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Pa3apaboTaHa METOAMKA ONPEAENEHVs NPUMECER MbIlLbAKE, CYPBMEl U CENEHE B BEICOKOYMCTOR
cepe ¢ npegenamn obHapyxenna 11107, 2107 n 3107 mac. % COOTBETCTBEHHD (35-KpUTEpWA). MNy-
TEM IKCTPAKUWOHHOTD BeIOBNEHWR ONPEOENeHUE MblllbRKA W CyPbME B CEDE CEBEOOHD K Onpensne-
HUIO 3TUX NDMMECER B BONE, 4 Cenenxa - B Tonyone, Mccneqosana CTener W3BNE4YeHns NPAMECER 13
cynbhaTHO-0POMUOHBIX W CyN BEATHO-MOAMAHLIL CRE TONYONoM.

ARTVATEHOCTE paapafoTHH METOIHKH OIpeieic-
HIA HHAKIK COePRAaHUl MbIUIBAKA, CYPBMBI 1 CE-
nena (10°5-10" mac. %) B BBICOKOYHCTON cepe ofyc-
JoB1eHa ee NPHMEHEHHEM A/1A CHHTE3a MaTepha-
0B, HCTIOTB3VEMBIX B IIOVTIPOBOAHHEOBO TEXHHKE
1 HHppaKkpacHoil onTHKe,

B aurepatype |1.2] onucaibl pa3idniHbIE METO-
Akl OMpeIeNeHna TTPHMeceid MBILIBAKA, CYPhMBL H
ceneHa B cepe. [pesen obHapymeHusa npameceii
MBILLULAKA U CYPLMEL ITPH NPAMOM CNERTPATEHOM
[aTOMHO-3MHCCHOHHOM) AHANHSE cephbl COCTARA-
eT 310* u 110" mac. % coorBeTcTBeHHo [3].

JIns oTaeneHHA 31eMEHTa OCHOBb M KOHUCHTPH-
POBAHHA YACTO HCMONBL3YIOTCA IKCTPAKLMOHHBIC

meToasl. B aurepartype [4-6| onucana skeTpakuma
MBILIBAKA, CYPBMbI H CE/IEHAa HHEPTHBIMH OpraHi-
YeCKHMH PACTBOPHTEIAMH (GeH30.1, TOIYOI) U3 cH-
crem H,SO, - KL H,SO, - KBr 8 Buzie ranoreHua-
HBIX HOMIUIeKCOR, CTerneHs H3BnedeHna GIMaka K

100 %, Lenecoobpasio cBECTH oNpedeneH e mpi-
Meceil B cepe K ONpeeNieHIo npuMeceil B Bojie. 3T0-
'O MOMHO JOCTHYh PACTBOPEHHEM aHATHANPYEMO-
ro ofpasua cepsl B a30THOI KHCIOTE H CEIEKTHB-
HBLIM M3BJeHEHHEM MHUKpONpHUMeceil MbIIIbAKA H
CYPBME! TOAYOIOM HA CYNBMATHO-HOMHUAHBIX WM
cybdaTHO-GPOMIIHBIX CPE/ C NOCAEIYIOLLIEH peak-
cTpakumMeil AucTH/UTMpoBaHHoit Boao#. [Nocaemyio-
ulee ofpeJeicHHE MHEpPONpHMeced MbIILAKA,
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CYPEMBI H Ce/ieHa aTOMHO-abcopOLHOHHBIM METO-
Aom obecnevHBAcT HHAKUI Ipeien ofHapy#enns.

Lensio gaHHoil paboTsl ArtAeTcs papaboTka
METOAA ONPeAeTeHHA MbIIILAKA, CYPBMBI H CeTeHa
B BLICOKOUHCTOH cepe ¢ npejenom oSHapyHeHHA
107-10 % mac. %,

OnpegesieHNe MEHKpONPHMeEcCeil MBIILAKA,
CYPBMBI H CEJIEHA B CEPEe METOJ0OM 3/IEKTPOTEP-
MuEueckoi aToMuo-abecoplnuonnoit cnexrpo-
METPHH C HCIIOJIL30BAHMEM 3KCTPAKIIHE

B paoTte HCMOAL30BATH A30THYIO KMCIOTY X.4..
OUHLIEHHYIO AHCTHUIALMe Ges KUMTeHHA B KBap-
UeBOM annapare (cofepxanme As - <6107 : Sh -

