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PeanusoBaHa BBICOKOUYBCTBUTEILHASI CXEMA 3JIEKTPOTEPMUUYECKOTO AaTOMHO-a0COPOLIMOHHOTO OIIpeaeie-
HUSI cejieHa B MUTheBOM (BOIONPOBOMHOIT) BoMe ¢ on-line KOHIIeHTpUpoBaHUeM B rpaduTtoBoii meuu (I'TT)
razoo0pa3HbIX COEOAUHEHUI 3JIeMEHTA, ITOJyuYeHHbIX Yd-00paboTKoil aHaIM3upyeMoro pactsopa. Mc-
MOJIb30BaH (DOTOXUMUUECKUIT TeHEepaTOp OPUTHMHAIBLHON KOHCTPYKLIMU TUIla “Y®d-j1amna BHYTPH IOJIOTO
LUJIUHIPUYECKOTo peakTopa”. ONTUMU3UPOBAHbI YCI0BUSI (POTOXMMUYECKOM TeHepalli U COpOLIMU Tra-
3000pa3HbIX coeauHeHu cejieHa. [IpoBeneHa oueHKa 3(hEeKTUBHOCTU psiga NePMaHEHTHBIX COPOECHTOB-
MoauduKaTopoB Ha cTaguu copouuu B I'T]: MeTamndyeckoro upuans, Kapouaos BoibdpaMa v LIMPKOHUS,
cMecHu KapOumoB BojibpaMa 1 LIUPKOHUS C aKTUBUPOBAaHHBIM yryieM. Hanbosbive aHaTuTU4eCK1e CUr-
HaJIbI CeJIeHa 3apeTUCTPUPOBAHbI C UCIIOJIb30BaHUEM rpadUTOBLIX TPYOOK, 06paGoTaHHBIX UpUAMEM. AHa-
JIMTUYECKas CXxeMa IPoBepeHa METOIOM BBEICHO—HAMIEHO, CTENEHb U3BJICUCHUST JOOABKU BJIEMEHTa CO-
craBuia 90%. HocturHyt nipenen ooHapyxkeHus Se(1V) 4.1 Hr/j1, OTHOCUTEIbHOE CTaHAAPTHOE OTKIIOHE-
HUe pe3yabTaTOB MapalIebHbBIX onpeneaecHuit He npesbiaeT 4.0% npu koHueHTpauuu Se(IV) B mpobe
Boxsl 0.1 MKT/I1.
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B coBpeMeHHBIX MeTOIaX aTOMHOI CIIEKTPOMET-
pUM IIMPOKOE PACHPOCTPaAaHEHUE ITOJYYMI TIPUEM,
IIpU KOTOPOM OIIpeIe/isieMbIe DJIEMEHTHI ITOCTYIIAlOT
B CUCTEMY BBOJIa IIPOO B BUIIE Ta3000pa3HBIX COCOU-
HeHuit [1]. Takass TexHMKa IO3BOJISIET MOBBICUTH
YyBCTBUTEIBLHOCTb OIpeNeIeHNI U OTOEJIUTh MaT-
pUYHbIE KOMITOHEHTHI. [1pu 3TOM BO3MOXHO IIpOBE-
CTU KOHLIEHTPUPOBAHME 3JICMEHTOB Ha XKMIKOM WU
TBepmoii pase [2—4], a Takke HeXpoMaTorpadmieckoe
onpeaeyieHUe UX Pa3IdndHbIX XUMU4YecKux gopm [5].
Ha cerogusmiamii meHb OOJBIIMHCTBO KOMMEPYECKHI
JIOCTYITHBIX CIIEKTPOMETPOB YKOMILJIEKTOBAaHbI PTYT-
HO-TUAPUIHLIMUY IPUCTAaBKaMU JIJIs TeHEpalliy IIapoB
PTYTH TIO CITOCOOY “XOJ0THOTO Mapa” M Ta3000pa3HbBIX
ruapunoB As, Se, Bi, Te, Sn, Sb, Ge, Pb, a Takxe He-
KOTOPBIX TMEPEXOAHBIX [6] M OJIArOPOIHBIX METAIOB
[7]. JdaHHBIE CTTOCOOBI XUMWYESCKOM TeHepallu JIeTy-
Y1X IPOU3BOIHBIX aHAJIMTOB XOPOIIIO M3yYeHbI U Xa-
PaKTEPU3YIOTCSI BBHICOKUM BBIXOJIOM IIPOIYKTOB, a

TaKKe OBICTPOTOM TIpoTeKanus peakuuu [8, 9]. [pu
5TOM CYIIIECTBEHHO CHIKAIOTCS TIpeesIbl OOHapyKe-
HUS BJICMEHTOB.

IMapamienbHO pa3BUBAIOTCS aTbTepPHATUBHbBIC TTOMA-
XOIbl TeHEpalMM Ta3000pa3HbIX COEMUHEHUI OoIpee-
JIIEMBIX BJIEMEHTOB, OJHUM U3 KOTOPbIX siBJsieTcs: o-
ToxuMmu4deckast reHepauus [10]. doroxumudeckue pe-
aK1M¥ MPOTEKAIOT MPU YIbTpa(hrogIeTOBOM O0TydeHUN
aHAJIU3MPYEMOT'O PACTBOPA B TPUCYTCTBUU HU3KOMOJIE-
KyJIIpHBIX opraHndeckux coeauHennii (HMOC) [11].
Ilo cpaBHEHUIO C TPAAUIIMOHHBIMU CIIOCOOAMU, TaKast
aHAJIMTUYECKAs CXeMa IPoLle U UMEET, KaK IMpPaBuIo,
Oosnee HU3KWMIA (hoHOBBIN curHa [ 12]. Kpome Toro, ymc-
JIO 3JIEMEHTOB, KOTOPbIE MOTYT 00pa30BbIBATh JIETYUNE
COEIMHEHMST, MAKCUMATbHO CPeIA BCEX CITOCOOOB U JI0-
cturaet 24 [13].

