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BTOPOI - camMapus W Ha TpeTbed - Mpa3zeoguma.
OObeMHast I0JIs OJIEMHOBOM KUCIIOTHI COCTABIISIET
oT 13 1o 15%. B xauecTBe MHEPTHOTO pa30aBUTENs
WCIOJIBb3YIOT KEPOCUH. DKCTpaKuuio BeayT npu pH
OT 3 10 5, COOTHOIIICHNHA O0OBEMOB IKCTpPAreHTa U
BOJIHOTO pactBopa 1:10, coaepkaHuu XJI0puaa Kaust
uiv HaTpus oT 0,001 7o 0,014 Mosb/n. TexHuueckum
pe3yiabTaTOM SBJISETCS JOCTATOYHO BBICOKHE
ko3puiMeHTsl  W3BICUEHMS UM pa3JelICHUs
YOOMSHYTBIX METAJUIOB IIPU MajoM pPacxoje
9KCTpareHTa, 4TO MTO3BOJISET YIIy4IIUTh
TEXHOJIOTUYECKHUE MTOKA3ATENM ITpouecca. 3 ui., 1 mp.
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(54) METHOD OF SEPARATING ERBIUM, SAMARIUM AND PRASEODYMIUM WITH OLEIC ACID FROM

NITRATE-CHLORIDE MEDIA

(57) Abstract:

FIELD: chemistry.

SUBSTANCE: invention relates to production of
rare-earth metals from low or secondary raw material
at stage of separation of sum of lanthanides. Method of
separating samarium and erbium, praseodymium from
nitrate-chloride solutions involves contact of extractant
and solution, mixing, settling and separation of phases,
use of oleic acid as extractant in inert diluent. At that,
extraction is carried out in three stages with transfer of
Erbium at first stage in organic phase, samarium at
second and praseodymium at third stage. Volume

Crp.: 2

fraction of oleic acid ranges from 13-15 %. Kerosene
is used as said inert latent solvent. Extraction is carried
out at pH from 3 to 5, extragent and aqueous solution
1:10, potassium or sodium chloride content of 0.001-
0.014 mol/l.

EFFECT: technical result is sufficiently high rates
of extraction and separation of said metals with low
consumption of extragent, which enables to improve
technological parameters of process.
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N300peTeHre OTHOCUTCS K METAJUTYPIMH, 4 UMEHHO K TEXHOJIOTUH MepepadOTKU pya U
KOHI[EHTPATOB, COJIEPKAIIUX PEAKO3eMeTbHbIe MeTaJlIbl. 1300peTeHre MOXKET OBbIThH
WCIIOJIb30BAHO B TEXHOJIOTMU MOJYUYEHHUS PEIKO3EMETIBHBIX METAJIIIOB U3
HU3KOKOHIEHTPUPOBAHHOI'O WJIM BTOPUUHOTO ChIPhS HA CTA/IUW PA3EICHUSI CyMMBbI
JIAHTAHOWUIOB.

N3BecTeH criocod 3KCTPAKIMOHHOTO pa3/IelIeHUs] PEIKO3eMEeNIbHBIX 3JIEMEHTOB (MTATEHT
P® N22034070, orry6s1. 30.04.1995 1.), B KOTOPOM UTTPUM U PEIKO3EMETbHBIEC IJIEMEHTBI
Pa3IENsIOT SKCTPAKIIMOHHOM CMEChI0, cojiepkaiient hochopopraHuuecKue COeIMHEHUS U
YTJIEBOAOPOIHBIN pa30aBUTEITh, B KaueCTBE (hOCHOPOPTaHUUECKOTO COSTUHEHUS UCTIONTB3YIOT
rekcadbyTuinTpucaMu GochopHON KUCIOTHI, C TOTOJHUTEIbHBIM BBEJICHUEM B Hee HUTPUTA
TPUATKWIAMMOHUS U OKTUIIOBOTO CIIUPTA.

Henocratkamu criocoba sSIBISIETCS CIIOKHBIA MHOTOKOMITIOHEHTHBIN COCTaB 9KCTPATreHTa,
MIPUMEHEHUE TOKCUYHBIX BEIIECTB - TPUAIKUIAMMOHMUS, amuaa ¢GochOpHON KUCTOTHI.