<2.6 10" Se - <910 mac. %) KOHUEHTpHpOBAH-
HYH0 CEPHYIO KHCIOTY: Cepy rasosyio H Mapku OCY-
16-5; Toayon x.9.: MCO meiusaka ([0} 0.1 mac.%:
MCOcenena (IV)0.1mac, %: 0.1 % pacteopSh (1)
SuancTinposaniyo sosy. Pacteop 10 % KBr pa-
creop 10% KBr + 10% K. B kasectae moaudika-
TOPa MATPHLIB ITPH ATOMHO-A0COPGUHOHHOM OTTpe
ACTEHHH MBILBAKA, CYPhMBI W CeTeHA HOMOTLI0R -
JH BOAHBLT PACTROP HUTPATA HIKENA 94./LA, ¢ KOH-
UeHTpaMel HHEeIA 5 Mr/wn,

MeToaMka noAroTOBKH MPod 3aKIIOYAlaCcE B e
aywoues. OGpasen cepst Maccoii 700 Mr noMeram
B ABTORIAE ¢ 00BEMOM (PTOPOTLIACTORON peAKIIHOH-
Hoit kamepst 100 mi. 3ateMm K cepe gobasaaan 3.8
M1 65 % a30THOR KHCIOTEI M [IOMELIATH ABTOKIAB B
CYLIMIBHBIN KA, TeMIepaTypa B KOTOPOM Moj-
AepPHHBATACHC TOMHOCTEIO £ 1 7C M HaMepanack Tep-

MONapPO# XPOMETb-KOIe/ k. ABTOKTAB BLLIE DAIIRA-
I npu remiepatype 140°C B redenie 2 yacon, ox-
JAHAAN JI0 KOMHATHOR TEMMEPATYPBI M BLIFPYHa-
JIM M3 Hero NopAgka 3 M cepHoit KMCAOTLL, KoTopas
00pa3oBLIBATACE B PE3VIBTATE PEAKLIHH CEPhI Ca30T-
HOI KHCN0TOR, 3aTeM MpoBOIMAN yIIapHBaHHUe i
AEHHUTPALGEC MOMYHEHHONO PACTBOPA NPH TeMITepa-
Tvpe 180°C B reuenue | yaca. B peayisrare noayvua-
a1 75 % pactsop cepHoil KHeloThl oGbemon 1.4 .

JA BeLIENEHHA TPUMECed MEIIBAKA 1 CYPEMEI
noSaenaanu 0,05 ma pacteopa 10% KBr + 10% KI,
0.2 M GHaMCTHUIHPOBaHHOI BOABLI KM 1 M1 TOTVOIA,
B e TensHO BOPOHKE TPOBOIHIN BCTPAXHBAHIE
BEILECTE B TedYeHHe 20 MHH, NOCTE Yero ocyILecTs-
JAAAM pasjeneHde oprandyeckoil 1 BoaHoI daa,
[TpumecH MBILILAKA M CYPEMBI PE3KCTPATHPOBAITH
H3 TOTYO1a B TedeHHe 5 MEH 1 st GuIMCe TP -
BAHHOH BOJIbL. C LETLI0 KOHLEHTPHPOBAHA BO3MOH-
HO YTIAPUBAHIE BOLHONO PACTBOPA. COMERHALLIETD
MHEPOITPHMECH MBITLAKS W cypeMBL OnpejeneHpe
STUX MPUMeCel MPoBOAITH B BOJHOM DEIKCTPAKTE.

A BeUIETOHHA TPHMECH celeHa Ao0aRTAIN
0.05mn pacteopa 10% KBr , 0.2 M 6iaic THILIH-
poBaHHOM BojLI 1 | Ma Toayoaa. B aeanrensHol Bo-
POHEE TPOBOIHIN BCTPAXHBAHHE BEUIECTE B TEYe-
Hite 20 MHH, NOCE 4Ero OCYILeC TRAATH pasieneHmne
OpraHMYeckoil B BoaHoI das. Onpegeierne cete-
HE NPOBOIIIN B TOAYOIBHOM 3RCTpakTe.

MeToaika onpeieTeHua MblIILAKA, CYPhMEL i
cenera B ofipastax BRICOKOYHCTON Cephl cXeMaTii-
HO npejeTanieHa Ha pue, 1.

