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METOJIVKA OIPEAEJEHUS MBIIIIBAKA, CYPBMBI I BUCMYTA
B MATEPHAJIAX C BBICOKUM COJIEP2)KAHUEM BOJIb®PAMA

U MEIU METOJIOM ATOMHO-PMUCCUOHHOW CIHEKTPOMETPUU
C UHAYKTUBHO-CBS3AHHOM TUIAZMOI!
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Omnucana METOUKA, 103BOJLSIIOIIAS! C UCHIOIb30BAHUEM €AUHOM IPOLIELYPbI U3BIICUEHUS COOCAKIACHUEM
Ha ruapokcuse xxernesa (I1I) oqHOBpEeMEHHO OIPEENATh MBIIIbIK, CYpbMY M BUCMYT B IIHPOKOM Kpyre
BOJIb()paM- 1 MEILCOJIEPIKAIINX MAaTePHAIOB: (heppoBOIIbGpaMe, METHBIX U BOJIL(PPAMOBBIX KOHIICHTPa-
Tax, CIJIaBaX Ha OCHOBE ME/IU C UCIIOJIb30BAHMEM METO/a aTOMHO-IMUCCUOHHOMN CIIEKTPOMETPUH C MH-
nykTuBHO-cBsi3aHHOU 1u1azmoii (MCIT-ADC). BeiOpaHb! onTMalibHBIE YCIIOBUS COOCAKIACHHS: UCTIONb-
3oBanue 0,02 monb Fe (IIT), 30 mun koarynupoBanusi ocazika npu pH = 10. Pesynbrarel ananmsa rocy-
JIAPCTBEHHBIX CTAHIAPTHBIX 00pa3loB cocTaBa (eppoBOIBPPAMOB, METHBIX ¥ BOIB(PPAMOBBIX Py H
KOHLIEHTPATOB, METHO-HUKEJIEBBIX CILIABOB, OPOH3, COIEPIKAILIMX MBIIIBSIK, CYpbMY M BUCMYT B JMaria-
3oHe otT 0,001 1o 0,4 % macc., yI0BIETBOPUTENIBHO COMIACYIOTCS C aTTECTOBAHHBIMU COAEPKAaHUSAMH,
YTO MOKa3biBaeT dYPEKTUBHOCTD MPEIIOKEHHOH METOAUKH.

KuoueBble cjioBa: ONpeACIICHUEC,; MBIIIbAK; CypbMa; BUCMYT; COOCAXKICHHEC; aTOMHO-OMUCCHUOHHAsA

CIIEKTPOMETPHS ¢ HHIYKTHBHO-CBSI3aHHOH IU1a3MOif; GpeppoBoib(pam; CIIaBBl HA OCHOBE MEAN.

KadectBo Meramryprudeckold MPOAYKIMH HAMPSAMYHO
3aBHCHUT KaK OT €€ XMMHYECKOIO COCTaBa, TaK U OT CO-
CTaBa MCXOAHOTO CBIPBS, NPHYEM CYIICCTBEHHYIO POJb
UTpaeT KOHIEHTpamus HE TONBKO OCHOBHBIX KOMIIO-
HEHTOB, HO W mpuMecell. Hanpumep, cyppMa U MBIIBSK
PE3KO YXYAIIAIOT MPOYHOCTHBIC XapaKTEPUCTUKHU CILIa-
BOB, & BHCMYT YBEJIMYMBAET WX JIETKOILIAaBKOCTH [1].
CTporo HOPMHUPYETCSI CONEPKAHNE MBIIIBSIKA, CYPbMBI H
BUCMYTa B METAJUTyPrHUCCKUX MarephaliaX C BBICOKHM
collep)KaHWEM BoNbppaMa W MeOH — BONB(HPAMOBOM
U METHOM PYIHOM CHIpbe, (eppoBoibdpamMe, CIUIaBax
Ha ocHoBe Meau [2 — 7].

B HacTosi1ee BpemMs onpeaeneHre MbIIIbsIKa, CypPbMbI
U BUCMYTa B BBHIIICYKA3aHHBIX MaTepHaiax PErIaMCeHTH-
pyeTcsl cTaHAapTaMH ¢ UCIOIb30BaHUEM TUTPHUMETpHUYe-
CKUX U CIIEKTPO(POTOMETPUIECKUX METO/IOB, KOTOPhIE Xa-
pPaKTEepU3YIOTCSl 3HAYUTEIBHOU MPOJOIKUTENBHOCTBIO U
TPYA0eMKOCTBIO [8 — 19], mubo aTomMHO-a0COpPOLMOHHOIM
cnektpomerpun (AAC) [16, 17, 19]. [lanHble METOABI HE
MO3BOJISIIOT OJJHOBPEMEHHO OIPEENIATh BCE HHTEPECY-
IOIMUC KOMITOHEHTBI IMPU HUX COBMECTHOM IPUCYTCTBUH,
kpome Toro, 1t AAC omnpeneneHust KaKI0ro U3 IeMeH-
TOB TpeOyeTCs OTAENbHBINA HCTOYHIK PE30HAHCHOTO 3Ty~
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4yeHHs (Harmpumep, JIamIia ¢ TIOJIbIM KatoioM). PazpaboTka
aJBTEPHATUBHBIX METOAMK OJHOBPEMEHHOTO OIpeserne-
HUSI MBIIIBSKA, CYpPbMBI U BUCMYyTa B BOJb(paM-, MeIb-
coZIepyKaIiX MaTepHalax C UCIOJb30BAHHEM COBPEMEH-
HOTO MPHOOPHOTO OCHAIIEHHS MTPEACTABISICT COO0H aKTy-
aNbHYIO 33/1a4y.

