UcnbiTaHUS maTepuaAoB

Hayunas crates

YK 543.51: 669.1
DOI: 10.18577/2307-6046-2023-0-9-122-131

AHAJIA3 HUKEJISI BBICOKOII YMCTOTBI
METOJ/IOM MACC-CIIEKTPOMETPUM BbICOKOT'O PA3PELLEHHUS
C TJEIOIIUM PA3PSIJIOM

A.B. Aﬂekceeel, I1.B. Axumosuy*

1<I>ez[epam,Hoe rocyJapCTBEHHOE YHUTapHOE npeanpusirue «Bcepoccuiickuil Hay4YHO-UCCIEN0BATENbCKUI
UHCTUTYT aBHAIIMOHHBIX MaTepuanoB» HalmoHaabHOro Mccie1oBaTeNbekoro nenrpa «KypdyaToBekuil ”HCTUTYTY,
Mocksa, Poccust; admin@viam.ru

Annomauusn. Onpedenenvl npumecu 68 snemenmos 6 Huxene evicokou (SN) uucmomor me-
MOOOM MACC-CHEKMPOMEMPUU BbICOKO20 paspeuterus ¢ miaelowum paspsaoom. Onucana noo-
2o0mosKka npobuvl K ananusy. [na 0ocmudicenus MaKCUMATbHBIX AHATUMUYECKUX CUSHAN08 OMm
8CeX UCKOMBIX DJIeMEHMO8 GblOPAHBL COOMEEMCMEYIOUUEe NApaAMEempsl HACMPOUKU 000PY008a-
Husi. Cnexmpanvibie uHmep@epeHyuu yCmpaneHvl 3a cuem @blcoko2o paspeutenus. Paccuuma-
Hbl KOIPUYUEHMbL OMHOCUMENLHOU YYECMEUMETbHOCHIU OISl 6CEX ONPEOSTSIEMbIX DNIEMEHMO8
C UCNONIL308AHUEM CHAHOAPMHO20 00PA3YA HUKETI.

Knrouesvie cnosa: macc-cnekmpomempusi 8blCOKO20 PA3PEUEHUs C MICIOWUM PA3PIOOM,
HUKeb, HUKeNe8ble CHIABbL, ONPeOeieHIe BPEOHbIX NPpUMecell

Jna yumuposanua: Anexcee A.B., SlkumoBud [1.B. AHanu3 HuKeIs BBICOKOW YHMCTOTHI METOJOM Macc-
CIEKTPOMETPUH BBICOKOTO paspelieHus ¢ mietomum paspsaoM // Tpynst BUAM. 2023. Ne 9 (127). Cr. 11.
URL.: http://www.viam-works.ru. DOI: 10.18577/2307-6046-2023-0-9-122-131.

Scientific article

ANALYSIS OF HIGH PURITY NICKEL BY GLOW DISCHARGE
HIGH RESOLUTION MASS SPECTROMETRY

A.V. Alekseev?, P.V. Yakimovich®

Federal State Unitary Enterprise «All-Russian Scientific-Research Institute of Aviation Materials» of National
Research Center «Kurchatov Institute», Moscow, Russia; admin@viam.ru

Abstract. The impurities of 68 elements in high (5N) purity nickel were determined by the
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is described. To achieve maximum analytical signals from all the required elements, the appro-
priate equipment settings were selected. Spectral interferences are eliminated by applying high
resolution. Relative sensitivity coefficients were calculated for all analyzed elements using
a standard nickel sample.
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BBenenue
B coBpeMeHHOW MPOMBIIUIEHHOCTH HHUKENb MPUMEHSIOT B MPOU3BOJICTBE Pa3HOOOpa3-
HBIX CIUIaBOB M MarepHasioB, B TOM YHCJIE KAPONPOYHBIX HUKEJIEBBIX CILIABOB, UCIOJIb3yEMbIX
JUTSI U3TOTOBJICHUSI OTBETCTBEHHBIX Y3JIOB M JICTAJICH Pa3IUYHBIX Ta30TYPOMHHBIX JBUTATEIICH.
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W3 nenust U3 »aponpoyHbIX HUKEIEBBIX CIUIABOB SKCILTYaTUPYIOTCS B AKCTPEMATIBHO JKECTKUX
ycnoBusx BeicOKUX Temreparyp ~(1300—1500) °C u 3HaYMTENbHBIX CHIIOBBIX HArpy3o0K [1-4].
Jis pa3paboTKu HOBBIX MAapOK CILIaBOB, OTBEYAIOIIUX BO3PACTAIONIMM TPEOOBAHHIM I10 Ka-
POIPOYHOCTH, HEOOXOMMO HCIOIB30BaTh HUKEIh BBICOKON 4ncTOTHI (4N 1 OoJee JuCThIi)
C MUHUMAJIbHBIM COJEpKAHUEM MPUMECHBIX 3JeMEHTOB. HUKenb BBICOKONH YHCTOTHI TaKkKe
UCTIONIB3YIOT B XMUMHYECKOM (OpraHMYeCKOM) CHHTE3€, B YaCTHOCTH B HE()TEXMMHUYECKOUN
MIPOMBIIIUICHHOCTH TPH TiepepadoTke HedTH [5].