C ucCroab30BaHUEM TEXHUKU (bOTOXPIMI/I‘-ICCKOﬁ

reHepauuu (®XI) neTyuyre NMpou3BOIHbIE aHAJIUTA
OIPENEIISTIOT METOIaMM aTOMHOI CIIEKTPOMETPUM:
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aTOMHO-3MUCCHUOHHOM CIIEKTPOMETPUU C WHOYK-
THUBHO CBSI3aHHOM IMJIa3MO U MUKPOBOJIHOBOM IJ1a3-
MO, aTOMHO-(JIYOPECLEHTHOM  CIIEKTPOMETPUU
(ADC), Macc-CITIEKTPOMETPUM C UHAYKTUBHO CBSI3aH-
Hoit turasmoit (MC-UMCII), a Takke aTOMHO-abcopO-
LIMOHHOI crnekTpoMeTpun. Hanboee Hu3Kue 3Hade-
HUS IIpeesioB ooHapyxKeHus Ha ypoBHe 0.01 MKT/J1 10-
CTUTHYTHI ¢ HcIrojib3oBaHueM MmetogoB MC-UCII n
ADC. C npuMeHeHUEM COPOLIMOHHOTO KOHLIEHTPU -
pOBaHUs, HalpuMmep cejieHa HaHodactuuamu TiO,
npu OXI" u3 cycrieH3un copbeHTa, Ipeaea ooHapy-
KeHus coctaBua 8 X 10~4 Mxr/n Se(IV) [14]. ng me-
TOAOB aTOMHO-3MUCCUOHHOI U aTOMHO-a0COpOLIM-
OHHOM CIIEKTPOMETPUM CpeIHUE Mpeaesibl O0Hapy-
XKEHUSI, KaK IIPaBUJIO, HA MOPSIOK BHIIIE. ATOMHO-
a0COPOLIMOHHYIO CIIEKTPOMETPHUIO IJIUTSIILHOE Bpe-
MsI IIMPOKO MCIIONBL3YIOT B COYETAaHMU C OOPOTUII-
pUIHOI reHepaleii 1 MeTOIOM “XOJIOIHOTO Itapa”
[15]. KpoMe Toro, mpu 3J1eKTpOTePMUUECKOM aTOMU-
3al1K COPOLIMIO JIETYYNX IPOU3BOIHBIX YIOOHO IIPO-
BOIUTH B rpaddMTOBOI Ieun crieKTpoMeTpos [16, 17].
ITpu aToM Tipenen oOHapyxeHus, Haripumep Se(1V),
cocraBua 4.1 ur/m [17]. YToOBI 06eCIIeYnTh BEICOKYIO
3¢ PEeKTUBHOCTHL COPOIIMM TpedyeTcsT 00paboTKa rpa-
(GUTOBHIX TITeYeii cieMaabHBIMU COPOCHTAMU-MOIM -
dukaTopamu, xkKeJiaTeJIbHO TePMOCTOMKMMU (IIepMa-
HEHTHBIMH), YTOOBI HE TPATUTh BpeMsi Ha 00paboOTKy
rpaUTOBOM TPYyOKHU Tiepen KaXKAbIM IIUKJIOM COpO-
muru—aroMu3auuu. OgHUMUA U3 3PHEKTUBHBIX HEp-
MaHEHTHBIX COPOEHTOB-MOIMN(MUKATOPOB IPU OIIpe-
JIeJICHUU TUAPUI00PA3yIoIIUX 3JIEMEHTOB SIBJISIOTCS
KapOuIbl IMPKOHUS U BoJibdpaMa [18], a Takke me-
Tayummdeckuii upuauii [19]. XapakrepucTukm psma
COpOCHTOB-MOANMUKATOPOB U3Y4YEHBI IJIsI Caydasi
(GOTOXMMUUECKOIT TeHepallui 1 KOHLIEHTPHUPOBaHUSI
JIETyYMX IIPOMU3BOOHBIX MBIIIBSIKA W MAapOB 3JEMEH-
tapHoii ptytu [20, 21]. Hannyuiyio a¢heKTUBHOCTh
IIpU OIIPEACICHUN MBbIIIbSIKA IIPOSBUI CMEITaHHBIA
copOoeHT-MognUKaTOp M3 KapOuma BoabdpaMa m
aKkTUBMpoOBaHHOTro ymisi (AY), a mWisl omnpenaesieHus
PTYTHU — 30JI0TO.

KauectBO 1 TpeOOBaHUsI 0€30MaCHOCTU ITUTHEBOIA
BoIbl B Poccy persiamMeHTUPOBAHBI HOPMATUBHBIM
TOKyMEHTOM [22], KOTOpBI yCTaHaBIWBAaCT IOITY-
CTUMOE COfiepXKaHUsI ceJieHa B BOJIOTIPOBOIHOM Bojie
He 60onee 10 MKT/1 1 peKoMeHayeT (hJIyopeCIie HTHBIA
MeTo onpenesieHns1 ero KoHueHTpauuu [23]. Ipe-
JieJl OOHApYKEHUST DJIEMEHTa COCTaBJISIET TIPU 3TOM
100 Hr/n, Tuara3oH OIpeneIsIeMbIX COIEePXKaHUM OT
0.1 mo 5 mxr/n1. Kpome Toro, numerorcst opuaaibHO
YTBEPKIEHHbIE METOAUKU TMPSIMOTO 3JIEKTPOTEPMU-
YeCKOro aTOMHO-abcopoLmoHHoro (2—50 MK/ Se)
[24] m aTOMHO-3MUCCUOHHOTO C MHAYKTUBHO CBSI-
3aHHOI1 ria3moit (5—10000 mkr/i1 Se) [25] onpenene-
Hug ceneHa. [lepeuncieHHbIe METONBI aHAINU3a UC-
MOJIb3YIOT B OCHOBHOM JIJISI KOHTPOJISI TIPEBBILLICHUS
COJiep>KaHMsI CelieHa B TMUThEBBIX BOAAX C LEJbIO
MPeIOTBpallleHUs €ro TOKCMYHOro BosaeictBus. C
JIPYTOil CTOPOHBI, U3BECTeH (PAKT OTPULIATEIHLHOIO
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BJIMSIHUS NeUlMTa cejieHa Ha OpraHu3M 4YesloBeKa.
11 KOHTpOJISI TMOMOOHBIX CUTYyallMidi HEOOXOIMMBbI
METONMKHU, MO3BOJISIIONINE OTIPEIEIsITh CeJIEH B IIPO-
IyKTax MUTaHWsl, B TOM 4YKcCJie B TUTbEBOI BOlie, Ha
ypoBHE Ha 2—3 TopsiiKa HUKEe YCTaHOBJICHHBIX 3Ha-
yeHuit [22].

