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OueHKa M3o0TonHoOro cocraBa
CTaHAApTHbIX 06pa3L OB ypaHa
MEeTOAO0M NMOJIHOIro ucnapeHus
C MOMOLL,bHO TEPMOMOHM3ALMOHHOIO
Macc-cnekTpomMeTpa

3.Manax! YIIK 543,51

OueHKa M30TOMHOro COCTaBa TOMMBA — BaXKHAs 334a4a A1 aTOMHOW SHepreTuku. M3BecTHO
HEeCKOIbKO OCHOBHbLIX METOAMK MO ONPeeIeHNI0 M30TOMHOI0 COCTABa TSHXKEbIX 3/1eMEHTOB,
HanpuMep ypaHa, kak 60/1ee TOYHbLIX M AUTENbHbIX, Tak M 3KCMPeCcCHbIX. 15 Npon3BOACTBA

C 60N1bLWNM KONMYeCTBOM 06pa3LioB ONTYMAaneH MeToA NoIHOro ncnapenus, obecneymea-
tOLLMI BLICOKYIO CTEMeHb aBTOMAaTU3aLmm 1 NprUeMIemMyo TO4HOCTb aHanmsa. NMoaHoe ncna-
PEHMeE TaKXKe NO3BOMSET CHUXKATL YPOBEHL KBANMOUKALMM B NOATOTOBKE 06pa3LoB, YMeHb-
Las TeM CamMbIiM NOrPeLHOCTY B pe3yaibTaTax. B paboTe nposefeHa NpoBepka CTaHAAPTHbLIX
obpazuos coctara NBS U010, NBL UO30a 1 NBL U050 MeTOA0M NOTHOrO MCNapeHus C MOMOo-
LLbtO TEPMOMOHM3ALMOHHOMO Macc-crnekTpomeTpa Phoenix (Isotopx, BennkobpmntaHms).
CTatucTnyeckas 06paboTka pe3ynbTaToB CepUM SKCMNEPVMEHTOB MOKA3ana, YTo MO CPpaBHe-
HWKO C APYTMMM METOA NOMHOIO UCNAPEHUS NlyyLlie COOTBETCTBYET MO TOYHOCTM TPebOBaHUSAM
K onpeAeneHuto M30TOMHOro OTHOWeHMs 22U /28U 1 cornacyeTcs C aMTepaTypHLIMU AdH-
HLIMU.

KntoueBble cnoBa: ypaH, MeTo/ NoJIHOro NCnapeHns, TepMonoHmM3aLMoHHas Macc-
cnekTpomMeTpud, M30TOMHOE OTHOLLeHne

Measurement of the isotopic composition of the fuel is an important task for the nuclear
industry. Several basic techniques are known for determining the isotopic composition of
heavy elements, such as uranium, both more accurate and long-lasting, and express. For pro-
duction with a large number of samples, the method of total evaporation is optimal, providing
a high degree of automation and acceptable accuracy of analysis. Total evaporation also allows
to reduce the qualification level in sample preparation, thereby reducing errors in the results.

In this work, standard samples of the composition NBS U010, NBL U030a, and NBL U050 were
tested by the method of total evaporation using a Phoenix thermal ionization mass spectrome-
ter (Isotopx, UK). Statistical processing of the results of a series of experiments showed that, in
comparison with others, the complete evaporation method better meets the accuracy require-
ments for determining the 2>U /28U isotopic ratio and is consistent with published data.

Keywords: uranium, total evaporation method, thermal ionization mass spectrometry, iSo-
tope ratio
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ANALYTICAL METHODS AND INSTRUMENTS
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BEPraloT BCECTOPOHHEMY KOHTPOJIIO, TaK KakK ero U30-
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Puc. 1. TunuyHeili npoguAb cuzHaaa 28U npu noAHom ucnapeHuu 06pasua

BHeIITHero CTaHJapTa, M3MepeHHOro COBMeCTHO ¢ 0bpas-
LlaMH B IIpefiejlaX OAHOM cepHUH. [Ipu 3TOM KpariHe
Ba>KHO HCII0/1b30BaTh O/IM3KHI I10 COCTaBY K obpasiiam
CTaHJAPT 1 0becrievyrTh CTabHIBHOCTD TAPAMEeTPOB aHa-
JIM3a TaKOM CePHU U3MepeHUU. ITU GaKTOpHI He I103BO-
JIAIOT IIOJIHOLIEHHO aBTOMaTH3HPOBaTh IIPOLecC aHa-
JIM3a, XOTb U YAAeTcs JOCTUYb TOUHOCTH ~0,05% (RSD)
1 85U /238U,