Baxnoi 3agaueit mpyu NpoU3BOJICTBE KAUECTBEHHBIX CIIJIABOB M KOMIIO3UIIMOHHBIX Ma-
TEPHUAJIOB SIBJIIETCS KOHTPOJIb YHCTOTHI IEPBUYHOTO HUKEIS B YaCTU COJIEpP)KAHUS MpUMeceit
MHO>KECTBA Pa3IMYHBIX AIEMEHTOB. CII0)KHOCTh JAHHOW 33aJja4i BO3PACTACT JJIsi HUKENS BbI-
cokol unctoThl. Tak, nius mapku Hukens H-O (uuctora 4N) npenenbHoe conep)kaHue HEKO-
TopbIX 351eMeHToB coctaniseT 0,0001 % (mo macce) [6, 7].

Mens B Hukene B konudectse 0,005-0,6 % (1Mo macce) MOXKHO ONPEACIUTh METOAOM
KJlaccuaeckoi criekrpodoromerpun. [Ipody HUKENsT pacTBOPSIOT B @30THON KHUCIIOTE U KUTISI-
TAT JUIs yajdeHusl OKCUIOB a30Ta. Jlanee pacTBop pa30aBisiioT BOJOM, BHOCAT AUATUIIUTHO-
KapOamar CBUHIIA. B JaHHOM KOMIUIEKCHOM COCIMHEHWHU IMPOHUCXOJUT 3aMEIICHUE HOHOB
CBUHIIA HOHaMU Meai. HOBBINM KOMILIIEKC ¢ MEIbIO SKCTPAarupyroT C MOMOIIBIO XJIopodopma u
pa3IeNsIIOT B ACIUTEIBHON BOpOHKE. Jlanmee onpenensoT ONTHYECKYIO IIOTHOCTh TOTy4YeH-
HOT'O DKCTPAKTa MpHU JUTMHE BOJIHBI 436 HM B KIOBETE C TOJIIMHON MOTJIOIIAOIIETO CBET CIIOS
1 cm [8]. Kene3o B auanazone konuenrpanuid 0,001-0,1 % (o macce) onpeaensoT myTemMm
pacTBOpeHHs POOBI B COJNITHOM KHUCTIOTE. 3aTeM OCAKIAIOT THAPOKCHU] )KeJie3a ¢ MOMOIUIBI0
pacTBopa aMMHaKa, OCaJIOK OT(GWIBTPOBBIBAIOT M CHOBAa PACTBOPSIOT B COJSTHOW KHCIIOTE.
K nonyuennomy pactBopy mo6aBistoT 1,10-dbeHaHTpoNIMH U U3MEPSIOT ONTHYECKYIO IUIOT-
HOCTH TOJTy4EHHOTO KOMITJICKCHOTO COCIMHEHUS IMPHU JITMHE BOJHBI 510 HM B KIOBETE C TOJI-
HIMHON MOTJIOUIAIOIIETO CBET cios 5 cM [9]. BrlleonrcanHble METOANKU XapaKTePU3YIOTCS
OOJBIION TPYIOEMKOCTBIO M CIIO)KHOCTBIO, TMTO3BOJISIOT OJIHOBPEMEHHO OIPEACIATh TOJIBKO
OJIMH DJIEMEHT M HE BCEr/ia C IOCTAaTOYHBIMU Tpe/esiaMi 0OHAPYKEHHUSI.

ATOMHO-2a0COPOITMOHHAST CIIEKTPOCKOMHS SBJSICTCSI 00JIee COBEPIICHHBIM METOIOM
aHanuza. Tak, MarHui B HHUKeEJE C MOMOIIBIO JAHHOT'O METOJa MOXHO ONpPEAENTUTh B Iuara-
30He 0,002-0,2 % (1o macce). PacTBopeHHYI0 B @30THON KHCIIOTE MTPO0Y yapuBaroT, pa30as-
JSIOT BOAOW 10 HEOOXOAMMOro 00beMa U OMpeaestoT abcopOIuio (MTOTIIOIEHUE) PAaCTBOPOB
npu JUIMHE BOJHBI 285,2 HM B IUIaMEeHHM aneTuieHa U okcuga azora [10]. AToMHO-
abcopOlLMOHHAs CIIEKTPOCKOMHUS SBISETCS OJHOIIEMEHTHBIM METOAOM aHalu3a U MOIXOIUT
JUTSL OTIPEJICIICHHST HE BCEX MPUMECHBIX dJICMEHTOB.

