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OnruMusanusa aHAJIMTUYECKOH IIPOLEayPbl OJJHOBPEMEHHOI0O
XpoMaTorpagpuueckoro BeIeJIeHUA CBUHIA, MEeIH ¥ [IHHKA

Oxkynena T.I'., Ctpeneuxast M.B., Cosomenko H.I'., Kucenena /I.B.
Hnemumym eeonoeuu u eeoxumuu um. ax. A.H. 3asapuyxozo YpO PAH, Examepunoype, okunevatatiana@mail.ru

AnHoTanusi. VccnenoBanue OTHOIIEHUH pPaJMOTeHHBIX (CBHMHEN) M CTAOMIBHBIX (MEIb W LMHK) HU30TOII-
HBIX OTHOIIECHUH MOXKET IOMOYb B AETEPMHUHAIIMU UCTOYHUKOB 3arpsI3HEHUN M UX MUTPAIMU B OKPY’KarolLleH cpeje.
B nanHOi#l paboTe mpeiiokeHa aHAIUTHYECKas MPOIEeIypa OJHOBPEMEHHOTO XpoMaTorpauueckoro BbIJICICHUS
CBUHIIA, MM U IMHKA U3 MYJBTHAIEMEHTHOTO cTaHmapTHoro pactBopa PerkinElmer, ctanmapTHOTO 06pasiia moyBsl
SoFC-1 Bioavailability RM (EPA/USGS, Flat Creek, Motana, USA) i 00pa3ia OTI0KEeHUHN JIOKAIBHBIX TOHIKCHUN
Mukpopenbeda r. EkarepunOypra. MaccoBblii BBIX0JI CBHHIIA, MM H ITMHKA COCTABHII JUTS BCEX 00pasioB HE MEHEE
89, 94 u 71 mac. % cooTBeTCTBEHHO. JIOCTUTHYTa MPAaKTUUECKHU MOJTHAs OUMCTKA MEU U IUHKA OT MaTPHUHBIX dJe-
MEHTOB, OKa3bIBAIOIIMX BIMSHIE HA PE3YJIbTaThl K3MEPEHUH H30TOIHBIX OTHOIIEHHH. C 11eJ1bI0 YBEJIIMUEHHS KOJInYe-
CTBEHHOT'O BBIXOJIa IIMHKA IUITAHUPYETCS POJOJIKUTH UCCIIEI0OBAHIE B JAHHOM HAIPABJICHHU.

KiroueBble c10Ba: M30TOMHBIE OTHOIICHHUS CBUHITA, MEH, ITITHKA; HOHOOOMeHHast xpoMaTorpadus; MC ICP-
MS; 3arpsi3HeHuE OKpYKAIOIIEH CPeIbL.

Optimization of the analytical procedure for the simultaneous
chromatographic purification of lead, copper, and zinc
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Abstract. The investigation of multiple radiogenic (lead) and stable (copper and zinc) isotope systems can
help to discriminate pollution sources and reveal elemental migration paths in the environment. In this paper, we
propose an analytical procedure for the simultaneous chromatographic isolation of lead, copper, and zinc. Standard
Multi-Element calibration solution (PerkinElmer, USA), SoFC-1 Bioavailability Reference Material (EPA/USGS,
soil from Flat Creek, Motana, USA), as well as the sample of urban sediment from the local microrelief depressions
(Ekaterinburg, Russia), were used to obtain elution curves. The mass yield of lead, copper, and zinc for all the samples
studied was not less than 89, 94, and 71 %, respectively. Almost complete purification of copper and zinc from matrix
elements affecting the results of isotopic ratio measurements is achieved. In order to increase the quantitative yield of
zing, it is planned to continue research in this direction.

Keywords: Pb, Cu, Zn isotopes; ion exchange chromatography; MC-ICP-MS, environmental pollution.