Ilens HacTosIIEl paboOThl — pa3padoTKa yCIOBUM
OIpenesieHUsl cejieHa METOAOM 3JIEKTpOTepMUYe-
CKOl  aTOMHO-a0COpPOLIMOHHONW  CHEKTPOMETPUU
(OTAAC) B uTheBOIi (BOOOIPOBOAHOIT) BOAE TTOCE
(GOTOXMMUYECKO  TeHepaluu/OTTOHKU  JIETy4YMX
MPOU3BOJIHBIX JIEMEHTA U KOHLIEHTPUPOBAHUS UX B
rpaUTOBOIi TEeYM aTOMHU3aTopa MepMaHEHTHBIMU
copbeHTaMHU-MOoau(pUKaTOpaMU.

BOKCINEPUMEHTAJIbHAA YACTb

Oo6opynoBanne. B pabote ncnonb3oBaIm aTOMHO-
abcopOIMOHHBIN criekTpoMeTp AA-6800 ¢ GJI0KOM
anekTporepMudeckoit aromusaunu GFA-EX7 u aB-
togo3atopoM ASC-6100 (Shimadzu, Anonus); uc-
TOYHUK PE30HAHCHOTO U3JTyUYeHUST — JIAMITY C [TOJIbIM
katonoM Ha cejieH (Hamamatsu Photonics, fmmo-
HUS); TpacUTOBBIC ITIEYU ¢ MUPOITOKphITHEM (Schunk
Carbon Technology, I'epmanust). [TpuMeHsin pexu-
MBI pabOTHI CIIEKTPOMETpPaA, PEKOMEHIOBAHHBIE TIPO-
U3BOAMTEIEM  OOOpYIOBaHUS:  JUIMHA  BOJIHBI
196.0 uM, mMpMHA criekTpajabHOM 1eau 0.5 HM, pa-
0OYMIi TOK JIAMII C IOJIBIM KaTonoM 15 MA. M3mepsie-
MO BeTMIMHOM BO BCEX DKCIIEpUMEHTAaX OblJIa MHTE-
rpajgbHasi abcopOnusi.

PexxrMbl paboOTHI 37€KTPOTEPMHUYIECKOTO aTOMM-
3aTopa NpuBeaeHbI B Tabi. 1. Temreparypy KOHIIEH-
TPUPOBAHUSI BHIOUPAIN ITYyTEM ITOCTPOCHMS TEMIIE-
paTypHBIX 3aBUCUMOCTEN aHAIUTUYECKUX CUTHAIOB
(AC) snemenToB B nuarazoHe 20—700°C. I1pu teM-
nepartype Bbiie 700°C mpoucxogutT nedopmanus
KBaplieBOTO JO3MPOBOYHOIO Kamwuisipa. Temmepa-
Typy aTOMU3allM1 BBIOMpPAJIU MO TeMIlepaTypHOIi 3a-
Bucumoctu AC »3jeMeHTOB B auamnaszoHe 1700—
2600°C. is upuaueBoro copoeHra-mMoanudukaTopa
MaKCUMaJlbHasl TeMIlepaTypa Ha CTaausiX aTOMU3a-
UM ¥ OYMCTKU TIpadUTOBOM II€YM HE IMpeBHIIIaja
2150°C, Tak Kak mpu 0ojsiee BLICOKOII TeMIlepaType
IIPOUCXOIUT MHTEHCUBHOE MCITapeHue npuaus [26].

ITompobOHOe onmcaHWe CXeMBbI DJIIEKTPOTEpPMUIE-
CKOT'0 aTOMHO-a0COPOILIMOHHOTO OTIpeNeIeHUs dJie-
MEHTOB C (pOTOXMMUYECKON reHepanueii ux razoo0-
pa3HbIX COEAMHEHUN U KOHUEHTPUPOBAHUEM COp-
OeHTaMu-MoguduKaTtopaMu B TpadUTOBOU Tieuun
(puc. 1) mpuBeneHo B padorax [20, 21]. AHanM3uUpye-
MBIt pacTBop ¢ mobaBkoit HMOC mpokaunBanm de-
pe3 (poToOXMMUYECKUI reHepaTop, B KOTOPOM IIOM
BO3JIEMCTBYEM YJIbTPadUOJETOBOIO U3IyYEHUS TIPO-
KUCXOAUJIO OOpa3oBaHUE JIETYUYMX TTPOU3BOJHBIX aHa-
Juta. Ha BbeIxode u3 reHeparopa Mocje Ta30XKui-
KOCTHOTO cernaparopa ra3oByio a3y Halpapisiid B
MOIN(UIIMPOBAHHYIO TPaUTOBYIO TIeUb IS KOH-
Ne 11
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Taoauuna 1. TemnepaTypHasi TporpaMMa 3JIEKTPOTEPMUIECKOTO aTOMU3aTOpa

Cranus Temnepatypa, °C IIponomXuTebHOCTh CTaAuM, C IToTok 3a1uTHOrO rasa, j/MUH
Haxonnenue 20—-700 5—180 min
[Muponus 20—700 10 min
ATOMU3ALIUSA 1700—2600* 3 0
Ouncrka 2600* 2 1.5

* Bepx#nsist rpanuiia nuarazona 2150°C mis upuaueBoro MoaudukaTopa.