K MHOrO»/neMeHTHBIM METOJlaM aHalln3a OTHOCUTCS aTOMHO-DMHUCCHOHHAS CIIEKTPO-
MeTpus ¢ UHAYKTUBHO cBsa3aHHOU miazmoil (MCII-ADC). Meron ocHOBaH Ha BO30YKIEHUU
CIIEKTpa aTOMOB OMNPEIENISIEMbIX JJIEMEHTOB WHAYKTUBHO CBS3aHHOMW IJIa3MOM C MOCIEIyIO-
Hiel perucTpanueil u3JIydeHus CIeKTPaIbHbIX JUHUM (OTOANEKTPUUECKUM CIIOCOOOM M IMO3-
BOJISIET OMPEENSITh KOHIIEHTPAIMIO OOJBIIOr0 KOJMYECTBA AJIEMEHTOB B PAa3IUYHBIX MaTepU-
amax. [Ipu mpoBeeHNN aHATN3a UCIIONB3YIOT 3aBHCHMOCTh MHTCHCUBHOCTEH CIIEKTPaTbHBIX
JUHHUM 3JIEMEHTOB OT UX MaccoBbIX Aojeil B mpobde. B TOCT 6012-98 [11] onucaHo BbIsiBIIE-
nue B Hukene 9 snementos (Al, Fe, Cd, Co, Si, Mg, Mn, Cu, Zn) ¢ MUHIUMaJIbHBIMH OTIPE/Ie-
JSIEMBIMU 3HAUYEHUSMHU KOHILIEHTparuid. Tak, s MHKa HauMEeHbIIas onpezenseMas KOHIICH-
tparus coctasisier 0,0003 % (o Macce), HO IEPEUYCHb BBISBISIEMBIX 2JIEMEHTOB HE TOJHBIN
M0 CPaBHEHUIO C TPEOOBAHHMAIMH K XMMHYECKOMY cOCTaBy Hukens. B crammapre ASTM
E2594-09 [12] npuBeneH pacuiMpeHHbIH nepedeHb onpeaesseMbix snementoB (Al, B, Ca,
Cu, Mg, Mn, Nb, P, Ta, Sn, Ti, W, V, Zr), onHako nuana3oHbl U3MEPSIEMBIX KOHI[CHTpAIIUH
HE YJIOBJCTBOPSIOT TPEOOBAHHUSIM HOPMATHBHOW JOKYMEHTAIIMH JUISI COBPEMEHHBIX MapoOK
Hukend. Hampumep, MUHMManbHas onpezensemMas KoHIEeHTpaus ¢ocdopa cornmacio ASTM
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E2594-09 cocrasnser 0,0040 % (mmo macce), cornmacHo ['OCT 6012-98: 0,0010 % (mo macce),
YTO HEJOCTATOYHO i aHanu3a Hukens mapku [JHK-0, coxepxkamiero ve 6omnee 0,0005 % (mo
Mmacce) pochopa. K nemocratkam UCIT-ADC MOXKHO TakKe OTHECTH HAJIMYKE OOJIBIIOTO KO-
JNYECTBA CIEKTPATBHBIX HHTEPPEPCHINN (HAIOKEHUH), YTO JeTIaeT HEBO3MOXKHBIM OIpeic-
JICHHE MPUMECE HEKOTOPBIX AJIEMEHTOB.

B nacTosmee BpeMst Harbosiee MOIMyJISIPHBIM METOJIOM ONPEISICHUs prUMeceid B Ma-
TepuajaXx PazIMYHOrO COCTaBa SIBJISIETCS MAacC-CIEKTPOMETPHS C WHAYKTUBHO CBS3aHHOMN
mnazmort (MCIT-MC) [13]. MeTtoa 1mo3BoJisieT OJHOBPEMEHHO OMPEEIsTh MHOXKECTBO 3Jie-
MEHTOB U OTJIMYACTCSl HU3KUMH IpeleramMu OOHapyXeHHs, MPOCTOW MpoOOMmoAroTOBKOM
C MCIOJIH30BAHUEM MHUKPOBOJIHOBOTO Pa3jiOKEHUsI MPOOBI B CMECH KHCIOT. Bmecte ¢ Tem
NCII-MC umeer u psii HEJOCTATKOB, OCHOBHBIM M3 KOTOPBIX SIBJISIETCS HAJIMYUE CIEKTPalb-
HBIX UHTEp(EpEHINI CUTHAIOB (MAaCCOBBIX IMMMKOB) OT Pa3HBIX 3JIEMEHTOB JIPYT HA JIpyra, 4TO
3aTPYAHSIET aHAIM3 00OBEKTOB CIIOXKHOTO coctaBa [14]. Jlns pemenust 1aHHON MpoOIeMBbl MC-
MOJIB3YIOT: PEAKIIMOHHO-CTOJIKHOBUTEIbHBIE SYEHKH, MAaTEMAaTUYECKYI0 KOPPEKIUI0, YMEHb-
[IEHHE BBIXOAHON MOIIHOCTH T'e€HepaTopa IIa3Mbl U IPYrHe METOIbI.

