B B% Bt RE R

B
B
B
2
¥
B

HA UBOBPETEHMUE

Ne 2686502

CIIOCOB U3BJIEYMEHUSA JIIOTELMA (11T) U3 PACTBOPOB
COJIEHA

Iarentoobnanarens: (hedepanbHoe 20cyoapcmeentoe 0100xcentoe
o0pazoseamenvroe yupexcoenue gvicuiezo oopaszosanusn ""Cankm-
Hemepoypzckuu zopnsiii ynusepcumem” (RU)

Arropst: JTooaueea Oavea /leonuooena (RU),
JDicesaca Hamanwvsa Baaoumuposna (RU)

BT RS R BE RX RA RY BYRX BN BY RY RE RE KR RE RY KM RYBY B B BY RY R RE R KRR

3asska Ne 2018144760

@‘%B&Bﬁ%K&%ﬁ%ﬁKZ%%&XEK&K&K&%&E&%&%&%&%&%&Z%KZ&%KZ%&%%E&XX%XE%KZE&XX%%%K&B&B&S&

% Ipuopurer usobperenns 17 nexadps 2018 r.

B 4 Jlara rocyaapcTBeHHON perucTpailii B

B TocynaperBeHHOM peecTpe H300peTeHniH

- Poccuiickoit Denepaunu 29 anpess 2019 r.

B i Cpoxk AeHCTBHS HCKIIOYMTENBHOTO NpaBa

g Ha uzobpetenue ucrekaer 17 aexabps 2038 r.

2|

oa Pyrosooumens Dedepansnon cayichvt

¥t NO UNMENTeKMYATbHOU cODCmeeHHoCMU
o

2 C/‘j PP e LI Henues
B

B

@)
s&m&mmmzmwx&x&m&z&g&z&m&z&x&x&m&s&x&%m&m& t



RU 2686502 C1

POCCUVICKAS ®EJIEPAITHS (19)

OEJNEPAJIBHAS CIIVXBA

10 UHTEJIJIEKTYAJIbHOM COBCTBEHHOCTHU

11
Ru()

(51) MIIK
C22B 59/00(2006.01)
C22B 60/00(2006.01)
C22B 3/26(2006.01)

2 686 502" ¢1

(12) OITMCAHUE U30BPETEHU A K ITATEHTY

(52) CIIK

C22B 59/00 (2019.02); C22B 60/00 (2019.02); C22B 3/0095 (2019.02)

(21) (22) BasiBka: 2018144760, 17.12.2018

(24) Jarta Hauana oTcuera Cpoka JeHCTBUS MATEHTA:
17.12.2018

Hara perucrpamyu:
29.04.2019

ITpuopuret(bl):
(22) darta mogaum 3asiBku: 17.12.2018

(45) OnyonmkoBano: 29.04.2019 Bros. Ne 13

AJpec TSt IepEMCKu:
199106, Caukt-IleTepOypr, B.O., 21 nunus, 2,
(denepanbHOE rOCYyIapCTBEHHOE OIOIKETHOE
06pa3oBaTeNbHOE YIPEXKICHHE BEICIIETO
o6paszoBanus "CankT-IleTepOyprckuit ropHBIA
YHUBEPCUTET", OTIEII MHTEIIEKTYaIbHON
coOcTBeHHOCTH U TpaHChepa TeXHOIOTHH (OTHEN
HUCuTT)

(72) ABTOP(BI):
Jlo6aueBa Onbra JIeonnmosua (RU),
JxeBara Hartambs BiagumuposHa (RU)

(73) ITaTenToo0mamaTEIb(1):
(demepabHOE TOCYyaapCTBEHHOE OIOIKETHOE
06pa3oBaTeNbHOE YIpeKICHHE BEICIIETO
obpaszoBanus "CankTt-IleTepOyprckuit ropHbIH
yausepcutet" (RU)

(56) Criucox JOKYMEHTOB, UUTUPOBAHHBIX B OTUYETE
o noucke: RU 2574921 C1, 10.02.2016. SU
1691307 Al, 15.11.1991. RU 2010006 C1,
30.03.1994. CN 1069259675 A, 07.07.2017. CN
1131200 A, 18.09.1996.