BeedeHue

3arps3HeHNe OKPYXKAIOIIEH CPebl SIBISETCS TI00aTbHOM IKOIOTHYECKON Mpo0IeMol, OKa3bIBaro-
IeH CUIIBHOE BIIMSIHUE HA 3JI0POBbhE HaceneHus. [t KOHTPOJIs KauecTBa BO3/1yXa, IIOYBBI U BOJIbI BAYKHOE
3HaYCHHUE UMEET OICHKA BKJIAJa AHTPOTIOTEHHBIX NCTOYHUKOB ITOTCHITHAIBHO OIMACHBIX BemiecTB (Vasic et
al., 2012; Seleznev et al., 2020; Souto-Oliveira et al., 2018). B nocnennue aecsaruierns (MpuMepHO ¢ Hada-
JIa JIBYXTBICSIYHBIX TOJIOB) OTHOIICHHUS CTA0OMIIBHBIX U30TOIMOB UCCIICIOBAIIUCH C LIENIBIO BBISBICHUS UX I10-
TEHIIaja U YIydIIeHUs IOHUMAaHNs HCTOYHUKOB 3arPsS3HCHUN U UX MUTPAIMHA B OKPY’KAIOIICH cpere,
BKJIFOUAsi BBIOPOCHI aHTPOIIOTEHHBIX a3pP030JIei OT MPOMBIILIICHHBIX, METAJUTYPrHUECKUX TPEIIPUITHN 1
yroipHbix TOL. CBuHEN, Meb U IIUHK MPEACTABISIOT COO0M UCKITIOUUTEIBHBIN UHTEPEC, TOCKOJIBKY OHU
SIBJITFOTCST HEOTHEMIIEMBIMUA KOMITOHEHTAMH Pa3INIHBIX HCKYCCTBEHHBIX MATEPHAIOB U TEXHOIOTHICCKUX
YCTPOWCTB, MPOU3BEICHHBIX YEIIOBEKOM, H X TEOXUMHUYECKUE IUKIIbI B 3HAYUTEILHOU CTEIIEHN U3MEHEHBI
AHTPOTIOI€HHOM JISATEIIbHOCTHIO.

H3mepenne n30TOIMHBIX OTHOIIICHHU CBUHITA, METU 1 [IMHKA MOKET OBITH ITPOBEICHO METOOM MYJIhb-
TUKOJUIEKTOPHOH Macc-CIIeKTPOMETPUN C MHAYKTUBHO-cBsi3aHHON 1a3mMoit (MC-ICP-MS) (Albarede et
al., 2015). Ha npeun3noHHOCT MpOLenyphl U3MEPEHUST HETTOCPEJICTBEHHOE BIIMSTHUE OKa3bIBAET CIIOCO0
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ydera Macc-JIMCKPUMHUHAIIMY ¥ KaueCTBO MPEBAPUTEIIBHOMN MTOJATOTOBKU 00pa3iioB (CTaaus Pa3ioKeHUs
1 BBIJICTICHUS YUCTHIX (hpakiuuii aHanmuToB). OQHUM U3 HanboJiee N3BECTHBIX METOIOB OTACIICHUS MEIU U
[UHKA OT MATPUYHBIX JIEMEHTOB SIBIIICTCS UX XpOMaTorpaguyeckoe BbIICICHUE HA HOHOOOMEHHOM CMO-
ne Bio-Rad AG MP-1 (Chapman et al., 2006; Karpova et al., 2019; Ctpenenxast u ap., 2018; Ctpenenxas u
Ip., 2019). B cirygae onpenenaeHus H30TOIMHBIX OTHOIIIEHUH MEIH, ITMHKA U CBHHIIA B DKOJIOTHUECKHUX 00h-
€KTaxX OJHOBPEMCHHOE BBIJCIICHUE YUCTHIX (PAKIIUil AHATUTOB SIBJISCTCS AKTYaIbHOW 3aa4ci.

Lenb nanHO#i paboThI 3aKII0YaIach B ONTHMHU3AIMHA XpPOMATOrpaguyecKoi Mporeyphl BbIICICHUS
CBHHIIA, MEIN W IIMHKA JIJIST TIOCTIEAYIOMIET0 H30TOMHOTO aHanmn3a MetogomM MC-ICP-MS.

