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(54) CIIOCOB ITOJIVUJEHV I BBICOKOYUMCTOI'O PACTBOPA HUTPATA LIEPU A (III)

(57) Pedepar:

N300peTeHre MOXET OBITh UCMOIB30BAHO MPH
MPOU3BOJICTBE  KAaTajIM3aTOpPOB, IIPUCATIOK K
JU3CJIbHOMY TOILIUBY, J'[}OMI/IHO(I)OpOB, a TaKXE B
ONTUYECKOM CTEKJIOBapeHuH. I ocyIecTBICHUS
criocoba TPOBOIAT OOPAOOTKY BBICOKOUHUCTOTO

Juokcua uepus npu 70-80°C KOHLEHTPUPOBAHHOM
a30THOM KHUCIOTOM, coaepxkamed 1,5-5 wmac.%
IJIABUKOBOM KHUCTIOTBI OT CTEXHOMETPUUECKOTO,
rocieAyomiee 100aBIeHUe MEPEKUCH BOJIOPOaA B
1,5-5-kpaTHOM H30BITKE OT CTEXMOMETPUYECKOTO
KOJIMYECTBA, HAIPEB PEAKLUUMOHHOM Macchl 10 90-
100°C mpu mepeMelMBaHUM, OXJIAXICHHE U
(unbTpanMoo TOJMYYEHHOTO pacTBopa. 3aTeM
unbTpaT, comepkaIuit HUTPAT HEpHsl, HATPEBAIOT
o 50-60°C, moOaBISAIOT IABEIICBYIO KHUCIOTY B

Crp.: 1

U30bBITKE 10-20% OTHOCHUTEIBHO
CTEXMOMETPUUECKOTO  KOJIMYECTBA.  BbImasimi
0CaJ0K OoKcajaTa nuepus MOJIBEPraroT

TepMoobpaboTke Ha Bo3myxe mpu 320-370°C.
ITponyxT TepmoobpaboTku pactBopsitor mpu 80-
90°C B KOHIICHTPHUPOBAHHOM a30THOW KHUCIIOTE,
UCIIOJIb3YEMOM B H30BITKE 5-20% oT
CTEXMOMETPUUECKOTO KOJIMIECTBA, Y ITPU J00ABIICHUN
IIEPEKMCU BOAOPOAa, B3sATOM B 1,5-5 KpaTHOM
H30BITKE OT CTEXHOMETPUUYECKOTO KOJIMYECTBA IO
OTHOIIIEHUIO K JTUOKCHUIY LEepusi 10 0O0pa3oBaHUs
KOHEYHOTO MPOJIYKTA - BOJHOT'O PACTBOPA HUTPATA
nepusi(Ill). Crocob obecreunBacT MOIyUCHHE
BBICOKOYKMCTOTO TPOJAYKTA, YAOBJIETBOPSIOIIETO
TpeOOBAaHUSIM COBPEMEHHBIX OTpaciiell TEXHUKH. |
TabI1., 3 TIp.
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(54) METHOD FOR OBTAINING OF HIGH-CLEAN CERIUM (III) NITRATE SOLUTION

(57) Abstract:
FIELD: chemistry.
SUBSTANCE: to implement the method, high-

purity cerium dioxide is treated at 70-80°C with
concentrated nitric acid containing 1.5-5 wt % of
hydrofluoric acid from the stoichiometric, subsequent
addition of hydrogen peroxide in a 1.5-5-fold excess
from the stoichiometric amount, reaction mass heating
to 90-100°C at stirring, cooling and filtering of the
resulting solution. The filtrate containing cerium nitrate
is then heated to 50-60°C, oxalic acid is added in an
excess of 10-20% relative to the stoichiometric amount.

Crp.: 2

The precipitated cerium oxalate is subjected to heat
treatment in air at 320-370°C. The heat treatment
product is dissolved at 80-90°C in a concentrated nitric
acid, used in an excess of 5-20% of the stoichiometric
amount, and with addition of hydrogen peroxide taken
in a 1.5-5-fold excess from the stoichiometric amount
with respect to cerium dioxide to form the final product,
an aqueous solution of cerium nitrate (III).

EFFECT: obtaining of a high-purity product that
meets the requirements of modern technology.
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N3006peTeHre OTHOCUTCS K TEXHOJIOTHU TMOJIYYSHUS UUCTBIX COJIEH PEIKO3eMeIbHBIX
3JIEMEHTOB, IPUMEHSIEMbIX ITPU MTPOU3BOJICTBE KATATIU3ATOPOB, IPUCAJIOK K IU3ETLHOMY
TOIUIMBY, TIOMUHO(GOPOB, a TAK)KE B ONTUYECKOM CTEKJIOBAPEHUHU U B IPYTUX 00JIACTSIX
TEXHUKU U HETIOCPEJICTBEHHO KACAETCSI TEXHOJIOTUHU TMTOJIyYEHUSI BBICOKOUUCTOTO BOJHOTO
pactBopa Hutpara uepus(I1).