LEHTPUPOBAHUS, 3aTeM JIJI aTOMU3ALIUA U U3Mepe-
Husg AC aHanuta. JleTtyure Ipou3BOIHEBIC 3JIeMEHTa
MOyYar MpU NoMoIIM (OTOXUMHUYECKOTO TeHeEpa-
TOpa OPUTMHAJIBHOM KOHCTPYKLIMM TUIIA ‘“JlaMIia
BHYTpU nojioro muiauHapa” [27] (puc. 1). B renepa-
TOpEe TIPOUCXOIUT O0ydeHEe TOHKOTO CJIOSI PACTBO-
pa, MPOTEKAIOLIETO MEXAY CTEHKAMU KOJIObI JIAMITBI-
U3IydaTeds W OUWIMHIOpPA, B KOTOPBIA MHOMeIlleHa
nmammna. JnameTp moJocT OuianHApa Ha 1—1.5 MM
0oJIBIlIe TaMeTpa KOJIOBI JIAMITBI, 9YTO IO3BOJISIET 00-
JIydaTh TOHKUI CJIOM pacTBOPA U TOCTUTATh BHICOKOIA
a(pdexkTuBHOCTU mpoliecca. B rpaduToByio neys na-
PBI TTOJAIOTCS Yepe3 KBaplEeBbIi JO3UPOBOYHBIN Ka-
NUJUISIP, KOTOPEIM IIepeMelaeTCs ¢ IIOMOIIBIO CIIe-
LIaJIbHOTO YCTPOMCTBA, 3aKPEIUICHHOIO Ha KOPITyCe
CIIEKTPOMETpa U ITO3BOJISIIONIETO OITyCKaTh KaIlWJI-
JISIp TOYHO B IO3UPOBOYHOE OTBEPCTHE HA HEOOXOI M-
MYIO TJIyOMHY B XOJ€¢ KOHLEHTPUPOBAHUS U 3aTeM
WU3BJICKATh €T0 TIepe/l CTaauei aToMU3alni.

PeaktuBbl M MaTepuainl. PacTBopbl M3BECTHOI
KOHIICHTpAallMM CeJieHa TOTOBWJIM TIOCJIeIOBATEIb-
HbIM pasbaBreHneM I['CO cocraBa Se(IV) 7340-96
(OO0 “lleHTp cTaHDapTHHIX 00Pa31IOB 1 BBICOKOUM -
ctoix BemiectB” , CankT-IletepOypr). KoHuenrpamust
ceJieHa B pacTBOpe, MCHOIb3YEMOM IIJIsI ONTHMM3a-

LUK PEXKUMOB (POTOXUMUUECKOM reHepallii,/OTIOH-
KU ra3000pa3HbIX COeAMHEHUI aHaIUTa, BCerma co-
crasisia 0.5 MKr/.

st MomudumMpoBaHus TpaUTOBBIX TIeUeil uc-
MOJIb30BAIA PACTBOPbI MEKCAXJIOPUPUINEBOI KUCIIOThI
H,IrCly 9., TY 2625-022-00205067 (OAO “Aypar”,
Poccus); Bonbdpamara Hatpusi Na,WO, - 2H,0 u. 1. a.,
TI'OCT 18289-78, (3AO “PeaktuB”, Poccust); nupko-
Hus xyuopokcuaa, ZrOCl, - 8H,O x. u., (AO “Jlenpe-
aktuB”, CankT-IleTepOypr); a Takke CyCIeH3Un KO-
KOCOBOT'0 aKTUBUPOBaHHOTO yriist PJ1240W—60 (®Pu-
JIMTIIAHBI).

HuskoMomeKyasapHble OpraHUYecKUe COCIIHE-
HYS 15T OTOXMMHMYECKOM TeHepalliy JIETYIHX TIPOr3-
BOJIHBIX CceJIeHa: JIeAsTHAsI YKCYyCHAasI KUCI0Ta KBaaudu-
Kaiuu ACS (J.T. Baker, CILIA) 1 mypaBbUHast KUCTIOTA
kBamudukaimu ACS (Sigma-Aldrich, CIIIA).

B xauecTBe 3aIIMTHOTO ra3a CIIEKTPOMETPa, a TaK-
Ke TpaHcIopTHoro raza st @XI™ ucrnoab3oBajiv ap-
TOH MOBBIIIEHHOM YUCTOTHI 99.998%, TY 2114-007-
05761821-2002 (BAO “Kybanprexra3”, Poccus).

Pa3paboTanHbIil TTOIXOI arpoOOMpPHUBAIM CITOCO-
0OM BBeJICHO—HAIEHO C MCMOJIb30BAaHUEM BOJO-
MPOBOIHOM BObI.

doroxumuyeckmnin Ar
reHeparop ll /——\ Jleryuue
( MIPOU3BOIHBIC
ceJieHa
| I’XC
Ar
Hacoc
l'lpo6a
N DTAAC
CiusB J
- \ 196.0 HM

Puc. 1. Cxema naMepeHuit METOIOM 2JIEKTPOTEPMUYECKOIT aTOMHO-a0COPOLIMOHHOM CITIEKTPOMETPUHU ¢ (DOTOXMMUUECKOI Te-
Hepalyeil 1 KOHUEHTPUPOBAHUEM JIETYYMX MTPOU3BOIHBIX cesieHa [21].
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Copoentei-Moau¢ukaTopsl. [10AroToBKY copbeH-
ToB-MoaupukaTopoB B [Tl crekrpomerpa ocy-
IIECTBISUIM TEPMMYECKO 00pabOTKOII pacTBOPOB
METaJIIoB ¢ 1obaBKoit [28] 1 6e3 modaBkm [20] akTH-
BUPOBAHHOTO yIJis. Jisi 93TOro naTUKpaTHO T03UPO-
Basiv B I'TI o 100 MKJI pacTBOPOB/CycrieH31i1 COeIMHE-
HUI LIMPKOHMS, Bojibdpama, npuavs. KoHieHTpammm
9THUX PACTBOPOB MONOUPAIM TaKMM OOpa3oM, YTOOBI
KOHEYHBIC MacChl METaJJI0B cocTaBiisuin 250—500 MKT.
buimm monroroBiaeHs rpaduTOBBIE TPYOKM, 00pado-
TaHHbIE PACTBOPOM UPUIUS (COPOSHT-MOAUMDUKATOP
METAJUIMYECKUI WPHUANIT), pacTBOpaMU LIMPKOHUS
(ZrC) u Bonbdpama (WC), cycneH3neil akTUBUPO-
BaAHHOTO yTJIsI B pacTBopax uupkoHus (ZrC + AY) u
Bosbppama (WC + AY). AKTUBUPOBAHHBIN Yyrojb
Mepe. MCIIOIb30BaHUEM IIPeaBapUTEIFHO N3MeIbuya-
JIM Ha MEJILHUIIE U IPOCEUBAIM YEPE3 CUTO C pa3Me-
poMm stueek MeHee (.12 Mmm. 711 TOMOTeHU3AINU CyC-
MIEH3UI UCITOIb30BaIM MEXaHNIECKOe IIepeMEIIBa-
HMe. Macca akKTMUBUPOBAHHOIO YTIJISI B TpaUTOBOM
nmeuyu coctapisiia 1—2.5 mr. 3arem I'TI HarpeBanu B
COOTBETCTBUU C TEeMIIEpaTypHBIMU IIpOrpaMMaMu,
NpUBEICHHBIMHU B padoTe [28].