TpeTHH moAXo[, 3aK/II0YaeTCs B MeTo/e IIOTHOTO
ucrapeHus obpasua (total evaporation). Ilpu sTom
oA ep>KHBaeTCsl IOCTOSHHOMN TeMIlepaTypa MOHU-
3UpYIOLIero KaToza, B TO BpeMs KaK TeMIleparypa
Ha MCHapsolleM KaTofe YBeJIUYUBaeTcs, II0Ka Bech
obpaser He ucmapuTcsi. HHTerpupoBaHHe HOH-
HBIX MHTeHCHBHOCTEH B TedeHHe BCero U3MepeHUs
obpasua HuBenupyeT 3¢ deKkT GpakIHOHUPOBAHUS
Y I103BOJIsieT TOYHO OIpele/luTh U30TOIHbIe OTHO-
IIeHHUS .
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OTHoOLIIeHHe CUTHAJIOB U30TOIIOB
2515 / 38

Puc. 3. Mpoguab omHoweHus 23>U /238U das cmandapma U030a npu HaHeceHuu 200 He
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3KCIIepPHMEHTA
M3MepeHHsI ITPOBOIMIN Ha TEPMO3-
MECCHOHHOM MacC-CIIEKTPOMETpe IS
{  CBEpPXTOYHOIO M30TOITHOI'O aHAJIM3A
Phoenix (Isotopx, BenTukoGpUTaHMS).
M3oTommyecKast 4yBCTBUTETBHOCTb
npubopa o ypany-238 1 a.e.M.
MeHee 2 ppim, a ITPU UCII0/Ib30BAaHU U
IOIIONIHUTEe/NbHBIX oniui (WARP)
cHmKaetcs 1o 20 ppb.

I[Tpubop 0b6opymoBaH BbICOKOUYB-
l CTBUTETBHBIMH, MaJIOIIYMHBIMH,
|
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CTabUIBHBIMU [IETEKTOPAMHU, KOTO-
pble MOTYT MU3MepsATh OUeHb HH3-
KHe MOHHBIe TOKH OT HA BIUIOTb
o ObHapyskeHHs OLUHOYHOIO
HoHal,6- 109 A,

Tabauua 1. O606uieHHble pe3ynbmambl usmepeHul cmandapma NBS U010, Hazpysku 200 u 400 He

200 Hr NBS CyMMapHble MUHTEHCUBHOCTU OTHOLWeHns
uo10
34UC\/MM 23 UC\/MM HA UC\/MM' nA UC\/MM' HA 234U/238UcyMM 235U/238U(\/MM 236U/238UC\/MM
0,57 0,10 0,74 9,9 0,000058 0,010140 0,000075

400 Hr NBS CyMMapHble MUHTEHCUBHOCTU OTHoLeHus
U010 234UC\/MM 23 UC\/MM HA 36UCVMM' nA UC\/MM' HA 234U/238UCVMM 235U/238UcyMM 236U/238UC\/MM
3,9 0,64 4,60 63,0 0,000062 0,010149 0,000073
................ 16030210290000005500101460000073
................ 20036260360000005600101490000074
................ 1o019140190000005400101510000072
................ 22040290390000005700101450000073
................ 15028190280000005600101470000071
cpeﬂHee ............................ 205 ............................. 0361 .......................... 259 .......................... 356 ............................ 0 oooo57001014sooooo73 ..........
SD ................................................................................................................................................................................................... 0 00000300000020000001 ..........
R5D49%ooz% ............................. 1 4% .....................

SD - Standard Deviation, cpemHeKkBafpaTH4ecKoe (CTAHAAPTHOE) OTKIOHEHHUE.

RSD - Relative Standard Deviation, 0OTHOCHUTeIbHOE CTaHIaPTHOE OTKJIOHEHHe.
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JIJIsl OLleHKM CyMMapHOro HucrapeHus Ha Phoenix
THMC mpoBemeHbl 3KCIIePUMEHTHI C Harpy3KaMH Ha
Kartoz: 200 1 400 Hr ctanzapThl NBS U010 1 NBL U030a,
a Taxke 200 Hr - NBL U050.