M3BecTHO, 4TO 71 MOJIYyYEHUS pA3IMYHBIX IEPUICOIEPKAIIMX COEAUHEHUIN TPUMEHSIOTCS
BBICOKOUYHUCTBIE PACTBOPHI COJIEN LIEPUS], B YACTHOCTHU - pacTBOpbI HUTpaTa uepus(Ill). B
KaueCTBE UCXOAHOTO MPOAYKTA MPU MOJIYyUYEHUHA PACTBOPOB COJIEH LEPUSI, B HACTHOCTH -
HUTPATOB LIEPUsl, B PSJIE CIIy4aeB UCTIONB3YeTCsl TUOKCU iepys. OTHAKO UCTIOJIb30BAHUE
JIMOKCUA LIEpHs B KAYECTBE UCXOAHOTO ITPOAYKTA IPHU MTOJTyUYEHUU YUCTBIX PACTBOPOB HUTpATA
LepUsi OCIIOKHEHO TE€M, UTO TUOKCU]T LIEPUS TPYIHO pACTBOPUM B a30THOM KucioTe. [ToaTomy
pacTBOPEHUE TUOKCHUIA IIEPUS C IMOJIYYEHHUEM TPEXBAJIEHTHOTO HUTPATa B U3BECTHBIX
IMyOJIMKAIMSIX ITpeuTaraeTcs MPOBOIUTH B U30BITKE a30THOM KUCIOTHI € 100aBIeHUEM (PTOPHI-
AHMOHOB U MEPEeKUCcH BOA0po1a. DTOpUI-aHUOHBI BBOJSITCS sl O0JIErYeHUs] BCKPBITUS
JIMOKCHUA LIEpHUsl, A IEPEKUCH BOJOPO1a BBOAUTCS JJ11 BOCCTAHOBIICHUSI LEPUS IO
TpexBaieHTHOro coctosinus [Koposun C.C., 3umuna I'.B., Pesnuk A.M., bykun B..,
Kopnromiko B.®. Peakue u paccesstHubIe 3J1eMEHTBI. XuMus U TexHosiorust. Kaura 1. [Tox
pea. Koposuna C.C. M: MUCHC. 1996. 376 c.]. Kak pe3ynbrart, 1ojiydaeMble OMIMCAHHBIM
METOJIOM PAaCTBOPHI HUTpATA LEPHS COJIEPKAT 3HAUUTEITbHOE KOJIMIECTBO (hPTOPUI-aHUOHA,
YTO MOXET 0Ka3aThCs HEKEIATEIbHBIM 111 IPUMEHEHHUS TAKUX MPOAYKTOB B psIlie
COBPEMEHHBIX OTpaciel TeXHUKHU. Takum oOpa3om, HaIMurue MOHOB TOpa B
HepuicoiepKaIlrX MPoAyKTax siBisieTcs oqHOM U3 npobiieM. Hanuure ¢propa B
HepUiCcoIepKaIIUX MPOIYKTaX OOBSICHIETCS U TeM (DAKTOM, UTO OCHOBHBIM MCXOTHBIM
CBIPbEM JIJISI TIOJTyUEHUSI COSTMHEHUI LIepUsl SIBJISIETCS MUHEpal OACTHE3UT, COAEP KLU
3HAYUTEJIbHOE KOJIMYECTBO (PTOPA, IBIISIOMIUICS CMeChIo pTOpKapOOHATOB TaHTaHKU10B [RU
2114204, C22B 59/00, 1998]. [TosTomy 0/1HOM U3 3a1a4, KOTOPYIO CTABST Mepes cooom
pa3pabOTYMKU TEXHOJIOTUU MOJTYUEHHUS YUCTHIX COSTUHEHUI 1IepHsi, B YACTHOCTU OKCUIOB U
coJiel uepusi, SIBJISIETCS] OUMCTKA ITUX COEAMHEHUI OT IIpuMeceit ¢hropa.

OTaenpHYIO CI0XKHOCTD PEACTABIISIET COOON KOTMUYECTBEHHOE onpeieieHre GTopu/-
AHUOHA B HEOOJIBIIMX KOJIMYECTBAX JIJISI KOHTPOJIS MOJTyYaeMbIX COSTMHEHUIN LEPUSL.

KonuduecTBeHHOE OTpeieieHne KOHIEHTPauu GTOPUI-HOHOB B pACTBOPE OOBITHO
MIPOBOJISIT C TOMOIIIBIO MOHOCENIEKTUBHOT O AJIEKTPO/1a, HO pabouumit quanazoH pH ¢dropuaHoro
3JIEKTPOJAA JIKUT B UHTEPBAJIE 5,5-6,5, ¥ TaKast METOIMKA HE MOKET IIPUMEHSTHCS B KUCIION
cpene.

