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OnwucaH KoMnnekc MeToAMK OnpeaeneHns coaepkaHus nsortona TexHeumnn-99 (*°Tc) B ypaHo-
BbIX MaTepuanax, 0CHOBaHHbIN Ha METOAE MacC-CNeKTPOMETPUN C UHAYKTUBHO CBA3aHHON Ma3MOi.
MpuBeaeHbl pedynbTaTthl UCCNEeA0BaHUS MaTPUYHOTO BIIMSIHWSA ypaHa Ha aHanmuTU4Yeckuii curHan *°Tc
Ons ABYX MoAerien Macc-CrnekTpomeTpoB. MccneqoBaHbl BO3MOXHOCTU MeToAa ANns onpegeneHns
copepxaHns *°Tc B pasnnyHbIX BapMaHTax: C npeABapuTenbHbIM OTAENEHMEM ypaHa U NPSMOro aHa-
nm3a. PaspaboTaHHble Macc-CnekTpoMeTpnyeckne MeToANKN, OCHOBAHHbIE Ha 3KCTPaKLIMOHHO-XPO-
maTorpaduyeckomM pasaeneHum ypara u *°Tc Ha cmonax UTEVA n TEVA (Eichrom Technologies), oT-
nuyarTcsa HU3KMMK npegenamu obHapyxeHust (0.0006-0.02 Hr/r). MNpegnaraemMblie ycnoBus NpsaMoro
MacCc-CneKTPOMETPUYECKOro onpeaeneHns cogepxanus *°Tc No3BONAIOT OTKA3aTbCs OT «KECTKUX»
yCrnoBun paboTbl Macc-CneKTPOMETPOB, TPeOyOLLMX YCTaHOBMNEHNS BbICOKOW MOLLHOCTY BbICOKOYa-
CcTOTHOro reHepaTopa (1600 BT). OCHOBHbIMK OOCTOMHCTBaMU pa3paboTaHHOro KOMMeKkca ABnswT-
€S 3HaYMTENbHOE COKpaLleHne ANUTeNbHOCTU U TPYA0EMKOCTM BbINMONTHEHUS aHann3a no CpaBHEHWIO
C pagvomeTpuyeckuMm metoankamu. BHeapeHue paspaboTaHHbIX METOAMK NO3BOMUT YCOBEPLUEH-
CTBOBATb KOMMMEKC METOAUK, NCMOMb3yeMblX B CUCTEME KOHTPONS KayecTBa ypaHOBbIX MaTepua-
noB, AEVCTBYIOWUX HA NPeanpUSTUSX aTOMHOW OTpacnu.

Kntoyesnbie croga: Macc-CnekTPOMETPUS C MHOYKTUBHO CBSI3@HHOW MasMow, N30TOM TeXHe-
unn-99, btopmabl ypaHa, okcuabl ypaHa, 3KCTPaKLMOHHO-XpoMaTorpadmnyeckoe pasgeneHue.

MBaHoB CtaHucnaB JleoHngoOBMY — Ha4YanbHUK NabopaTopun KOHTPOINs pasgenuTerib-
HOro npousBoAcTBa ypaHa LleHTpanbHon 3aBoackomn naboparopumn OAO «YIXK», kaHgmpaT
TEXHMUYECKUX HayK.

O6nacTb Hay4HbIX UHTEPECOB: PagUOMETPUYECKUIA U MacC-CNEKTPOMETPUYECKUN C UH-
OYKTUBHO-CBA3aHHOM NJ1a3MOM aHasnm3 ypaHOBbIX MaTepuarnos.

ABTop 6onee 10 ny6nukaumin.

KysbmuHa Hatanbs BanepbeBHa — MHXeHep-XxMMUK 1 KaTeropvm rpynbl cnekTpanbHoO-
ro aHanusa naéopaTopuu KOHTPONS pa3fAenuTeribHOro Npou3BoAcTBa ypaHa LleHTpanbHow
3aBopackon nabopatopun OAO «YIXK».

O6GnacTb Hay4YHbIX UHTEPECOB: aHaNMTUYecKaa XMMUA ypaHa U ero coeuHEHUN, XMMU-
YeCKUI U CMeKTPOMETPUYECKUIA aHann3 ypaHoOBbIX MaTepuanos.

AsTop 6onee 10 ny6nukaumn.

MpocBupsikoBa AHactacuss BnagummpoBHa — MHXXeHep-CNeKTPOMETPUCT rpynnbl Crek-
TpanbHOro aHanusa nabopaTtopuun KOHTPONA pasfaenuTenibHOro npoussBoAacTBa ypaHa LleH-
TpanbHom 3aBofckon na6opatopum OAO «YIXK».
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O6nactb Hay4HbIX UHTEepeCOB: ATOMHO-3MUCCUOHHbIN U MaCC-CHeKTpOMeTpW-IeCKVIﬁ Cc
UHOYKTUBHO CBSAI3aHHOM NIa3Mon aHanus3 YpaHOBbIX MaTepuarnoB.

Nenkun Anekcen lOpbeBuY - cneymnanucT No o60pyaoOBaHUIO AA 3NIEMEHTHOro aHanum-
3a MockoBckoro npegctaButensctBa INTERTECH Corporation, kangunpoat XumMuyeckux Hayk.

O6nacTb Hay4HbIX UHTEPECOB: aTOMHO-3MUCCUOHHbIA U Macc-CNEeKTPOMETPUYECKUN C
MHAYKTMBHO CBA3aHHOM NNa3Mou aHanu3 maTtepuarnos.

AsTop 6onee 10 ny6nukaumin.

CanpbiruH AnekcaHap BuktopoBuy — HadyanbHuk LleHTpanbHou 3aBoackoun naboparo-
pun OAO «YIXK», BOKTOp TeXHUYECKMX HaykK, naypeaTt locygapcTtBeHHoM npemun P®, npo-
c¢heccop kacdheapbl PU3MKO-XMMUYECKUX MeTogoB aHanusa ®rAOY BIO «Ypanbckun dege-
panbHbIA yHUBepcUuTeT uMeHu nepeoro MNMpesmaeHta Poccumn B.H. EnbuuHar.

O6nacTb Hay4YHbIX UHTEPECOB: paAUOMETPUYECKME U MAaCC-CNEeKTPOMeTpUYeckme MeTo-
Obl aHanm3a ypaHoBbIX MaTepuasioB U 00bLEeKTOB OKpYy»Katowen cpeabl.

ABTtop 6onee 140 nyGnukaumn.

BBEAEHWUE

Poccwuiickne pasgenutenbHble NPeanpuaTus, B
Tom umncrnie OAO «Y3IXK», obecneumsatoT HM3koobora-
LLleHHbIM rekcadTopngom ypaHa (FdY) atomHble anek-
TPOCTaHUUMN BHYTPU CTPaHbIl, @ TakXKe PbIHKU OPYTUX
CTpaH, 4To TpebyeT BbICOKOro Ka4ecTBa BbiMycKkaeMo
npoaykummn. B mexagyHapogHom cbopHuke cTaHaapToB
AMepuKaHcKoro obLecTsa no UCnbITaHWIO MaTepua-
nos (ASTM) B cneundukaumsx C787, C996 [1] n B oT-
pacneBbIX TEXHUYECKMX YCIIOBUSAX aTOMHOMW NPOMBbILL-
neHHocTu [2-4] NnpuBeaeHbl OCHOBHbIE TPpeOOBaHUS,
npeabsaBrsieMble K Ka4eCTBY CbIpbEBOIo N 0OOoraLLeH-
Horo no nsotony ypaH-235 (3*°U) Y. B cooTBeTCTBMM
C Hanbornee xecTkumu TpeboBaHUAMN CTaHOAPTOB,
copepxaHue *°Tc B npupoaHom Y He omKHO npe-
BbilaTb 1 Hr/r, a B oboraweHHom [®Y — 10 Hr/r. Mo-
MuMo aToro, B OAO «YOXK» cylliecTByeT He MeHee
BaXKHas aHanuTMyeckas 3agada, Tpebytowasa onpe-
aenenus copgepxaHus °°Tc Ha 6onee HNU3KOM YpPOB-
He: aTTecTauusi OCHOBbI (B hopme ypaHundropuaa)
AN N3roToBneHus rocygapcteeHHbix (MCO) u oTpac-
neBbIX CTaHAapTHbIX obpasuos (OCO), aTTecToBaH-
HbIX Mo cogepxaHuto **Tc. B Tabn. 1 npeactaBneHsbl

OCHOBHbIe TpeboBaHusi No cogepxaHuto *°Tc, Nnpegb-
ABMNsiEMble K ypaHOBbIM MaTepuanam.

CopepxaHue *°Tc MoxeT ObITb OnpeaeneHo pas-
NVMYHBIMY TPAANLMOHHBIMWM METOAAMM, TAKMMMU KaK KO-
nopumeTtpus [6], pagmomeTpus [6], onTnyeckas SMuc-
CUOHHas crnekTpomeTpus [7], macc-cnekTpomeTpus
C MHAYKTMBHO cBa3aHHon nnasmon (UCM-MC) n 1.4.
Hanbonee wvpoko onga onpeaeneHns cogepxaHus
%Tc B ypaHOBbLIX MaTepuanax UCrnonb3yrTcs MeTo-
Obl pagMomMeTpumn ¢ npeaBapuTenbHbIM pagnoxXumn-
YeckuMm BbigeneHuem *°Tc [1, 8, 9] n UCM-MC, npeg-
nornararLlme Kak npssMoe onpeaeneHne cogepxaHums
®Tc [1, 10-12], Tak 1 onpedeneHne nocre npeasapu-
TeNbHOro OTAeNeHns ypaHoBoW maTpuubl. [N Bolge-
neHus °°Tc Ucnonb3yloT MeToAbl coocaxaeHus [9, 13,
14], akctpakuwmm [1, 15, 16] n aKCTpPaKLMOHHOW Xpoma-
Torpadwmum [1, 17-23].