Haunbonee moaxoasmmM METOI0OM aHaIH3a MaTePUAIOB BBICOKOM YHCTOTHI SIBIISICTCS
Macc-CIIEKTPOMETPHS BBICOKOTO paspelieHus ¢ taetonmm paspsaom (MCTP), no3Bomnstomas
MPOBOJIUTH TIOJIHBIM 3JIEMEHTHBI aHAIU3 B IIMPOKOM JHAIa30HE COJEPKaHUN HETmocpe.l-
CTBEHHO U3 TBEpAO0ro obpasiia 6e3 ATUTENbHON NpoOONOArOTOBKY U pa3daBneHus. biaronaps
HATMYUIO MacC-aHaJIN3aTopa ¢ JBOMHON (POKYCHPOBKOW MOHOB BBICOKOTO Pa3peiICHUs MOXK-
HO TMPEOJ0NIETh OOJIBIIMHCTBO CHEKTpalbHbIX HHTepdepenuuit [15]. Conepxkanue onpenens-
€MBIX 3JIEMEHTOB PACCUUTHIBAIOT C MPUMEHEHUEM MUHHUMAJIBHOTO KOJIMYECTBA (B OOJBIINH-
CTBE CIIy4aeB JOCTAaTOYHO OJHOTO) CTaHAAPTHBIX O0OPAa3IOB COCTaBa aHAIM3UPYEMOIO Mare-
puana Oyaromapsi LIMPOKOMY AMANA30HY JIMHEMHOCTH U CTaOWUIBLHOCTH PabOThl MCTOYHHKA
nonuzanuu. [Ipu Takom criocode mpodooTdopa MaTpuuHble dH(PEKTH MEHBIIE, YeM MPHU HC-
KPOBOM U B MUHAYKTHUBHO CBSI3aHHOM ma3zme [16].

Llenp naHHOM paboOThl — UCCIEIOBAaHHE BO3MOXKHOCTU aHanmu3a (OmpeeseHue
72 571€eMEHTOB) HUKEJIS BRICOKOH YMCTOTHI (peamnonaraeMast yncrora Metayuia 4N-5N) mero-
nom MCTP nyrem BbiOOpa yclioBuil aHAIN3a, a TAKXKE C IPUMEHEHHUEM OJIHOTO CTaHJIAPTHOTO
obpasria.

Pabota BbImonHeHa ¢ ucnoab3zopanueM obopynosanus LIKIT «KnuMaTuueckue ucmsl-
tanus» HUL «KypuaroBckuii nuactutym» — BUAM.

MeToasbl uccae10BaHUA
Annapamypa

Jlia ipoBeAeHMsI UCCIIEJIOBAHMS UCIOJIb30BAIM MacC-CIIEKTPOMETP BBICOKOTO pas3pe-
weHus ¢ Tieroumm paspsaom Element GD Plus. [Ins mocTikeHUs] MaKCHMANTbHBIX aHATATH-
YECKHX CUTHAJIOB ONpEACIIeMbIX 3JIEMEHTOB BBITOJIHSUIA aBTOMAaTHYECKYIO HACTPOUKY pado-
YUX apaMeTpoB NMpUOOpa B COOTBETCTBUHU CO CTAHAAPTHOM Mpoleaypoil HOAroToBKY, 3a1aH-
HOM npousBoautenem (tabdiu. 1). [Ipudbop umeer Tpu pukcupoBanHbix pazpeweHus: 300 (Hu3-
koe — LR), 4000 (cpeanee — MR) u 10000 (Beicokoe — HR), uTo mo3BoJIsS€T MPAKTUYECKU
MOJIHOCTBIO YCTPAHHUTh CIEKTpaJibHbIe MHTepdepeHnnu, u obnamaer 0ojee BBICOKOW UYB-
CTBUTEJIBHOCTBIO IO CPABHEHUIO C KBaJPYHOJIbHBIM Macc-aHAJIM3aTOPOM HM3KOTO pazpelie-
Hus (merox UCII-MC).

[lepBruunHyto 06pabOTKy MOBEPXHOCTH 00pPa3lloB MPOBOIMWIN HA CTAHKE C MPUMEHEHU-
€M amMa3HbIX a0pa3uBOB. AOpa3HWBHI HA JAPYTUX OCHOBAX MPHUMEHSTH HEJH3S M3-32 BO3MOXK-
HOTO 3arpsi3HEHUS MOBEPXHOCTH 00pa3iia CTOPOHHUMH 3JIEMEHTaMHU.