Cy1iecTByIOIIME METOAUKH JIJIs OTIpeesieHus] (GTOPUIOB B KUCITIOMN Cpeie SIBJISIOTCS TPYIHO
peau3yeMbIMU: HaIlpUMep, TOPUMETPUUECKOE TUTPOBAHKE (TUTPOBAHKE COJISIMU TOPUSI) B
MIPUCYTCTBUM anu3apuHoBoro kpacHoro [Kucenesa E.K. Ananus propcoaeprkammx

coenunenuit. JI.: Xumus, 1966, c. 71]. KauectBennoe onpeaenenue F-, Hanpumep,
o0eclBeYMBaHUE POJAHMIA JKeJle3a UJIM BU3YaTbHBIN IIMPKOHUI-aIM3aPUHOBBIN METO/, HE
o0asaeT YyBCTBUTEIILHOCTBIO JIs OTnipeesieHus propuma mpu coaepxkannu <1% [ Kpernikos
A.T1. OcHOBBI aHATTUTHYECKOM XMMUM. TeopeTnueckue ocHOBbI. KauecTBeHHBIN aHAIU3. M.:
Xumus, 1970, ¢. 406]. Cito’)kHOCTB onpeiesieHust PTOPHUI-HOHA B KUCITBIX PACTBOPAX SIBJISETCS
eIl1Ie OJTHUM OCHOBAHMEM [IJIs IMOJIyYEHHUsI HUTpaTa 1epus 3aBegomMo 0e3 nobdasnenus HF mpu
pacTBOPEHUM.

[TosaTomy 0COOEHHYIO AKTYaIbHOCTh MTPUOOPETAIOT CITOCOOBI MOJTYUYEHHUs COSMHEHUMN
Hepusi, P peai3anydi KOTOPBIX OTCYTCTBUE PTOpa TapaHTUPYETCS XUMU3MOM ITPOIECCOB.

Kaxk BUAHO U3 M3BECTHBIX HAYUYHO-TEXHUYECKUX U MATEHTHBIX MyOJIMKALMH, OUUCTKA OT
¢bropa P33, B TOM umncie coequHeHnH nepus, periaeTcsl pa3audyHbiMu MeToaaMu. Lupoko

Crp.: 3
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MIPUMEHSIETCS JUTS IAHHBIX 1eJiel 00paboTKa OYMIIaeMOTO MPOAYKTa XUMHUUECKUMHU
COCTMHEHUSIMH, CBSI3bIBAIOIIUMU (PTOP.

Hanpumep, i1 ouncTku oT propa IpruMeHsieTcss 0OpHast KUCIOTa WU COSTUHEHMSI,
oOpasyronme 6opHyro kuciaoTy [Muxamuenko M.A. u ap. Peako3eMenbHble MeTauTbl. M.
Mertannyprus, 1987, c. 53; GB 1491180 C1A, 1977].

VYnaneaue propa u3 propcoaepkaiimx pactsopos P33, BKiIrouaromux nepui, mpu
00paboTKe UX OOPHOM KMCIOTOM OCYIIECTBIISIETCS OJIaro1aps CBI3bIBAHUIO (PTOPA U MPOTEKAET
IO CIIEYIONIEMY MEXaHU3MY CBSI3bIBaHUS PTOpA:

4HF+H3BO3:3H20+HBF4.

ITpu 3TOM, KaK M3BECTHO, TTOJIYyYaIOTCS CTAOMITbHBIE OOP(TOPUTHBIE HOHBI, JIETKO
pacTBOpPUMBIE B BOJE, KOTOPBIE 3KCTPATUPYIOTCS U3 OpraHuueckoit ¢paspl. Hanpumep, B
U3BECTHOM CIIOCO0€ MOTyUeHHUsT PEAKO3EMENTBHBIX AJIEMEHTOB, HE coJiepkalux Gropa, u3
COEIMHEHUI peIKO3eMEITbHBIX 3JIEMEHTOB, COACPKAIIMX PTOP, coraacHo nateHty [GB 1491180
C1A, 1977], mpouecc OCyLIECTBISIOT yTeM BbleeHUs cou P32 U3 KucinoTHOTro pacTBopa
COJIU B IPUCYTCTBUU OOPHOM KUCIIOTHI, B3SITOM B KOJIMUECTBE, HEOOXOIUMOM JIJ1s1 CBSI3bIBAHUS
noHOB (propa. [1pu 3TOM CBsSI3aHHBIE HOHBI (PTOPA OCTAIOTCS B pacTBOpE, a cosib P33, B
YAaCTHOCTU HUTPAT LEPHUsl, He coJieprKaiiasi MOHbI (pTopa, BeIAEIsieTcs u3 pactBopa. [1pu
OCYIIIECTBJIEHUU TAKOW OYUCTKHU OT hTOpa C TOMOIILIO OOPHOM KUCIIOTHI CYIIIECTBEHHOE
BIIMSTHME OKAa3bIBAET ITOCIIEI0BATEIIBHOCT OOPAOOTKH OYHUIIIAEMOT0 OT PTOpa pacTBOpa COIU
nepust. Kak ckazano B onrcanuu K nateHty [GB 1491180], onTumalibHO cCHauaaa
OCYIIECTBJISATH 00paObOTKY OOpPHOM KMCIOTON UCXOTHOTO a30THOKHUCIIOTO pacTBOpa COJIei