(54) CIIOCOB U3BJIEYEHU A JIIOTELU A (1) U3 PACTBOPOB COJIEN

(57) Pedepar:

N306perenne oTHOCHTCS K OOOTaIlEHUIO, B
YACTHOCTH K CITOCO0AM MOITyUSHHUS PETKO3EMENTbHBIX
MeTaiiioB (P3M) unu ux OKCHIOB U3 OETHOIO WU
TEXHOTEHHOTO CBIpbSi C IIOMOIIBIO MeToHa
drmoToskcrpakiyu. Criocod HM3BJICUSHMS JTIOTEUS
I1D) u3 pacTBOpPOB coJient BKJIIOUAET
(bI10TOIKCTPAKIMIO C UCTTONTE30BAHMUEM OPTaHUIECKON
(bazbr m codbuparens. B kauecTBe opranmdueckoit pasbl
UCTIOJNIb3YIOT M30O0KTHWJIOBBIM CITUPT, 2 B KA4eCTBE
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cobuparenst ucnonb3yioT [TAB anMoHHOrO THITA
JofenuiIcynbpaT  HATPUST B KOHIEHTPAIUH,
COOTBETCTBYIOIIEH CTEXUOMETPUU peakuuu

Lu+3+3DS'=Lu[DS]3, rme Lu™- katvon moremus,

DS™ - mopeumicynbdar-uoH. DI0TOIKCTPAKIUIO
ocyecTBISIOT ITpu pH He 6ortee 7,9 1 COOTHOIIICHUN
oprannueckoii u BomHoW a3 1:20. Cmocob
TTO3BOJISIET YBEIIMYUTD CTETIEHb U3BIICUEHHUS JTIOTELHS.
1 wn., 2 TabI1.
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(54) METHOD OF EXTRACTING LUTETIUM (III) FROM SOLUTIONS OF SALTS

(57) Abstract:

FIELD: chemistry.

SUBSTANCE: invention relates to enrichment, in
particular, to methods for obtaining rare-earth metals
(REM) or oxides thereof from poor or technogenic raw
material using a flotation extraction method. Method
of extracting lutetium (III) from salt solutions involves
floatation extraction using an organic phase and a
collector. Organic phase used is isooctyl alcohol, and
as a collector, an anionic surfactant of sodium dodecyl

Crp.: 2

sulphate is used in a concentration corresponding to the

stoichiometry of the reaction Lu™ + 3DS= Lu[DS]s,

where Lu*>- lutetium cation, DS - dodecyl sulphate
ion. Floatextraction is carried out at pH not more than
7.9 and ratio of organic and aqueous phases of 1:20.
EFFECT: method increases degree of lutetium
extraction.
1cl, 1 dwg, 2 tbl
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M3006peTeHre 0OTHOCUTCS K 0OOTAIlIEHUIO, B YACTHOCTH K CITOCOOaM MOJTyUYeHHUs
penko3eMennbHbIX MeTa/II0B (P3M) miu UX OKCUIO0B M3 O€THOTO UM TEXHOTEHHOTO ChIPhS C
MOMOIIIIO METOJIa (PIIOTOIKCTPAKIMH.

N3BecteH criocoO u3BIeYeHMs IUHKA U MEIU TTeHHOM (hJIOTOIKCTPAKIMEH, T/Ie B KAUeCTBE
cobupatens ucnoiab3oBaiivi HadTeHaT HaTpus (demunos B.J1., Boponun H.H., Uepkacos
A.E. KoMOunupoBaHHas (GI10TalMOHHO-3KCTPAKIMOHHAS] TEXHOJIOTHSI IepepaboTKU
pactBopoB. LIBeTHbie MeTauibl, Nel10, 1995, C. 64-67.).

Henocratkom ciocoba sBisieTCsl HEAOCTATOUHO MOJTHOE U3BJIEUEHUE KATUOHOB METAJIIOB
U3 PaCTBOPOB B CJIOKHOM IPOIECCE, BKITFOUAIOIIEM JBE CTaIUM: (PIIOTAIMIO U IKCTPAKIIUIO.