65% HNO, Tonyon
S {As} - 10M H,80, {HAsQO} -
{Sb} 140°C 2 waca {H,Sb0,} 0.03M KBr+0.02M Kl
{Se} {H.SeQ,}
H,0
xcrpakt {AsBr} Peakctpakr {H AsO }
{SbBr.} {Sb(OH),}

{SEEF.}\

AA onpegeneHue

Puc. 1. Cxema onpegenewin MullwbRka, CyPeMul ¥ CENEHE B BMICOKOYWCTOR cape

ATOMHOE MOIMOLICHHE H3MEPFTH Ha UTHHAX BOTH
193.7 1M (As). 217.6 1w (Sb) 1 196.0 1M (Se) na
ATOMHO-A0COPOLUHMOHHOM CIEKTpOMETDE (DHPMEL
Perkin-Elmer monent Z 6100 PC canerTpoTepmn-
deckHM aTomuaaTopod HGA-600. Merounmukamu
HANyHeHHA COyHHNH DesanekTpoJHEIE BEICOKOYAC-
TOTHLI JTaMIThI.

B rpadmrosyio neds CrieKTpoOMeTpa BHOCHIN
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20 MEJI peakcTpakTa M 20 MKIT MoaHpHEATOPa
MaTPHILLL YeI08HA aTOMHO0-2600pGLHMOHHOND orTpeTe-
JIEHHA MBIIBAKA CYPBMBLL H CE/leHa PHBEACHD! B
Tafin. 1. Cogepmanue MENILAKA, CYPBMEI H CE/leHA
PaCCHHTRIBATH MO IUTOMAAM AHATHTHYECKOTO CHT -
Hata, O0pasiibi CPaBHEHMA TOTOBIJIH Y TEM [Toc/ie-
AoBaTensHoro pasGannenwa 'COAs ([11)0.01 H pa-
cTeopom HCL 0.1 % pacreopa Sb{lll) m 'CO Se (IV)
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GuancTHaanpopantoil pogoii. [lia nocrpoeHua
rpaIyHpoBOYHON 3aBHCHMOCTH HCTIOTL3OBATH [TOJTY -
YeHHbIE PACTBOPKI ¢ KoHUeHTpauamy 11074, 5107,
1109 510°% 1'10% 5107 1107 mac. %.

Tabnwua 1
Yonoaua atoMmun - aBcopbBunoHHOrD onpegeneqia
MBILBAKE, CYPebil W CBNEHE

Cranum Temneparypa,’C
As Shb Se
BricywrBaHne 120 120 120
Qaonexwe 1200 1000 1000
ATOMWIALMA 2600 2100 2300
Ormaar 2700 2300 2700

(noTox aprona - 0.3 niuian, HE CTAGHK 3TOMMIALWK - PEXMM T3l
cTon’)

Jlna yueTa BOAMOMKHBIX 3arpaaHeHiii cTapiIHn
KOHTPOMBHBIA onbIT. Bpaau 70 Mr (KOHTPOALHEI
onbiT) U 700 Mr (AHAIMTHYECKAA HABECKA) Cephl.
KoaHuecTsn MBIIBAKA, CYPhMBI B CENEHA, HaB/e-
yeHHoe Ha 70 Mr cepil. noayyiiaock B 10 pas MeHb-
e, qem #wa 700 mr cepsl. F3 3T0ro MOMKHO 3aKT0-
I Th, 4To 00paboTHA Cephl aloTHOIT KHCI0TOH BaB-
TORAABE 1 APYTHE OMePALIMH HE MPHROIAT K 328k~
IHEHHBIM PE3VILTATAM [TPH O PeAeTeHNH MBITIbLA-
KA., CYPLMBbI 1 CEJIEHA.

Paanomenne ofipasua cepht nposojauTed HNO,
[koHLL) B aBTOKTABE JUTA VOROPEHHSA MPOLECCA H HC:
KMOUYEHNH MOTEPE ONPEIeIgeMbiy 21eMeHTOR (As.
Sh i Se). [Mpu pacTRopeHin cephl B apToRIase obpa-
ayeTcA cepHad kucioTa: 5+2HNO =H 50 +2NO.

HenodbaveMoe 3RCTPaARIHOHHOE HABTeYeHMe

MEIIEAKRA 13 pacteopos H S0, - KBruafupareisHo
o orHoweHmo K As (111}, Moaromy obpasyioipecs
TipH paaaoikeHH ofpasua cepsl cocauHenna As (V)
HeoGxoaMMo nepesecTH B TpeGyemyio dopmy. LA
nepesota As (V) r As (II) goGasnanm Kl Menibak
fiea nofasnenia Kl He ageTparypyeTed. uTo cBirae-
TEALCTEYET O MPHCYTCTEHH MBILILAKA B BRICIISN CTe-
NeHyu OKMCJIEHHA B pacTBopax pasnomeHus npod
CEPDI.