[lepen HavyaaoM HcCIapeHUs 06pasmoB 6bUT OTY-
4eH, CGOKYCHPOBaH, OIITUMH3HUPOBAH U OTLIEHTPHUPO-
BaH MOHHBIM ITy40K 150 MB ¢ usortonom »8U. Ba3oByio
JMHUIO 3aIIMChIBa/IM B TevyeHHe 60 c ripu 0,5 a.e. M.
3aTeM Ha4aICs IIPOLLECC MCIIApeHUs — IIPHU 3TOM KaK-
AyI0 CeKyHIy IIPOH3BOAH/IOCh MHTETPUPOBaHHE U yBe-
JM4YeHHe TOKa MCIapsAIolero Karoga ¢ marom 40 MA
IO DOCTHMXKeHUs CurHaia 4 B mis 28U. Jasee CUrHal
yIOep>KUBAJICs Ha YpoBHE 4 B 3a cyeT yBe/IMYeHU s TOKa
Ha KaTofe UCIapeHHUs. TUIIMYHBIN INIOCKUH IPOOHIb
CHUT'HaJIa IIPe[iCTaBjIeH Ha pUc. 1.

Korma 06pa3eu IIOYTH M3PaCXOJ0BaH, TOK KaToda
HCIIapUTeJIsl CHOBA YBeIIMYMBAJICA CO CKOPOCThIo 0,04 A/
(puc. 2), cTpeMsICh IIOANEP>KUBATh MHTEHCUBHOCTD CUT-
Haja Ha ypoBHe 4 B.Pe3Koe yBelIHMUYeHHe TOKA KaToaa
IIPUBOJUT K OBICTPOMY OTKHUTY 06pasiia U II0Tepe CHI-
Hasta, C60p JAaHHBIX ITPEKPAIAETCs], KOTAA CUTHA MAIaeT
10150 MB, a TOK Haka/ia KaToaa IIOAHUMAeTCS Boile 3,3 A.

ANALYTICAL METHODS AND INSTRUMENTS

Ha puc. 3 mokasaHo, KaK MEHSIeTCS] COOTHOILIEHHe
2350/28U B TedeHHe Ipoliecca HMcIapeHHs. Hadaio
U «XBOCT» rpadrKa UMeoT O0MbIIoN pa3bpoc 13-3a HU3-
KOV MHTEHCHUBHOCTH CHUTHA/a, a LleHTpalbHas 4acTb
IeMOHCTPHUPYET YMEHbIIEHYE OTHOIIEHUS, [TepeceKast
JIMHHIO, COOTBETCTBYIOLIYIO CEPTUPUIIMPOBAHHOMY 3HA-
yeHHI0 2°U/28U myist cragpapra U030a.

Pe3ynbTaThl

CraHaapTHBIA obpa3zer; U010

Pe3y/IbTaThl CEPHUU aHAIN30B HaHeceHUH 200 1 400 HT
cragaapra U010 mpuBeseHs! B Tabn. 1. TH COOTHOIIIe-
HHA I10JIy4eHbl CYMMHPOBaHHEM HHTEHCUBHOCTH II0
BCEM M3MEePeHHIM B X0Jle aHaJIH3a.

CpenHee 3HaueHHe 2°U/28U myist 200 Hr U010 cocTa-
Buio 0,010144+0,03% RSD, a g Harpysku 400 Hr -
0,010148+0,02% RSD.

CpenHee 3HaveHHe [l [ABYyX HaHeCeHHU
0,010146+0,03% RSD, a cepTuUIIMPOBaHHOE 3HAYEHHE ~
0,01014+0,1%, mo3ToMy K03pOHUIMEeHT OCTATOYHOI0 CMe-
IeHUs Me>kay HUMHU 0,01014/0,010146=0,999413.