P33, a 3aTemM mpoBOAUTH SKCTPAKLMIO HUTpATa Ce** TpubyTHIhochaTOM IIPU OIIPEAETICHHOM
pH cpenpl. B kauecTBe MCXOMHOTO OUYMIIIAEMOI0 IPOAYKTA B ONIMCAHUU K TAHHOMY IATEHTY
MIPUBOJIMTCS ITPUMEP Ha CIIOCOO OUUCTKM pacTBopa cojeit P33, conepxaiux 6,2 mac.%
nvokcuaa nepus Ha 1 11 u 2,7 mac.% ¢ropa. [locie otaeneHust BOAHOro pacTBopa
60pPTOPUIHBIX HOHOB B PACTBOP COJIM LepHs BBOAUTCA 2,5N BOAHBIN PACTBOP IIABEJIEBOM
kucinoThL. [Tomyuaembie Takum o0pa3om okcanatel P33 mocie puimbTpanuy 1 IpOMBIBKH HE
conepxkaT MOHOB (propa. [IpokanvBaHreM okcajiata Ha OCIEIHEN CTA/IMU MTOJTy4aeTcs
JTMOKCHT IEpHsl, HE coAeprkaimii propa. HemocraTkoMm 3TOro MeToia SBiIsieTCs TO, YTO
KOHEYHBIM IIPOJAYKTOM OKa3bIBAECTCA JUOKCUI LEPUs, & HE pACTBOPUMAS COJIb.

B xauecTBe nmpoToTHUIia MpeayIaraeMoro crnocoda BbIOpaH U3BECTHBIN CIIOCO0 MOTyUeHUS
nutpata uepusa(lll), ounienHoro ot ¢propa, BKIIOYAIOMIMN 3KCTpakuuio uepusi(IV) usz
dbTopcoaepkaIiero pacTBsopa opranuueckum pactsopureseM (50%-ubim ThD B kcuorne),
MOCJIEAYIOIILYIO PEIKCTPAKIMIO B TPUCYTCTBUM BOCCTAHOBUTENS (MIEPEKHUCH BOIOPOAA) U 3aTEM
06paboTKy peskcrpakTta npu pH 3,0-5,2 coenrHeHUsIMH, 00J1a1aAI0UMMU HIETOYHBIMU
CBOMCTBAMU (TUIPOKCUAAMU UJIM KapOOHATAMM IIEJTOYHBIX METAJUIOB WM aMMOHUs1) [RU
2085494, CO7F 17/00, 1997]. bnaroaapsi 3ToMy CIoco0y MPOUCXOIUT BBITIAJICHUE OCAIKa,
3aXBaThIBAIOIIETO U3 pacTBOpPa GTOPHUI-AaHUOH.

BeimenpuBeneHHbINM cIOCO0 MpeaaraeTcsi IpUMEHSITh JUIsl TOIYUYEHUS LEPUS U3 ChIPbS
OTHOCHUTEIbHO HU3KOW YUCTOTBI, HAIIPUMED MOJIMPOBATIBHBIX TOPOIIKOB. JlaHHBI! criocod
HE MPUMEHUM JJIs1 peIeHUs 3a/]1a4 B 00JIACTH BBICOKOUYHMCTBIX BELIECTB, IOCKOIBKY OH UMEET
psa HenocTaTKoB. Tak, MpH MOJIHOM peaau3aluyu crocoda OH BKIIIOYAET B ceOsl cTauu
9KCTPAKLMU U PEIKCTPAKLMH C UCTIOJIb30BAHUEM OPIaHUUYECKOT O PACTBOPUTEIS, YTO MOBBIILIAET
TPYIOEMKOCTb IPOLECCca U, CIIEA0BATENIBLHO, PUCK 3arpsizHenus. [Tpu yacTuuHom peaausanuu,
croco0 He rapaHTUPYET MOJHOM OYUCTKH OT Topa M TpedyeT TIaTeIbHOIo Ioadopa
ycnoBuii. Kpome Toro, crnocod noapasyMeBaeT UCIIOIb30BaHUE [IJI1 OUYMCTKU pacTBopa Ce
(III), koTOPBI NTOTYYAETCA IOCTE PEIKCTPAKIMM LEPUS U OPTaHUUECKOTO PACTBOPUTEIS B
MPUCYTCTBUU BOCCTAHOBUTEIISI.
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C nenpro co3nanus 3(ppekTUBHOTO mpoliecca, 00eCIeunBarOIEro BHICOKYIO CTEIICHb
YUCTOTHI MoJIydaeMoro pactsopa Hurpata nepusi(Ill), ocyiiecTpisieMmoro 6€3 UCIOIb30BAHUS
JIOPOrOCTOSAIIEr0 000PYA0BAHUS U IPUMEHEHHUS OOIBIIUX 00BEMOB OPTraHUUECKUX
pacTBOpUTENIEH, TPeIaraeTcsi HOBbIM CIIOCOO MOTYyUYEHUSI BHICOKOYMCTOIO PACTBOPA HUTPATA
nepusi(Ill), koTopbIl BKITIOUAET CIIEAYIOIIME TOCeA0BaTEIbHBIE CTAUU ITpoliecca: 00padboTKy
BBICOKOUMCTOTO uokcuaa uepus npu 70-80°C KOHUEHTPUPOBAHHOW a30THOM KUCIOTOM,
coziepxkatei 1-5 mac.% MiIaBUKOBOW KUCIOTHI IO OTHOILICHUIO K TMOKCUTY LIEpUsl, U
nocieayrolee 100aBjaeHue nepekucy Bogopoaa B 1-10-kpaTHOM U3OBITKE OT
CTEXMOMETPUUECKOTO KOJIMYECTBA IO OTHOILICHUIO K JUOKCUAY UEPUSL, HATPEB PEAKIUOHHOMN
Macebl 10 90-100°C npu nepemMeMBaHum, OXJIaXAeHUE U (PUIbTPALMIO TOJTYYEHHOTO
pacTBopa, HarpeBaHue ero 10 50-60°C u qobaBjIeHNE K HEMY IIABEIICBOM KMCIIOTHI B U30BITKE
0-20% OTHOCUTEIIBHO CTEXMOMETPUUECKOTO KOJIMYECTBA, OT/AEIIEHUE U TEPMOOOPAbOTKY
BBINABLIEr0 OcajJika Ha Bo3ayxe npu 320-370°C u nocneayouiee pacTBOPEHUE MPOIyKTa
TepMo00paboTku nipu 80-90°C B KOHLEHTPUPOBAHHOM A30THOM KUCIIOTE, UCIIOJIb3YEMOM B
n30bITKE 0-20% OT CTEXHOMETPUUECKOTO KOJIMUECTBA U MPU JJOOABIIEHUH IIEPEKUCH BOJOPO/IA,
B34TOM B 1-10-KpaTHOM U30BITKE OT CTEXMOMETPUUYECKOTIO KOJIMUYECTBA 10 OTHOLLIEHHUIO K
JIUOKCUJTY IEpUST O TTOJTyUYeHUSI KOHEUHOTO MPOIYKTA.