M3BecteH criocob u3BaeYeHus MHKA U MeIu MeToaoM (itoToskcTpakiuu (Y.S. Kim, J.H.
Shina, Y.S. Choia, W. Lee, Y.I. Lee Determination of Zinc and Lead in water samples by solvent
sublation using ion pairing of metal-naphthoatecomplexesand tetra-n-butylammoniumion. Bull.
Korean Chem. Soc. 2001. V. 22. P. 821-826) ¢ mpyMeHEeHHEM B Ka4eCTBE COOMpaTes
Ha(TEeHATHBIX KOMILJIEKCOB U HOHOB TETPaOyTUIIAMMOHHUSI.

Henocratkom crioco0a siBiIsieTcst HeIOCTATOYHO MOJIHOE U3BJIEYEHUE HOHOB METAJIJIOB U3
pacrtBopa.

M3BecTeH Takke criocod copOIMOHHOTO0 u3BeueHrs P39 u3 skcTpakioHHo# hochopHOi
kucinoTsl (I.I1. Jlokmun, B.U. UBanenko, O.A. TapeeBa u np. M3BieueHne TaHTAaHOWIOB
13 (hOCHOPHOKUCTIBIX PACTBOPOB C UCIIOJIH30BAHUEM COPOIMOHHBIX MeTo10B. // KI'T'X, 2009,
T. 82, Ne4, ¢. 544-551), ¢ MICTIOJIb30BaHUEM COPOEHTOB Ha OCHOBE TMApaTUpOBaHHOTO (hochaTa
TUTAHWJIA.

K HemocTraTkam cmoco0a ciieyeT OTHECTH HeBbICOKOE M3BjIeueHue P32 (He 6omnee 55%)
U HEOOXOMMOCTH MTPOBE/ICHUS TTPEABAPUTETLHON HEUTPpATU3alui UCXOTHOTO pacTBOPA, YTO
YCIIOKHSIET MPOoLEecC nepepadboOTKHU.

N3Becten criocob copOiponHoro ussneueHus: P33 u3 pacrBopos (mateHT RU No2484162,
ony6:1. 10.06.2013), BKIrOUAOIMI COPOLMIO KATUOHUTOM.

HenocraTtkamu criocoba sIBIISIIOTCS. HETOCTATOUHASI COPOLMOHHAS EMKOCTh KATUOHUTA,
HU3KAasl €r0 CEJIEKTUBHOCTD, 4 3HAUUT U CJI0XKHAS MOCIEAYIOIasi onepanys J10BeACHUS
YEepHOBOTO KOHIIeHTpaTa P33 10 ToBapHOM MPOAYKIIMH, 4 TAK)KE HU3KasI CTENIEHb U3BJICUCHUS
P33 (60%) u 3HauMTENIBbHAS TPOIOIKUTEIBHOCTD MIpoIiecca.

N3BecteH criocob u3BJieueHNs KATUOHOB METAJIOB B BUJIE KOMIUIEKCHBIX XJIOP-UOHOB
MeToioM ¢uioToskcTpakuuu (Elhanan J., Karger B. Solvent sublation of iron (III) chloride. Anal.
Chem. 1968. V. 41. Ned4. P. 671-674), npuHATHIA 32 TpOTOTUIL. PIOTOIKCTPAKIIMOHHOE
W3BJICYEHUE ITPOBOMIIA U3 BOAHBIX PACTBOPOB C IPUMEHEHUEM B KAUECTBE OPraHUUECKON
¢da3bl aHK30I1a. B kauecTBe coOMpaTest UCTIOIB30BAIN TPU-OKTUIIAMUH-TUIPOXIIOPUSI.

Henocratkamu criocoba sBIsSeTCsl HU3K0E U3BJICUEHUE KATUOHOB METAJIOB 0K0JI0 40%.

TexHruyeckuM pe3yIbTaTOM SIBIISIETCS YBEJIMUEHUE CTETIEHU U3BJICUEHHUS JTIFOTELUSI.

TexHuJecKuit pe3yIbTaT JOCTUTAETCS TEM, UTO B KAUECTBE OPTaHWIECKOM (ha3bl UCTIOIB3YIOT
W300KTUJIOBBIN CIIUPT, & B KauecTBe cooupatess ucnoib3yiotr IIAB annoHHOro THNA
JOACHWICYTh(AT HATPUS B KOHIECHTPAIMU, COOTBETCTBYIOIIEH CTEXMOMETPUM peakimu Lu+

3+3DS =Lu[DS]3,

riae Lu+3 - kaTuoH JaroTenus,

DS - noneuuicyiabdaT-uoH,

IIPU 3TOM (PIIOTOIKCTPAKLMIO OCYIIECTBISIOT pu pH He 6osee 7,9 U cOOTHOLIEHUN
OpraHuuYecKoi U BogHo a3 1:20.