Tabauua 2. O606ueHHble pe3yabmamel usmepeHul cmaHoapma NBL U030a, Hazpy3ku 200 u 400 Hz

200 Hr NBL CyMMapHble MIHTeHCUBHOCTH OTHOLWeHns
u030a
236UC\/MM' nA UC\/MM' HA 234u/238UcyMM 235U /ZBSUCVMM 236U /238UC\/MM
0,12 0,000287 0,031382 0,000007

0,000286

0,031371 0,000009

400 Hr NBL CyMMapHble MUHTeHCUBHOCTH OTHOLeHns
U030a 234UC\/MM‘ nA 235UCyMM' HA 236UC\/MM' nA UC\/MM’ HA 234U/Z38UCVMM 235U /ZBSUCVMM 236U /238UC\/MM
8,1 0,88 0,25 28,0 0,000288 0,031388 0,000009
............. 110 12 036 390000028900313330000009
................ 44 047 017 150000029000313920000011
................ 59 064 022 200000029100313830000011
Cpep.Hee .......................... 74 ............................... 081 ............................ 025 ......................... 260 ............................ 0 00029000313890000010 ..........
5[) .......................................................................................................................................................................................... o 00000100000020000001 ..........
RSD ...................................................................................................................................................................................... 0 4%0006% ....................... 1 15% .....................
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Tabauua 3. O606ueHHble pe3ynbmamel usmepeHul cmaHoapma NBS U050, Hazpy3ska 200 Hz

200 Hr NBL CyMMapHble MIHTEHCUBHOCTH OTHOLeHns
U050
Ucyum NA Ucyms HA Uy MA Ucymmr HA 234U/238UCWIM 235U/238UCyMM 236U/233UCVMM
3,8 0,67 6,4 13,0 0,000296 0,052767 0,000507

CtaHpapTHBIH 06paser U030a
PesynbTaTel aHanM3a mocae HaHeceHUH 200 u 400 Hr
ctaHfaprta U030a mpuBefeHs! B Tab1. 2.

Jist 200 Hr U030a mony4deHo 3HavyeHUe 25U /38U
0,031385+0,023% (RSD), a /151 400 Hr - 0,031389+0,006%
(RSD). YcpenHeHHOe 3HaueHHe [JIsl JBYX HaHeCeHHUH
0,031386+0,02% (RSD).

CxroppexkTtupoBaB oTHomeHue 41 U030a Ha K03d-
GULIMEeHT, pacCUMTaHHBIN IIPH U3MepeHHUH CTaHAapTa
U010, mmony4yaem oTtHouleHre 0,031368, KOTopoe Haxo0-
JUTCA B IIpefie/iaX JOBePUTe/IbHOI0 HHTePBajla CePTUPH-
LM POBaHHOTrO 3HaYeHU ~ 0,031367. CKOppeKTHPOBAHHOE
OTHOIIIEHHE TAaK’Ke COOTBETCTBYET OITy6IHKOBAHHOMY
B pabote Puxtepa u Fongbepra*: 0,031369+0,009%, KoTo-
Ppoe ompeziesieHo MeTOLOM II0JIHOIO UCIIapeHHs C Harpys-
KaMU B HECKOJIBKKX MKI obpasLa.

CtaHgapTHBIH 06paser U050

BoceMp H3MepeHHH € Harpyskou 200 Hr U050 maroT
cpenHee 3HavyeHue 3°U/38U 0,052787+0,02% (RSD)
(tabm. 3). CKROpPeKTHPOBAB U3MepeHHOe OTHOLIEHHUE
17151 U050 Ha KoabOUIIMEeHT, PACCUUTAHHBIM IIPU U3Me-
penuu ctanzgapra U010, rmony4yaeM oTHomeHHe 0,052756.
CKOppeKTHUPOBAaHHAs Be/IMUYKMHA CYLIeCTBEHHO OT/IH-
4JaeTcst oT cepTUdULIpoBaHHOM — 0,052784, HO uneH-
TH4YHA OIIy6/TMKOBaHHOMY B pabore PuxTepa u Fonnbepra
(2003) 3HauenHwuIo 0,052756 B 607BIION BEIOOPKE. Braumo,

Richter S. Goldberg S. A. Improved techniques for high accuracy
isotope ratio measurements of nuclear materials using thermal
ionization mass spectrometry. International Journal of Mass
Spectrometry. 2003. V. 229. P. 181-197.

CcepTUOHUIIMPOBAHHOE 3HAUEHHE [JISl CTAHAAPTHOIO
obpaswa U050 He KOPPEKTHO.

3aK/JIIYeHHe

B pe3ynbraTe IpOBeJEHHBIX IKCIIEPUMEHTOB MOKHO
CoenaTh CJIeAyIolre BEIBOIBL.