Mamepuanbt u memodsl
Peacenmui, 06pa314bl

Bcro xuMudeckyro moAroToBKy 00pasiioB MPOBOIMIN B YHCTHIX momMenieHusx (class 1,000 UCO 6)
u namuHapHbIX Ookcax (kmacc 100, MCO 5) Mucturyrta reonorun u reoxumun uMm. A.H. 3aBapuukoro
VpO PAH, ExarepunOypr, Poccus. Kucnorer mapku OCY (HCI, HNO, u HF) npexsaputensHo ounma-
T TBaYK/IBI TIPY TEMIIepaType, He TIPEBHIIIAIONIeH TeMIlepaTypy KUIIeHHS, B CUCTeMax o4ucTKH (Savillex,
USA; Berghof, Germany). /lenonnzoBannyto Boay (18.2 MQcm™') nonyyanu u3 anmapara Arium®pro
(Sartorius, Germany). Bcst mocy/ia, KOHTaKTUPYIOLIAsi ¢ peareHTaMu U 00pasiaMu, U3roTosjicHa u3 PFA
(Savillex, USA) wnu PTFE (Nalgene, USA). Ilepen ananm3om, IpOBOJIMIIA JTOTIOTHUTEIBHYIO OYHCTKY
xpomarorpauueckux KOJIOHOK, HAKOHEUHUKOB j03aTopoB ¥ PFA Buai (Savillex®). HakoHeuHHKH 1 KO-
nouku BeiepxkuBatn B cMecu HCI:H,O (1:1) Ha ropsiueii miMTKe B T€YEHHE CYTOK € MOCIIENYIOUIUM OTO-
JIJACKUBAaHUEM JEUOHN30BAaHHON BOAONW. BHasibl ounIaiy KUIITYEHUEM B CMECH HNO3:HC1 (1:3) B TeuecHHE
CYTOK C MOCJEIYIOUIMM KUISTYEHHEM B JICMOHM30BaHHOM Boze. [ kanmuOpoBKkH XpomaTorpaduiaeckux
KOJI0HOK Hcrnosib3oBaiu: Multi-Element calibration Standard 3 (PerkinElmer, USA), coneprxainuii 29 siie-
MeHTOB, BKItodast Cu, Pb, Zn; cranmaptHeiii oOpasen nouBsl Bioavailability Reference Material SoFC-1
(EPA/USGS, Flat Creek, Motana, USA); oOpasel 0TJIOKEHUH JIOKaIbHBIX TIOHWKEHUH MUKpopeiibeda T.
ExarepunOypra.

Kucnomnoe pasioasicenue

HaBecku cranmgaptHoro oopasiia u npoost Becom 0.008 r or6upanu B PFA Buaisl, 1obasisuiu 3 cm?
HNO, u 1 cm® HF (xonu). Buans! 3akpbiBaiu u BbIIEpKUBAIK B CylibHoM mmkady npu 120°C B Teve-
aue 3 aueit. [Tocse BeIMapuBaHus J0CyXa H00aBIsin cMech | cm? HNO3 u 3cm® HCI (koHIT) ¥ CHOBA BBI-
napuBajn. 3aTeM ocTaTok pacTBopsutd B 4 cm® HCI KOHIL. ¥ TIOBTOPSUTH NIPOIIEYPY BhITAPUBAHUSI 10 CYXO-
ro ocratka. [lanee k ocratky mpobasnsui 1 cm® 7 M HCI u nenrpudyruposanu odpaszen npu 6000 06/muH
B TeUeHHUe 15 mMuH.

Xpomamoepaghuueckoe vloeneHue meou, YUHKA U C8UHYA

Jis monyyenns ¢ppakiuy MeIn, CBUHIIA U IIMTHKA MTPUMEHSITH MOIN(UITUPOBAHHBIN XpoMaTorpadu-
4ecKuil MeToJ1, mpuBeAeHHbIH B (Souto-Oliveira et al., 2019). Cmony Bio-Rad AG MP-1 (100-200 merr)
3arpy’Kajid B IpeBapUTEIbHO OUUIICHHBIE MTOIUIPOITMICHOBbIE KOJIOHKH (Bio-Rad®) ¢ apyms 35 pm PE
(dhputTamu A yaepxkaHus cMoiibl. [lapamerpsr cimost cmonel Obutn caeayromumu: D=0.8 cm, h=1.3 cm,
V=0.6 cm’. Ha pucynke 1 mpuBeneH MpPOTOKOJ MPOLEAYPHI MOCICIOBATEIFHOTO Pa3/eiCHUsl CBHHIIA,
MeIH U IIUHKA.