Pa3paboTaHHbI paHee 1 AeACTBYOLLMIA B Ha-
cTosiLee BpeMsi Ha YpanbCKoM NpeanpusatTMm aToM-
Hol oTpacnun OAO «Y3XK» koMnnekc MeToauk onpe-
OeneHns cogepxanus °°Tc B ypaHOBbIX MaTepunanax
BKItoYaeT B ceba MeTOAMKU, OCHOBAHHbIE Ha NCMOMb-
30BaHun metofoB pagnometpum n NICIM-MC. Otme-
TWUM, YTO yKa3aHHble METOOUKM NCMOSb3YHTCA 1 Ha
POACTBEHHbIX NPEANPUATUSIX aTOMHON oTpacnu. bnok-

Tabnuua 1
TpeboBaHus, NpeabsBnseMble K ypaHOBbIM MaTepuanam no cogepxanuto *Tc
[okymeHTauus Matepuan MaccoBas gons °Tc', Hr/r
ASTM G787 [ Kommepueckunii npupofHein MY <1.0
[l PereHepupoBaHHbIn MY <500
O6oralleHHbI KoMMepyeckun FOY <10
ASTM C996 [1] . .
Ob6oralleHHbIN pereHeprpoBaHHbIv FPY <5000
. He HOpMUpyeTCs, HO onpeaensieTcs B
I®Y mapkn H (nony4yeHHbIn n3 TOY nnu okenaos
cnyyae copepxaHus nsotona
TY 95.466 [2], ypaHa, N3rotToBMeHHbIX N3 NPUPOAHOTO ChIPbs) 236 6 195 mr
Ty 95.2523 [3], ypaH- onee MKr/r
. He HOpMUpYeTCs, HO onpeaenseTcs B
TY 95.2524 [4] F®Y mapkn PC (monyyYeHHbI U3 OKCUAO0B ypaHa, us-
cryyae copepaHusa nsotona
FOTOBMIEHHbIX U3 BTOPUYHOTO CbIPbsi)
ypaH-236 6onee 400 mkr/r
C6opHuK maTepua- .
PereHepupoBaHHbin MY <16
nos [5]

MpumeyaHue: '— maccoBas gons *Tc — oTHOLWeEHNEe macchl *°Tc kK paccunMTaHHOM Macce ypaHa B [OY.
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CXEMbI JAENCTBYIOLLMX METOAUK, PETMAMEHTUPOBAHHbIX
oTpacneBbiMu MHCTPyKuuamu, O 001.471-2009 [8],
OW 001.575-2009 [10], O 001.542-2002 [24], npuBe-
O€EHbl Ha pyc. 1, XapakTepUCTUKM METOAMK — B Tabn. 2.
HecmoTp4a Ha To, 4YTO AencTBylOLWMe MeToau-
K1 obecnevnBatoT aHaNMTUYECKNE XapaKTEPUCTUKM,
OOCTaTOYHbIE AN YAOBNETBOPEHUSA COBPEMEHHbIX
TpeboBaHUi, NpeabABASAEMbIX K KAYECTBY YPaHOBbIX
mMaTepuanos (tabn. 1), c opyron CTOPOHbI yKa3aHHbIe
METOOUKM OTArOLLEHbI HanMM4YMem HeJOCTaTKOB:
- pagvomMmeTpuyeckas MetToguka, aenswulasics 6nms-
kM aHanorom metoauku C761 [1], onutensHa u Tpy-
OoeMKa, BCNeACTBMNE NPOBEAEHNS CITOXHON paanoxXu-
MMWYECKOM NOAroTOBKM 06pasLa, BbI3BAHHOW HN3KON
CENEKTUBHOCTBLIO B-pagnoMeTpUYeCKnX N3MepeHnii;
- MEHee NpoAOoIKMTENbHAs MeToaurKa, coveTaroLlas
B cebe ynpoLLEeHHY paanoXMMUYECKYH MOATOTOBKY
obpasua u nocnegytowee NCIN-MC onpegenetxue, oT-
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nMyaeTcs HEMOSMHbIM XUMUYECKUM BbixogoM *°Tc (80-
98 %), uTo TpebyeT BBEAEHUSA KOPPEKTUPYHOLLIETO KO-
adhpuumeHTa unm ncnonb3oBaHust nHaukatopa ('*°Re);
- NpocTas, aKkcnpeccHasa metoauka npsamoro NCIM-MC
onpegenexus, apnsioLwascsa 6rm3kum aHanorom MeTo-
AOVKW, pernaMmeHTupoBaHHomn ctaHgaptom ASTM C1287
[1], oTnnyaeTcsa 6onbLuMM Ha NOpAJOK Npeaenom obHa-
PY>XEHUS1, KOTOPbIN 00ecneYnBaeTCs TONBbKO B «XKeCT-
Knx» ycnoBusix paboTbl Macc-cnekTpomeTpa (BbICOKOro
3Ha4YeHnsa MoLHOCTKN reHepaTtopa — 1600 BT) n makcu-
MaribHO PEKOMEHAYEMOTO A1 Macc-CNEeKTPOMETPOB
C WHAOYKTUBHO cBA3aHHoM nnasmon (UCI) copepxa-
HWS MaTPUYHOIO KOMMOHEHTa — 2 r/n.

[MepedncneHHble HegoCTaTKU METOOUK MOTYT
ObITb YCTpaHEeHbl NpU UCNOMb30BaHMMN HOBbLIX COPO-
LMOHHBIX MaTepnanos U BO3MOXHOCTE COBPEMEH-
HOro aHanUTM4eckoro obopyaoBaHus.

M3BecTeH psaa cCoOBpeMeHHbIX Macc-
CMeKTPOMEeTPUYECKMX METOAMUK, B TOM Y1cre perna-
MEHTUPYEMbIX MeXayHapoaHblM cTaHgapTom ASTM
(C1387, C1310) [1], no3BongoLLmMX NpoBOAUTL onpeae-

MCTO/HKA
OH 001.471-2009

Puc. 1. Bbnok-cxembl MeToauk onpeaenenus *°Tc B ypaHo-
BbIX MaTepuanax

neHune cogepxanus *°Tc B NoYBax M pacTUTENbHOCTU
[25, 26], a Takxe B ypaHoBbIX MaTepuanax C1771 [1].
YKka3aHHble METOOUKM OCHOBaHbI Ha MCMOJIb30BaHMM
TBEepaodasHblx akcTpareHToB TEVA n UTEVA npous-
BoacTtea cmpmel Eichrom Technologies (CLLUA). Cne-
ayeT OTMETUTb, YTO NPUMEHEHNE YKa3aHHbIX AKCTpa-
reEHTOB M3BECTHO KaK B «KIacCU4eCKOM» BapuaHTe
NPOBEAEHMNS IKCTPAKLMOHHO-XpoMaTorpadumyecko-
ro pasgeneHus, Tak U B BUAE aBTOMaTU3MPOBAHHbIX
npoeccoB 0T6opa 1 NOAroToBKN 06pa3LoB A Npo-
TOYHO-MHXeKLMOHHOro aHanuaa (C1310) [1]. B npo-
Lecce U3yvyeHus nutepaTypHbIX aHHbIX MPMMEPOB
npakTuyeckoro npumeHeHusa cmonesl TEVA ans pasge-
nenus *°Tc 1 ypaHa npu aHanuse ypaHoBbIX MaTepu-
anoB HavgeHo He bbino. Ansa NCIM-MC aHanusa ypa-

Tabnuua 2

XapakTepucTtukun gencteytowmnx n paspabotaHHbix B OAO «YOXK» meToauk onpeneneHus coaepxanus *Tc B

ypaHOBbIX Matepuanax

Tpynoémkoc oBe-
OCKO npwu PYAOBMKOCTS NPOB JnutensHocTb Npo-
Mpenen obHapyxe- OeHus aHanmaa
MeToauka n =20, BeaeHus aHanusa 1
HUS, Hr/T 1 obpasua Ny,
% obpasua [y, u.
yen.uac.