B nurepatype nposeaeHo JeTaThHOe HCCIeI0Ba -
uue akeTpakuun As (1) Genaonom ua cepHoil kuc-
A0TH paFHOI MOISPHOCTH ¢ goGasneries KBru Kl
lMokazano, 9To DPAKTHYCCKA MOHAA SHCTPAKIIHA
meltueaka (1) Habmogaerea Ha CReayommM cHue-
Tem: 6M H,SO,- 0.2MKI[4]: 10M H,S0, - 0.03M
HBr (cTenens Hapaedenna - 99.4 %) [6]. B [5] npo-
BELEHO CPABHEHNE HHEPTHBIX apoMaTHHeCKIIN Jk-
cTpareHToB No 3QPEeKTHBHOCTH H3BIeYEHHA
menueAra (I11). [lokasaxo. YTO CTENEHE HARTEYe A
MBILILAKA TOIY010M Beiue, Yem Gensoinom. B pabo-
Te | 7] onpegeneHo, 4TO CTENeHb HIRIe e HHA MBIITE-
Aka Tosryornom M3 9MH 50 - 0.1 MHBr coctasnaer
npaxtideckn 100 % OaHAKO JaHHBIX MO 3aBHCH-
MOCTH eTerne Ry mamede s As ([1) Tomvoaom oT KoH-
MEHTPALUNH CepHOH KMCI0TH H3 cynbhaTHo-0po-
MIHBIX pacTBOPOR ¢ NoGastennes Kl namu ve of-
Hapyxeno, [Moatomy B paboTte GhiTa HecneaoBaHa
serparigia As (111} Toayonom Ha pacTeopos cepHOiT
kHcnoTe © gobastennes KBr v KBr+KL [laaato-
ro B eepHyio KMeaoTy qobasnam As (1) v nposoim-
I SRCTPAKITHID TOyoIoM, 3aBHCHMOCTH CTeNeHH
mapfederdua As (1) ToayonoM oOT KOHIEHTPALHN
cepHOMH KHCA0TEL NPHBELCHS! HA pre.2.
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Pue. 2. JasscuMOCTs cTensma WaanederuA As (11} Tonyonom na cynshaTHo-SpoMuaHeX pacTROpDE O
KOHUBHTPAUAM CApHOR kuenoTei: 1 - ¢ goBasnenuen KI {D.03 M KBr+0.02 M KI), Z - 0.03 M KBr
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Puc. 3. GasncumocTs cTenawn waenesenus Sb(il) Tanyonom wa CynbdhatHo-GpoMuaHsx pacTeopos o
KOHLEHTBAUW CRRHOR BMCnoTel: 1 - ¢ gobapnenves KI (003 M KBr+0.02 M KI); 2 - 0.03 M KBr

AN onpejeteHa ONTHMATBHBLX YCA0BHI 3KCT -
parie GLUTH TAKKE HCCIeJ0BaHBl 3ABHCHMOCTH
crenern Hasneveria Sb (1) roavonom ot KOHIEeHT-
PAUHH CEPHOH KHCAOTEL, PeavibTaThl MPHBELeHk
Ha pue. 3. CTene s HIBIeueHIA MbllbAKa, G-
kad k 100 %, HaGmogaeTcs NpH KOHUEHTPALHH
H,SO_6-11 M e eayuae 0.03 M KBr+0.02 M Kl i 10-

11 M e cmyuae 0.03 M KBr Cypssma Mo iHOCTBEO 3KCT -

parvpyetci npH KonuedTpaunn H,50 6-14 M B cy-
yae 0.03 M KBr+0.02 M Kl #1 10-14 M Benyuae 0.03
M KBr. MBIIULAK 1 CYPLMa SKCTRATHPYIOTCH B BHe
MOJIEKYIAPHBIX HERTpanbHBIX Gpomiaos [5). Takmm
ofipasoM. B KAYECTRE ONTHMANBHON CHOTOME! 1UTH
HIRAeYeHHA AS M SD TOIYOI0M MOMHO BEIGpaTs pa-
cTBOP. codepmaiguii (10 M-11 M) H S0, - 0.03
M KBr + 0.02 MKI [8]. MeTonom Bee 1eH0-HaliaeHo
Gbu10 onpeaeneHo. 9To PEIKCTPAKLMA MBILITBAKA 1
CYPBLMBI BONOI Ha opraHKveckoil dhaasl ocviecTs-
JAETCANOIHOCTRIO 38 5 MUH. CIOMHYIO 3034y on-
peleneHUA MUEpoNpUMecei As u Sh e npobax cepii
MOAHO CBECTH K ONpeaeIeHHIO 9THX NpuMeceil B
Bojie. 310 00CTOATE/ILCTEO MOIBMIAET [IPOBECTH Tak-
e JOMNIHHTENLHOE KOHIEHTPHPOBAHHE MPHMeceit
B BOJE.