Crnoco6 nosicHsieTcs cienyoien purypoi:

¢wur. 1 - rpaduk pacnpenenerus koapdumpenta pactpeaenerus Lu (II1) B cucreme Lu
(NO3)3-NaDS-H,0.

C1p.: 3
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Cnioco6 ocyiecTBISIOT cieaytoimm obpazom. K BogHomy pactBopy comu jirotenus (111)
J00aBISIOT cOOUpATENb - TOBEPXHOCTHO-aKTUBHOE BelecTBO (ITAB) aHnonHoro tuna,
MEPEMEIINBAIOT HA MATHUTHON MEIIAJIKE B XUMUUECKOM CTaKaHe, 1oBoaIT pH 10 3HaueHus
He Oonee 7,9. B xauectBe [IAB aHMOHHOTO THIIA UCMIOIB3YIOT AOIEUMICYIb(AT HATPUS,
KOHLEHTPALUS KOTOPOTO COOTBETCTBYET CTEXMOMETPHUU YKA3AHHOM pEaKIUU:

Lu*3+3DS =Lu[DS];,

rae Lu*? - katvon mortenus,

DS’ - nomenuncyiabdaT-uoH,

K Bognoi1 (haze cBepxy PIOTOIKCTPAKIMOHHOM KOJIOHKH T00ABIISIFOT OPTaHUYECKYIO pazy
HEIMOCPECTBEHHO TIepe/] TPOBECHUEM ITpoliecca (PIIoToIKCTpakiyuy. B kauecTBe opraHuueckomn
(ha3bl UCMTOIB3YIOT U300KTUIIOBBIN CIIUPT, B COOTHOIIIEHUH OPTaHUIECKOM U BOTHOM (ha3sbl 1:
20. DIOTOIKCTPAKIMIO TPOBOIAT B TeueHue He 6oee 15 muH. [Tocne gpioToakecTpakiyu
PACcTBOP aHAIM3UPYIOT poToMeTpuIeckuM MeTo1oM Ha Ipuoope KDOK - 3 KM Ha conepkanue
KaThuoHOB mrotenus (111).

Croco0 MmosicHsIeTCS CIIeAYIOMUMU TpUMepaMu. [IpoBoasAT hI0TOIKCTPAKIKIO B KOJIOHKE,
BBITIOJTHEHHOM B BUJIE IIWJIMHIPA, THOM KoToporo ciryxun ¢uinbtp [lorta. K200 Mt pactBOpa
HUTpaTa motenus koHueHTpamueri 0,001 momab/n nodasnsm ITAB anuonHoro tuna
JOACHMICYTb(AT HATPUS B KOJIMYECTBE, COOTBETCTBYIONIEM KOoHIeHTpauu 0,003 MOJIb/I1.
pH BogHOTO pacTBOpa JOBOIWIN 10 3HAUEHUS He Oosiee 7,9. PacTBop nepenvBaiu B KOJIOHKY,
nobasisi 10 MiT opraHuyeckoit ¢a3bl K300KTUIIOBOTO CIIUPTA U ITPOBOAMIIN ITPOLECC
($IIO0TOIKCTpaAKIMK B TEUCHUE 15 MUH.

J171s1 TOTO, YTOOBI YCTAHOBUTH ONITUMAJIbHOE COOTHOIIIEHHWE OPTaHUYECKOM U BOAHOM (a3,
IMPOBOAWIMCH IKCIIEPUMEHTBI IPU CIIEAYIOIIMX UX COOTHOMEeHusX: 1:5, 1:10, 1:15, 1:20, 1:30.