I[TpoToxos 5moupoBaHUs BKIIOYANl CTAIMIO0 MOArOTOBKU cMoibl B 2 cm® 0.5 M HNO,, 2 cm® nen-
onu3oBanHHOM Bojkl, 4 cM’ 7 M HCL. Pb u Cu amrouposanu 8 7 M HCI, Zn 8 0.5 M HNO,. Maccoserii
BBIXOJl CBHHIIA, MEJIU U IIMHKA OLEHUBAIN W3MEPEHHEM HX KOHLEHTpPAIUil B MYJIbTHJIEMEHTHOM CTaH-
nmapte (Multi-element calibration Standard), cranmapTHOM 00pasie u mMpode OTI0KEHUH JOKAIBHBIX IT0-
HWDKEHHH MHKpopenbeda 10 XpoMaTorpaguyeckoro pasesieHus ¥ NPy MOCTPOCHUU KPUBBIX 3JIIOMPOBa-
HUs. J{71s1 m3MepeHus KOHIICHTPAIUi SJIEMEHTOB MIPUMEHSITN KBaAPYIOIbHEIN Macc-criekTpomeTp NexION
300S (PerkinElmer, USA). I3mepeHHBIE HCXOHBIE COIEP)KaHUS CBHHIIA, MEIIM U IIMHKA BO BCEX 00pasmax
MpuUBeACHBI B TaOmuue 1.

423



Oxymnesa T.I'., Crpenemnxas M.B. u np. Tpynet ®epcmanosekoit Hayuanoit ceccun ' KHIT PAH. 2020. 17. C. 422-426
https://doi.org/10.31241/FNS.2020.17.081

0.6 cm? Bio-Rad AG MP-1
W
ITpombiBka: 2 em> 0.5 M HNO; u 2 em® H,O

[Toarotoeka: 4 cM®> 7M HCI
\/

OtuentpudyruposBansslii oopazen B 1 om?
7™ HCI

Vv
Dmonposanne Pb: 2 cm? 7M HCl
\/
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T
Smouposanie Zn: 3 cm? 0.5M HNO;

Puc. 1. Cxema xpomarorpah)u4eckoro BbIICICHUS CBHHIIA, MM U IIMHKA Ha cMotie Bio-Rad AG MP-1.
Fig. 1. Scheme of Pb, Cu, Zn chromatographic separation using Bio-Rad AG MP-1 resin.

Tabnuua 1. Comeprxanue CBUHIA, MEIU M [UHKA B UCCIIEIYEMBIX 00pa3iax.
Table 1. Concentration of lead, zinc, and copper in the studied samples.

Gy ppm| C, ppm| C,, ppm
Multi-element calibration Standard 1.3 1.4 1.6
Bioavailability Reference Material SoFC-1 22 3206 1283
O0pasert 0TIIOKEHNH JIOKATLHBIX MOHIKEHUI MUKpopenbeda r. ExarepunOypr 136 333 116

Pe3yabmamol u 06cysoeHus

Kpusble >monpoBanus, MOJIyYeHHbIE Ul MYyJbTHIJIEMEHTHOIO PacTBOpa, CTaHIAPTHOro o0pasua
U MPOOBI OTIIOKEHUH JTOKAIBHBIX NOHWKEHHH MHUKpopenbeda T. ExatepunOypr, n3o0paxxeHbl Ha PUCYH-
ke 2. Kak BuaHO M3 pHUCYHKa, YAAeTCsl YCIICIIHO MOCIEA0BATEILHO BEIICIUT (DPAKIMK CBUHIIA, MEIH U
uuHka. Ha nepBoii cranuu anronpyercs CBUHEL, OAHOBPEMEHHO ¢ MaTPUYHBIMHU diieMeHTamH (St, Ni, Mn,
Cr, V, Al, Mg, Na). [Toatomy HEOOXOIUMO JONOTHUTEIBHO JIOOYMCTUTH AHAIUT OT MATPHUIBI B COOT-
BETCTBUU C JOKYMEHTOM «MeTonnka u3MEepeHuii U30TOIHBIX OTHOLIEHNWH CBHMHIA B FOPHBIX I10POJaxX U
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Puc. 2. KpuBsle 2rmionpoBaHus MyJTbTHAIIEMEHTHOTO CTAaHIAPTHOTO pacTBopa (a), ctanmapTHOro obpasma (6) u mpo-
o651 (B). Konnentparuu Pb, Cu, Zn u Mmatpuussix smemenToB (Na, Mg, Mn, AlV, Cr, Ni, Fe, Sr, Cu, Cd, Co) m3me-
psid B 3mroare ¢ marom B 1 u 5 cv’.