ATOMHO-3MHUCCHOHHYIO CIHEKTPOMETPHIO C HHIYK-
TUBHO-CBsi3aHHOU T1azmMoii (MCIT-ADC) mupoKko Herosb-
3YIOT Ul PELIeHUs pa3HOOOpasHbIX 3a/ad NpU aHaJIHU3e
METaJUTypTUIeCKOH TMPOMYKIUH W HCXOJHOTO CHIPHS,
B TOM YHCIIE U JJISl OTPENIEIICHUS TPUMECHBIX DJIEMEHTOB.
OTO CBSI3aHO C PSIIOM JOCTOMHCTB METOa — 3KCIpPEecc-
HOCTBIO, IIPOCTOTOM TpagyHpOBaHUS, MHOTOIIICMEHT-
HOCTBIO M HHM3KHMH Hpenenamu oOHapykeHus. OgHako
NCII-ADC onpezneneHue MbIIIbAKA, CypbMBbl, BHUCMYTa
B MaTepuajax C BBICOKUM COICpKaHHEM BOIb(ppama
(Bob(hpaMoBEIe KOHIIEHTPATHI, (peppoBOIBPpaM) H MEIH
(MemHBIE KOHIIGHTPATBI, MEIHO-HHUKEIEBHIC CILIABEI,
OpOH3BI) CIIOKHO MPOBOJAMTD BCICICTBHE HU3KOW KOHIICH-
TpaLUK IEJIEBbIX AHAJIHMTOB U CYNICCTBCHHOTO BIIMSHHUS
Ha WX aHAJUTHYECKUI CUTHAJ KOMIIOHEHTOB OCHOBEI ITPO-
0b1. Hanmpumep, B pabote [20] moka3zaHa HEBO3MOXKHOCTb
OTpENeeHUsl MBIIIbSIKA U CYpbMbI B (eppoBosibdhpame
0e3 mpenBapUTENbHOTO OTAEJIEHHS OCHOBBI IPOOBI IO
PUYMHE HI3KOH MHTEHCHBHOCTH aHATUTHICCKUX JIMHUHA
Y BBICOKOI MHTEHCUBHOCTH (poHa. UTOOBI CHU3UTH Mpee
oOHapyxeHust u HajexxHoctb MCII-ADC onpenenenus
npuMecell B MOJOOHBIX MaTepHraiax, Lelecoo0pa3Ho uc-
MIOJTB30BATh OTIHCIICHUE MHUKPOKOMITIOHEHTOB OT OCHOBBI
poObl. OTHUM U3 Haubollee MPOCTHIX U HAJISKHBIX CIIO-
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co0OB OTHENEHUsl MpUMecel, OTHOBPEMEHHO obecreuu-
BAaIOIIMM UX KOHICHTPUPOBAHHE, SIBIISICTCS METOJ COOCa-
JKICHHS Ha TUAPOKCUAAaX MeTamioB [21 — 27].

MHoro paboT MOCBANICHO OTIEICHUI0 MUKPOIIPUME-
ceit ot MemHOU ocHOBBI. Tak, B pabote [21] npemayioxeH
meton CII-ADC ompeneneHus: MbIIIbsIKa, CEJIeHa, Tell-
JIypa, KaJMHsS B TEXHOTCHHOM ChIphe (MEIHBIC AHOJBI,
OTXOJIbI MEJHOTO TMPOU3BOJCTBA) TOCC OTICICHUS CO-
OC@XJICHHEM Ha THJIPOKCHIAX JKelie3a, JIAaHTaHa, MarHusl.
B cranpmapruzoBanHoi MeTomuke [22] ommcaHO OT/Ene-
HHUE MBILIbSIKA COOCAXKICHUEM Ha THIPOKCUJIE JKele3a MU
OTpEJICJICHN B CYIb(QUIAHBIX MEIHBIX KOHIICHTpaTax.
IIpu ompeneneHun MbIIbsIKa, CYpbMbl U BUCMYyTa B Me-
TaJUIMYECKON Mellu WX OTACISIOT COOCAXKICHHEM CO CMe-
ChI0 OCHOBHBIX COJIEH JkeJie3a U ero ruapokcuaa [27].

B cranmaptuzoBanHbix Meromukax [16, 17,19, 28]
OIMHMCaHO aTOMHO-a0COPOIIMOHHOE OTPE/IeIICHIE BUCMYTA,
MBIIIbSIKA, CYPbMBI B MEJIHM M CIUIaBaX Ha €€ OCHOBE C
MIPEIBAPUTEILHBIM COOCAKICHUEM Ha THAPOKCHIE XKelle-
3a (III). OxHako MEeTOUK OAHOBPEMEHHOTO OIPEIEIICHUS
3THX 3JIEMEHTOB B yKa3aHHBIX MarepHuajaxX C IOMOIIBIO
HCTI-ADC He cymniecTByeT, KpOMe TOrO, B OTEUECTBEHHON
1 3apyOeKHOM JTUTEpaType OTCYTCTBYIOT CBEICHUS O TPH-
MEHEHHUHU COOCAXKJICHUS JIJISl OTJICICHHS CYPbMBI, MBIIIbSI-
Ka, BUCMYyTa OT BOJIb(hpaMcoepKalieil OCHOBBI IIPOOBI.

Lenbio maHHOI paboThl ABIAIAch pa3paboTKa yHH-
BEpCAIbHON MPOLEAYPHl OJHOBPEMEHHOTO COOCAKICHUS
MBIIIbSIKA, CYpbMBbl M BHCMYTa, TO3BOJIAIONICH ompe-
JIEJIATH OTH 3JIEMEHTHI KaK B IIMPOKOM KpyTe MaTepralioB
C METHOIH OCHOBOMW, Tak M B BOJb(pamMcoiepKaIinx Ma-
Tepuanax. B kauecTBe KOJJICKTOPOB ObUIH OMPOOOBAHBI
THUIPOKCHUIBI [IUPKOHMSI, JIAHTAHA, MarHus, xele3a, ObLTH
MoJI00paHbl ONTHMAJILHBIE YCIIOBHS COOCAXKICHHS, paB-
HBIM O0pa3oM TMOAXOIAIINE JUIS aHATU3UPYEMBIX Ma-
TEPHAJIOB PAa3HBIX THIIOB. B pe3ynbrare co3naHa yHUBEp-
campHast MICII-ADC wmeToawka, MO3BOJISIONIAs OJHOBpE-
MEHHO OMNpPENeNATh IeIeBble MUKPOPUMECH B MaTepHa-
JaX, COJEpKAIINX MAaKpPOKOJHUYECTBA HE TOJBKO MEIH,
HO U BoJIb(pama.