B wactHocTH, cooTHOIIEHME 1:5 - 0603HaUaeT, uTo BOAHOM (pa3bl Obu10 200 MII, a
opranndeckoii - 40 mu1. ITpu aToM, miporiecc pII0TOIKCTPAKIMHU ITPY COOTBETCTBYIOIIEM aHAIN3E
BOJTHOM (ha3bl okazascs Hed(PPEKTUBHBIM, T.€. M3BJICUYCHUE KATUOHOB JIFOTENHS OBLIO
HE3HAUYUTEIIbHBIM. DTOT PE3YJIbTAT KACAETCS U APYTUMX COOTHOIIEHUH, YTO MPUBEJICHO B
tabmune. Kak 6p1U10 HaMuU 10Ka3aHo, yTO Hauboee 3(h(HEeKTUBHBIM COOTHOIIIEHUEM
OpraHu4ecKol 1 BoJIHOM (a3 siBisieTcss cooTHoeHue 1:20.

[Tocne hmoTo3KCTpaKIMKM paCTBOP, OCTABIIUIACS B KOJIOHKE, aHATIM3UPOBAJIM HA COIEPKAHUE
katuoHoB Jirotenus (I1II). DxkcnepuMeHT rmokasaj, uto npu 3HaueHud pH He 6omee 7,9
n3BiieueHue kaTuoHoB Jrorenus (II1) u3 pacrBopa gocruraer He MmeHee 99%.

Tabnuua | — DxcnepuMeHTANBHEIE JaHHBIE MO CTENEHH H3BJICYEHHS JIHOTELHA

NpPH pa3IMYHEIX COOTHOLIEHHAX BOIHOM M opraHn4eckoii gas.

| CooTHOmEHHE
i 1:5 1:10 1:15 1:20 1:30
| das
Crenenb
H3BeYEHHA, 30 35 45 99 60
| %

Ha ¢wur. 1 npencrasieHa 3aBUcCUMOCTb KO3 (OUIIMEHTOB pacipeiesieHUs: MOHOB JTIOTELUS
(IIT) ot pH BOAHBIX pacTBOPOB COJIEM.

Crp.: 4
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Tabnuua 2 - DkcnepHMEHTANbLHbLIE  JaHHBIE MO0  KOHLUEHTPALMAM,
koapduumenTam pacnpeneneHus M crenedd H3mnevenus moteuus (1) B

Hccneayemoi obnacti pH.

Curﬁs Clq:
pH mol-kg” mol-kg-10* Ky ks
4.5 0,0072 6,39-10° 11,3 36,1
5.9 0,0074 6,30:10™ 11,7 37,0
6,5 0,0184 0,82-10" 224.4 91,8
72 0,0187 0,68-10™ 279.6 93,3
7.9 0,0188 0,58-107 3227 992
8,8 0,0187 0,68-107 279.6 93,2
9.8 0,0180 1,04-107 173,0 89,6
11,0 0,0173 1,34-10" 129,4 86,6

Taxum 06pazom, CItoco0 MO3BOISAET JOCTUTHYTh YBEIIMUCHUS CTCTICHU U3BJICUCHUS JTIOTEIHS
(IIT) u3 pacTBOpA €T0 COJIEH.

(57) ®opmyna u3oOpeTeHust
Cnoco6 uzBieuenus arotes (I11) u3 pacTBopoB costelt, BKITFOYAOIINHN (DJIOTOIKCTPAKIUIO
C UCIIOJIb30BAHUEM OPTaHUYECKOM (ha3bl U cCOOMpATENs, OTIIMUAIOIIMICS TEM, UTO B KAUECTBE
OopraHuveckoi (ha3bl UCIIOIB3YIOT M300KTUIIOBBIN CITUPT, 4 B KAUECTBE COOMPATEIIS HCIIOIB3YIOT
ITAB anroHHOTO THIA JOACHWICYIb(AT HATPUS B KOHIIEHTPAIUH, COOTBETCTBYIOIICH

crexuoMerpun peakiuy Lut>+3DS =Lu[DS]5,

rie Lu™ - kaTuon moTemys,

DS’ - noneuuncynabdaT-uoH,
py 3TOM (HJIIOTOIKCTPAKIIMIO OCYIIeCTBIISIIOT Ipu pH He Oosee 7,9 1 COOTHOIIEHUN
OpraHuuecKol u BogHo a3 1:20.

Crtp.:5
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CIOCOE W3BJIEYEHMSE JIOTEL(HA (1) H3 PACTBOPOB COJIEH

350 -

300 4

250 +

200 -
Kp

150 4

100 1

50 1

12

dur. 1

C1p.: 6
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