OWn 001.471-20009 [8] 0.020 9 5.4 11
OW 001.542-2002 [24] 0.035 8 3.5 5
OW 001.575-2009 [10] 0.15 10 0.4 0.5
MCIM-MC onpepenexue nocne

asgeneHuns ypana u °Tc Ha 0006 (Element 2) 8 0.5 0.7
P 0.02 (XSeries I ' '
cmone UTEVA
MCM-MC onpepnenenne nocrne

0.0006 (Element 2)
pasgeneHus ypaHa u *°Tc Ha . 8 0.6 0.8
0.002 (XSeries Il)

cmone TEVA
Mpamoe NCI1-MC onpegene- 0.03 (Element 2) 5 04 05
HU1e 0.35 (XSeries 1) '
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HOBbIX MaTepuanos, TPeOyoLLEero npeaBapuUTENbHOMO
pasfeneHus ypaHa v psiga npuMmecen, Hanbonee va-
cTo npumeHsietca cmona UTEVA. B pabotax [27, 28]
nokasaHo, Yto cmona UTEVA, obnagatoLyas BbICOKOM
CENEKTMBHOCTbIO MO OTHOLLEHWIO K ypaHy 1 pagy npu-
Mecen, no3sonseT aPdeKTUBHO U3BNeKaTb ypaH Ha
ypoBHe 99.98 % [29, 30]. Npeaen ob6HapyxeHus, Jo-
cturaemsin no MICMN-MC meToauke, npegnonaratLwuii
npegBapuTensHoe pasgerneHve ypaHa u °°Tc Ha cmo-
ne UTEVA, cornacHo C1771[1], coctaBnsieT 0.057 Hr/r,
4YTO Ha NOPSAJOK HMKe Npefena obHapyXeHus, 4oCTu-
raemoro c npumMmeHeHuem npsimon VICIM-MC metogu-
ku (C1287) [1].

OcHoeHow npobnemon npsimoro NCIM-MC onpe-
OeneHns CoaepXaHns MpUMeCen B ypaHOBbIX MaTepu-
anax sBNseTcs CUbHOe NogaBfeHNe MHTEHCUBHOCTH
aHanMTUYECKNX CUrHaMOoB OnpeaensemMbiX 3IEMEHTOB
B pe3ynbrate maTpuyHoro BnuaHus [31]. JoctuxeHne
BbICOKOW YyBCTBUTENBHOCTM Macc-CneKTpOMETPOB Tpe-
OyeT BbIMONTHEHUS TOHKOW HACTPOWKM NapaMeTpoB pa-
60Tbl Macc-CNeKTPOMETPOB MPU UCNOMb30BaHUN MO-
OENbHbIX PAaCTBOPOB, aHaNOMMYHbIX MO MaTPUYHOMY
coCTaBy aHanuampyembim [32].

Y4unTbiBas BbllLECKa3aHHOE, YCOBEPLLIEHCTBO-
BaTb AEWCTBYIOLLME B HAacTosLLEE BpEMS METOAMKM
MOXXHO ABYMSI Ny TAMU:

1. 3ameHa CnoXHbIX METOAMK, NpeanonararLwmux pa-
anoxummyeckoe pasgeneHue ypaHa u *°Tc, coBpe-
MEHHbIMW, OCHOBAHHbIMM Ha 3KCTPAKLUOHHO-XPO-
mMaTorpadu4eckom pasfeneHnm ¢ NCnorb30BaHMEM
COBPEMEHHbIX COPOLIMOHHBLIX MaTepuanoB 1 aBToma-
TU3MPOBaHHbLIX CUCTEM BBOAA U MOArOTOBKM 00pasLoB
k MCMN-MC aHanuay;

2. ToBbIWEHNE YYBCTBUTENBHOCTM KBaAPYMNOMbHbIX
Macc-cnekTpoMeTpoB 3a cyeT nogbopa onTumanb-

Ta6bnuua 3
XapaKTepuCTMKUN UCMONb30BaHHbIX COPOEHTOB
XapakTtepucTtuka 3HaveHne
copbeHTa UTEVA TEVA
YeTBepTunyHas
. HOnamuna- aMMoOHMneBas
AKTUBHBbI KOMMO-
mundocgo- cornb (Topro-
HEHT )
HaT Basi mapka — Ali-
quat-336)
Hocutenb Amberlite XAD-7
Pasmep vyactuu,
pHacThl 50-100
MKM
MaccoBas gons
aKTMBHOMO 40
BewwecTBa, %
[noTHoCTb, r/cm?® 0.386
CB0o60aHbIN 00b-
em, cm®/cm® cmo- 0.65

nbl
EmkocTb Mo ypa-

He copbupyeT
ypaH

37

HY, Mr/cm?®
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HbIX NapameTpoB paboTbl UNM UCMONb3oBaHKe Gonee
YYBCTBUTENbHBIX MarHUTO-CEKTOPHbIX MPUBOPOB Ans
CHWXEHWS1 NpeernoB 06HapyKeHus.

Llenbto HacTosiwen paboThl SBRsieTCa paspa-
6oTka Komnnekca coBpemeHHbix MICIM-MC meToauk
onpegenexusi cogepxanus *Tc B ypaHOBbIX MaTepu-
anax, KoTopble, UCKINtoYas HeJoCcTaTku, MPUCYLLME Cy-
LLleCTBYIOLLMM MeToAMKaM, obecrneyaT NpaBUibHOE U1
GbicTpoe onpeneneHne *°Tc B COOTBETCTBUM C COBpe-
MEHHbIMM TpebGoBaHUSAMU, NPEAbABNAEMbIMU K Kaye-
CTBY YpaHOBbIX MaTepMarsos.

AKCMNEPUMEHTAJIbHAA YACTb
Annapartypa

[nsa npoBegeHus naMepeHuii ncnonb3oBanu
cnepywllee obopynoBaHue:

- macc-cnekTpomeTp XSeries Il (Thermo Scientific) ¢
KBagpynoribHbIM Macc-aHann3aTopom U yCTaHOBIEH-
HbIM NAIA3MEHHbLIM 3KPAHOM, YCTPAHSIOLLIMM BTOPUYHbBIN
pa3psig Mexay nnasmon n npobooTbOPHBIM KOHYCOM;

- Macc-CneKTpoMeTp C MarHUTO-CEKTOPHbIM Macce-
aHanusartopom Element 2 (Thermo Scientific), paboTta-
IOLLMI B pexnme HU3koro paspeluenus (m/Am = 300).

YCTaHOBMEHHbIE Ha Macc-CnekTpoMeTpax cu-
cTembl BBoZa obpasua 6binn BbIMOMHEHbI U3 UHEPT-
HblX MaTepuanos, yCTOWYMBbLIX K BO3OENCTBUIO PTO-
pYCTOBOLOPOAHOM KMCIOTHI.

[ns aBTOMatu3aumm npoLeccoB BBOAA U XPO-
MaTorpadnyecKkoro pasgeneHuns B kayectse npucra-
BOK K Macc-cnektpomeTpy XSeries Il ncnonssosanu
asTtocamnnep ASX520 (Cetac) n cuctemy npoToyHO-
WHXeKUMoHHOoro aHanuaa PrepLab (Thermo Scientific).

MaTtepuanbl u peakTuBbl

Ons pasgenexus ypaHa v *°Tc ncnonb3oBanu
[OBe NonunponuneHoBble XxpomaTtorpadunyeckme Ko-
NOHKM ANuHOu 3 cM 1 guameTpom 1 cM, 3anosiHeH-
Hble cmonamn UTEVA n TEVA npoussoactea up-
Mbl Eichrom Technologies ¢ pasmepom 3epHa 50-100
MKM. O6beM cMOnbl B KaXK[10 KONTOHKe cocTaBnsn 2
M1 (0.8 r). OCHOBHbIE XapaKTEPUCTUKM UCMOSb3YyEMbIX
cmon npeacTtaeneHsl B Tabn. 3. Cnocobbl n3rotosne-
HMS yKa3aHHbIX CMOJ, a Takxke obnactu ux npumeHe-
HMA NogpoOHO onucaHbl B nutepatype [28, 33].

[na npoBedeHns akcnepuMeHTarnbHbIX paboT
MCnonb3oBann ModernbHble pacTBOPbI U aTTECTOBAH-
Hble cmecu (AC), MPUrOTOBIEHHbIE HA OCHOBE:

- CO 8180-2002 ypaHoBbIx MmaTepuanos (COY) COY
Tc-1, COY Tc-2, COY Tc-3, aTTecToBaHHbIX N0 coaep-
XaHuto *Tc;

- OCO 95 681-2005[1, aTTecToBaHHbIN NO coaepa-
Huto *°Tc;

- paboyero aTanoHa NepBoro paspsiga, aTTecTtoBaH-
HOro No yaenbHOM akTuBHOCTYM *°Tc, nacnopT Ne 5253,
amnyna Ne 1297/1/4;

- ypaHundtopuaa, nonyyeHHoro rugponunsom Y, oto-
OpaHHOro u3 oTBana pasgenmMTenbHOM LENOYKN, Y-
CTOro no cogepxaxuto *°Tc.
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OntumanbHble napaMmeTpbl paboTbl Macc-cnekTpomeTpa XSeries |l ¢ nonMamMmnaHbIM KOHLEHTPUYECKUM pachbi-
nnTeneM, KOHMYECKOW pacnbINUTENbHOM KaMepon 1 MNakTopoM (Npu MmowHocTn BY-reHepatopa 1350 BT, pac-
xofe nna3moobpasytoulero rasa 13.6 n/MuH, pacxoge scnomoratensHoro rasa 0.8 n/muH, noTeHumane Ha oKy-
cupytoLler nuH3e L2 pasHom -73.7 B, Pole Bias D2 paBHom -185 B)