Venosus usmepenus smuccuu. B padore ncnonp3opa-
JIM aTOMHO-3MHUCCUOHHBIN criekTpoMeTp Optima 2100 DV
(PerkinElmer), omnepalnmoHHbIe mapaMeTpbl, PEKOMEHI0-
BaHHbBIE POU3BOAUTENICM, IPUBEICHBI HIKE!

IMapamerp 3HavyeHne napamMeTpa
Ilorok aprona, TIM3/MUH:

IUTa3MOOOPAZYIOIIHH . . . . . . v v v v oo oo e e . 15
BCIIOMOTATEIBHBIA . . . . . . . o o v v v e o 0,20
YEepe3 PACHBUIATENb. . . « . v v o v v v e e oo e e o 0,80
Mommuocts, BT . . . ..o 1300
Cnocob HaOMIOMEHUST . . . . . . . . o . ... AKCHAJIBbHBIH
Perucrpaums cnextpa . . . .. ... L. L. 1o BbICOTE MMKA
CKOpOCTb TOJAYH PACTBOPA, CMY/MHH . . . . . . . . . . . 1,5

Yucno nuzmepeHnii mpuOOpoM CUrHaa
JUISL OMHOM POOBL. . . . . v v v v v vt e e 2
Bpewms 3anepxku usmepenust CurHana, ¢ . . . . .. ... . 45
AHanuTHYEeCKHE CIIeKTpalbHbIC IUHUM, HM . . . As 1 189,042
Sb1206,836

Bi1223,061

g momydeHus: CHEKTPOB BBIOpANM CIEAyIOIIne
Hanboyee YyBCTBHUTEIBHBIC dMHCCHOHHBIC JHHUH: As |
189,042 um, Sb 1 206,836 um u Bi I 223,061 uM, Tak Kak
pa3dbpoc HECKOJBbKUX IOCIEA0BAaTEIbHBIX H3MEPEHUI
WX MHTEHCHUBHOCTH ObUI HAMMEHBIIUM U OTCYTCTBOBAJIH
CHEKTpajbHble HAJIOKEHHS OT APYTUX KOMIIOHEHTOB
mpoo.

Ipaoyuposxa cnexkmpomempa. B nannoit padore pac-
TBOPBI Ui TPAIyUPOBKH CIEKTPOMETpa TOTOBHIIU pas-
0aBJICHUEM TOCYIApCTBEHHBIX CTaHAAPTHBIX 00pa3IoB
COCTaBa PacTBOPOB MOHOB MBIIIBIKA, CYPbMbI U BUCMYTA.
IIpu 5TOoM B HHMX A00aBISIIM PEAKTHBBI, UCIIOJIb3yEeMbIE
JUTSL TIpOOOTIOATOTOBKY MCCIIETYyEMBIX Me/lb- M BONb(hpaM-
coJiepKalluX MarepuajoB, B KOIUYECTBaX, oOecreunBa-
IOLIMX COOTBETCTBHE I'PalyMPOBOYHBIX U aHAJTU3UPYEMBbIX
pactBopoB (pactBop xene3a (III), xmopoBomopomHyIO
KUCI0TY). KOHLIEHTpaluuu orpenessieMblx 3J€MEHTOB B
pacTBopax Juist rpaayupoBaHus IPeICTaBIeHbI B Ta0MI. 1.

IIpuroToBieHne pacTBOPOB U COOCAXKAECHHUE OCYIIE-
CTBIISUIH CIIEIYIOIIUM 00pa3oM.

Ilpoyeoypa 1. Ilpuecomosnenue pacmeopos coneu
Memannos-ocaoumenei. B TepMOCTONKMI cTakaH BMe-
CTUMOCTBIO 250 cM? MOMEIAI0T HABECKY OXHOIO M3 CO-
enunenuit: MgO (4,2+0,1r), La,O; (16,3+0,11),
Zr (9,2+£0,1 1), FeCls - 6H,O (27,1 0,1 ). [IpunuBaror
40 cM3 KOHIIEHTPUPOBAHHON XJIOPOBOIOPOIHOMN KUCIOTHI,
HarpeBaroT Ha 3JIEKTPOIIMTKE 10 IIOJHOTO PacTBOPEHMS
U OXJIaX/atoT. PacTBOp mepeHocsT B MepHY0 K00y 00b-
emoM 100 cM3, 1OBOIAT €ro 0OBEM 10 METKH JUCTHILIU-
poBaHHOM BOJOH, NepemelnBatoT. Konuenrtpanus merain-
Ja-ocamuTens cocraBisier 1 MoJb/am3.

Ilpoyeoypa 2. Ilpucomosnenue MmoOenbHbIX BONbP-
pam/medbcodepacauux pacmeopos Oas UCCIeO06AHUS.
npoyecca coocaxcoenusi. Bo (QTOpOTIacTOBBIM CTakaH
BMECTHMOCTBIO 250 cM? MOMeIaT HaBecKy Bojb(hpama
nn meau maccor 1,0+ 0,051 u pactBop 'CO monoB
As (III), Sb (II1) u Bi (IIT) mo xoxuenTpamuu 0,5 mr/ams.
Ipunusatot 5, 15 u 15 cM? KOHIEHTPUPOBAHHBIX (HTOPO-
BOJIOPOIHOM, XJIOPOBOJOPOIHOM, a30THOM KHUCJIOT COOT-
BETCTBEHHO, HarpeBalOT Ha AJIEKTPOIUIMTKE JO IOJIHOTO
pacTBopeHus 00pasiia U OXJIaXKIaroT.