N3BecTeH criocod 3KCTPAKIMOHHOTO Pa3eIeHUs] PEAKO3EMENIbHbBIX 3JIEMEHTOB (IMATEHT
P® Ne2319666, ony6u1. 10.08.2007 r.), METOIOM 3KCTPAKIMU B CUCTEME KMIKOCTh-)KHIKOCTh
MEXIy COJIepIKaIled COJIM PeIKO3eMEeNIbHBIX JJIEMEHTOB BOJIHOM (ha30i U OPraHUYECKOM
(hazoit, comepxallei SKCTpareHT U3 rpymbl PochUHOBBIX KUCTIOT - U3o10euuIocheTaHoBYIO
kucnotry (MAJIPK) koHueHTpaipeii 1 MoIb/l1 1 MHEPTHBIN pa30aBUTEITb.

Henocratkam cocoba siBsieTCs HEOOXOAUMOCTh TPUMEHEHHUSI IBYX IKCTPAKIMOHHBIX
KacKaJI0B ISl OTAENIEHUsT KAXKI0T0 3JIEMEHTa, MPUMEHUMOCTD CIIoco0a Il pAaCTBOPOB,
KOHIEHTPUPOBAHHBIX 1O coaepxkanuto P3M (ot 0,3 1o 1 moaw/m).

N3BecTeH crocod 3KCTPAKUMOHHOIO Pa3/iefIieHUs] PeIKO3eMeNIbHBIX 3JIEMEHTOB (MTATEHT
P® Ne2058938, ony0s1. 27.04.1996 r.), 3KCTpaKIUIO IPOXOAAT C IPUMEHEHUEM PACTBOPOB
TpubyTHidocharta B MHEpTHOM pa3daBUTENIE B IPOTUBOTOUYHOM KACKAJIE, COJIEPKAILEM
SKCTPAKIMOHHYIO U MIPOMBIBHYIO YACTH M Y3€l PeIKCTpaKkuu 6-8,5 M a30THOM KUCTTOTOM.
Ha 1 - 6 cryneHs co CTOpOHBI BXO/1a 3KCTPATreHTa IMOAAI0T PACTBOP BBICAIIMBATENS U3 TPYIIIIBI
HUTPATOB AMMOHHUS, JINTUSI, MATHMUSI, AJIFOMUHUS B KOJIMUECTBE, 00ECIIEUYMBAIOIIEM UX
KOHLEHTPALMUIO OT 2 T - 3KB/JI 10 HACBILICHUS.

Henocratkamu criocoba sIBISIOTCS UCTIOIB30BAHUE IKCTPAreHTa ¢ MacCOBOM 0JIeH
TpubyTundochara ne menee 80% TpudyTUidocdarta, BRICOKUN pacxo IKCTpAreHTa,
HEBBICOKHME KOA(D(GUIMEHTHI pa3/e/IeHUs] UTTPUS U TAHTAHOUIOB, U B CBSI3H C 3THUM
HEBO3MOXXHOCTb OYMCTKU UTTPUS OT JAHHBIX JIETKUX U TSKEIIBIX JIAHTAHOUIOB,
HEOOXOJMMOCTh TPUMEHEHUSI KOHIIECHTPUPOBAHHBIX PACTBOPOB BhICAJIMBATENIEH - HUTPATOB
MarHuvs, aMMOHMS WM ATIOMUHUSL.

N3BecTeH crmoco0 9KCTpaKIMU PEAKO3eMeNTbHBIX 371eMeHTOB (P33) U3 BOJIHBIX pacTBOPOB,
(mateHT PD Ne2112067, omy6:1. 27.05.1998 r.), MpUHSTHIN 3a MPOTOTHUII, IKCTpaKkiuio P39
BBIMIOJIHSIOT C IPUMEHEHUEM B KAUECTBE 3KCTPAre€HTAa CMECH, COAEPXKAILIEH MACCOBYIO OO
0J1IeMHOBOM KUCTTOTHI OT 10 10 12%; TpusTanonamuua ot 4,5 10 6,0%; 1 MAaIIMHHOTO Macya
(MHEpPTHBIN pa30aBUTEllb) - OCTAITBHOE, a4 IKCTPAKIUIO OCYIIECTBISAIOT B MHTEpBasie pH ot 0
110 10 HempePBIBHBIM PETYJIMPOBAHUEM ONITUMAJIbHOM BeJIMUMHBI pH B TeueHue He OoJiee 1ByX
4acoB.

HenocraTkamu siBISIFOTCSI HEBBICOKHE 3HAUEHUS KOIDPUIMEHTOB pa3/ieieHus OJIM3KUX 110
CBOMCTBAM PEAKO3eMENIbHBIX 2JIEMEHTOB U HEOOXOIMMOCTh MMPUMEHEHUSI TOKCUYHOTO
TPUITAHOJIAMUHA JJIS1 UX PA3/ICIICHUS.