[MapameTp HacTpownku KoHueHTpauus ypaHa, r/n
0 0.1 0.25 0.5 0.75 1 1.5 2
Pacxop pacnbinsitollero rasa, 1/M1H 1 0.98 0.96 0.94 0.92 0.9 0.88 0.86
OkcTparupyoLias nmH3a -498 -404 -552 -694 -694 -694 -694 -694
dokycupyroasa nuH3a 10.6 12.2 12.2 13.4 141 14.8 14.3 14.6
MoTeHumna-
avo L1 -1170 -1130 -1161 -1106 | -1004 -1110 -1000 | -1000
bl Ha NOH-
n L3 -173.3 | -193.7 | -196.9 -200 -196.9 | -196.9 | -173.3 | -173.3
HbIX JNH-
sax. B Pole Bias -3 -5 -5 -5 -4.9 -3.5 -4.9 -4.9
' D1 -63.5 -62.7 -62.7 -62.7 -62.7 -62.7 -62.7 -62.7
DA -65.1 -100.4 | -94.1 -110.4 | -1104 | -1104 | 1104 | -110.4
Hexapole Bias -1.5 2.4 -3 -3 -3 -1.8 -3 -3

BbINnosnHeHHble 3KCnepuMeHTbI

B npouecce pa3paboTku meToauk Obinn BbiOpaHbI
onTUMarnbHble MapameTpbl paboTbl Macc-CneKTPOMETPOB,
YCrOBMS NPOBEeAEHMNS SKCTPaKLMOHHO-XpomaTorpagm-
4Yeckoro pasgeneHust ypaHa v °°Tc Ha cmonax TEVA u
UTEVA, BbINonHeHa OLieHKa MaTpUYHOro BINSHUS ypa-
Ha Ha aHanuTU4eckui curHan °°Tc, paccynTaHbl aHa-
NUTUYECKME XapaKTepUCTUKN NpeaiaraeMbliX METOOMK.

PE3YJIbTATbI U UX OBCYXXAEHUE

Bbi6op onTUMarnbHbIX NapamMeTpoB paGoThl
Macc-CrneKTpoMeTpoB

Kputepuem BbiGopa onTuMarnbHbiX napame-
TPOB paboTbl Macc-CNeEKTPOMETPOB ANS onpeaerne-
HKs1 °°Tc Ha HU3KOM YPOBHE B YpaHOBbIX MaTepuanax
ABMANacb MakcyMarnbHas 4yBCTBUTENbHOCTb NP CO-
XpaHeHUU CTabunbHOCTM aHaNMUTUYECKOro curHana u
MWHUManbHOM YpOBHE 06pa30oBaHNsA MeLlatoLLmX 1o-
HoB. MocnenHee TpeboBaHne HEOOXOAUMO A1 CHU-
KEeHUs BKNaja B aHanuTUYeckun curHan °°Tc noHa
%8Mo'H*. Bbibop onTvManbHbIX NapaMeTpoB paboThbl
Macc-CrneKTPOMETPOB OCYLLECTBIISNN NpuY NocrenoBa-
TENbHOM BapbMpPOBaHWUM pacxoda pacnblnsoLwero no-
TOKa rasa, MoTeHLManoB Ha NMMH3aX MOHHOW OMTUKMN U1
MOSIOXKEHUS FOPESIKN OTHOCUTENBHO NPOB0OTOOPHOro
KoHyca. [pu n3aMeHeHUn napameTpoB U3MEPSNN NH-

TEHCMBHOCTb aHanmMTU4YeCcKoro curHana Ha maccax 98
1 99 a.e.M. YcTaHOBMNEHHas Npyv 3TOM MOLLHOCTb Bbl-
cokoyacToTHoro (BY) reHepatopa cooTBeTcTBOBana
CTaHAaPTHOMY peXmmy paboTbl Macc-CreKTPOMETPOB
1 He npesblwana 1350 BT.

MockonbKy, M3MEeHeHne cocTaBa U KOHLeHTpa-
LS pacTBOPEHHOrO BELLECTBA MOTYT CyLLECTBEHHO
BNUSATb Ha 3P (PEeKTUBHOCTbL pacnbineHns, Temnepa-
Typy nnasmbl, COCTaB MOHHOTO Ny4Yka U 06 bEMHbIN 3a-
psif, 3a CKUMMEpPOM, 00ycnaBnmMBaroLLMn MaTPUYHBIN
adekT, [34-36] 4nsa noucka onTMMarnbHbIX Napame-
TpoB paboTbl Macc-CNeKTPOMETPa, @ UMEHHO cuCTe-
Mbl BBOAa 0bpasLa 1 MOHHOW ONTKKK, NCMONb30Banm
MOAENbHbIV pacTBOP, aHanorMYHbI Mo CBOEMY COCTa-
BY aHanuaupyemomy obpasuy. YunTbiBas, 4Yto onpe-
aenexve cogepxaHus °Tc MOXeT OCyLLeCTBNATLCS
KaK 13 pacTBOPOB, CoAepXKallMX ypaH, Tak 1 u3 pac-
TBOPOB Nocne OTAeneHus ypaHa, ucrnonb3oBanu mMo-
OenbHble pacTBopbl, cogepxawue no 0.5 mkr/n *°Tc
N pa3nuyHble KoHUeHTpauun ypana (0; 0.1; 0.25; 0.5;
0.75; 1; 1.5 n 2 ri[gm®) Ha poHe 1 % HNO,.

BbiGpaHHble onTMMarnbHble NapaMeTpbl paboTbl
Macc-CNeKTPOMETPOB NpeAcTaBneHbl B Tabsn. 4 n 5. 3a-
BMCUMOCTb HOPMUPOBAHHOrO curHana *Tc oT pacxo-
4a pacnblMTEeNbHOro rasa Ang mMmacc-cnekTpomeTpa
XSeries |l npegctasneHa Ha puc. 2.

Tabnuua 5

OnTumanbHble napameTpbl paboTbl Macc-cnekTpomeTpa Element 2 ¢ MUKPOKOHLEHTPUYECKUM pachbiuTenemM
N MHEPTHOW ABYXNpoxoaHoun kamepon CkoTTa (npy MowHocTn BY-reHepatopa 1200 BT, pacxoge nna3moobpa-
3ytoulero rasa 16 n/muH, pacxoge BcnomorartenbHoro rasa 0.8 n/mMuH, noTeHumnane Ha 3KCTparnpyoLLen ImH3e

paBHoM -2000 B) - cm. Tabn. 4

MapameTp HacTpowiku KoHueHTpaums ypaHa, r/n
0 0.1 0.25 0.5 0.75 1 1.5 2
Pacxopf pacnbinutenbHoro rasa, n/MuH 0.82 0.82 0.81 0.81 0.8 0.8 0.79 0.78
MoTeHumansl -hoKycupytoLLas nmH3a -920 -811 -739 -660 -634 -732 -638 -630
Ha UOHHbIX NMUH- - Y-Deflection -3.3 3.8 -3.6 3.6 -3.9 -1.9 -3.5 -3.3
3ax (B): - X-Deflection 2.04 1.25 2.25 2.98 2.8 2.3 2.79 2.02
- Shape 130 131 130 115 115 87.5 115 107
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Puc. 2. 3aBucrmocTb HOpMMpOBaHHOIo curHana %Tc oT pacxoda pacnbIUTENBHOIO ra3a npy aHanv3e pacTBOPOB C pas-
NYHBIM coaepXXaHueMm ypaHa (Macc-cnektpomeTp XSeries Il), r/m:1-2;2-1.5;3-1;4-0.75;5-0.5;6 - 0.25; 7-0.1; 8 -0

HopMMpoBaHHbIN cUrHan onpeaensnu Kak oT-
HoweHwe curHana (/) k MakcumansHomy curHany (I ),
3adpMKCMPOBAHHOMY B 3KCNEPUMEHTE AN Kaxaoro
mMogfenbHoro pacteopa. Kak BMaHo 13 npeacraBneH-
HbIX 3KCNEPUMEHTabHbIX AaHHbIX, AN JOCTUXKEHNS
MaKCMManbHOW YyBCTBUTENbHOCTM %°*TCc npu yBenu-
YeHUW KOHLeHTpaLuMu ypaHa B pacTBope TpebyeTcs
CHWXeHMe pacxofa pacnbifstoLiero rasa (M ymeHb-
LUeHWe KonmyecTBa NocTynarwLero B nnasmy obpas-
ua). Momumo pacxona rasa B pacnbinutene, Hanbo-
nee 4yBCTBUTENbHBIMWN K U3MEHEHWIO KOHLEHTpaLum
ypaHa B pacTBopax SBNSAKTCA crefylolme napaMe-
TPpbl: MOTEHUMan Ha aKcTparupytoLlen (tabn. 4) n do-
KycupytoLlen (Tabn. 4, 5) nnH3ax MOHHOM ONTUKK. W3-
MEHeHWe 3Ha4YeHus noTeHumana Ha goKycupyoLen
NMH3E NpW yBENMYEHUN KOHLEHTPauumn ypaHa cBs3sa-
HO C HEOBXOAMMOCTBIO (DOKYCUPOBKM MOHHOIO Ny4Ka,
paccesiHHOro B pe3ynbTaTte KyNOHOBCKOro B3aMMOAEN-
CTBWSI MOHOB ONPeaensaeMoro arieMeHTa u THXEenNbIX
MOHOB ypaHa Ha CTaauu NPOXOXAEHNS NyyKa Yyepes
CUCTEMY MOHHOW oNnTuKW. Mpu yBENMYEHUM KOHLEH-
Tpauum ypaHa nogavda Ha aKCTparvpyoLLyto nnH3y 6o-
nee HWU3KOro 3Ha4yeHus noTeHumana, BAMSIOLLEro Ha
3KCTPaKLMIO MOHOB M NIIOTHOCTb 06 bEMHOro 3apsaa
3a CKMMMEpPOM, a TakxXe NpuAaaroLLero NonoXmTenb-
HbIM MOHaM YCKOPSIOLLMIA UMMYTbC, HanPaBneHHbIN

B CTOPOHY Macc-aHanusaTopa, yBennyinBaeT UHTEH-
CMBHOCTb aHanMTU4YeCcKOro curHana onpeaensieMoro
anemMeHTa. OTo HabnaeHne cornacyeTcsi C faHHbI-
Mun pabot [37-40], B KOTOPbIX NOKa3aHO, YTO MOHMXe-
HMe NoTeHLMana Ha 3KCTPakTope cnocobCcTByET CHU-
YKEHMI0 MaTPUYHOTO BIIUSIHWS OCHOBBbI.