Ilpoyeodypa 3. Coocasicoenue. K  uccremyemomy
pacTBopy m06aBisifor 10 cM? MPHUTOTOBJIEHHOTO B COOT-
BETCTBUH C Ipoleaypoi | pacTBopa coin MeTaia-oca-
qurens (0,01 Momp), 3aTeM MOPIUSIMHA MPUINBAIOT KOH-
LEHTPUPOBAHHBII PAacTBOp aMMHUaka OO HEUTpasbHOM
peaxkmmu pacTBOpa MO MHIUKATOPHOW Oymare M JOBOIST
pH nmo TpeOyemoro 3Ha4yeHHUs, KOHTPOJIUPYS €ro ¢ TO-

Taomuua 1. Konnenrpanus As, Sb, Bi B pacTBopax [uist rpagynpoB-

Ku, Mr/am’
Ne pactBopa [ist TpailyupoBaHus
DieMeHT
1 2 3
As 1,00 0,50 0,10
Sb 0,50 0,10 1,00
Bi 0,10 1,00 0,50
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Puc. 1. CreneHb n3BneyeHNs! MBIIIbSIKA, CyPbMbI, BUCMYTa U3 BOIb-
(bpamMconepkalMx pacTBOPOB METOAOM COOCAKICHHS Ha THIPO-
KCHJaX Pa3NUYHBIX METAJIOB

MOIIBI0 MOHOMEpa. BbImaBmIKMK 0CaZOK BBIACPKUBAIOT
JUIS  KOaryaupoBaHMs MpH C€1adoM HarpeBaHuu (110
50 — 70 °C) Ha 3MEKTPOIIUTKE, OTPUILTPOBBIBAIOT Yepe3
(DUIBTP «CHHAA JICHTa), TPOMBIBAIOT FOPSYUM PACTBOPOM
ammuaka (1:20), ropsiueit Bomoit. @unsrpar oTOpachiBa-
10T. OcajioK pacTBOPSIOT TOPSIYUM PACTBOPOM XJIOPOBOJIO-
ponHoi KucnoTsl (1:1), IPOMBIBAIOT, IEPEHOCAT B Mep-
Hyto konOy o6bemom 200 cM3, moBOAAT 0OBEM pacTBOpa
JUCTUILTUPOBAHHOM BOAOW O METKH, IEPEMEIINBAIOT.

OntumanbHbie  ycnoBusi coocaxaenus: 0,02 monb
Fe (II1), 30 muH koarynupoBanus ocajka rnpu pH = 10.

Ilpoyeodypa 4. Ilpucomosnenue pacmeopos 0o6pazyos
Gepposonvppama, cniagos Ha 0CHO8e Medu, MEOHbIX PYO
u xonyenmpamos. Bo (TOPOILIACTOBBIN CTaKaH BMECTH-
MoCThi0 250 cM3 TOMeNarT HaBecKy oOpasiia Maccoii
1,0 = 0,05 . ITocnemoBareapHO IpHIIMBAIOT 5, 15 1 15 cm3
KOHLEHTPUPOBAHHBIX  (PTOPOBOAOPOIHOM, XJIOPOBOAO-
POAHOM, a30THON KHUCIOT COOTBETCTBEHHO, HArpeBaloT
Ha 2JIEKTPOIUIMTKE 10 MOJHOTO PacTBOPEHHUs oOpasua u
OXJIaX/IAIOT.

Ipoyeodypa 5. Ilpucomosnenue pacmeopos 0opasyos
sonvghpamosuix xonyenmpamos. Bo  ¢dropommacTosii
CTaKaH BMECTUMOCTBIO 250 cM? MOMEIIAOT HaBEeCKy
obpasma maccoii 1,0 +0,05 . IpunuBator 15 u 45 cm3
KOHIICHTPUPOBAHHBIX a30THOH M XJIOPOBOIOPOIHON KHC-
JIOT COOTBETCTBEHHO, MEJJICHHO HAarpeBarOT Ha DIIeK-
TporiuTke B TedeHue 2 — 2,5 4. IlomydeHHBIH pacTBOp
BBIIAPHMBAIOT J10 oObema 10 cM3, 3areM [100aBIAIOT
100 cM3 ropsiueit BOObl M KHIATAT B TEYECHHE 5 — 6 MUH.
HepactBopuMblid  OcTaTOK  OTGWIBTPOBBIBAIOT — Yepe3
(WIBTP «CHHSISL ICHTA), TPOMBIBAIOT PACTBOPOM TOPSTICH
XJIOpoBoAOpoaHOM KUCHOoThl (1:20) w  oTOpachIBaIOT.
OUIBTpaT OXIAKIAIOT.

Buibop xonnexmopa 0ns omoenenus MblbsKd, Cypb-
MbL U GUCMYMA U3 PACHBOPOS C BLICOKUM COOEPICAHUEM
sonvpama. Tlpu BeIOOpE KoOJUIEKTOpa Ui TPYIIIOBOTO
KOHIEHTPUPOBAHUS/OTEIEHNS MBIIIbAKA, CYpPbMBI H
BHCMYTa OT OCHOBBI POOBI MPH MX OTNPEIEICHUN B Mare-
pHanax ¢ BBICOKHM COJCp)KaHHEM BOJIb(pama HCCIe0-

BaH psAJ TUAPOKCHIOB METaNIOB — LIUPKOHHUSI, JaHTaHa,
MarHus | xeje3a — HanOoJee YacTo W yCIIEIIHO MpUMe-
HSEMBIX JUIS COOCaXICHUSI.

CpaBHernne 3QQEKTUBHOCTH COOCAKIICHHUS aHATHUTOB
C THAPOKCHAAMH IPOBOIMIN C UCIIOIB30BAHHEM BOIB()-
pamconepkalux CcMeced, MNPUTOTOBICHHBIX COIVIACHO
npouenypam 2 — 3. CoocakJeHHUEe MPOBOAUIN TPH Clie-
JYIOIIUX YCJIOBHUSAX, BHIOpaHHBIX HA OCHOBAaHUH JIMTEpa-
TYypHBIX AaHHBIX [21, 24 — 26]: KOTUYECTBO MeTalIa-0ca-
qutenss — 0,01 monb; 3Hauenne pH coocakaeHus st
IUPKOHUS, MarHusd, xenesa — 10, mist mantana — 12;
BpeMsl KOaryJIMpoBaHus ocaaka — 30 MHH.

Ha puc. 1 npexncraBieHbl pe3yabraTbl ONPEIEICHUs
CTEIEHU W3BJICUCHUS MBbILIbSIKA, BUCMYTa, CYpbMbI U3
BOJIb(hpaMcoaepKaIIUX PacTBOPOB (Macca Bolb(hpamMa —
1,0 /200 cM3 pacTBOpa) METOIOM COOCAKICHUS HA THI-
POKCHIAX pa3IMYHBIX METAIJIOB (31€Ch U AaJiee MO TEKCTY
CTEIICHb W3BIICYCHHsS — OTHOIICHUEC 3HAYCHWM HalIeH-
Hoii ¢ momotpto MeTona MCII-ADC koHLeHTpaluu aHa-
JIUTa K BBEJICHHOM, BEIPAKEHHOE B %0).