Co6op u 00pabOTKy JaHHBIX MPOBOIMIIN, UCIIOJIB3Ys IPOrpaMMHOE 0OecIieueHne Mace-
cnektpomerpa Element GD Plus.
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Tabruya 1

YciaoBusi onpeiesieHus 3JieMEHTOB Ha Macc-ciekTpomerpe Element GD Plus

ITapameTp

3HayeHue nmapaMmerpa

Hcrounuk Tetorero paspsina (uctounuk GD)
Martepuan aHoia U TPyOKH MOTOKA (TIO3BOJISAET OIpe-
JIEJIATH COMIEpIKaHne cepbl <2 ppm)

Marepuan koHyca uHTepdeiica (I03BOIsET omperne-
JSITh COACPXKAHME cephl <2 ppm)

Tuna I'pumma (¢ MIOCKUM KaTOJ0M), paOOTAOIIHIA B
pexume «fast flowy» (pacxom aprona cocrasiser
100-1000 ma/mumH)

Oco00 4uCTHIH TpaduT ¢ MUPOIUTHIECKUM IOKPBI-
THEM, BHYTPEHHUH IUAaMETP aHOJa COCTABISAET & MM
Oco060 uncTshlii rpadut

JlaBJieHHE aproHa B HCTOYHHKE TJICIOLIETO pa3psaa

1 mbap (0,1 MITa)

Pacxon paspsiytaoro rasa (Ar>99,998 %)

425 ma/mMuH

Tox pa3psana
HampspokeHnue paspsina

50 MA (peXuM HEeTPEePHIBHOTO MTOCTOSHHOTO TOKA)
He 6omnee 1400 B

Pazpemrenue macc-ananuzatopa 300
4000
10000

Hanpsbxenne Ha GOKyCHOU JIMH3E —1200 B

[IpenBapuTenbHbIN MPOXKUT oOpasua A yAalleHus
MTOBEPXHOCTHBIX 3arps3HCHUN W CTaOMIU3aIlH CHT-
HaJIOB OCHOBBI

He menee 2 Mmun

Obvexmbl ucciedo6anus
B pabore wucnonb3oBamu cepTU(GHUIMPOBAHHBIA CTaHAAPTHBIA O0Opaser] HUKeIs
IARM-190A. TIpoananu3upoBad cepTr(UIUPOBAHHBIN 00pa3el] HUKeS BEICOKOM YucTOTHI (SN).

PesyabTaThl H 00cyxI1eHUE
Buvibop uzomonos onpedensemvix s1emMeHmMos

[lepen HauajgoM aHanKM3a BBIOpaATU M30TOIBI ompenenseMbix 3iaementoB (Li, B, Na,
Mg, Al, Si, P, S, K, Ca, Sc, Ti, V, Cr, Mn, Fe, Co, Ni, Cu, Zn, Ga, Ge, As, Se, Rb, Sr, Y, Zr,
Nb, Mo, Ru, Rh, Pd, Ag, Cd, In, Sn, Sh, Te, Cs, Ba, La, Ce, Pr, Nd, Sm, Eu, Gd, Th, Dy, Ho,
Er, Tm, Yb, Lu, Hf, Ta, W, Re, Os, Ir, Pt, Au, Hg, Tl, Pb, Bi, Th, U) ¢ yuerom ux makcu-
MaJbHON pPacHpOCTPAHEHHOCTU JJISi JOCTHIKEHUS MaKCHUMAaJbHOTO aHAIUTUYECKOTO CUTHAja
C MUHHUMAJILHBIM KOJMYE€CTBOM BO3MOKHBIX HHTepdepeniuii (Tad. 2) [14].

Tabnuya 2
HN3oTonbl onpeaeasieMbIX 3JIEMEHTOB, UX OCHOBHBIC HHTE (l)epeHllI/IH U paspeuecHmue npnﬁopa
u PacnpocrpanennocTts Heobxonnmoe Paspewmenue
30TOI1 0 Memafoume HOHBI
nzoromna, % paspelnieHre npubopa
7Li 72,36 — — LR
11B 80,18 — — LR
23Na 85,69 — — LR
24Mg 78,99 ecrct 1604 LR, MR
27Al 100 ?CPN*, B°CN* 1453, 1085 LR, MR
28Si 92,2 CP0 NN 1557, 958 MR
31P 100 NP0, ¥N™0OH" 1457, 967 MR
32S 95,02 o™0" 1802 MR
39K 87,87 — — LR
44Ca 96,33 — — LR
44Ca 2,09 %Sit0*, *co 0", 2687, 1281, 965 MR
14N14N 160+
45Sc 100 Zsi0*, B*co *o”, 2901, 1207, 1078, MR
1ZCl6O 16OH+, 14N15N 160+ 1066
47Ti 7,44 — — LR
51V 99,75 — — LR
52Cr 83,79 TArC* FArCO” 2375, 2367 LR, MR
55Mn 100 TArPN* 2248 LR, MR
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Oxkonuanue mabauyvt 2