B oTimuue oT mpoToTuUna, peiaraeMbii criocod He BKITIOUAET CTaIUU IKCTPAKIUU U
PEIKCTPAKLUU C UCTIOJIB30BAHUEM OPIaHUYECKOIO PACTBOPUTEIIS, TPEOYIOIIHE 11T
3¢ ek TUBHOTO MPOBEACHUS UCTIOJIH30BAHUS CIIEIMAIIBHOTO 000PY10BAHUS U MTOBBIIIAOIINE
PUCK 3arpsi3HEHUS MTOJIy4AEMbIX COCIMHEHUN TOCTOPOHHUMU ITPUMECSIMHU.

B kauecTBe UCXOAHBIX MPOAYKTOB B ITpejIaraeMoM CIioco0e Ha BCEX CTAIUSX UCTIONb3YIOTCS
BBICOKOYMCTOE XUMHUUYECKOE ChIPhE, 4 UMEHHO BBICOKOUYHMCTBIN TMOKCUT UEPUSI, BLICOKOUYUCTHIE
XUMHUYECKHE COeTMHEHUS (KBaTU(PUKAIMY HE HUXKE 4.]1.a.), TAKKME KaK a30THAs KUCIIOTa,
IIEPEKUCh BOJOPOAA, IIJIABUKOBAS KUCIOTA, 111aBEJIeBasi KUCIOTA.

Cyl11eCTBEHHBIM MPU3HAKOM JJAHHOT'O U300 PETEHUS SIBISIOTCS PEKUMbBI ITPOBEICHUS BCETO
npouecca. Hampumep, mpokaiika okcajaTa LUEpUsi IPOBOIUTCS HA BO3yXE IIPU TEMIIEPATYPE
B untepBasie 320-370°C, 4To mpUBOIUT K GOPMUPOBAHUIO OKCUIHOTO IMMPOU3BOIHOTO LEpHs,
KOTOPOE 3aTeM PaCTBOPSIOT B A30THOM KUCIIOTE ¢ 100aBIIEHUEM MIEPEKUCH BOJIOPO/IA B
KauecTBE BOCCTAHOBUTES, IToTyuasi pactBop Hurpata uepusa(lll). Jlannyro craauio mpoBOasT
0e3 qoOaBieHus (PTOPUA-MOHA U CYIIIECTBEHHOT'O M30BITKA KUCIIOTHI, B OTIIMYME OT U3BECTHBIX
AHAJIOTOB, B KOTOPBIX MTPOKAJIMBAHKUE TPOBOJIUTCS MpU OOJIee BHICOKOM TeMIrepaType, a
MPOLECC PACTBOPEHUS MPOBOJIUTCS B MPUCYTCTBUM TIJIABUKOBOM KHUCIIOTHI M 3HAUUTEIILHOTO
U30bITKA A30THOM KUCIIOTBHI.

OCHOBHBIM IIPEUMYILIECTBOM IIPEIAraeMoro crocoda sBiasieTcs moJ00pKa yCIOBUN
BO3MOXHOCTHU MTPOBEAEHUS MIPOLECCA PACTBOPEHUS AJUOKCHIA LIEPUS HA TTOCIEAHER CTaIUN
0e3 1o0aBeHus PTOPUI-MOHOB 1, COOTBETCTBEHHO, ITOTYYSHHE KOHEYHOTO PACTBOpA HUTpATA
nepus(Ill), He comepxaiero GTOpUaA-MOHA, YTO BAXKHO JIJIS UX JAJTbHEUIIIETO IIPUMEHEHUS.
[Tpennaraemslii ciocod TEXHOJIOTMUEH, 9KOHOMUYECKHU JOCTYIIeH OJ1arogaps UCIOJIb30BAHUIO
KOMMEPUECKH IOCTYITHOT'O ChIPBhS M HECIIOKHOTO alnapaTypHOTro ohopMIIeHUS MTpoLecca.