Mpw BbIGpaHHbIX ONTUMarnbHbLIX NapamMeTpax pa-
GOTbl CNEKTPOMETPa paccynTaHHble 3Ha4YeHMs Koad-
hrUMNeHTOB rnapuaoobpasoBaHmst U OTHOCUTENBHOE
cpegHekBagpaTuyHoe oTkrnoHeHne (OCKO) 10 pesynb-
TaTOB NapannesnbHbIX onpeaeneHnin UHTEHCUBHOCTM
aHanuTMyeckoro curHana °°Tc ans pacCMOTPEHHbIX
Macc-CreKTPOMETPOB COMOCTaBUMbI, O4HAKO YyBCTBU-
TenbHOCTb Mo *Tc pasnuyaeTcs Ha nopsaok (Tabn. 6).

OueHKa MaTpPUYHOro BIIMAHUA ypaHa

YpaH KaK afieMeHT C HU3KMM NOoTeHUManom vo-
Hu3auun (6.2 aB) n BonbLion atTomHon Maccon (238
a.e.M.) ABMSETCA OAHMM M3 cCaMblX HEGNaronpusaTHbIX
MaTPUYHbIX ANEMEHTOB C TOYKM 3pEeHUs MoAaBeHNs
CUrHanoB Apyrux onpeaensieMbix aneMeHToB. MaTpuy-
HbI 9 EKT ypaHa MOXET NPOABMASATLCA Kak Ha cTa-
OUKn TpaHcnopTa MOHOB Yepes3 UHTepdenc n cucte-
MY MOHHOW OMTUKM, MOCKOMbKY TSXKENble MOHbI ypaHa
CNoCcoBCTBYIOT pacCesiHWIO MOHHOTO MyYyKa 3a CYET Ky-
NOHOBCKOTr0O B3aMMOAEWNCTBYSA, Tak U Ha CTaaum ucna-

Ta6bnuua 6
HekoTopble XapakTepUCTUKM MaCC-CNEKTPOMETPOB
X Macc- KoHueHTpauwus ypaHna, r/n
apaKTepMeTii® | rektpometp | 0 01 | 025 05 | 075 | 1 15 2
NHTeHcuBHOCTL XSeries Il 6:10* 3104 2104 2.510* | 110* 6-10° 5108 3108
curHana *Tc, umn/
. ement : : : : : : : :
(c-ppb) El 2 210° 210° 1-10° 8-10* 7104 6-10* 4-10* 4104
XSeries Il 3 3 3 4 4 5 5 5
= [
OCKO (n=10). % Element 2 2 2 3 3 4 4 5 5
KoadpcpuumenT ru- XSeries |l 810% | 810° | 810° | 510° | 140° | 110° | 110° | 10°
apvao-obpasoBa-
HUS Element 2 6-10¢ 6-10¢ 6-10¢ 6-10¢ 6-10¢ | 6-10°° 6-10¢ 5-10-¢
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PEeHMS N MOHM3aL MK obpasLa. YBenuyeHne KOHLEeH-
Tpauumn ypaHa Kak NIerkOoMoOHU3NpyemMoro areMeHTa
NPMBOAUT K CMELLEHNIO PaBHOBECUSA peakLnii NOHU-
3auum B Nnasmve.

3aBUCKUMOCTb BNMSIHUS ypaHa Ha MHTEHCUMBHOCTb
aHanuTnyeckoro curHana *°Tc npuBeaeHa Ha puc. 3 u
4 B koopauHatax «// I — C(U)», rae | — NHTEHCMBHOCTb
aHanMTUYecKoro curHana °*°Tc B npucyTCTBUM MaTpuY-
HOTO 3M1eMeHTa, | —aHanorMyHbIN curHasn B OTCyTCTBUM
maTtpuubl, C(U) — cogepaHue ypaHa B pacTBOpe.

Kak BMAHO 13 NpeacTaBNeHHbIX 3KCNEePUMEH-
TanbHbIX AAaHHbIX, NOAABMSAOLLEE BMSHME ypaHa Ha
aHanuTudeckuin curHan *°Tc HabnpgaeTcs yxe npu
KOHLleHTpaumm ypaHa B pactsope 10 mr/gm® n Bos-
pacTaeT ¢ ee yBenunyeHnem. CteneHb nogaBneHus
3aBUCUT OT KOHCTPYKLMNOHHBLIX 0COOEHHOCTEN Macc-
cnekTpoMeTpoB. bonee BbicOokas cTeneHb Nofaene-
HUS aHanuMTU4eckoro curHana *Tc HabnogaeTcs Ha
KBagpynonbHOM macc-cnektpomeTpe XSeries Il. Crie-
OyeT OTMETUTb, YTO NMpeAcTaBneHHbIe Ha puc. 3 (KpuB.
1) faHHbIe ObINM NONy4YeHbl NPU ONTUManbHbIX Napa-
MeTpax paboTbl Macc-CNeKTPOMETPOB, BbIOPaHHbIX
npv NCNoNb30BaHUM MOLENBHOIO pacTBopa, He Co-
aepxaiero ypaH (tabn. 4, rpada 2; Tabn. 5, rpaca
2). KoppekTupoBka onTMmarbHbIX NapamMeTpoB paboTbl
macc-cnektpomeTpoB XSeries Il (Tabn. 4, rpadbl 2-9)
n Element 2 (tabn. 5, rpadpbl 2-9) npu nU3aMeHeHnn KOH-
LeHTpaLumn ypaHa B pacTBOPE MO3BONSAET CHU3UTb 40
30 % BenMYMHY MaTPUYHOTO BANSAHNSA (pUC. 3, KPUB. 2).
CkoppeKTMpOBaHHbIE ONTUMaribHbIE NapameTpbl Bbl-
OpaHbl NPy MCMNONb30BaHUN MOAENbHbBIX PAaCTBOPOB,
NMOEHTUYHBIX MO COAEPXKaHNI MaTPUYHOIO Sf1eMeHTa
aHanuavpyeMbIM pacTBopaMm. YuuTbiBas TOT akT, YTo
NPUCYTCTBME ypaHa B pacTBOpax NpMBOAMWT K 3HAYM-
TEeNbHOMY NOAABMEHUI0 MHTEHCUBHOCTU aHanMTu4e-
CKMX curHanoB °°Tc, 1 COOTBETCTBEHHO K YXYALLEHWIO
npegena obHapyxeHus *°Tc, KonM4ecTBeHHOE onpe-
O€erneHne B 3TUX YCINOBUSIX BO3MOXHO TOSTbKO NpW Bbl-
paBHMBaHUM COAEPXXaHUS ypaHa B aHanmn3mpyemMbIx 1
rpagyvpoBOYHbIX pacTBOpaXx.

MeToaukn npsimoro NCI-MC onpegeneHus co-
aepxanus *Tc, npegnonaratoT npegBapuTeNbHOE pas-
6aBneHue obpasua rugponmsoBaHHoro MPY oo cogep-
XaHusi ypaHa B pacteope 2 r/n [10]. HeobxogumocTb
cobnofeHns ykasaHHOro ycrnoBus obbsacHsaeTcs o-
CTMXKEHMEM HaMMEHbLUIEro 3HadeHus npegena obHa-
pyxeHus *°Tc [11]. YunTbiBasi, 4TO paccmaTpuBaemble
MaccC-CNeKTPOMETPbI MPU BbIGPaHHbLIX ONTUManbHbIX
napameTpax paboTbl OTNMYAKTCHA BbICOKOW YyBCTBM-
TENbHOCTbIO, NOSIBMUITACh BO3MOXHOCTb MCMOMb30BaTh
bonbllee pasbaBneHne obpasua, YTo NO3BOSNT OT-
Ka3aTbCs OT «KECTKUX» YCroBUA paboTbl NpMGopos.
Mpu yBenu4eHnn cteneHn pasbaBneHnst KOHLEHTpa-
unsi ypaHa B 06pasue yMeHbLUAeTCsl, 0QHOBPEMEHHO
C 9TUM yMeHbLIaeTcs 1 KoHUeHTpauus *°Tc. C ogHon
CTOPOHBbI, YMEHbLLEHNE KOHLeHTpaumm *°Tc npusoanT
K CHVXXEHMIO MHTEHCUBHOCTW @HaNMUTUYECKOro CUrHana
%Tc. C Apyrowv CTOPOHbI, YMEHbLLEHWNE KOHLEHTPaLMK
ypaHa NpMBOAMWT K CHUXKEHUIO BEMWUYMHbI NOAABINEHUS