OnTuMu3anys peKuMoB padoThl (POTOXMMHYECKOTO
reHepaTopa v cXeMbl KOHIEHTPUPOBAHUS/ATOMU3ALUH.
IIpouenypa onTUMM3ALUU PEXUMOB (POTOXMMUYE-
CKOM TreHepaluM JeTy4UX IIPOM3BOAHEIX CeJIeHa
BKJIIOYaJjia 3Tallbl, aHAaJIOTMYHbIE OIMCaHHBIM B pabo-
tax [20, 21, 27]:

— obocHoBaHMe BeIOOpa Heodoxoaumoro HMOC u
€ro KOHLEHTpaLl1U;

— omnpenenieHne 3aBucuMocT AC cejleHa OT CKO-
POCTH MOTOKA IIPOOHI;

— onpenenieHne 3aBucuMoct AC celieHa OT CKO-
POCTH TIOTOKA ra3a-HocuTes (aproH), IogaBacMoro
B (DOTOXMMUUECKUIT PEaKTOP.

Ha nganHoM 3Tare MCHoJb30BaiM TI'paUTOBYIO
TpyOKy, oOpaboTaHHyto upuaueM. [TpogomKkuTensb-
HOCTD 3Talla KOHIIEHTPUPOBAHMS TaK Xe, KaK 1 B pa-
oote [17], cocraBmia 60 c. IlpexBapureabHble TaH-
HbIE 110 ONITUMM3ALIMU YCJIOBUI reHepalui,/OTTOHKYU
razoo0pa3HbIX COeAUHEHUI cejleHa ObUIN ITOIyYeHBI
B paborte [27] ¢ ucrmoabp30BaHUEM HOBOTO (DOTOXMMMU -
yecKoro reHepartopa napos misgs MC-WCII-onpene-
JICHUSI 3JIEMEHTOB (B TOM YHCJIe U Se), KOTOPBII IIpr-
MEHEH B HACTOSIIIEe padoTe.

3HaYeHHe KaxKI0ro U3 UCCIeAyeMbIX TapaMeTpPOB
BBIOMpAJIM, OPUEHTUPYSICh HA MAaKCUMaJIbHOE 3Haye-
Hue AC ceneHa.

OnTUMU3MPOBAHHBIE TAaKMM OOpPa3oM PEeXKNMBI
doTOXMMMUYECKOiT TeHepallui ¥ OTTOHKM ra3000pa3-
HBIX COeIMHEHMI ceJieHa Jajiee IPUMEHIIN IJIsI U3y-
yeHus: 3¢p(HEKTUBHOCTU MCIOJIb3YEMBIX COPOSHTOB-
MOIU(MUKATOPOB U IIPU aripodaliii CXeMbl aHaIKu3a.

B xagectBe HMOC mcrionb3oBanm BOOHBIE pac-
TBOPbI MYPaBbUHOI M YKCYCHOM KMCJIOT. MI3BeCTHO
[29], uTo mpu hoToxuMuyeckoit 06paboTKe pacTBO-
poB ceneHa(IV) B mpucyTcTBUM MypaBbUHOM KHMCJIO-
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ThI 00pAa3ylOTCsI TUAPUA U KapOOHUJ celieHa, a Mpu
HCITOJIb30BAaHUM YKCYCHOIM KMCJIOTHI — AUMETHIICE-
JieH. Conepxanne HMOC BapbupoBaiu B 1Manas3o-
He ot 0.1 10 60 06. %. [1poJOJLKMUTETBHOCTD BO3IEI -
ctBust Y®-usinydyeHUs] BapbUPOBaIN, U3MEHSISI CKO-
poCTh mOTOKa MpoObl B muamna3oHe or 0.8 mo
9.0 mi/MuH. JJISI 3TOr0 yCTaHABIMBAJIM HEOOXOMM-
MYIO CKOPOCTh BpallleHUsI TTePUCTAIbTUUECKOTIO Ha-
coca. CKopocTh NOTOKAa MHEPTHOIO T'a3a BapbUpOBa-
I TIPpY TOMOIIM POTaMeTpPOB B auamnaszoHe 0—
300 mu1/MUH.