W3 puc. 1 BuaHO, 4TO CTENEHb U3BJICUECHUS MBIIIbSIKA
npu HCmonb30BaHuu Kojuiektopa La(OH); 3aBbilieHa u
cocrasiseT nopsaka 110 %, a cypbMbl U BUCMyTa — 3a-
HIKeHa. [[puunHamMu SBISIOTCS, BO-TIEPBBIX, CIIEKTPalb-
HOE BJIMSIHYE JIAHTaHA Ha aHAJIMTUYECKYIO JIMHUIO MBIIIb-
AKa, BO-BTOPBIX, MOTPEIIHOCTb METOJa COOCAKICHUS
(B HEKOTOPHIX CiTyyasix focturaet 7 % orH.). Hammyammm
U3 PacCCMOTPEHHBIX KOJUIEKTOPOB AJISi KOJIMYECTBEHHOTO
TPYIIIOBOTO HM3BJICYCHUSI OMpPEICIAEMBbIX MHUKPOIJIEMEH-
TOB W3 PAacTBOPOB C BBICOKHM CONIEPYKaHHUEM BOIb(ppama
sprsieTcs ruapokeus xxenesa (I111), KoTophlii Takke mupo-
KO HCIIOJIb3YETCs JIJIsl KOHLIEHTpUpoBaHus As, Sb u Bi u3
MeabcoaepKamux Marepuaios [21, 22, 27, 28]. OH u Obu1
BBIOpaH IS JallbHEHITNX UCCIICIOBAHUN.

Buibop onmumansusix yciouti coocancoerus Molidb-
AKA, CcypbMbl U gucmyma Ha eudpokcuoe cenesa (I11)
U3 pacmeopos onvbhpamcodeporcawux mamepuanos. Jns
BBIOOPA ONTUMANBHBIX 3Hauenus pH ocaxcoenus u konu-
yecmea Fe (I1]) OblTM PUTOTOBIICHBI BOJIB(PAMCOISpKa-
M€ pacTBOPBI COmIacHO mpoueaypam 2 — 3. KonuuectBo
Fe (III) BapwupoBasm B auanazone 0,002 — 0,030 momb,
3nauenue pH — B npegenax ot 7,5 no 11,0. [Tonyyennsie
OCaJIKH BBIJICPKHUBAIIM MIPH HATPEBAaHUHU HA AIICKTPOILINT-
ke B Teuenne 30 muH. Ha puc. 2 mpencraBieHbl cTENEHN
W3BJICYEHHSI MBIIIBSIKA, CYPbMbI U BUCMYTa B YKa3aHHBIX
YCIIOBUSIX.

W3 puc. 2 BUJHO, YTO CTENEHb U3BJICUCHUS LEJIEBBIX
MUKpOIIpUMecel U3 BOJIb(PpaMCcoepKaluX PacTBOPOB B
LIEJIOM PAcTeT Npu yBesandeHuu pH, HO 3aBUCUMOCTH He-
CKOJIBKO OTJIIHMYAIOTCS 1Mo (opme: Ui BUCMYTa Xapakre-
peH Ooree pe3KHil pOCT CTETIEHH U3BICUCHHS B IaNa30He
pH ot 8 no 9, yem, Hanpumep, IS MbIIbsAKka. [lo-Bunu-
MOMY, 3TO CBA3aHO C TEM, YTO COOCaXJEHHUE HCCIenye-
MBIX IIpuMeceil Ha ruapokcue xenesa (I11) umeer xemo-
copOumonHbIii xapaktep [29 —30]. BeposiTHO, pasHbIii
BUJ] 3aBUCUMOCTEH CBSI3aH C TeM, YTO MBILIbSK, CypbMa U
BHUCMYT O0pa3yrOT Ha MOBEPXHOCTH THIPOKCHIIA KeJie3a
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Puc. 2. 3aBHCHMOCTB CTEIIEHH U3BJIEUCHNUS CYPBMBI (a), MBIIIBsIKA (6 ) 1 BUCMYTa () IPU COOCAXICHNH Ha ruapokcue sxenesa (I11) u3 Bons-
(dpamconepxamux pacTBopoB: | — vg, = 0,002 moins; 2 — 0,006 momnb; 3 — 0,01 mons; 4 — 0,02 Monb; 5 — 0,03 Moib (BpeMst Koaryanposa-

HUA ocanka — 30 MuH)
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pH
Puc. 3. 3aBUCHMOCTh CTCNECHH H3BICYCHHUS BOJIbGpamMa MpHU CO-
ocaxaeHnn Ha ruapokcuse xenesa (I11) u3 Bonbppamconepxammx
pactBOpoB: [ — Vg, = 0,01 monb; 2 — 0,02 mons; 3 — 0,03 monb
(Bpems koaryaupoBaHus ocagka — 30 MUH)

COCJIMHEHHUS Pa3HBIX TUTIOB (BUCMYT — TPYAHOPACTBOPH-
MbI€ THUIPOKCHIIBI, CypbMa AQHTHMOHATHl JKEJe3a,
MBIIIBSIK — apCEHAaThl JKelie3a), MPOYHOCTh CBSA3U KOTO-
PBIX C KOJUICKTOPOM pa3inyHa.

OntumansHOE 3HadeHue pH, mo3Bossioniee Konmde-
CTBEHHO M3BIIEKaTh MBIIIBSK, CYpbMY M BHCMYT U3 pac-
TBOPOB C BBICOKHM COZAEp’KaHHEM BOIb()paMa METOAOM
coocaxneHus Ha ruapokcune sxeneza (III), pasao 10,0.
VYBenmueHne KOHICHTPALMM JKeJIe3a TakKe IIPHBOIUT
K POCTY CTENEHHU W3BJIeYeHUs] MuKporpumecei. [lpu co-
nepkannu B pactBope 0,02 monp xeneza (III) m3Bneka-
ercs nmpakrudecku 100 % Mpllbska, CypbMbl U BUCMYTA,
U BO BBEACHHH OOJIBIIErO KONMYCCTBA OCAITUTENS HET
HEOOXOIMMOCTH. YCTAaHOBWJIM TaKXKe CTEleHb H3BJeye-
HUS BOJb(paMa COOCAKICHHEM Ha THAPOKCUIE Kele3a
B HCCJIEIOBaHHBIX ycloBHX (puc. 3). BuaHo, 4o B npu-
3HAHHBIX ONTUMAJBHBIMH YCJIOBHSX KOJHMYCCTBEHHOTO
W3BJICYEHHsT MBIIbsAKA, CypbMbl U BucMmyTa (pH = 10;
Vre = 0,02 Mo1nb) coocaxeHnue Bosib(ppama MUHHUMAIBHO,
TakuM 00pa3oM, Bosib(paM He OyJeT MelaTh JaabHenIe-
MY OTIPEICIICHUIO [IEIEBBIX MUKPOIIPUMECEH.