TexHUUeCKUM pe3yIbTaTOM U300pETEHUS SIBIISIETCS YBeTMUeHHE KOIPPUIMEHTOB
pazneneHus 6JIM3KUX 110 CBOMCTBAM PEAKO3EMENIbHbBIX 3JIEMEHTOB ITPU UCTIOIB30BAHUH 100ABOK
XJIOPUCTBIX COEIMHEHUH, BBI3BIBAIOIINX CUHEPTETUYECKUH 3(PPEKT MpU IKCTPAKIUOHHOM
pa3aeleHuu.

Crp.: 3
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TexHuueckuii pe3yabTaT JOCTUTAETCA TEM, UTO B KAUECTBE OPraHUYECKOTO IKCTpareHTa
UCIOJIb3YIOT OJIEMHOBYIO KUCIIOTY B MHEPTHOM pa30aBUTENIe, OCYIIIECTBISETCS KOHTAKT
OPraHUYECKOT O IKCTPATEHTA U PACTBOPA, IEPEMELIMBAHUE CMECH, OTCTAUBAHUE U PA3IEIICHUE
Ha OpraHuYecKyro (asy U BOAHYIO a3y - paduHAT, IPU ITOM IKCTPAKIUIO BEIyT B TPU
CTaJluu, Ha TePBOM MPOBOJIAT OT/IeJIEHUE 2pOUsI B OpraHUUECKyIo a3y, Ha BTOPOW - OTAeNIEHHE
caMmapusi B OpraHnuecKkyto a3y u3 paduHaTa repBoii CTaIMu U Ha TPEThEH - OT/IeTICHUE
Ipa3eoauMa B OpraHvueckyro (asy u3 padunara BTopoit craauu, mpruueM 00beMHast J0JIS
OJIEMHOBOM KHCIIOTHI B pa3baBuTene coctaBisieT oT 13 10 15%, B kauecTBE MHEPTHOTO
pazdaBUTEIIS UCIOIB3YIOT KEPOCUH, a SKCTPaKLUIO BeAyT nmpu pH oT 3 10 5, COOTHOIIEHUHU
00BEMOB OPraHUUECKOT0 IKCTPAreHTa U BOJHOro pactBopa 1:10 u coaepkaHuu Xjaopuaa
Kanvs uim Hatpus B pactBope oT 0,001 go 0,014 mob/1.

Crioco0 oCyIIECTBIISIOT CIAEAYIOIMM 00pa3oM.

B kauecTBe sKCTpareHTa UCoJIb3yIOT CMECh TEXHUUECKOM OJIEMHOBOM KUCIIOTBI U KEPOCHUHA,
COZIEPXKAIITYI0 OOBEMHYIO JTI0JIIO OJIEMHOBOM KUCTOTHI 15%.

DKCTPAKUMIO BEYT B TPU CTAAUX IIPU COOTHOIIIEHUH 0OBEMOB IKCTPAreHTa U BOJHOTO
pactBopa O:B=1:(9-11) Ha kaxmoii craauu (¢ur. 3).

Ha nepBoti ctaguu 700aBsSIOT B YKa3aHHOM COOTHOIIIEHUU SKCTPATEHT U U3BJIEKAIOT
kaTUOHBI Hpoust (I11) U3 BogHOTO pacTBOpa C COAEPIKAHUEM XJIOPHIA KAJIUSI UJIU XJIOPUIa
HaTpus 0,007 momb/i (dur. 1, 2).

OpraHuYecKHii SKCTPAKT, coJiepKaIuil KaTuoHbI 3pous (I11), oTAensII0T U3BECTHBIM
criocoboM, a paduHaT, coaepKaIUil KATHOHBI CaMapusl U IPa3e0IMMa, UCTIOJIb3YIOT BO
BTOPOM CTAJIMU IKCTPAKLMH.

Bo BTOpOIi cTamuu k paguHaTy 100aBISIOT B yKa3aHHOM COOTHOIIIEHUH SKCTPATreHT U
U3BJIEKAIOT KaTUOHBI ITpazeoauMa (I1I) u3 BogHOro pactBopa ¢ CoAepKaHUEM XJI0pUIa KaIus
w xsiopuaa Hatpust 0,014 momw/n (¢ur. 1, 2).