PE3VJIBTATBI 1 X OBCYXIEHHUE

KonneHnTpanuss HU3KOMOJIEKYJISAPHBIX OpraHuye-
CKHX coeauHeHuid. OTTuMajbHasi KOHIEHTpalus pe-
areHTa 3aBHCUT OT THUIIA MCIOJB3YEMOI'O PeaKTopa.
Kak npaBuio, oHa BBILIE IJIsI CUCTEM, TIe IPOMCXO-
JIUT OOJIy4YeHUE TOHKMX CJIOEB aHAJIM3UPYEeMOTO pac-
tBopa [30], m Hmxe maa “batch-cucrem” (cratude-
ckoro turna) [31]. ITo-BuaguMoMy, B MOCIASAHEM CITy-
yae, MHTCHCUBHOE IorjionieHue YdD-uzimydyeHus
mostekyinamMu HMOC mpenrsITcTByeT IMpOTeKaHUTO pe-
akuuu B Tojie pactBopa. Ilo 3Toif npuynHe npej-
MMOYUTAIOT MCIIOJb30BaTh MCHbIINE KOHILIEHTPAIMU
(GOTOXMMHUUECKMX peareHTOB. B TOHKOIUIEHOYHOM
peakTope, KOTOPBI NCIOJIb30BaH B HAILLIMX UCCJIEN0-
BaHUSIX, BOBMOXHO IIpUMEHEHIE 00JIee BLICOKIX KOH-
neHTpaunmit HMOC, 9To TTOBBIIIAET BBIXOI JIETYUMX
IMPOU3BOIHBIX OIPEEISIEMbIX JIEMEHTOB. 3aBUCHMO-
CTU aHAJIMTUYECKOIOo CHTHaja cejieHa OT KOHIIEHTpa-
Uy (POTOXMMUYECKMX PEareHTOB WLIIOCTPUPYIOT
MaKCUMAaJbHBIM BBIXOH Ta3000pa3HbIX COCIAMHEHUWI
3JIEMEHTA U3 pacTBOpa Ha OCHOBE OMOVICTWLIMPOBAH-
HOI BOIBI B TIPUCYTCTBUM Mcnoiab3yeMbix HMOC ¢
KOHLIeHTpauueii 1 06. %. [1pu 3ToM HanbOJIbIINI BbI-
XOJI HabmogaeTcs st (POTOXMMMUYECKOTO pearcHTa Ha
OCHOBE MypaBbMHOI KUCIOTHI (puC. 2, KpuBas ). g
MpoObl BOIOIPOBOAHOM BOIbLI 3TO COOTHOIIEHUE W3-
MeHsIeTcsI, MaKcuManbHblii AC cejeHa TOCTUTHYT B
MIPUCYTCTBUM YKCYCHOI KMCJIOTBHI C KOHIICHTpaILIei
15 06. % (puc. 2, kpussie 2 u 4). Takoe yBeIn4eHne
KOHIIEHTpaLy (OTOXMMUIECKOTO peareHTa, 1o-By-
IVMMOMY, HEOOXOIMMO IJIsl YCTPaHEHUSI HETAaTUBHOTO
BIUSIHUSI TIOCTOPOHHUX BEIIECTB B MpoOe Bonbl. B
JaJbHENIIeM B Ka4eCcTBe (DOTOXMMUYECKOIO pearcH-
Ta MCIIOJb30BaJIM YKCYCHYIO KHMCJIOTY C KOHIIEHTpa-
umeit 15 06. %.

CKopocTh IOTOKA TPAHCIOPTHOIO ra3a. MiHepTHbINM
ra3 (Ar) momaeTcsl BHyTpb (hOTOXMMHUYECKOTO peaK-
Topa (puc. 1) 1 cIyXuT ajist 6apOOTUPOBAHUS peaK-
IMOHHOI CMECU M TPAaHCIIOPTUPOBKU O0Pa3yIOIINX-
cs Ta3000pa3HBIX MPOIYKTOB B TPaMTOBYIO IICYb.
IIpu 5TOM OH 3aHMMAaeET B peaKToOpe OIpeAcICHHBII
00BbeM, KOTOPBIii YBEJIMYUBACTCSI C POCTOM CKOPOCTU
noroka. Kak cieacTBue, MU3MEHSIETCSI BpeMsI HaXOXK-
JICHUS pacTBOpa B TeHepaTope U BpeMs (POTOXUMUYE-
CcKoii peakuuu. B 1eoMm Ha xapakTep 3aBUCUMOCTU
AC OT CKOpOCTH ITOTOKA MHEPTHOTO T'a3a BAUSIET 3¢-
Ne 11
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Puc. 2. 3aBUCUMOCTh aHAJTUTUIECKOTO CUTHAJIA 3JIEMEeH-
Ta OT KOHUEHTPALIMU HU3KOMOJEKYJSIPHBIX OpraHuve-
CKUX coenuHeHuit: I — BomHblil pactBop Se(1V) ¢ mypa-
BbMHOI Kucnotoit, 2 — Se(IV) B mpobe BogompoBoaHOIT
BO/IBI C YKCYCHOM KMCJIOTOM, 3 — BomgHbIN pacTBop Se(1V)
¢ yKcycHoii kucnortoit, 4 — Se(IV) B mpobe BogonmpoBoI-
HOM BOIbI C MypaBbUHOM KUCJIOTOM.

($EKTUBHOCTh HECKOJIBKMX IMPOIIECCOB: 0apOOTHUPO-
BaHMsI, TPAHCIIOPTUPOBKM 1 BPEMEHU KOHTAKTa Jie-
TY4YUX IIPOU3BOAHBIX JIEMEHTOB IIPY TUHAMMNYECKOM
copoummn copbeHTaMu-MoauduKaTtopamMu. PaHee
MOKa3aHo, YTO 3(P(hEeKTUBHOCTH TPAHCIIOPTUPOBKU 1
COpOLIMM MapOB 3JEMEHTOB MNPAKTUYECKU HE M3Me-
HSIIOTCSI B MICCJIEAYyeMOM JMara3oHe MTOTOKOB MHEPT-
Horo ra3a [21]. Takum obpa3om, BKJIAaIOM JIBYX ITO-
cliemHUX (pakTOpoB MOXKHO TIpeHeOpeub. C yBemmde-
HHMEM IIOTOKA ra3a B 3TOM CiIy4yae IIPOUCXOOUT
oxugaeMblii poct AC cejieHa, CBSI3aHHBIN C yBeJIn4e-
HUeM 3P GeKTUBHOCTU 6apOOTHPOBAHMS pacTBOPA, 10
120 mn/muH (puc. 3). [Ipn manpHelimeM yBeTUIeHUNA
CKOPOCTH MOTOKAa MHEPTHOIO ra3a Ha MEpBBIA IUIaH
BBIXOOUT (paKTOp BpeMeHU (HOTOXMMMUUYECKOI peak-
LI, KOTOPOE IIPU CKOPOCTHU BhIie 120 M1/MUH OKa-
3BIBACTCS HEIOCTAaTOYHBIM. TakuM oOpa3oM, IS
JajbHelIe paboTH UCIIOIb30BaJI CKOPOCTh IIOTO-
Ka TpaHcnopTHoro raza 100 Mj/MuH.