Jns w3ydeHMs BIUSHHS 6peMeHU KOoaz2yIupoSaHus
ocaoka runpoxcuna xenesa (I11) Ha creneHp U3BICUCHUS

100 ;
[ — B |

951 As

a

15 25 35 45 55 65 75 85 95 105115
Bpems koarynupoBaHus, MHH

W4

R, %

44

6

15 25 35 45 55 65 75 85 95 105115
Bpewms xoarynmupoBaHus, MUH

Puc. 4. 3aBUCUMOCTb CTEIICHH HW3BJICYECHHS MBIIIbSKA, CYpbMbl U
BUCMYTa (a); Bonmbdpama (0) U3 BoibhpaMcoaepKaLX PacTBOPOB
OT BPEMEHH KOaryJIMpOBaHMS OCaJKa MPH COOCAXKICHHU Ha THUIPO-
keuze xenesa (I1I) (pH = 10,0; xommuectso Fe (11T) — 0,020 momb)

MBILIbSIKA, CypbMBbI, BACMYTa U BOJIb()paMa UCIIOJIb30BAIH
PacTBOPEI, PUTOTOBJICHHBIE COTIACHO Iporueaypam 1 — 2,
pH=10,0, vg, = 0,020 mone. KoarymupoBanue ocanka
nposoauiu B TeueHue 15 — 120 mun. Ha puc. 4 npencras-
JIEHBl Pe3yJbTaThl OIpEJeNeHUs] CTENeHH HW3BICUSHUs
aHAJINTOB U BOJMb(ppama.

Bunno, uto HanOombIas cTeleHb U3BJICUEHUS LeNe-
BBIX MUKPOIIPUMECEH ¢ UCIIOIb30BaHUEM IT'HIPOKCH 1A JKe-
ne3a (III) wmabnromaercs mociie 30 MHH BBLICPIKHUBAHUS
ocajKa, IpH ATOM CTCTICHB M3BJICUCHUS BOJIb(pamMa MUHH-
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MallbHa, TaJbHEHIIIee YBEINUECHHE BPEMEHHU KOAryJIupOBa-
HUS TPUBOAWUT K 00paTHOMY IpOIlecCy — YacThb cooca-
JIUBIIIHXCS MBIIIBSIKA, CYPbMbI U BUCMYTa MEPEXOAUT 00-
paTHO B pacTBOp, a CTEIICHb M3BICYCHUS BOIb(paMa yBe-
nuyuBaeTcst. Takum 06pa3oM, ONTUMATEHOE BpeMsl Koary-
JUPOBAaHMS OCaiKa ISl KOJMYSCTBEHHOTO W3BJICUCHHUS
MBIIIBSKA, CYPbMBI X BUCMYyTa U3 BOJIb(PPaMCOICPIKAIINX
pacTBOopoB coctaisieT 30 MuH.

H3yuenue npumenumocmu paspabomannou npoyeoy-
Dbl COOCANCOEHUSL MIUUBSKA, CYPLMbL U SUCMYMA HA 2UO-
poxcuoe dncenesa (Ill) ona mamepuanos ¢ 8vicokuM cooep-

orcanuem meou. Ha puc. 5 mokazaHa CTETeHb H3BICYCHUS
MBIIIbSIKA, CYPbMbl M BHCMYTa METOJOM COOCAKICHHS
Ha ruapokcunae xenesa (I11) u3 mMeapcomepkamux mare-
pHAJIOB MPH YKa3aHHBIX BBIIIE ONTUMAIBHBIX YCIOBHSIX.
Hcnonb3oBanu MoAeTbHBIE MEIbLCOACPKALTIE PACTBOPBI,
MIPUTOTOBJICHHBIE COITIACHO Tporeaypam 2 — 3.

BunHo, yTO onTUMabHBIE YCIOBUSA, BEIOPAHHbIE AJIS
TPYMIIOBOTO KOHIICHTPUPOBAHUS MBIIIbSIKA, CYPBMBI H
BHUCMYTa M3 PACTBOPOB C BBICOKHM COJICPIKaHUEM BOJb(Q-
pama, TakKe TOAXOMIAT JIJIsl KOJTMYECTBEHHOTO M3BIICUCHUS
9THUX DJIEMEHTOB U3 MEAbCOMEPIKAIINX MAaTEPHAIIOB.

Taéauua 2. By aHaTNTHYECKUX CIIEKTPAIBHBIX JINHUH MBIIIbSIKA, CyPbMBI, BHCMYTa ITOCTIE OTAEIEHHS aHAJTUTOB OT OCHOBBI IIPOOBI COOCAXK-
JIeHHeM 1 0e3 ero npoBeneHus: / — 3 — CHEeKTPHI BOAHBIX PACTBOPOB CTAHAAPTHBIX 00pa3IloB pacTBOPOB HOHOB As, Sb, Bi ¢ koHneHTpanueit
0,1, 0,5 u 1 Mr/amM> COOTBETCTBEHHO; 4 — CIIEKTP PACTBOPa aHAIM3UPYEMOTO CTAHAAPTHOIO 00pasia MaTepuana ¢ BHICOKMM COIEPIKAHUEM