" PacnpoctpanenHocTh Heobxonumoe Pazpemenue
30TOI o Memaromye HOHbI
nzoromna, % paspeuieHue npudopa
56Fe 91,75 TArrto* 2503 MR
59Co 100 BNiH* 5906 LR
60N 26,22 ¥CoH* 5853 LR
63Cu 69,17 0" 3687 MR
66Zn 27,9 STiR0*, *Ccr*o’ 4827, 4419 MR
71Ga 39,89 >Mn™0*, " Nd™, *Ce™ 8587, 2432, 2371 MR, HR
73Ge 7,72 >Fe™0*, N 10646, 2203 MR, HR
75As 100 FCo™0", ENi"OH", ®'Nd™*| 11509, 4544, 1929 MR, HR
82Se 8,73 BKr, Ti0™0", 25361 MR
ocrieo’o*, (82Se cnpaga), 4577,
OArPArtHH 4276, 3455
85Rb 87,41 - - LR
88Sr 78,92 - - LR
89Y 100 - - LR
917r 11,22 VA Nai 129866 LR
93Nb 100 - - LR
95Mo 15,92 - — LR
101Ru 96,33 - - LR
103Rh 63,71 - - LR
105Pd 82,37 - - LR
107Ag 51,84 170" 23494 LR
111Cd 12,80 ®Mo™0* 32332 LR
115In 95,71 PRu™0", °3n 37921, 212783 LR
119Sn 8,585 - - LR
121Sb 57,21 - - LR
126Te 18,95 “Mo™0o™0* 14987 LR
133Cs 95,02 - - LR
137Ba 11,23 Mo™Ar* 3657 MR
139La 99,9 PRuArF 3650 MR
140Ce 88,45 TORU™ArT, ™Mo™Ar 3601, 3930 MR
141Pr 100 WIRU™PAr 3548 MR
146Nd 17,17 - LR
147Sm 95,36 - —
153Eu 82,13 - -
157Gd 15,65 1apeg* 7331 HR
159Th 63,82 - - LR
163Dy 85,31 — — LR
165H0 73,32 — _ LR
166Er 21,02 - - LR
169Tm 63,96 — — LR
172Yb 83,54 - - LR
175Lu 83,49 — — LR
178Hf 27,28 — _ LR
181Ta 99,99 - - LR
182W 26,50 — — LR
185Re 37,43 - - LR
1890s 58,34 — — LR
193Ir 75,63 — _ LR
195Pt 84,46 - - LR
197Au 34,79 _ _ LR
201Hg 31,02 - — LR
205TI 70,48 _ _ LR
207Pb 22,08 _ _ LR
209Bi 100 QP oTo* 4413 LR, MR
232Th 84,35 _ _ LR
238U 98,63 - — LR
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Pazpemenne mpubopa a1 Kaxa0ro 3JI€MEHTa BBIOMpAIM C pacdyeToM, 4TOOBI yCTpa-
HUTHb BCE BO3MOXKHBIE MHTepdepeHuun. [Ipu 3ToM aHaIUTUYECKHE CUTHAJBI JOJKHBI OBITH
MaKCHUMaJbHBIMH, TaK KaK TPU YBEIMYCHHH pPa3peIICHUs YYyBCTBHTEIBHOCTH IpHOOpa
YMCHBIIACTCA.

Pacuem xoagpgpuyuenmos omnocumenvuoii uyscmeumenbHocmu
[Ipu ucnonbzoBanuu meroga MCTP aiis KoJM4yeCTBEHHOU OLEHKH Pe3yJbTaToOB pac-
CUMUTHIBAIOT KOA(DPUIIMEHTH OTHOCUTENBFHOM 4yBCTBUTEIBHOCTH, OTyYEHHBIE C TIPUMEHEH H-
€M CTaHJAPTHBIX 00pa3I0B, HACHTUYHBIX WU OJIM3KHX 10 COCTaBY OINpPEACIIEMON MaTpHIIE.
IlepBoHaYaIbHO MJIs1 3JIEMEHTA X ONPEAEIAIOT OTHOCUTEIbHYI0O MHTEHCUBHOCTHh HM30TOIOB —
snauenue IBR (lon Beam Ratio) mo ¢popmyie [15]

| /A
IBR, ==%—*—,
T TA)

rae ly — 3HaueHrne UHTCHCUBHOCTH U30TOIA OMPEACIIEMOro AIEMEHTa X, UMIL/C; Ay — pacIpOCTpaHEH-
HOCTB U30TOIIA OIpeIeNsieMoro daeMenTa X, %.

B 3HameHarene 1aHHOrO ypaBHEHHMs yKa3aHa CyMMa 3HAQ4€HHMI MHTEHCHUBHOCTH BCEX
OIpeNieNIIEMBIX 3JEMEHTOB IPOOBI, @ HE TOJBKO MHTEHCUBHOCTh MATPUYHOIO 3J€MeHTa (WiIn
BHYTPEHHETO cTaHaapTa). Jlanee BRUUCIAIOT KO3()OUIMEHTH OTHOCUTEIHHON YyBCTBUTEINb-

Hoctu (KOUY, Relative Sensitivity Factor — RSF):
RSF, = <, :
IBR,

rae Cy — cepTugUIMPOBAHHOE COIEPIKAaHUE dTIEMEHTa X B cTaHAapTHOM oOpasie Hukens |IARM-190A.