0.6
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Puc. 3. 3aBMcrMOCTb HOpMUPOBaHHOTO curHana °°Tc oT co-
[epXaHusi ypaHa npu BelbpaHHbIX ONTUMarbHbIX napameTpax
paboTbl Macc-cnekTpomeTpoB: a— XSeries |I; 6 — Element 2
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Puc. 4. Kpueasi antoupoBaHus **Tc pactBopom 5 Monb/n
a30THOM kncnoTbl (cMona UTEVA)

curHana *Tc 3a cyeT maTpuyHoro acpdekTta. Kputepu-
AMK BbIOOPa KOHLEHTPaLMKU ypaHa B pacTBOPE, ONTH-
MarnbHOW A5 onpeaeneHns cogepkaHus *°Tc Ha HU3KMX
YPOBHSIX, SIBMSIETCSA MaKCMMarbHas YyBCTBUTENBbHOCTb
npu COXpaHeHNM CTabunbHOCTN aHANUTUYECKOTO CUT-
Hana *Tc n MMHUMarnbHoe 3HadYeHue npegdena obHa-
pyxeHus °°Tc. [Ins npoBeAeHNs 3KCNEPUMEHTA CEPUID
rpagyvpoBOYHBIX PACTBOPOB, MPUIOTOBMIEHHYHO Ha OC-
Hoee 'CO 8180-2002, n AC Ha ocHoBe OCO 95 682-
2005[1, nocnepoBaTenbHO pasbaBnsanu 4o cogepxa-
HWs ypaHa B pacteope oT 2 o 0.1 r/n. B cooTBeTCTBMM
¢ pekomeHgaumamu NHOTMAK [41] oueHKy npegenoB
0BHapyXeHWs NPOBOAMIN NO 3-CUrMa KpUTEPUIO Npu
MHOrOKpaTHOM M3MepPEeHUM hOHOBbLIX CUrHanoB pac-
TBOPOB «XOJIOCTbIX» 06pa3LLOoB Npy BbIOPaHHbIX ONTK-
MarnbHbIX NapameTpax paboTbl CNeKTPOMeTPOB (Tabn.
4, 5). B kauecTBe «X0nocTbix» 06pa3sL/0B NCNONb30Ba-
nn pacTtBopbl, cogepxatyme ypat (0.1; 0.25; 0.5; 0.75;
1; 1.5 1 2 r/n), NpMroToBneHHbIe Ha OCHOBE YpaHWl-
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dpTopmaa. NonyyeHHble 3Ha4eHUS MaccoBbIX JoNewn
9Tc B AC, a Takxe paccumTaHHble 3HadeHnss OCKO
10 pe3ynbTaToB NapannenbHbIX ONpeaeneHnin cogep-
xaHui *°Tc B AC n npegena obHapyxenus *Tc npea-
CTaBneHbl B Tabn. 7.

Kak BMOHO M3 NnpeacTaBeHHbIX AaHHbIX, YBe-
nnyeHne cteneHun pasdasnexHms obpasuya NnpMBoanT
K YXYOLEHWI0 aHanmMTUYeCKMX XxapakTepucTuk. Kak un
crnefoBano oXuaatb, MPU UCMOMb30BaHUN MarHMTo-
CEKTOpHOro Macc-crnektpomeTpa Element 2 obecne-
YmBaeTcsa Ha Nnopsaok bonee HKU3KMI Npegen obHa-
py>xeHus *°Tc (0.02 Hr/r) no cpaBHEHUIO C Npeaerniom
obHapyxeHus, OCTUraeMbIM NPV UCMOSb30BaHUM KBa-
ApynornbHoro macc-cnektpometpa XSeries Il. Yuntbl-
Basi NOMyYeHHble JaHHble, HEOOXOAMMO OTMETUTD, YTO
4Nns obecneyeHns «KecTkux» TpeboBaHui cTaHgap-
Ta ASTM C787 [1] Heobxoanmo npoBoauTb pa3bas-
neHne obpasua [0 cofep)XaHusa ypaHa B pacTBope
He meHee 0.5 r/n 1 BbINOMNHATL U3MEPEHNE Ha Macc-
cnekTpomeTpe Element 2, nu6o He meHee 1 1/n v BbI-
MONHSATb U3MepeHNe Ha Macc-cnekTpomeTpe XSeries Il.

BO3MOXHOCTb OCTVKEHNS HAUMEHBLUNX Npeae-
NoB oOHapyXXeHUst Npy UCMONb30BaHUW KBaAPYMNoOmb-
HbIX MacC-CMeKTPOMETPOB MOXET ObITb 0becneyeHa
nocre yCcTpaHeHust MaTpUYHOIO BINSIHWS, Hanpumep,
nyTeM 3KCTPaKLMOHHO-XpoMaTorpadmyeckoro pasae-
neHust ypaHa u *°Tc.

AKcTpaKLuMOHHO-XpoMaTorpadguyeckoe
paspeneHue ypaHa v *Tc

OcHOBOW ANt KONMMYECTBEHHOTO OnpeaeneHns
copepxaHus °Tc, npeanonaratoLwero npeaBapuTenb-
HOe 3KCTpaKLMOHHO-XpoMaTorpaduyeckoe pasgene-
Hue Ha cmone UTEVA, nocnyxun meTtoa, KOTOPbIN yxe
ncnonb3oBanu aBTopbl paboTbl [30] 4na onpeaenexHus
cogepxanusa 32 npumecen B FPY. MexaHnam copbuum
Ha cmorne UTEVA ocHoBaH Ha 06pa3oBaHum NpoYHbIX
KOMMMEKCHbIX COEAMHEHWI ypaHa C MoJiekynamu aum-
amunammndgocdgonara. o paspabotaHHon CM-MC
meToauke aHanusa oY [30] 6bin npoaHanManpoBaH
MOZENbHbIN pacTBOp, NPUrOTOBIEHHLIN HA OCHOBE
0OCO 95 681-2005I1, copgepxaLumin 5 Hr/r *°Tc, no cne-
ayouwen cxeme:

- pasbaBrneHye pacTBopa 40 CoaepXKaHus ypaHa B HeM
50 r/gm® Ha dhoHe 5 Monb/n a30THOM KUCNOThI;

- oTbop anukeoTkbl pacteopa (0.5 mn), cogepxaiymn
25 Mr ypaHa Ha oHe 5 Monb/r a30THOM KUCNOThI;
- BBeZleHNe 0TOOPaHHOM anmnkBOTbI C MOMOLLbIO Nepu-
cTanbTuyeckoro Hacoca Gilson B xpomartorpaguye-
CKYI0 KONOHKY co cmonon UTEVA;
- antoupoBaHue *Tc 13 KONoHKK 5 Monb/N pacTBOPOM
A30THOW KMUCMOTBI;
- MOPLMOHHBIN cHop antoaTta Ha BbIXo4e U3 KOMOHKMY;
- ICM-MC petektmpoBaHue *°Tc 1 ypaHa B antoaTe.

MakcmmarnbHoe KonmyecTBOo ypaHa, paBHoe 25 Mr,
BBeJEHHOE B KONOHKY co cmornon UTEVA obbemom
2 Mn, orpaHnyYeHo HeobxoaAMMOCTb obecneyeHns
BbICOKOW CTeneHn n3sneveHmns ypana (99.98 %) [30].

Ha puc. 4 npuBeaeHa 3aBUCMMOCTb Macchbl *°Tc oT
yncna cBoboaHbIX 00bEMOB KONTOHKM, paBHOro 1.3 mn.
M3 npvBegeHHoM Ha puc. 4 3aBUCMMOCTU BUOHO, YTO
npv BBEAEHMM MoAeNbHOro obpasua o6xémom 0.5 mn,
Ans BbiIMbIBaHUSA *°Tc 13 konoHku co cmonon UTEVA
Heobxoaum o6bém antoeHTa (5 monb/n HNO,) aksu-
BamneHTHbIV TpeM cBOGOAHBIM 06bEMaM KonoHKHM (3.9
mn). Macca ypaHa B cobpaHHOM 06bEMe antoaTa He
npesbicuna 0.01 Mr. 3To NnoATBEPXKAAET, YTO MPU Bbi-
BGpaHHbIX YCroBUSX KonoHKkon yaepxusaetcs 99.98 %
BBEEHHOrO ypaHa.