MeJU U BoJb(hpama

CriexTpabHas PactBops! ¢ BeIcokuM conepxanuem W PactBopsI ¢ BhICOKHM conepkannem Cu
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Dkcnepumenmanvnas npoeepka dggexmusnocmu
paspabomannoii npoyedypwi npu UCI1-A2C onpedenenuu
MBIUBAKA, CYPbMbL, BUCMYMA 8 00pa3yax memaiiypauye-
ckux mamepuanog. CTaHmapTHBIE 00pa3Ibl cocTaBa (ep-
poBoOIB(pama, CIUIABOB HA OCHOBE MEJIH, a TAK)KE MEITHBIX
U BONb(PAMOBEIX Py W KOHIICHTPATOB, COMEpPIKAIIIE
MBIIIbSIK, CYPbMY M BUCMYT, OBUTH ITOJTOTOBJICHBI K H3Me-
PEHHIO 3MHUCCUH COIIaCHO Tpouenaypam 3 — 5. B Tabm. 2
MOKa3aHbl SMUCCHOHHBIE CIIEKTPBl PACTBOPOB ATHX CTaH-
JApTHBIX 00pPa3loB, MOJYYEHHbIE TIOCe MPOBENEHUS
u 0e3 MpOBEICHUS COOCAXKIECHUS Ha THIPOKCUAE XKele-
3a (IID).

W3 Tabn. 2 BUgHO, 4TO BoJb(ppaMcoepKaiasi 0CHO-
Ba NPOOBI OKa3bIBAET CYILECTBEHHOE BJIMSHUE HA CUTHAJ
SOMHCCHH MBEIIIbSIKA, CYPbMBI M BHCMYTa, a MEIbCOIEP-
JKamasi — Ha CHTHAJ BHCMYTA, HO OTICIICHHE aHAJIHTOB
coocaxnenueMm Ha ruapokcuie xenesa (I1I) spdexrus-
HO ycTpanseT 3ToT 3¢d¢dext. Konnenrpamun Boiab(ppama
U MEIW B PacTBOpax IMOCJE COOCAKICHHUS COCTABISIIOT
100 — 150 m 25 — 30 Mr/aM? COOTBETCTBEHHO, TOTA KaK
6e3 coocaxmennss — 1500 — 3500 u 1500 — 3500 mr/mm3
COOTBETCTBEHHO.

PesynmeraTel aHanmmsa CTaHZApTHBIX 00pa3loB, IO-
JY4YEHHBIE IOCJIe COOCAXKICHHs, MPHUBEICHBI B TaOI. 3.
[TorpemrHOCTh aHANM3a PACCUUTHIBANIN Kak 1S, / JN , TIe

t — ko3 duunent CrproneHTa, paBHbIN 2,78 MpH KOJIU-
yecTBe u3MepeHud N =5 U IOBEpUTEIBbHON BEPOATHOCTHU
P =0,95, S — cranmapTHOE OTKJIOHEHUE.

BumHo, 4TO arTecTOBaHHBIC U HAWICHHBIC 3HAYCHUS
MaCCOBOM JIOJIM MBINIBSIKA, CYPbMBI I BUCMYTa MpaKTHYE-
CKH BO BCEX CIIy4asiX CXONIATCS B TpeeNiax CIyYalHON
MOTPEIIHOCTH. Pa3HuIla aTTeCTOBAaHHOTO W HAWIEHHOTO

100

"~ Fe(OH),

Puc. 5. CreneHp W3BJI€UCHUS MBIIBSIKA, CypbMBI U BHCMyTa W3
Me/IbCOAEPIKAIINX PACTBOPOB METOJIOM COOCAXK/ICHNUS Ha THIPOKCH-
ne sxenesa (I11)

3HAUCHHWH HE IMPEBBINIAeT HOPMATHUBOB, IPUBCICHHBIX B
[8 19, 31].

B pesynbrare mpoBeIEHHOTO HUCCICIOBAHHS pa3pa-
0OTaHA OKCIPECCHAsT W HECIIOXKHAs B BBITOJHCHUH
NCTI-ADC Mmetoauka, IMO3BONSIONIAS C HCIOJH30BAHUEM
€MHOMN MPOLEYpPhl U3BJIEUEHUSI COOCAKIECHUEM Ha TH]I-
pokcune xenesa (11I) omHOBpeMEeHHO OMpenensiTh MBIIIb-
SK, CypbMy ¥ BHCMYT B IIMPOKOM Kpyre BOJIb(hpam-
U MEIbCOACPKAIIMX MaTepuanoB: ¢eppoBosbppame,
MEJHBIX W BOJIb(PAMOBBIX KOHIIGHTpaTax, CIUIaBaX Ha
OcHOBe Meau. B pabore moka3zaHo, 4YTO COOCaXJCHHUE
3pPEKTUBHO yCTpaHsSIET CHEKTPajJbHOE BIHMSHUAE MaKpo-
KOJIMYECTB BONb(pamMa ¥ MEIH Ha SMUCCHOHHBIC JTHHUH
As 1 189,042 uam, Sb 1 206,836 am u Bi 1 223,061 am.

Taéamua 3. Pesynsrarer UCII-ADC omnpezaeneHusi MBIIbsKA, CypbMbl, BUCMYyTa B CTaHAAPTHBIX oOpa3uax (IpoOOMOAroToBKa BKIIIOYAET

COOCaX/ICHUE Ha THJIPOKCHUIC XKele3a), Y% macc.

As Sb Bi

CranaapTHblid 00pasery

AtTecToBaHO Haiineno ATTecToBaHO Haiineno ATTecToBaHO Haiineno
T'CO 765-92I1 (9186) 0,028 + 0,001 0,027 + 0,001 0,0069 + 0,0006 0,0070 + 0,0007 — —
Depposoibhpam
T'CO 10223-2013 (D48) 0,037 + 0,001 0,039 + 0,001 0,014 + 0,001 0,015+ 0,002 — —
DeppoBoibhpam
T'CO 1710-79 Boub- — — — — 0,146 + 0,008 0,133 + 0,004
PaMOBBI KOHIIEHTPAT
2430 NIST CRM 0,002 + 0,001 0,0030 + 0,0002 — — 0,078 + 0,005 0,077 + 0,004
BonbdpamoBblii KOHIIEHTPAT
T'CO 2146-81 (M486x) 0,014 + 0,001 0,010+ 0,001 0,0051 + 0,0003 0,0042 +0,0010 ~0,0056 0,0055 +0,0010

MeTHO-HUKEIEBBIN CIIJIaB

I'CO 550-86I1 (M354x) 0,0029 +0,0002  0,0029 + 0,0005 0,0020 + 0,0001 0,0019 +0,0001 0,0028 £ 0,0002  0,0026 + 0,0002
Menbxuop