Paccunrannpie 3Hauenns KOU 11 BCeX HCKOMBIX 3JIEMEHTOB IPEICTABJICHBI
B Ta0n. 3.

Tabnuya 3
Koy puuueHTsl 0THOCUTEILHOI yyBcTBUTEAbHOCTH (KOY),
MoJIy4eHHbIE PH aHAJIN3€E CTAHAAPTHOro odpasua Hukeassi IARM-190A

DneMeHT KO4 DneMeHT KO4 DneMeHT KO4 DneMeHT KOY
Be 6,12 Rb 1,85 Hf 0,79 Bi 2,94
B 6,49 Sr 2,07 Ta 1,24 V 0,54
Na 2,47 Y 0,54 W 1,61 Mo 0,92
Mg 151 Cd 3,41 Re 0,97 Eu 0,89
Si 3,04 In 1,45 Os 0,87 TI 4,08
P 3,66 Sn 1,29 Ir 0,96 U 0,85
S 3,43 Sb 4,89 Cr 1,28 Th 0,86
K 3,34 Te 4,43 Mn 1,01 Ho 1,02
Ca 0,45 Cs 2,03 Fe 1,18 Ti 0,41
Sc 0,59 Ba 0,56 Co 1,04 Au 0,84
Ni 151 La 0,64 Ru 1,03 Zr 0,56
Cu 2,44 Ce 0,75 Rh 0,96 Nd 0,88
Zn 3,83 Pr 0,81 Pd 1,85 Pt 0,93
Ga 2,34 Er 0,85 Ag 3,85 Sm 1,32
Ge 1,33 Tm 1,08 Gd 0,68 Hg 0,91
As 513 Yb 0,91 Tb 1,23 Dy 141
Se 3,77 Lu 0,96 Pb 1,36 Nb 0,66

Hanee nonydyenusie 3HaueHnss KOY ucnonb3oBanu sl pacuera KOHIIEHTpaUi onpe-
JIETSIEMBIX JIEMEHTOB.
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Buvibop spemenu abrayuu

JlJis monmy4eHusl JOCTOBEPHBIX Pe3y/IbTaTOB aHaIN3a HeoOXOAUMO MmomodpaTh Bpems
a0ty (mposkura) obpasma TiaeromumM paspsaaoM. [Ipu 3Tom HE0OX0IUMO TTOJTHOCTHIO Yy a-
JUTH 3arPS3HEHHSI C TOBEPXHOCTHU MPOOBI M IOCTHYB IMOCTOSTHCTBA (BBIXO/A HA TUIATO) COACP-
KAHUW OIpEIeNIIeMbIX AJIeMeHTOB. [IpoaHanm3upoBaHbl MPOOBI UCCIEAyeMOro obOpasia u
paccuMTaHbl KOHIICHTPAIMK 3JIEMEHTOB, MOJIYYCHHBIE 3a pa3Hoe BpeMs a0msmwu. Ha puc. 1
NPEJICTaBJICHBI 3aBUCHMOCTHA OTHOCHUTEIIFHOW KOHIICHTPALMU HEKOTOPBIX JIIEMEHTOB OT Bpe-
MEHH a0JISIUH, KOTOPas ONpeensercs no Gopmyie

COTH = Ca6c/ CMI/IH!

rae C,s. — abCOoNIOTHAs KOHIEHTpalus 3eMeHToB; C,,, — MUHUMAaJIbHAs OomlpejelisieMasl KOHIICHTpa-
LIMST DJIEMEHTOB.

OTHOCHUTENBHAS KOHICHTpaIusa
3JICMCHTA

o
Ul

0 2 4 6 8 10
Bpewms abmusiuyu, MuH

Puc. 1. 3aBHCHMOCTh OTHOCHTENHHON KOHIIEHTPAILIMHN DJIEMEHTOB OT BPEMEHH aOJISIIIH

[TonHoe ynaneHue 3arps3HEHUI ¢ MOBEPXHOCTH MPOOBI M BHIXOJ Ha IMJIATO KOHIICH-
Tpamuii OMpeNeIsIeMbIX JJIEMEHTOB JOCTUTAIOTCS YXe Tociie 7 MUH mpoxwura. Takum oOpa-
30M, JUIs aHanu3a Hukens merogoM MCTP HeoOXoauMo BBIIOIHATH MPEIBAPUTEIBHYIO
a0JIALMIO B TeUEHUE 7 MHUH.

Ha puc. 2 IMPEACTaBJICH O6p33€I_I HUKEJIS BBICOKOM YHCTOTHI MOCJIE aHallM3a METOI0M
MCTP.