Opranuyeckuii SKCTPAKT, COJIepKAIIMM KaTUOHBI mpazeoauma (I11), oTaesitoT M3BECTHBIM
crocoboM, a pauHaT, coepKalluil KATUOHBI CaMapusl UCTIOJIB3YIOT B TPEThEH CTauu
JKCTpakinuu. B Tperbeii ctamuu K papuHaTy 100aBISIOT B YKa3aHHOM COOTHOIIEHUH
SKCTpareHT u u3BjekaroT katuoHsl camapus (III) mpu pH Bognoro pacrsopa 5,0-5,1.

[Tpu sKCIepUMEHTaIbHBIX UCCIIEIOBAHUSAX KOHTAKT (ha3 BBIMIOJIHEH MpH roMornu Parallel

Auto-MATE® Reactor System 1nipousBojicTtBa komnanud HEL ¢ aBToMaTuyeckum
noJiepskanueM 3aianHoro 3nadenust pH. PaccmauBanue a3 BIMOIHEHO HA LEHTpU(YTE

MMPOU3BOJICTBA Koehler® K61002.

B kaudecTBe 3KCTpareHTa UCMOIB30BaH PACTBOP C OO BEMHOIM JOJIE TEXHUYECKON OJIEMHOBOM
KHUCJIOTHI B KepocuHe 15%. Heobxoaumast 11 TOCTUKEHUST pABHOBECUS ITPOJIOJIKUTETBHOCTh
KOHTaKTa (a3 yCTaHOBJIEHA KCIIEPUMEHTANIBHO U cocTaBiisieT 10 muH. [1poaomkuTenbHOCTh
pas3nenenus (a3 He IPEBHIIACT 5 MUH.

AHaIu3 KOHUEHTPALUU MOHOB JIJAHTAHOUIOB B BOJHOM PACTBOPE A0 U MOCIIE IKCTPAKIMU
BBIIIOJIHEH METOJIOM KOMIUJIEKCOHOMETPUYECKOTO TUTPOBAHUS TPUIIOHOM b B IIPUCYTCTBUH

vHAuKaropa ¢ apceHaso (III) mpy moMoiuu aBTOMaTUYECKOTO TUTpaTopa Mettler Toledo®

T70 ¢ hoTOUyBCTBUTETBHBIM 3JIEKTpOoa0M Mettler Toledo® DP 5 Phototrode 1 MeTOZOM
PEHTIeHO-(IIyOPECHEHTHOTO aHaJIM3a IIPY IIOMOILM 3HEPIOIMCIIEPCUOHHOTO PEHIEHO-

(hIIyOpecCeHTHOTO CIIEKTpOMETpa PANalytical® Epsilon3.

[Tpumep ocyiiecTBiieHUs criocoda

Hcrnonb3yroT HUTpAaTHBIE BOJHBIE PACTBOPHI JIAHTAHOUAOB. ['OTOBAT 3KCTpareHT,
coepkalmi 00bEMHYIO JTOII0 OJIEMHOBOM KUCIOTHI 15% u kepocuH. K BogHOMY pactBopy,
coaepxaremMy HUTpaThl 3pous (I11), camapus (I11) u mpazeoauma (I11), umeroreMy KUCIOTHOCTh

Crp.: 4
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oT 3 10 5 enunun pH, 106aBsIOT XJ10pU HATpUst 10 KoHueHTpauuu 0,007 mons/n1. B
TEPMOCTATUPOBAHHBIN CTEKIIHHBIN COCY/I C MEIIATIKOM MOMEILIAIOT 3KCTPATEHT U BOIHBIN
pacTBOp B cOOTHOIIEHUMH 00BbeMOB 1:10 cooTBeTcTBeHHO. Ha mepBoii cTaauio sKCTpakiuu
npoBoasT otaeneHue 3pous (I11), ¢ koapdunuentamu pasgeneus Beysm=1.7, Peyp=1,5.

Hanee padunat, conepxarnuii katnonsl camapus (I11) u mpazeoauma (I11), HampaBIsSITOT HA
BTOPYIO CTa/IMIO 3KCTpakimu. Ha BTopoii craauu MpoUCcXOoauT U3BJIEUEHUE KATUOHOB CaMapust
(IIT) ¢ xoadduumenTom paszaenenus Psy,p=1,7. lanee pabuHar, cogepxainii KATHOHBI

npaszeoauma (11I), HarpaBISAIOT HA TPETHIO CTAAUIO IKCTPAKLUU, HA KOTOPOW nipyu pH BoiHOM
¢azsr 5,0 MPOUCXOAUT U3BJICUEHUE B OPraHUIeCKyIo a3y KaTuoHOB mpazeoauma (I11).