CkopocTb noToKa npoobl. J1j151 MPOTOYHBIX CUCTEM
BpeMs1 BozneicTBUsl Y D-uznydeHus1 IBMEHSIOT ITy-
TeEM BapbUPOBAHMS IJINHBI pEaKIIMOHHOI 30HHI [25],
OCTAaHOBKHM IIOTOKA Ha oIlpelnejicHHoe Bpems [14],
JINGO C TIOMOIIBIO YIIPaBJIEHUS CKOPOCThIO TTOTOKA
poGkI [16]. B mocnennem ciydae 3aBucumoctb AC
OT BapbUPYEMOTO NlapaMeTpa OKa3bIBa€TCS CJIOKHOM,
TaK Kak onpeaesseTcs AByMs (hpakTopaMu: COOCTBEH-
HO BpeMeHeM OO0JIydeHMUsI, a TaKXKe UBMEHEHUEM KO-
JIMYeCTBa aHAJIMTA, MOCTYIAIOIIETO B PEAKTOP B €U~
HuUIy BpeMeHH. Kak BumHo 13 puc. 4, TIpy yBeJIMUYCHUT
CKOPOCTHU TTIOTOKA Ha HAYaJIbHOM Y4acTKe 3aBUCMMOCTH
aHAJIMTUYECKUI CUTHAJ TIOBBIIIAETCS M JOCTUTaeT
MaKCHMyMa Mpu TToToke rmpoosl 10 mii/mMuH. [Tpu nans-
HelleM yBeJIMYEeHUM 3TOro TapaMeTrpa BeJUMYMHa
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IMToTok MHEpTHOTO rasza, Mj/MUH

Puc. 3. 3aBUCHMOCTh aHAIMTUYECKOTO CUTHAJIA CeJIeHa
OT CKOPOCTH IMOTOKA MHEPTHOTO rasa, mofaBaeMoro B ¢ho-
TOXUMUYECKUI peakTop (CKOPOCTh ITOTOKA IPOGKI
10 mu1/MUH).

AC yMeHbIIIaeTCsl M3-3a HEAOCTATOYHOIO BpEeMEHU
doTOXMMUUECKOI peaKIInu.

DddekTHBHOCTD copOeHToB-MOAN(UKATOPOB.
MonudunupoBaHue rpa¢UTOBOI TeUu CHEKTPO-
MeTpa B 3HAYUTENbHOI CTeNEHU U3MEHSIET TeMITepa-
TypHBIE XapaKTEPUCTUKHU TTPOTEKAIOIIMX B HUX TIPO-
1IECCOB — COpOLMM U aTOMU3allMu aHaJIUTOB. Pe-
3yJbTaThl ONTUMU3AIUN TEMIEPATYPHBIX PEXKUMOB
9TUX cTaguii (Tabj. 2) moka3ajln OAUHAKOBEIC OMNTU-
MaJibHbl€ TeMIIepaTypbl COPOLIMU BCEX JIETYYUX MPO-
M3BOJHBIX CeJieHa U MOoCcieAyoNel aToMu3auu s
rpaUTOBBIX TPYOOK, MOAUMDUIIMPOBAHHBIX UPUIM-
em (Ir): 200 u 2150°C coorBercTBeHHO. OGpas3yio-
IIMICS B IPUCYTCTBUU YKCYCHOM KUCTOTHI AUMETUII-
cejieH HauOoJjiee 3(PpGheKTUBHO COPOUpPYETCS BCEMU
MCMOJIb30BAaHHBIMU COpPOeHTaMU-MoaudUKaTOpaMu
npu 700°C. T'mapua u KapOOHMJI cejieHa B MaKCHU-
MaJbHOU CTENeHU COpOUPYIOTCS IIPU KOMHAaTHOM

1.00 -

0.75 |-

0.50 |-

0.25

Hopmuposannas abcopOmust

0 5 10 15 20
[ToTok mpoOkI, MJI/MUH

Puc. 4. 3aBUCMMOCTb aHAJIUTUYECKOTO CUTHAJIa CeJIeHa
OT CKOPOCTH ITOTOKA MPOOHI.
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Taoauuoa 2. OnTMMaIbHbIe TEMITEPATyphl KOHIIEHTpUpOoBaHUs U atoMu3anuu (°C) ra3oo00pa3HbIX COeNMHEHUM celieHa

Cop0OeHT-MonuduKaTop
CoennHeHNE
ZrC ZrC + AY WwC WC + AY Ir
SeH,, SeCO 20/2600 400/2600 700/2300 20/2400 200/2150
Se(CH3), 700/2600 700/2600 700/2300 700/2400 200/2150

TeMrepatype rpacduToBbIMU Tpyokamu c¢ ZrC u
WC + AY; ipu 700°C copbeHTOM-MOINPUKATOPOM
n3 WC; rpadpurtoBoii TpyOKOit, 00padbOTAaHHOI CMe-
coio ZrC + AY, ipu 400°C.

ConocraBneHue 3(p¢GeKTUBHOCTEN MCCIeAyeMbIX
copbeHTOB-MonudukaTopoB (puc. 5) mas DTAAC-
ompeesIeHUs cejieHa ¢ on-line KOHIIEHTPUPOBAaHUEM
B rpaUTOBOM IIeYM ra3000pa3HbIX COeAMHEHMIT aHAa-
JINTA, TMOJIYYEHHBIX (POTOXMMHNUYECKON TeHepaluei,
MoKa3aJio MPEeuMYIIEeCTBO I'padUTOBBLIX TPYOOK, 00-
paboTaHHBIX upuareM. Bo Bcex cirydyasix 3 eKTuB-
HOCTb KOHLIECHTPMPOBAHMUS BHIIIIE IIPU COPOLIM/aToO-
MU3alMU OTUMETUICESIeHa, oOpa3yrollerocss B Mpu-
CYTCTBUU (DOTOXMMHYECKOIO peareHTra YKCYCHOM
KHUCJIOTHIL.

OnpeneneHne cejieHa B BOJAONPOBOIHOI BOjE, MeT-
POJIOTHYECKHE XAPAKTEPUCTUKM cXxeMbl aHamm3a. Ce-
JIEH OIIpeesIsiId B TIpo0Oe BOIOIIPOBOIHOI BOIKI Cpa-
3y 1ocJie ee oroopa. st mocTpoeHus rpagynpoBOY-
HOM 3aBUCHUMOCTU MCHOJb30BAIM CTaHOAPTHHIE
pacTBOpHI CcejieHa B OMIMCTWUIMPOBAHHOI BoIe C
koHueHTpauusiMu ot 0.015 mo 0.200 Mxr/n (ypaBHe-
Hue perpeccun: A = 1.4778¢ + 0.002; koadppuiimeHT
koppesaiuu 0.997). Konuenrpauusa HMOC (ykcyc-
HOI KUCIOTHI) B HUX cocTaBiistia 1 00. %. PexuMer
paboThl (OTOXMMUUECKOIO TeHepaTopa Ha CTaauu
KOHIIEHTPMPOBAHMsI Ta3000pa3HbBIX COSAMHEHUI Ce-
JIeHa U3 TIpo06 BOJBI ClieAylole: KOHIeHTpalys ¢o-
TOXUMMYECKOTO PeareHTa — YKCYCHOI KUCIOTHI 15%,
CKOPOCTb ITOTOKA TpaHCIOpTHOro ra3a — 100 Mi1/MuH,

CKOpOCTb MOTOKA MTpoOkI — 10 Mi1/MUH, MOIU(UKATOD
I'TI — 500 Mk Ir, BpeMst KOHLIeHTpupoBaHus 60 c.