OnTumanbeHble YCIOBUSI pa3geneHnst ypaHa u
%Tc Ha cmone TEVA Heobxoamnmo 6bio BbIOpaTh 3KC-
nepuMeHTanbHbIM NyTeM, BBUAY OTCYTCTBUA NO400-
HbIX JaHHbIX AM5 aHann3a ypaHoBbIX MaTep1anos.
M3yyeHne npakTnyeckoro npuMmeHeHnst cmorsl TEVA
[1, 25, 26] noka3ano, 4YTO IKCTPaKLMOHHO-XpPOMAaTO-
rpacduyeckoe pasgeneHune ypaHa u °*°Tc Ha KOMoHKe
co cmonoun TEVA ocHoBaHO Ha cenekTMBHOM Morno-
LLIEHWM 1 yAEPXXMBaHMU CMOJTON *°Tc B a30THOKUCITOM
pacteope (0.1-1 monb/n), B TO BPEMS KaK ypaH B 3TUX
YCINOBUSIX NPaKTUYECKM He copbupyeTcs. dnonposa-
Hue °°TC 13 KOMOHKM BO3MOXHO MPU UCNOSb30BaHMM
6onee KOHLEHTPMPOBAHHbIX PaCTBOPOB a30THOM KUC-
notel (6onee 5 monb/n). QkcnepMMeHT No BbIOOpy on-
TUMasbHbIX YCNOBUIA 3KCTPaKLMOHHO-XpoMaTorpadum-
yeckoro pasgernennst Ha cmone TEVA 6bin BbiNOfHEH
C NCMONb30BaHNEM MOAENBHOIO pacTBopa, coaepa-
wero 287 r/am® ypaHa, 4TO COOTBETCTBYET CPEAHEN
KOHUEeHTpauuu ypaHa B obpasuax ruponn3oBaHHo-
ro oY, n 0.87 Hr/r **Tc B cpeae 0.1 M HNO,, no cne-
OYIoLLE Cxeme:

Tabnuua 7
MapameTpbl npouenypsl npsmoro NCI-MC onpepenexus cogepxanus **Tcnpyun =10 P=0.95

Mpu- Napamer MaccoBasi KOHLEeHTpauus ypaHa, r/in

60p pamMeTP 04 0.25 0.5 0.75 1 15 2
= MaccoBas gons *Tc B AC,
n 4.0 4.5 4.5 51 4.9 5.0 5.0
2 Hr/r
3 OCKO, % 20 15 10 7 5 5 5
= Mpegen obHapyxeHus, Hr/r 2.6 2.4 1.6 0.8 0.35 0.35 0.30

M “Tc B AC,

> accosan Aona e B 45 | 45 47 47 4.9 49 48
o Hr/r
E, OCKO, % 11 10 9 7 4 3 3
w Mpenen obHapyxeHus, Hr/r 0.7 0.4 0.2 0.06 0.03 0.03 0.02
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- oTbop anukeoTkbl pacteopa (0.5 mn), cogepxalymn
144 wr ypaHa;

- BBejeHne oTobpaHHON anvkBOTbl C MOMOLLbIO Nepu-
cTanbTM4yeckoro Hacoca Gilson B xpomartorpadgude-
CKY0 KOMNOHKY co cMmonoun TEVA;

- 3rIOUpoBaHMe ypaHa pacTBOPOM a30THOW KUCHOThI
(0.1; 0.5; 1 monb/n);

- MOPLMOHHBIN cHop antoaTta Ha BbIXo4e U3 KOMOHKMY;

- antovpoBaHne *Tc pacTBOPOM a30THOM KUCNOTbI (4;
5; 6 monb/n);

- MOPLMOHHBIN cHOp antoaTta Ha BbIXo4e U3 KOMOHKMY;

- ICMN-MC petekTnpoBaHue *°Tc 1 ypaHa B antoaTe.

Ha puc. 5, a npuBegeHa 3aBUCMMOCTb Macchl

ypaHa oT Yncrna cBoboaHbIX 06 bEMOB KONMOHKM (1.3 mn),
a Ha puc. 5, 6 — 3aBMcMMOCTb Macchl °Tc oT uncna
cB060gHbIX O6BEMOB KONMOHKU. M3 puc. 5, a BUaHo,
4YTO yBENUYEHMNE KOHLEHTPALMN a30THOW KUCMOTbI B
3Ml0eHTe BeOeT K CMEeLLEeHN0 XpomaTorpaduyecko-
ro nvika ypasa. lpu anomMpoBaHnmn 13 KOFIOHKM ypaHa
0.1 Monb/n pacTBOPOM a30THOM KUCNOTbl HEOOX0AUM
06bEM antoaTa, 9KBMBaNEHTHbI BOCbMU CBOOOAHbIM
o6vémam konoHku (10.4 mrn). N3 npuBeaeHHbIX Ha puc.
5, 6 3aBMCUMOCTEN BUAHO, YTO NPU UCMONb30BaHNN B
KavecTBe 3t0eHTa 5 Morb/M a30THOW KMCIOTbI A4S Bbl-
MbIBaHMS *°Tc MMHMManbHO NoTpebyeTcs 06beM, k-
BMBAsEHTHbI BOCbMM CBOOOAHLIM 0O BbEMAM KOMOHKM
(10.4 mn). Macca ypaHa B cobpaHHOM 06bEMe antoa-
Ta He npesbicuna 0.005 mr.

O heKkTMBHOCTL pasaeneHus ypaHa u *Tc, oue-
HEHHas Mo BENMYMHE XMMUYECKOT0 Bbixoga *°Tc, 6bina
3KCMepUMEHTAasbHO JOKa3aHa MeTO40M «BBEAEHO-Han-
aeHox (tabn. 8). Anga atoro AC o6bemom 0.5 mn, npu-
rotoBreHHble Ha ocHoBe OCO 95 681-2005[1, a Takxe
Ha OCHOBe ypaHundTopuaa c gobaBKov anvMkBOTbI pa-
Houero aTanoHa, cogepxatyme no (0.125 £ 0.005) mkr
%Tc, NpoBOAMIN Yepes BCE CTaauW IKCTPaKLMOHHO-
XpomaTorpaduyeckoro pasgeneHms Ha cmonax UTE-
VA n TEVA. Xumnyeckuii Beixog *°Tc npu cobntoae-
HWK BbIBPaHHbIX ycrnoBumn pasgenexus coctasmn 99 %.

AHanuTuyeckue xapakTepucTMKu MeToauk

[Mony4yeHHble pe3ynbTaThl MoKasanu, YTo onpe-
OeneHve cogepxanHus °°Tc B ypaHOBbIX MaTepuanax
Ha TpebyeMoM ypoBHE MOXET ObITb peanu3oBaHo Tpe-
MS Ny TAMU:

- npsimoe UCI-MC onpeaeneHne n3 pacTBopoB, CO-
aepxawmx ot 0.5 go 1 r/n ypaHa;

- ICIM-MC onpeaeneHne n3 pasbaBneHHbIX pacTBO-
poB [®Y, cogepxalumx 50 r/n ypaHa, nocne npensa-
PUTENBHOMO AKCTPAKLMOHHO-XpOMaTorpadnyeckoro
pa3geneHus ypaHa u *°Tc Ha cmone UTEVA;

- NCIM-MC onpegenenue 3 rugponusosaHHoro MY no-
crne npeaBapuTEeNbHOro 3KCTPaKLMOHHO-XpoMaTorpa-
dmyeckoro pasgenenus ypaHa u °°Tc Ha cmone TEVA.

Briok-cxembl npeanaraeMbix MeTOAUK npen-
CTaBreHbl HAa pUC. 6, aHaNUTUYeCKMe XxapakTepucTu-
kv — B Tabn. 2.

Cnepyet 0TMETUTb, YTO pa3paboTaHHble METO-
OVKW, NpegnonararLne aKCTPakLMOHHO-XpOMaTo-

0

80

40

MaccaypaHa, Mr

30
20

10 ! L ~

0,08
0,07

0,05
0,04
0,03

Macca #Te, Hr

0,02

0,01

Puc. 5. KpuBble antonpoBaHusi: a — ypaHa; 6 — *Tc (cmo-

na TEVA)

Tabnuuya 8

Pesynbrathl onpegenexnst cogepxanus °Tc B AC,

npy n=10n P=0.95

Macca *Tc, Hr

Cmona
BeeneHo

HanpeHo

XMUyeckmmn
BbIxoa, %

UTEVA
TEVA

0.125 £ 0.005

0.124 +0.009

99

0.125+0.009

99

IlpoGa I'dY

Tuaponns

PasBannenne
ne 50 v/ ypasa

Orbop anuksorb
0.5 s

Pasbasacnnc

Orlop aHKBOTH
0.5 s

Beoa ¢ nomowwio
NEPHCTANLTHYSCROTO
nacoca 0.5 mn npobu 8
konouky ¢ emonoi UTEVA
(oBnenon 2 i)

L=

BRojL ¢ moManmso
MEPHCTANLTIEHECKOT)
Hacoca (L3 M npodul B
KOJNOKKY € CMONOIE
TEVA (o6w&mom 2 min)

45
Briasinakie ypaua u3
KoMOHKH |1 Ml
0.1 monw/in [INO,y
—_—

Dmionposanie e 0l

Dmonposanse “Te n3

KOIOHKI 4 Ml xoionKi 11 v
5 Moann 1INO; 5 moann HINO,
4 4
HICTI-MC savepenne HCTI-MC mavepenne
© HCT-MC merojmka ‘| HCI-MC meroanka
© OMPCACICHUS CONCPIKAHMA - onpe/encH

*Tc noene pasncacun
ypana 1 **Te na cmone

UTEVA

- |conepkans *Te noene

pasacneHud ypaHa
“Te na emone TEVA

===

|
|
40 0.5-1 v/n ypana |
|
X I

HCTI-MC n3mepenne

TMpameii HCTI-MC |
AHAIH? |

Puc. 6. Briok-cxembl paspaboTaHHbIX METOAVMK onpeaere-
HUs °°Tc B ypaHOBbIX MaTepuanax
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rpadmyeckoe pasgeneHune ypaHa u °°Tc, MoryT ObITb
aBTOMaTM3MPOBaHbI MPY NCNONb30BaHUM €4UHOTO N3Me-
puTENBbHOro KOMMNMEKca, BKYvatoLero B cebs nocne-
JoBaTenbHO CoOeANHEHHbIE aBTOCAMMMEp, NPOTOYHO-
MHXXEKLIMOHHYIO CUCTEMY 1 Macc-cnekTpomeTp XSeries .
YnpaBrneHve 3TUM KOMMIEKCOM OCYLLECTBIISETCS MO
pa3paboTaHHOMY anropuTMy, peann3oBaHHOMY B Npo-
rpamMmMHoM obecrneveHnn macc-cnekTpomeTpa. [eTek-
TupoBaHue *°Tc B antoaTe OCyLLECTBSETCS MO Macce
99 a.e.M. B pexume peanbHoro Bpemeru (Transient TRA).