OnruMansHele YCIOBHA [JUIA SKCTPAKLHMK cene-
HA N0 faHHbIM Hameli paGotsl - LOM H,SO, - 0.03
M KBr. B sTux yenosnax nasnexaerca 62 % cesena.
MeTozoM seeeHO-HalIeHO ObLTO ONpeaeIeHo, 4T
PEIHCTPAKIMA CENeHa MPOXOJAHT MHIIEL Ha 4 %. [To-
3TOMY onpeje/ieHHe NPUMEeCH CelTeHa NPoBOAWIM B

TONYOMLHOM SKCTPARTE.
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Peayasrars! onpeaeieHHa npusMeceii MblIILAKA,
CYPBLMEI M CICHA B PAITHYHBIX 00 pasuax BLEICOKO-
HHUCTON Cephbl 110 NPELTATASMOI METOIHKE TPHBe 16 -
HEIBTaba. 2-4. [Iposejeno cpaBHeEHHE COLe PaHMs
ATHX npuMecen B cepe OCY-16-5. onpeaenerHoro
(o HacToAuled Metoaukre (tTabn. 2-4)c nacnopTHE-
M IAHHBIMMH HA Ccepy 3Tol MapkH. B cepe OCH-16-5
ROHUEHTPaUHA As. Sh 1 Se He JoamHAa NPeEBIUATE
210% 1 10% u2 10 mac. % COOTBETCTBEHHO.

TaGnuua 2
PeaynbTarsl onpefensHus NpMMecH Muilubska B
BLICOKOYMCTOR cepe (P=0.95 )

OBpaseu cepel| Conepxanne As, mac, L
lasosar (3x1)10° 010 | 4
OCY-16-5 (1.00+0.14) 104 016 | 8
OBpasey N1 (5.23£0.08) 10~ 001 4
OBpasey Na2 {3.6+1.2)10° 020 4
Obpasey Ne3 (2.1£0.2) 10 009 | 4
TaGnwuya 3
PeayneTatel oNpeaensHis NPHMECH CyfbMbl B
BLICOKOYACTOR cepa (P=095)
O6paseu cepei Conepxanve Sb,Mac.% s, | n
Mazosan (5.7¢+0.3)10% 003 | 4
OCY-16-5 (2.30+0.15)10* 016 | 8
OBbpasey Ne1 (2.6£0.2y10* 015 | 4
OBbpa3ew Ne2 (1.40£0.23)10® 010 | 4
OBpasey N3 (3.9¢1.5)107 023 | 4
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TaGnwua 4
PeaynbTaTel ONPEQENEHMA NDUMECH CeneHa B
BeicokouMcToR cepe (P=0.95 )

OBpasey cepul| Conepwanue Se,mac% s, | N
lazoean (104£1)10°

0.10 | 4
OCY-16-5 (1.6£0.1) 10" 0.06 | 4

Ha cpasHeHHA BIIHO, YTO Ppe3yIbTaThL ONpe/ie-
NEHHA MBILIBAKA, CYPLMBI M CEMICHA He TPOTHBOPE-
HAT AONYCTHMOMY KOJAHYECTRY ITHX AMeMENTOB B
ocobo unceToil cepe.

Mpeaen ofHAPYHEHHA MBIULAKA, CYPBMEI H C&-
nena Beepe (3s-KpHTepHii) coctasua 11107, 2107
13 107 Mac, % cooTBETCTBEHHO H MO3BOVIALT KOHT-
POTHPOBATE COAEPHKAHNE ITHX NPHUMeceil B MME0-
HIMXCH B HAITEM pacnopameHin ofpastax BeICOKo-
ypcToit cepsl. [pH HEoGXoMMOCTH BOAMOKHO CHH-
MEHME ITpefeta ofdHAPY e HITA TIYTeM BETIAPHBAHIA
PEIKCTPAKTA B MPHCYTCTBMM MogndHUKaTOpa ATA
HCRTHMeHHA MoTeph npiMeceil, Mpu yonapusaxmm
1 sun peskeTpakTa 1o 0.5 M VIAT0CE TOHU3UTE [Tpe-
Aen ofiHapy#eHHA MBIIIEAKA 10 5 107 mac, %.
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