COIT 457697 (M826x) 0,026 + 0,002 0,024 + 0,001 0,094 + 0,001 0,094 + 0,004 0,0061 +0,0003  0,0061 + 0,0005
bponsa onossHHas

T'CO 4114-87 (M1013x) 0,0095 +0,0002  0,0110 = 0,0002 0,0037 £ 0,0002 0,0041 + 0,0004 0,0040 + 0,0001  0,0054 + 0,0002
MeaHOo-HHUKEIEBEIN CIIJIaB

T'CO 2012-89IT (M1516x) 0,0023 £0,0002  0,0021 +0,0010 0,0017 + 0,0002 0,0020 + 0,0003 ~0,0023 0,0030 + 0,0003
Bponsa 6e30m0BsHHAS

T'CO 9683-2010 (P34) 0,36 + 0,02 0,35+0,02 0,069 + 0,001 0,066 + 0,005 0,0062 £+ 0,0007  0,0057 £+ 0,0003
MenHslii KOHIIEHTpAT

I'CO 9976-2011 (P35) 0,067 + 0,003 0,061 + 0,003 — — — —
Mennas cynbhuaHas pyaa

COII 2371-94 (A2371x) — — 0,00075 + 0,00003 0,00083 £ 0,00010 0,0011 +0,0002  0,0013 £ 0,0001

Me /bl KOHIIEHTpAT
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Paspaborannas mpoueaypa Oblia MpUMEHEHa TpU Ompe-
neneHuu aHanutoB B guanaszone oT 0,001 mo 0,4 % macc.
B CTaHJApTHBIX OO0pasmax cocTaBa (eppoBOILGPAMOB,
MEIHBIX U BOJb(PAMOBBIX PYJ M KOHIICHTPATOB, MEIHO-

HUKCIIEBBIX

crutaBoB, Opon3 wmeromom KCII-ADC,

pe3yibTaThl yAOBIETBOPUTEIBHO COIVIACYIOTCA C aTTeCTO-
BaHHBIMU COJIEP’KaHUSIMH.
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XPOMATO-MACC-CIHEKTPOMETPUYECKUUN AHAJIN3 TEKCA®TOPUJIA CEPBHI,

OBOTAIIEHHOTI'O M30TOIIOM *S

© B. A. Kpsuios', A. 10. Cosun®, O. 10. Yepnosa’, M. ®. Yyp6anos>

Cmamusa nocmynuna 16 oexabpa 2015 e.

MetogoM XpoMaTo-Macc-CIIeKTPOMETPHH BIEpPBhIE FCCIEI0BAH TPUMECHBI cocTaB SF, oboramieH-
HOro n3oTtoroM *S. J[ist pasyierneHus IpuMecei NCIIONB30BalIN a/ICOPOLIMOHHBIC KAMUIIPHBIC KOJIOHKH
¢ MoAM(HUIMPOBAaHHBIM CHIIHKAarelieM H TOMUTPUMETHICHIIINponuHoM. Huentudmurmposano 23
BEIIECTBA: MTOCTOSHHBIE Ta3bl, MpeebHbIE, HeMpeeNbHbIe U apoMarideckue yrmeogopons! C; — Cg,
JMATHIOBBIN 3¢hup, AudTWICYnb(ua u 2-metwidypan. 1o cpaBHeHHIO ¢ SF¢ MPUPOJHOrO N30TOIHOIO
cocraBa 18 BemecTB oOHapykeHbI BrepBble. Ilpemensl oOHapyXeHUs NpHUMeceld COCTaBHIN
1-10°—-5-10% % mon. IIpaBmwisHOCTS aHANM3a HMOATBEPIKICHA METOIOM BAPHHPOBAHMS BEIHYHHBI
HPOOBL.

KiioueBble ciioBa: rexcadTopui cepbl; W30TOIN; aJCOPOLMOHHAS KAIMUIIPHAS KOJIOHKA; HPUMECH;
npezien 0OHAPYKCHIS, TIPABUIIBHOCTD; XPOMATO-MACC-CIIEKTPOMETPHSL.

B nacrosmiee BpeMst H30TOIBI CEpbl HAXOAAT IPUMEHEHHE
B OMOJIOTHH, T€OJIOTUH, TCOXUMHUHU, aTPOXUMHUU U MEJIULIN-
HE. AKTyaJbHBIM HaIllpaBI€HHEM MaTepHajOBEAUYECKUX U
(hyHIaMeHTaJIbHBIX MCCIEOBAHUIN SBISETCS IMONy4YCHHE
M30TOMHO-000TAIIEHHOH Cepbl U U3yUYSHHE BIUSHUS H30-
TOMHBIX A(PQEeKTOB Ha ee cBoiicTBa. McxomHbIM Bele-

! Huxeroposickuii rocynapersennblit yausepeurer um. H. U. Jlo-
Oaueckoro, T. Huwxuuit HoBropon, Poccus;
e-mail: k658995@mail.ru

2 WNucTutyT XMMHU BbICOKOYHMCTHIX BemiecTB uM. I I JleBsAThIx
Poccuiickoii akagemun Hayk, . Huoknuit Hosropon, Poccust.

CTBOM IS TOJyYEHHS] TaKOH Cepbl SIBISETCS e¢ TeKca-
(bropua, M30TOMHO-O0OTANCHHHBIH IEHTPOOCKHBIM Me-
Toj0M. [103TOMY BBICOKa BEpOSITHOCTH IEepexoa MpuMe-
ceil U3 rexcadTopua B HU30TOMHO-OOOTAILICHHYIO CEpY,
HCCIIeIoBaHKe IpuMecHOTo cocTaBa SFy siBiIsseTcs BecbMa
Ba)KHBIM.

JIuteparypHbIX JaHHBIX 110 METOJAM aHalu3a HU30-
TOIHO-000TaIIEeHHOTo TeKkcadTopuaa cepsl HAMH HE Haii-
JeHo. B SF¢ npupogHoro H30TONHOIO COCTaBa, BhITYCKae-
MOM 3ap}I6e)KHI)IMI/I U OTCUYCCTBCHHBIMU HpOI/ISBO}II/I—





