITo okOHYaHMM 3KCIEPUMEHTA OTPAOOTAHHBIN 3aTPABOYHBIN MAaTEPHUAIT, U3BJICUEHHBIN U3
KOJIOHHBI, TPOMBIBAJIM JUCTUIIIMPOBAHHOM BOAOW U CYLIMIIM TTpU TemIiepatype 250-280°C.
OxJ1aXJIEHHBIN B 9KCUKATOPE 0 HOPMAIbHBIX KIMMATUUYECKUX YCIOBUN 3aTPABOYHBIN
MaTepHai ¢ COKPUCTAINIM30BAHHBIM KOHLEHTpaToM ¢ochato P3M B3BemmBaiu Ha
TEXHUYECKUX BecaX ¢ TOUHOCTHIO /10 0,01 . OTHOCUTEIBHBIN TpuBec TBEpAoH haswl pochaTa
cymmbl P3M Ha 3aTpaBoYHOM MaTepualie B CPEIHEM COCTaBUI 35+3% mpu coaepKaHuu
dbochatos cymmel P3M He menee 70%.
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Cnioco6 kpuctammzanuu pochaToB peko3eMeTbHBIX METAJIOB U3 PACTBOPOB
9KCTPAKIMOHHOM (POCPOPHOI KUCIIOTHI, BKITIOUAIOIINHI CO3/TaHNE HETTPEPHIBHOTO BO3BPATHO-
MOCTYNATEIbHOTO JBUKEHUS TBEPAOH (pa3bl 3a cUeT 0OeCIeUeHUs ICEBI0-KUITSIIETO CIIO0s
IIyTEM HENPEPHIBHOIO TI03UPOBAHUS IIOTOKA BO3AyXa Yepe3 paCTBOP IKCTPAKLMOHHON
dbochopHOl KUCTOTHI (TPOAYKIMOHHOM U 0OOPOTHOI), CTIOCOOCTBYET YBEIUUEHUIO CTENIEHU
MpUBECA UCXOIHOM 3aTPaBOUHOM (ha3bl 3a CUET KpUcTauM3anuu kKoHueHTpata P3M no 33+3%,
YMEHBIIIEHUIO PACX0/1a UCXOIHOM 3aTPABKH BCIIEACTBHUE YBEJTMUEHUS MACCOBOTO COOTHOIIIECHUS
a3 1o 3nauenuit (220-260):1 npu Temrnepatypax 80-90°C.

Oco06eHHOCThIO TAHHOTO crocoba kpuctaummsanuu GochatoB P3M Ha 3aTpaBkax u3
MOTOKOB (POCPOPHOI KUCITIOTHI SIBISETCS IMOIMYTHOE U3BJIEUEHUE TAHTAHOUIOB U COOJTIOICHHE
OCHOBHOW TEXHOJIOTMU ITPOU3BOJICTBA TOBAPHOTO MPOYKTA - IKCTPAKIMOHHOM pochopHOH
KHUCITOTBI.

dopmya u3006peTeHus

Cnoco0 kpuctamumzanuu pochaToB peko3eMeNbHBIX MeTaIIoB (P3M) U3 niepechIieHHbIX
PacTBOPOB IKCTPAKIMOHHOM PoCcHOPHOM KUCITOTHI HA TBEPAOM 3aTPABOUYHOM MaTepuae -
rpaHyJIMPOBAHHOM IOJIYBOJIHOM ruapate ¢ocdara nepusi, OTIUUAIOIIUNACS TEM, YTO CO3AI0T
HEIPEePBIBHOE BO3BPATHO-IIOCTYIATEIbHOE IBMKEHUE 3aTPABOYHOT O MaTepraJia B YCIIOBHUSX
TICEBIOKUIISIIIIETO CJI0sI, CO3/1aBAEMOT0 HEIIPEPBIBHBIM IIOTOKOM BO3/lyXa B HAIPABICHUN
«CHU3Y-BBEPX», IPOTHUBOIIOI0KHOM JIBUKEHUIO PACTBOPA IKCTPAKIMOHHOM (hOCHOpHOM
KHCJIOTBHI.
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