PesynbTarhl onpeneneHus cejaeHa B mpode BOIO-
IIPOBOMHOI BOMAKI, a TAKXKE B UCKYCCTBEHHO 3arpsi3-
HEHHOM IIpo0e BOIOIIPOBOIHOI BOIBI ITPUBEICHBI B
TabJ1. 3. 3HaUYCHUS TIpeaeioB OOHAPYKEHUS U OIpe-
JIeJICHUST BEIYUCIISIIM B COOTBETCTBUM C peKOMEH Ia-
oussmu ITUPAC [32].

CrnemyeT OTMETUTD, YTO IpuMeHeHne Y PD-obpa-
OOTKM aHAJIM3UPYEeMOI IIPOOBI BOABI IJISI TEHEPAILIuK
ra3o00pa3HbIX COCAUHEHUM 3JIEMEHTOB U MOCJIEeay-
[olllce KOHIEHTPUPOBAaHUE UX B IpadUTOBOM Meun
IUIS BJEKTPOTEPMUIECKOTO0 aTOMHO-a0COpPOIIMOH-
HOTO ONpeeIeHUS MO3BOJISIET CYIIIEeCTBEHHO MOBBI-
CUTb UYBCTBUTEIBHOCTh aHaIn3a. C UCHOJIb30BaHU-
eM (POTOXMMHMYECKOTO reHeparopa OpUTHMHAIbHON
KOHCTPYKIIMU TIOJIyYeHHBIC Pe3yJIbTaThl omnpeaese-
HUI XapaKTepU3yIOTCs MIPUEMIIEMOI CXOIUMOCThIO,
BBICOKOIM CTETIEHBIO M3BJICUCHMSI DJIEMEHTA U BeCbMa
HU3KUMU MpeaesiaMu ooHapyxeHus. [To-Bugumomy,
a(pdeKkTUBHOCTh cTaguu (HPOTOXUMMUYIECKON IeHepa-
LIA1/OTTOHKM MOXET OBITh CYIIECTBEHHO YIydllleHa
BBeJACHNUEM B aHAJIM3UPYEMbI pacTBOp cCIlelUalb-
HBIX 100aBOK U ¢oToKaraiauzaTopoB. Hanbomee ad-
(eKTUBHBIM Ha J3Tamne KOHIEHTPUPOBAHUSI IIPU
OlpeleIcHUU cejieHa oKasajicsl COpOeHT-Moaudu-
KaTop 13 MeTaummdeckoro upunus. [Ipu onpeneine-
HUU MBIIIbgKa [21] Oolee TIpeanodTUTeIbHOI OKa3a-
JIach CMeCh 13 Kapouia Boib(pamMa U aKTUBUPOBAHHO-
ro yoist. BepositHo, BEIOOp copOeHTa-MomuduKaTopa
SABIISICTCS. celU(UIHBIM T KaXKIOTO aHajauTa, Io-

. 7 [0
§ 0.50 % %
50.25 L % 7 ? % %

|:| DXT ¢ MypaBbUHOIT KUCJIOTOM

/] ®XT ¢ ykeycHoit KUcaoToi

Puc. 5. CootHouieHue 3¢ ¢heKTUBHOCTEM COPOSHTOB-MOAU(PUKATOPOB.
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Taomma 3. MeTpoiormdecKre XapaKTepUCTUKUA Pe3yJIb-
tatoB onpenenacHus Se(IV) B Boge (n =5, P=0.95)

[MTapameTp 3HauyeHUe
Haiineno B mpobe, MKT/J <I1O
Haiineno B nipo6e ¢ no6askoii 0.100 mxr/a  |0.090 mkr/n
Se(IV)
CrerneHb u3Bie4yeHus1, % ~90
IMpenen oOHapyXeHUsT KOHLIEHTPAIIUOH- 4.1
HBIN, HT/JT
Ipenen onpeneyieHWsI KOHLEHTPALIMOH- 14
HBIH, HI/JT
[Ipenen obHapykeHMs aOCOJIIOTHBIN, T 41
INpenen onpeneneHust abCOMOTHBIN, TIT 140
S, TIPY COEP>KaHUU B IPOOE BOIBI 0.04
0.100 mxr/71 Se(1V)
3HayeHMe XapaKTepUCTUIECKOI MaCChI, IIT 29

CKOJIBKY OTIpeaesIsieTcsl TPUPOAoil 0Opa3yrolnxcs
ra3oo0pa3HbIX COCOVMHEHUN W OCOOCHHOCTSIMU MX
B3aMMOJIEMCTBUSI C MATEPUATIOM COpOeHTa-MOIUMU-
KaTtopa Ha CTagusIX KOHLIEHTPUPOBAHUS U aTOMU3a-
. B panpbHEHIIMX uccaeqoBaHUSX MBI TUIAHUPYEM
YIEIUTh BHUMAHUE BIIMSIHUIO ITOCTOPOHHMX KOMIIO-
HEHTOB BOIHBIX P00 00JIee CITOKHOTO COCcTaBa Ha 3d-
(GEeKTUBHOCTb (DOTOXMMMUYECKOM I'eHepaliM, a TaKXKe
pa3pabOTKe METONOB YCTPAHEHUST 3TUX BIVISTHUIA.

Paboma evinoanena npu ¢unaucosoii noddepicke
Poccuiickoeo gponda hynoamenmanvHvix uccredos8anuii
(epanm No 19-03-00181 a) c ucnoav3osanuem Hay4Ho20
obopyoosarnus LIKII “Dronoeo-anasumuueckuii yenmp”
Kybanckoeo eocydapcmeernoeo yHugepcumema.
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