Db deKTUBHOCTH crioco0a MOATBEPkKAAeTCs MpuBeeHHOM HIbke Tabmuueti 1, B KoTopoi
IIPUBOJUTCS COAEPKAHUE IIPUMECEN B COCIUHEHUSIX LIEPUs], OIIPEACIIEHHOE METOIOM Macc-
cnekTpomeTpun. OTHOCUTEIbHAS ITOTPELTHOCTD OIpezelieHus - He 6osee 30%.

[Tpennmaraemoe U306 peTeHNE WILTIOCTPUPYETCS CICAYIOIIMMU TPUMEPAMMU.

ITpumep 1.

B kauecTBe UCXOIHOTO ChIPBS UCTONIB3YIOT TUOoKcU Lepusi CeO, ¢ unctoTomn 99,99%,
MIPUMECHBII COCTaB KOTOPOTO NpuBeAeH B Tabmuie 1. Takke UCIOIb3YIOT A30THYIO KUCIIOTY
U TIEPEKUCh BOAOPOAA KBATU(DUKAIMU OC.U., INIABUKOBYIO KMCIIOTY U IIIABEJIEBYIO KUCIIOTY
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KBaJIU(UKAIIUM X. 9.

B emkoctsh a1t pactBopenust BHOCAT 20 © AMOKcUaA Lepusi, 100aBisitoT 60 M1 a30THOM
KHUCJIOTHI ¢ KOHIeHTpauuei 50% v 1,7 MIT IIaBUKOBOM KMCIOTHI ¢ KOHIEHTpauenr 50% (5
Mac.% ot konuuectBa CeO,). Peakumonnyro maccy HarpeBatot 10 70-80°C 1 mocTeneHHo

10 KaIulsiM IMPWIMBAIOT 25 MJI paCcTBOPA IEPEKUCH BOoJopoaa ¢ KoHueHTpauueit 10% (1,5-
KpaTHBIN U30BITOK). Jlaniee Mo JHUMAIOT TeMIlepaTypy peakiuuoHHoi Mmacchl 10 90-100°C u
BEAYT HAT'PEB C MEPEMELIUBAHUEM JI0 PACTBOPEHUS TUOKCHUIA UEPUS (HOIYCKAETCS HAIMUKE
OCTaTOYHOM B3BecH). [10TydeHHBIN pacTBOP OCTYXKAIOT U PUIIBTPYIOT.

[Tonyuennsiit pactBop HarpeBaroT 10 50-60°C u 100aBISIOT 165 MJT BOAHOT'O pacTBOpa
1IaBeJIeBOM KUCIOTHI ¢ KoHIeHTpauueti 100 r/n (u30b1Tok 10%). [TomydyeHHbIN OcagoK oKcaaaTa
1epust OTPUIBTPOBBIBAIOT, 3aTEM MTPOBOIST TEPMOOOPAOOTKY OCagKa B TEMIIEPATYPHOM
untepBaiie 320-370°C Ha Bo3yXe B TeueHuUe 2 4.

[TosmyyeHHBIN TPOAYKT NPOKATMBAHMS, IO COCTABY COOTBETCTBYIOIIMNA JUOKCUIY LIEPUS
CeO,, BHOCAT B €MKOCTb [IJIs1 PACTBOPEHUS, T0OABIISIOT A30THYIO KUCIIOTY C U30BITKOM 5%

OT CTeXHOMETpUUYECKOro U HarpeBatoT A0 80-90°C. 3aTeM no KaruisiM MPUIMBAIOT 25 M
pacTBoOpa MepeKucu Boaopo/ia ¢ KoHueHtpauuent 10% (1,5-kpaTHbiil M30BITOK). BenyT
HarpeBaHUe 10 PACTBOPEHUS TPOIyKTa TepMO0OpaboTKu. [IpoyKT pacTBOpseTCsl MOIHOCTHIO.
Taxum 00Opazom, oay4daroT BoaHbI pactBop HUTpaTa uepus(Ill). IlpumecHslit coctas
MOJIy4EHHOT O HUTpaTa Iiepusi mpuBe/ieH Hke B Tabmure 1.

[Tpumep 2.

[Tpouecc mpoBOASAT aHATIOTUYHO MPUMEPY 1, UCIIOIB3YySI UHBIE COOTHOIIEHUS] PEATEHTOB.
B emkocth a1t pactBopenust BHocT 20 © AMOKCUIA Lepusi, 100aBisitoT 60 M1 a30THOM
KHUCJIOTHI ¢ KOHUEeHTpauuer 50% v 0,5 MiT m1aBUKOBOM KUCIOTHI ¢ KOHIEeHTpauuenr 50% (1,5
Mac.% ot kommuectBa CeO,). Peakumonnyto maccy HarpeBatoT 10 70-80°C u mocTeneHHo

10 KaruisiM npuimBaroT 110 Mi1 pacTBopa NEPEKUCH BOLOPOAA C KOHLEHTpauuen 3% (2-
KpaTHbIN U30BITOK). [laiee mOgHUMAIOT TeMITepaTypy peakuuoHHol Maccel 10 90-100°C u
BEAYT HAT'PEB C MEPEMEIIUBAHUEM JIO PACTBOPEHHUS TUOKCHUIA UEPUS (IOMYCKAETCS HAIMUME
OocTaTouHOM B3BecH). [ToTydeHHBIN pacTBOP OCTYKAIOT U (PUIBTPYIOT.