Bo Bcex cimydasix sKCTpakLuy UCCIIeyeMbIX METaNIOB Ha0JII01a]I0Ch YETKOE pacciiauBaHUe
OPTraHUYECKOMN 1 BOIHOM (ha3, OTCYTCTBHE TPEThel (ha3bl MIIM OCATKOB, YIOBIETBOPUTEITHHAS
BSI3KOCTB ITOJIy4a€MbIX OPTaHUYECKUX PACTBOPOB. PE3KCTPAKIMIO HACBIIIEHHON OPTaHUYECKON
(a3pl OCYIIECTBIISIIOT U3BECTHBIMU METOAMHU.

ITpemmaraemslii cioco0 AaeT JOCTATOYHO BBICOKKE KOO (DUIMEHTHI U3BIICUCHUS U
paszaeneHus IpYU MajIoM pacxo/e IKCTPAreHTa, 4YTO IO3BOJISET YIYyUIIUTh TEXHOJIOTMUECKUE
[oxKasaTeiu Iporecca.

dopmyiia u300peTeHUs

Crioco0 paszneneHus 3pOusi, caMapus U IIpa3eoIuMa U3 HUTPATHO-XJIOPUIHBIX BOIHBIX
PacTBOPOB, BKIIOUAIOUIUI 9KCTPAKIMIO C UCIIOJIb30BAHUEM OJIEMHOBOM KUCIIOTHI B UHEPTHOM
pa3baBuTesIe B KAUECTBE OPraHUYECKOr0 IKCTPAreHTa, KOHTAKT OPraHU4eCKOro 3KCTPAareHTa
Y pacTBOpA, MEPEMEIIMBAHUE CMECH, OTCTAMBAHUE U Pa3/IeICHNEe Ha OPraHUYecKyIo a3y u
BOJHYIO (pa3y - paduHaT, IPU ITOM 3KCTPAKLMIO BEAYT B TPU CTAAUH, HA IEPBOY IIPOBOAST
OT/IeJICHHE 3pOusl B OPraHUUYECKYIO (pa3y, Ha BTOPOH - OT/IEJICHUE caMapusi B OPTaHUYECKYIO
a3y u3 paduHaTa nepBoy CTaIuM U Ha TPEThEN - OTJIEIICHUE MTPAa3e0AUMa B OPraHUUECKYIO
a3y u3 paduHaTa BTOPOI CTaAUH, IpUYeM 00beMHas J0JIsl OJIEMHOBOW KUCIIOTHI B
pa3basuTeine coctaBisieT oT 13 1o 15%, B KauecTBe MHEPTHOT'O pa30aBUTENS UCTIOJIb3YIOT
KEpPOCHH, a 9KCTPaKIKIO BeayT Ipu pH oT 3 10 5, COOTHOLIEHMH 0OBEMOB OPraHUYECKOTO
JKCTpareHTa M BOZHOro pacrsopa 1:10 u copepxaHnu XJI0pyuaa KaJivsi WA HATPUS B paCTBOPE
ot 0,001 mo 0,014 momb/m.

Crp.: 5
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Cnoco6 pa3aeienusi 3pous, caMapHsl M IPa3e0AMMa 0JIeHHOBOH

KHCJI0TOM U3 HUTPATHO-XJIOPHAHBIX CPeX
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RU 2587699 C1

Cnoco6 pa3aenenus 3p6us, caMapHs H IPa3eoAUMa 0JIeHHOBOM

KHCJIOTO# H3 HUTPAaTHO-XJOPHIHBIX Cpe/l

PactBop HuTpaTos

3p6ua, camapun, Xnopva,
npaseoanma HaTpuA
3KCTpaKkuua IKCTPaKT:
C{NaCl) = 0,007 monb/n 3apbuii
pH =35
JKCTpareHT: l
0nenHoBaa Kkucnota — 15%;
kepocur — 85 % Pa“dmna'r: Xropna
\ camapui, npaseoaum HaTpUA
IKCTpaKumnA JKCTpaKT:
BN T
C{NaCl) = 0,014 monb/n camapuis
pH=3-5
Padunar:
npaseoaum
IKCTPAKUUA IKCTPAKT:
C(NaCl) = 0,014 monb/n npaseoanm
pH=5
®@ur. 3

Crp.: 7
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