Puc. 2. O6pa3er; HEKeIsT BEICOKOH YUCTOTHI TTocie aHanu3a merogom MCTP
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MCTP.

Ananuz nuxens 8blcOKOU YUCMOomyl
B Tabn. 4 npencraBiieHbl pe3ynbTaThl aHAJIM3a HUKENS BBICOKON YMCTOTHI METOJIOM

Tabnuya 4

MaccoBasi 10J1s1 puMeceii B 00pa3ie HHKeJsl BbICOKO# unctoThl (N =4, P = 0,95)

MaccoBas J0JIs1 5JICMCHTA, MKI/KT Maccosas J0JIs1 3JICMCHTA, MKI/KT
OneMeHT ITonyyennoe ATTecToBaHHOE OneMeHT Ilonyuyennoe ATTecTOBaHHOE
3HAYCHUC 3HAYCHUC 3HA4YCHUC 3HAYCHUC

Li 0,12+0,03 — In 0,3£0,1 —

B 0,4+0,1 — Sn 3243 3542
Na 4,1+0,5 — Sh 300+£10 300+10
Mg 6+l 5+2 Te 5+2 —

Al 2,5+0,6 2,2+0,3 Cs 2,3+0,1 —

Si 70+5 68+6 Ba 3,6+0,2 —

P 590420 600+20 La 0,9+0,2 —

S 120+10 120+10 Ce 0,3+0,1 —

K 1,3+0,3 - Pr 0,7£0,2 —
Ca 46+5 48+4 Nd 0,5+0,1 —

Sc 0,2+0,1 — Sm 0,1+0,05 —

Ti 4416 48+5 Eu 0,1+0,05 -

V 0,4+0,1 - Gd 0,9£0,2 -

Cr 1,3£0,3 1,5+0,2 Tb 0,5+0,1 —
Mn 2243 20+3 Dy 0,7+0,1 —

Fe 1600£100 1650470 Ho 0,6+0,2 —
Co 2000+200 2100+100 Er 0,1+0,05 -
Cu 210+20 200+10 Tm 0,1+0,05 —
Zn 1200+100 1120+50 Yb 0,2+0,1 —
Ga 1,1+0,2 — Lu 0,3+0,1 —
Ge 0,8+0,1 - Hf 0,1+0,05 -
As 2,3£0,2 <5 Ta 6+2 542
Se 2443 26+2 W 30+9 2544
Rb 1,5+0,1 — Re 0,1+0,05 —

Sr 3,240,2 — Os 0,8+0,2 —

Y 0,8+0,2 - Ir 0,6+0,2 —

Zr 0,5+0,1 <1 Pt 0,1+0,05 —
Nb 3,0£0,3 <5 Au 0,9+0,2 —
Mo 8,8+0,4 8,6+0,3 Hg 0,2+0,1 -
Ru 0,7+0,2 - Tl 3+1 —
Rh 0,6+0,1 — Pb 120£10 125+9
Pd 0,10+0,05 — Bi 0,6+1 <1
Ag 970+40 950430 Th 0,1+0,05 —
Cd 260+20 250+£20 ) 0,6+0,2 —

Z[J'ISI BCCX AaTTCCTOBAHHBIX 3JICMCHTOB IIOATBCPKAACTCA TOYHOCTH IIOJTYYCHHBIX PC-

3y/lbTaTOB (ATTECTOBAHHOE 3HAUYEHHUE MOMAa/NaeT B JIOBEPUTEIbHBIM HMHTEpBaJl IMOJYYEHHOTO
3HaueHus). [Ipu 3Tom yncrora Hukens coctaBmna SN: 99,99923 9% (mo macce) — paccuuTaHo
KaK pa3HHIIa CyMMBbI KOHIIEHTpaluii npumecei ot 100 %.

3ak/oueHu
Ha ocHoBe npojenanHoii paboThl MOKHO CENIATh CIEAYIOIINE BBIBOIBI:

— merogoM MCTP B03MOXHO MPOBOIUTH aHANIHU3 (OMPENENSITh MpUMecH 68 3IEMEHTOB)
HUKEJS BBICOKOM 9rcTOTHI (SN);

— s pacdyera KodpPUIIUEHTOB OTHOCUTENbHON YyBCTBUTEIFHOCTA BO3MOKHO HCIIONB30-
BaTh TOJILKO OJIMH CTAaHJIAPTHBIA 00pa3el] cocTaBa HUKEIS;

— BpeMs MIPEeABAPUTEIIHLHON a0ISAIMU JOJKHO COCTABIISATh HE MEHEE 7 MUH;

— JIOCTOBEPHOCTh PE3yJIhTAaTOB aHAIM3a MOATBEPkKIACHA aHAIM30M CEpTU(UIIMPOBAHHOTO
o0pa3iia HUKeNsl BBICOKOW YUCTOTHI.
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