ITonyuyennslit pactBop HarpeBatoT 40 50-60°C u go6aBistoT 185 M1 pacTBOpa 11aBEIEBOM
KUCITOTHI ¢ KoHueHTpaiuen 100 r/m (u36s1Tok 20%). [TomydeHHbIN 0caloK OKcajlaTa Lepus
OT(WIHTPOBBIBAIOT, 3aTEM ITPOBOISAT TEPMOOOPAOOTKY OCaIKa B TEMIIEPATYPHOM UHTEPBAJIe
320-370°C Ha Bo31yXe B T€UeHHE 2 Y.

[TonydeHHBIN TPOAYKT MPOKAJIMBAHUS, 10 COCTABY COOTBETCTBYIOLIMI TUOKCUIY LEPUS
CeO,, BHOCAT B €MKOCTb [IJIs1 PACTBOPEHUS, TOOABIAIOT CTEXMOMETPUUECKOE KOJIMUECTBO

A30THOM KUCITOTHI € U3OBITKOM 20% 1 HarpeBatoT 10 80-90°C. 3aTeM no KaruisM IpUIUBatOT
110 M1 pacTBOpa MepeKucy Bojiopoaa ¢ KoHleHTpanueit 3% (2-kpaTHbIN U30bITOK). BeayT
HArpeBaHueE 10 PaCTBOPEHUs MPOAYKTa. [IpuMeCHBI COCTAB ITOJIy4YEHHOT'O HUTPATA LEpHUs
npuBeieH HUxe B Ta6muue 1.

ITpumep 3.

ITponecc npoBOIAT aHATOTMYHO ITpUMepy 1.

B emkocth mi1st pactBopenust BHOCT 20 T AMOKCUIA Lepusi, 100aBiIsitoT 60 MIT a30THOM
KUCJIOTHI ¢ KOHIEeHTpauuer 50% v 0,5 MiT m1aBUKOBOM KUCIOTHI ¢ KOHIeHTpauuenr 50% (1,5
Mac.% ot kommuectBa CeO,). Peakumonnyto maccy HarpeBatoT 10 70-80°C u mocTerneHHo

o KarusiM npuimBarot 100 M1 pacTBopa NEPEKUCH BOAOPOA ¢ KOHLIeHTpauuer 10% (5-
KpaTHbIN U30bITOK). Jlaniee moHUMAIOT TeMIIepaTypy peakuuoHHoi Mmacchl 10 90-100°C u
BEAYT HAT'PEB C NMEPEMEIIUBAHUEM JI0 PACTBOPEHUS IMOKCHUIA UEPUS (IOMYCKAETCS HAIMUME
ocTaTouHOM B3BecH). [TorydeHHBIN pacTBOP OCTYKAIOT U (PUIIBTPYIOT.

Crp.: 6



10

5

20

25

30

35

40

45

RU 2646416 C2

[Tomyuennsliit pactBop HarpeBaroT 10 50-60°C u gobaBisitoT 185 M1 pacTBOpa 11aBeIeBOM
KUCIOThI ¢ KoHueHTpauuen 100 r/n (u30b1Tok 20%). [Tony4yeHHBbI 0calok okcanaTa UepHst
OT(WIHTPOBBIBAIOT, 3aTEM ITPOBOIST TEPMOOOPAOOTKY OCaIKa B TEMIIEPATYPHOM UHTEPBAJIE
320-370°C Ha BO31yX€ B T€UEHME 2 Y.

[Tony4yeHHBIN MPOAYKT MPOKAIMBAHUS, IO COCTABY COOTBETCTBYIOIIUNA TUOKCUY LEPUS
CeO,, BHOCST B €MKOCTb JIJIs1 PACTBOPEHMUSI, JOOABIISIIOT A30THYIO KUCIOTY C U30BITKOM 20%

OT CTEXMOMETPUUYECKOTO KoIudecTBa M HarpeBatoT 10 80-90°C. 3aTeMm 110 KaIisiM MPUIMBAIOT
100 M1 pacTBOpa Mepekucy Bojjopoaa ¢ koHneHTpauueit 10% (5-kxpaTHbIil U30BITOK). BenyT
HarpeBaHue /10 pacTBOPEHUs NpoaykTa. Takum oOpa3oM, MoyyaroT BOAHBIN PACTBOP
Hurparta uepus(Ill). [TpumecHbIi COCTaB NTOJTYYEHHOI'O HATPATA LEpHUs IPUBEAECH HUXKE B
Taomuue 1.

Taxum oOpazoM, mpeaaraeMbIM ClIOCOOOM U3 PACIIPOCTPAHEHHOTO KOMMEPUECKOTO
CBIPBS - BBICOKOUUCTOTO okcuaa uepusi(IV) MoxeT ObITh MOJIy4eH BBICOKOUYUCTBIN PACTBOP
Hutpata uepusi(Ill) ¢ BBICOKOW CTENEHbIO YUCTOTHI.