+ C IIOMOIIBIO METOAIA ITOJTHOTO UCIIapeHHUsI Ha 06pas-
LIaX C Harpy3KaMH B HECKOJIbKO COTeH HaHOTpaM-
MOB II0/IyYeHbl 3HaYeHUs H30TOIHOIO0 OTHOIIEe~
Hus 2°U/38U ¢ touHocThiO 0,03% (RSD), KOTOpas
IIpeBHIIIAET aHAIOTUYHYIO BeTUYHHY B METO/Ie KOp-
PEeKLIMH C UCII0Ib30BaHHEeM BHEIIHero CTaHAapTa.

» 3adurcupoBaHO HebombIIoe OTKIOHeHUE 0,06%
IUIS1 ©U3MEpPEeHHOro oTHouleHus 25U /28U, unu
0,02% Ha eqUHMILY MaCChl, IpUYeM CyMMHPOBaH-
Hble K03QPUIIHEHTHI HECKOJIbKO IIPeBHIIIAIT Cep-
TUQULIMPOBAHHOE 3HAYCHUE.

* OTK/IOHEHHEe He3HAYMUTE/IbHO pPacTeT C yBelnye-
HHEeM BBIOODKH.

* Be/MYyMHa OTKIIOHEHHMS OTPaskaeT 3aKOHOMEPHOCTh
meskay U010 1 U030a, ¥ 103TOMY pe3y/ibTaT H3Me-
PeHUI MOsKeT 6bITb CKOPPEKTHPOBAH.

» CKOpPpeKTHpPOBaHHOe oTHouleHue 2°U /238U mis
U050 He momagaeT B JOBepUTEIbHBIM HHTEPBAII,
oIpelesieMblH ITIOIPEIIHOCTBIO CEPTUOULIPO-
BAaHHOI'O 3HAUeHHsI, HO COIVIACyeTCsl C BeTUYKHOM,
Iony4eHHON Pruxrepom u onpbeprom (2003) Ha
apyrom tuie THMC.

ITepesod I'puzopus Kapabaesa, 8edyujezo cneyuaucma
epynnbt komnaHuil Textronica AG/ «MC-AHAJIUTHUKA»
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DiscoVIR-L

DEPOSITION AND DETE

CuctemMbl K-Qypbe-CnekTpocKonun
119 ra30BOW U XXUAKOCTHOM XpoMaTorpapum

Cuctemsl DiscoviR oT Spectra Analysis — 370 WaeansHoe pelleHne aAna
WMaeHTURHKALMKM KOMMNOHEHTOR B CNOXHbIX cMmecAx. Bnarogaps Tomy,
4YTO KaX [oe BelWeacTBO MMeaT CBOW YHHUKaNbHbIA MK-cnexkTp, ¢ NOMOoLWbLIO
cucTem DiscoviR MOXHO BBICTPO W NEerko NpoBoAWTL MAEHTUDUKALWIO
coeOUHEHWA.

NPEMMYLLECTBA
+ Koudurypauua DiscovIR-GC Ana paboThl ¢ N0BLIMIA Fra30BbiMK xpomaTtorpaami.

* KoHdmrypauua DiscovIR-LC Ana cucTemM rensnpoHuKaoLLen,
IKCKNHO3MOHHOM W BbICOKOIMHEKTUBHOM MUAKOCTHON XpoMaTorpadmm.

= CoeguHedue BIXX ¢ cuctemoi DiscoviR-LC ¢ ucnonsaoBaHuem
YHUKANBHOrO MHTEPDEACE C NONHBIM YAANeHWEM PACTBOPUTENS.

« QcamaeHne MUKPOKONUYecTE CIEJPEBL.[EI Ha BhIXOAE U3 KONOHKW Ha oxXnamjasmMbli
HAOKWM a30TOM OWUCK.

* AHanua TBepAblX 06pasUOB C BbICOKMM paspelueHuem.

« BUENMOTEKM CNIEKTPOR BKMOYAIOT 6onee Yem 2500 coeguHeHU.

AAPAKTEPUCTKMA

« Nuanaszod WK: 4000-700 cwm.

« Paspeluenue: 4 unu 8 cm

* WK-pevekTop: 0,1 MM x 0,1 MM KPT-npuemMHUK.

SPECTR
ANALYS

119334, Poccua, Mockea, yn. Koceiruda, 13, kopn. 1
Ten.: +7 (495) 995-88-90, -
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