Fig. 2. Elution curves for multi-element standard (a), reference material (6), and sample (8). Concentrations of Pb,

Cu, Zn, and matrix elements (Na, Mg, Mn, Al, V, Cr, Ni, Fe, Sr, Cu, Cd, Co) were obtained for 1.0 and 5 cm? eluate
portions.
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MHUHEpajgax MeTOJIOM Macc-CIEKTPOMETPUH C MHIAYKTUBHO CBSI3aHHOM IJIa3MOU € HCIIOJIb30BAaHUEM Macc-
crieKTpomeTpa Bbicokoro paspemenns Neptune Plus» Ne 88-16360-009-2014, paspaborannasv B UT'T YpO
PAH. B amroate Meu ¥ IUHKA IPUCYTCTBYET HEKOTOPOE KOJIMYECTBO KOOabTa 1 Kaamust — 84 u 86 mac. %
COOTBETCTBEHHO. /laHHBIC 2JIEMEHTBI HE OKa3bIBAIOT M300apHBIX M MOJIMATOMHBIX HAJIOKCHUH Ha aHAJH-
TeI (Mason et al., 2004) u He BIUAIOT HA U3MEpPEHNE WX U30TONMHBIX OoTHOIEHUI MeTogom MC ICP-MS.
Cpenuuii MaccoOBBIN BBIXOJ CBHHLA, MEIU U IIMHKA B COOMpaeMbIX (Pppakiusix Ui BCeX TPeX UCCIETyEeMbIX
o0pa3noB coctaBmi He MeHee 89, 94 n 71 mac. % cooTBeTCTBEHHO. V3 KPUBBIX AIIIOMPOBAHUS BUIHO, YTO
oxoi10 30 % 1uHKa MMIoUpyeTcs B AENOHN30BaHHON BOJIE IPH PEreHEPaTHBHON IIPOMBIBKE KOJIOHKH, 1103~
TOMY AajibHEHIINE HAIllM UCCIICAOBAaHMS Oy Iy T HAIIPABJICHbI HA ONITUMM3ALUIO YCIOBUH KOJIMYECTBEHHOTO
BBIJICJICHUSI TUHKA C UCIIOJIb30BaHUEM JaHHON XpoMaTorpaduieckoi CHCTEMBI.

Bwbieod

B nanHoi#t paboTe npe/cTaBieHa aHATUTHYECKAs TPOLeaypa XpoMaTorpad)uueckoi OUUCTKN CBUH-
11a, MEJIM U [IUHKA JUIS1 [TOCJIETYOUIEr0 H30TOMHOTO aHAJIN3a HA MYJIbTUKOJJIEKTOPHOM MacC-CIIEKTPOMETPE
C MHJIYKTUBHO-CBSI3AHHOM I1a3MoM. B Xoze mpoBeneHus ucciaeqoBaHUi ynaaoch YCIEUIHO MOocaea0Ba-
TEJNBHO BBIICINUTh aHANUTHL. [Ipu 3TOM, HEOOX0UMa JOTIOJIHHUTEIbHAS OYMCTKA (PPAKIMU CBUHIA C HMC-
MTOJIE30BaHUEM BBIJIENIEHUST Ha aHHOHHOOOMeHHOU cmoinie AG1-X8. Hamu Oblta JOCTUTHYTA TPaKTHYECKN
MOJIHASI OYUCTKA MEU U IIUHKA OT MAaTPUYHBIX JIEMEHTOB, OKA3bIBAIOIINUX BIUSHUE HA PE3yJIbTaThl U3ME-
PEHMI M30TOMHBIX OTHOLIEHUH. [{enpi0 HAaluX JalbHEHIINX UCCIEOBAHUN SBIISETCS ONTUMHU3ALMS XPO-
MaTorpaUuecKuX yCIOBHA BEIICICHNS ITUHKA.

Pa6ora BemmonaeHa B LK1 «'eoananutuk» u nognepkana rpaarom PH® Nel6-17-10283.
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