Hwxe B Tabnuue 1 npuBoAUTCS COAEPKAHUE MPUMECEH B COEIMHEHUSIX LIEpus,
OIIPEJEIIEHHOE METOIOM Macc-ClIEKTPOMeTpUH. OTHOCUTEIbHAS IOT PEIIHOCTD ONPEACTICHHS
- He Oonee 30%.

K u306perenuto «Crnoco0 mnosayueHus: BBICOKOUUCTOro pactBopa HuTpata uepus(Il)»
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METOAOM MacCC-CIICKTPOMETPHUHU

Conepxanue npumeceit (Macc.%) Conepxxanue Copnepxanue
B o0pa3nax npuMecen npuMeceit
m (Mmacc.%) (macc.%)
pHMeCh
B oOpa3uax B o0pasuax
Oxcup uepus, Hurpar nepus Hutpar uepus Hurpar nepus
ITpumep 1 (11D), ITpumep 1 (I1I), ITpumep 2 {111, ITpumep 3
Li <1*107 <1*10° <1*107 <1*10°°
Na 5*10* 2,8%10* 2,610 2,1¥10*
Ti <1*107 <1*10° <1*107 <1*10°
\4 <1*10? <1*10° <1*103 <1*10°7
Cr <1*10 <1*10° <1*10 <1*10°
Mn 2,8*10 2,010 2,5%10° 2,2*¥107°
Fe <1*103 <1*10° <1*¥10° <1*10°7
Ni 1,0¥10* 1,0¥10 1,3*107° <1*10°
Cu 1,210 1,1*¥10° 1,0¥10°7 1,4*10°
Zn <1*107 <1*10° <1*10° <1*10°
Sr 2,8%10° 1,1*¥10°7 <1*10° 1,2*107
Sn 2,010 7*10°3 6*10° 6*10°
Ba 7*10° 4*10° 3,2*%10°° 4*10°
La 6*10* 5%10* 6*10* 5*10
Pr 8*10™ 8*10* 7¢104 7*%10™
Nd 6*10™* 6*10* 6*10™ 5%10*
Sm <1*107 <1*107 <1*10°° <1*107
Eu 4*10* 3,0*10* 3,4*10™* 4*10
Gd 2,0%107 1,5%107 1,6%107 1,810
Tb 1,3%102 1,2*10? 1,5%1072 1,4%102
Dy 1,0¥10° 1,0¥107 <1*10°3 1,210
Ho <1*10 <1*10° <1*¥10° <1*¥10°
Er <1*10° <1*10° <1*10° <1*10°*
Tm <1*10° <1*10° <1*107 <1*107°
Yb 1,4¥10* 1,3*¥10* 1,3*10* 1,510
Lu 2,6%107 2,9%¥107 2,4*10° 3,0¥10°
Pb <1*¥10° 1,1¥10° 1,0¥10° <1*10°

(57) ®opmyna u3ooOpeTeHust
Crioco0 mory4eHus: BBICOKOYMCTOTO pacTBopa HUTpaTa uepus(Ill), Bkirouarommui
CJIeIyIOLIME MTOCIeA0BATENbHBIE CTA/IMU ITpoLecca: 00pabOTKy BBICOKOYMCTOTO JUOKCHIA

uepus ipu 70-80°C KOHLEHTPUPOBAHHOM a30THOM KUCIIOTOM, copepskaiuei 1,5-5 mac.%
MJIABUKOBOM KMCIIOTHI OT CTEXMOMETPUYECKOTO, U TTOCIIeAyIolIee J0OaBIeHHE TIEPEKUCH
BOJIOpoJia B 1,5-5-KpaTHOM U30BITKE OT CTEXHOMETPUUYECKOTO KOJIMYECTBA, HATPEB
peakuoHHoM Macchl 10 90-100°C mpu nepeMenMBaHuu, OXJIaXACHUE U (PUITbTPALUIO
MOJIyYEHHOTr' 0 pacTBOpa, HarpeaHue ero 10 50-60°C u qobaBieHre K HEMY I1aBeJIeBO
KUCTTOTHI B U30bITKE 10-20% OTHOCUTETIBHO CTEXUOMETPUUYECKOTO KOJIMYECTBA, OTACIICHUE U
TEpPMOOOPAOOTKY BBINMABIIEr0 OcaaKa Ha Bo3ayxe npu 320-370°C u nocnenyoiee
pacTBopeHue MpoayKTa TepMooopadboTku mpu 80-90°C B KOHLUEHTPUPOBAHHOM a30THOM
KHUCJIOTE, UCIIOIb3yeMOM B M30BITKE 5-20% OT CTEXMOMETPUUECKOTO KOJIMUECTBA U ITPU
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J00aBIIEHUH TTEPEKUCH BOAOPO/Ia, B3SATOM B 1,5-5-KpaTHOM U30BITKE OT CTEXHUOMETPUIECKOTO
KOJIMYECTBA MO OTHOIICHUIO K TMOKCUTY LEPUS O 00pa30BaHUsI KOHEYHOT O MPOAYKTA.
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