[oCTUrHyTble aHanMTUYECKMe XapakTePUCTUKN
pa3paboTaHHbIX MeToAMK 0becneunBatoT onpeaeneHne
copepxaHus *°Tc B COOTBETCTBUM C COBPEMEHHbBIMU
TpeboBaHUSIMU, NPEABLSABNSEMbIMM K YPaHOBLIM MaTe-
puanam [1-5]. Kak 1 cnegoBano oxungatb, HaMMeHbLlas
BeNMYMHa npegena obHapyxeHust [OCTUraeTcs Npm ns-
MepeHnn Ha Macc-cnektpomeTpe Element 2. MNpryem
cnegyet OTMETUTb, YTO AOCTUrAEMbIN MO NPSMON Me-
TOAMKe npeaen obHapy>eHust ConocTaBum C pagmo-
MeTpuyeckon metoauko [8], a npeaen obHapyXeHus,
JOCTUraemMbll nocne npeaBapuTenbHOro aKCTpaKum-
OHHO-XpoMaTorpagr4eckoro pasgeneHnst Ha paccmo-
TPEHHbIX CMONax, Ha 2-3 nopsiaka Hnxe. JoCTUrHy TbIn
npenen obHapy:xeHus *Tc no meToavKe, Npegnonara-
loLen npegBapuTenbHOe OTAENEHNE ypaHa Ha CMOo-
ne UTEVA u nocnepytouwee NCI-MC nsmepeHne Ha
KBagpynonbHOM Macc-CneKTpomMeTpe, CONoCTaBuM C
paavioMeTpu4eckor MeTOANKON 1 B 3 pasa HUXe npe-
aena obHapyXeHusl, LOCTUTHYTOro B NogobHom Me-
Toauke ctaHgapta ASTM C1771 [1]. icnonb3oBaHue
MEeTOOMKM, NpeanonaratLen pasgeneHme Ha cMorne
TEVA n nocnegytowee NCIM-MC namepeHne Ha kBa-
APYnNonbHOM Macc-crnekTpoMeTpe, obecneymBaeT npe-
4en oOHapyXeHWs1 MEHbLUMIA Ha NOPSAOK MO CpaBHe-
HUIO C paguomeTpuydeckon metogukon [8]. OgHako
cnegyeTt OTMETUTb, YTO yKadaHHas MeToavka npega-
nomnaraeT BbINOMHEHWE OAHOANIEMEHTHOIO aHanmaa.

MonyyeHHble aHANUTUYECKNE XapakTePUCTUKM
NOATBEPXAAT BO3MOXHOCTb pacLUMpeHns NepeyHs
3M1EMEHTOB, onpedensieMbiX Mo CyLEeCTBYHOLWMM Npsi-
mbiM ICIM-MC meToamkam aHanmsa ypaHoBbIX MaTe-
puanos [31,42, 43], npegnonaratoLumMm npeaBaputens-
Hoe pa3baBneHune obpasua MPY no cogepxaHmsa B HEM
1 r/n ypaHa, n MeToauke, NpeanonararlLLleln npeaea-
puTensHoe oTaeneHue ypaHa Ha cmone UTEVA [30],
BKITHOYMB B HUX °°TcC, 4TO NO3BOMUT YHUULMPOBATb
CUCTEMY aHanMTMYeCKOro KOHTPOIs KayecTBa ypa-
HOBbIX MaTepuaros.

Cnepnyet 0obaBuTb, 4TO Npu BbinonHeHun UCI1-
MC n3mMepeHus aHannTuyeckoro curHana *°Tc peko-
MEeHAYEeTCS yYnTbiBaTb CNeKTpanbHble HanoXeHus
nsotona *°*Ru n noHa *Mo'H*, ncnoneays matematu-
yeckyto koppekumto [11].

lMpaBnnbHOCTL pa3paboTaHHbIX METOAMK NOA-
TBEPXJEHa METOAOM «BBEAEHO — HaWZEHO» NyTem
MHorokpaTtHoro (n = 10) onpegeneHusa coaepxaHus
%Tc B cTaHgapTHOM obpasLe cocTtaBa ypaHundgTo-
puga OCO 95 681-2005[1, aTTecToBaHHOro No Mac-
coBow gone *°Tc (5.00 £ 0.27) Hr/r, (Tabn. 7, 8). Xapak-
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TEpPUCTMKa CITyYaiHOW COCTaBMSAOLLEN MOrPELLHOCTH
OCKO conocTaBnma ¢ aTTeCcToBaHHbIMN METOAVKaMU
aHanusa ypaHoBbIx maTtepuanos [8, 10].
MpeacTtaBneHHble B Tabn. 2 xapakTepuUCTUKN Me-
TOOVK onpeaeneHns cogepxanms °°Tc B ypaHOBbIX Ma-
Tepuarnax nokasanu siBHoe npevMMyLLecTBo pa3pabo-
TaHHbIX METOAUK MO CPABHEHMIO C CYLLECTBYHOLLMMM.
TpyOooeMKoCTb Y NPOAOCIKUTENBHOCTbL paspaboTaH-
HbIX 3KCTPaKLNOHHO-XpoMaTorpadmyeckmx MeToamK
onpeaeneHns cogepxarus *°Tc B ypaHOBbIX MaTepua-
nax 3Ha4YUTENBHO HXKE MO CPABHEHUIO C METOAMKaMMU,
npegnonaraloLLMMmn 9KCTPaKLMOHHOE OTAeNneHne ypa-
Ha, ¥ CONOCTaBMMbI C MPSAMbIMU METOAUKAMW aHanunaa.

3AKJTIOYEHUE

Hanbonee nogxogsiym BapraHTOM OnpeaeneHus
copepxaHnus °°Tc B ypaHOBbIX MaTepmanax sBnsercs
meToauka npsimoro VICIM-MC onpeaeneHus Ha macc-
cnektpomeTpe Element 2 nocne npegsaputensHoro
pa3baBneHusi obpasua. B kauecTBe ansTepHaTUBHOIO
BapuaHTa BO3MOXHO UCMOMb30BaHNe METOAMKM ornpe-
aenenns cogepxanus “Tc Ha KBagpynonbHOM Macc-
cnektpomeTpe XSeries |l nocne npeaBapuTensHOro
3KCTPAKLMOHHO-XpOMaTOrpadonyeckoro pasgeneHms
%Tc n ypaHa Ha cmone UTEVA B cnyyae Heobxoau-
MOCTV NPOBEAEHUS MHOFO3/IEMEHTHOTO aHanM3a unm
Ha cmorne TEVA B cnyyae HeobxoamMMocTu onpegerne-
HMS TONBKO TEXHELMS.

Pa3paboTaHHble METOAUKM NOCE NPOXOXAEHNS
METPONOrMYeCKom aTTecTaLmm MoryT ObITb BHEAPEHDI
B CUCTEMY aHaNMTUYECKOro KOHTPOMs KavyecTBa ypa-
HOBbIX MaTepuanos, AENCTBYOLNX HA NPeAnpUATK-
SIX aTOMHOW OTpacnu. Y4nTbiBas, 4TO METOLMKN COMO-
CTaBMMbI MO TPYAOEMKOCTU U ONTUTENBHOCTU, BbIOOP
METOAMKM 3aBUCUT OT OCHALLEHHOCTM nabopaTtopuu
aHanMTU4eckMM 06opynoBaHWEM U MaTepuanamu, a
TakXxe OT MOCTaBMEHHOW aHanMTUYeCKON 3adaqun.
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Abstract

The methods for the quantitative determination of technetium isotope (**Tc) in uranium materials
based on inductively coupled plasma mass-spectrometry are described. The results of the investiga-
tion of uranium matrix effect on the analytical signal of **Tc for two mass-spectrometer models are pre-
sented. Different approaches for the quantification of **Tc in uranium materials are investigated includ-
ing direct analysis and analysis with preliminary uranium separation. The methods for the quantification
of ®*Tc consisting of chromatographic separation of uranium and *°Tc using UTEVA and TEVA resins
with consequent ICP-MS detection were developed. The detection limits of the developed methods are
within the range of 0.0006 to 0.02 ng/g U. The choice of optimum conditions for quantitative determi-
nation of ®*Tc by direct ICP-MS analysis allowed avoiding «tough» ICP-MS operating conditions which
consist in high forward power equal to 1600 W. The developed methods require much less time and ef-
fort compared to radiometry methods. The introduction of the developed methods allow improving the
existing standards for the quality control of the uranium materials in nuclear industry.

Keywords: Inductively coupled plasma mass-spectrometry, technetium isotope, uranium fluorides,

uranium oxides, chromatographic separation.
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