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IIposedeno onpedenenue codepacanuii 19 snemenmos (B, Al, Si, P, Ti, Cr, Fe, Co, Ni, Zr,
Nb, Mo, Hf, Ta, W, Se, As, Pb, Bi) 6 o6pasyax mnuxenesvix cniagoe memoodom macc-
CHeKmpOMEmMPUY BbICOKO20 paspeuteruss ¢ mielowum pazpsaoom. Tlpuseoen noobop ycrosuii ana-
nusza. Cnexmpanvivle unmeppepenyuu yempanensl ¢ HOMOWbIO NPUMEHEHUs 8bICOKO20 paspelie-
Hust. TIpasuibHOCHb NOLYHEHHBIX Pe3YIbMAmo8 NOOMEEPHCOCHA AHATUZOM CEPIMUPUYUPOBAHHBIX
CManOapmublx  00pasyo8 HuKeneso20 Cnaasd. [uanaszon onpeoensemvix KOHYEHMpayuil:
0,000002-53,4% (no macce), omrocumenvruoe cmanoapmuoe omxionerue He npegviuiaem 0,05.

Knrouesvte cnosa: macc-cnekmpomempusi 6blCOKO20 paspeuienus, mielowuil pa3psio, HuKe-
Jlegble CHAsbl, Onpedesienue 8PeOHblX NPUMecell, AHANU3 HUKEe8bIX CNIABOE.

A.V. Alekseev!, P.V. Yakimovich?

APPLICATION OF THE GLOW DISCHARGE
HIGH RESOLUTION MASS SPECTROMETRY METHOD
IN ANALYSIS OF NICKEL ALLOYS

The content of 19 elements (B, Al, Si, P, Ti, Cr, Fe, Co, Ni, Zr, Nb, Mo, Hf, Ta, W, Se, As,
Pb, Bi) in the samples of nickel alloys was determined by high resolution glow discharge mass
spectrometry. The selection of analysis conditions is given. Spectral interference is eliminated
by the use of high resolution. The correctness of the results obtained is confirmed by analysis of
a certified standard samples of nickel alloy. The range of determined concentrations:
0,000002-53,4% (of the mass), the relative standard deviation does not exceed 0,05.

Keywords: high-resolution mass-spectrometry, GD-MS, nickel alloys, determination
of harmful impurities, analysis of nickel alloys.
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BBenenue

CoBpeMeHHbIE HUKENEBblE CIUIaBbl HALUIM IIHPOKOE NPUMEHEHUE B PA3IUYHBIX
OTpaciiIX MPOMBIIUIEHHOCTH (aBHAaCTPOEHME, JIBUraTeeCTpOeHue) Osiaroapsi CBOUM YHU-
KaJIbHBIM CBOMCTBAM TEPMOCTONKOCTH, *KapPOIPOUYHOCTH, MOBBIIIEHHBIM MPOYHOCTHBIM Xa-
pPaKTEpUCTUKaM, UTO JaJI0 BO3MOXHOCTh KCIUTyaTUPOBAaTh M3JEIHS U3 JaHHBIX MaTe€pUalOB
npu pabouunx temmeparypax g0 1050 °C [1-4].

Jlyig Ipon3BOJCTBA KAUECTBEHHBIX HUKEJIEBBIX CIUIABOB HEOOXOMMO OCYILECTBIISATH
KOHTPOJIb XMMHUYECKOI'O COCTaBa JIaHHBIX MaTepuanoB. [Ipu 3TOM BakHO OIpeneisTh coaep-
JKaHWE KaK OCHOBHBIX KOMIIOHEHTOB CIUIaBa (HHMKEJIS M JIETUPYIOLIUX 3JEMEHTOB), TaK U
BpEIHbIX IpUMecel, 0Ka3bIBAIOIIMX HEraTHUBHOE BIMSHUE HA Pa3InYHbIE CBOMCTBA BBITyCKa-
eMBIX MaTepuaioB [5]. st perenust 1anHO# mpobdiaembl B XxuMudeckoit nadoparopun OI'VII
«BUAM)» ucnonb3yercs 1enblii KOMIUIEKC pa3JIMYHbIX METOA0B XUMHUUECKOTO aHaJn3a.

Jlo HenaBHEro BPEMEHHM OJHHMM U3 CaMbIX PacCHpOCTPaHEHHBIX METOAOB ONpeAeTIeHUs
pa3IMYHBIX JIEMEHTOB B HUKeIE OblTa crieKTpodoTomMeTpus. Tak, xelle30 ¢ UCTIOIb30BaHuEM
JTAHHOTO METO/a BO3MOXKHO OMpeaenuTh B auamna3zoHe coxepxkanuit 0,001-0,1% (mo macce).
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HaBecky mpo0Obl pacTBOPSIIOT B @30THOM KHUCIIOTE, TPOBOAST COOCAKIACHHUE THIAPOKCUIA JKeTle-
32 ¢ THUIPOKCHUIIOM aTIOMHUHUS, 100aBIsis M30BITOK amMMmHuaka. Jlamee ocagok pacTBOPSIOT B
COJITHOM KHUCIIOTe U BHOCAT pacTtBop 1,10-eHaHTpONMHA COJISTHOKUCIIOTO, 00pa3yIoIero
xene3oM (l1) kommekcHoe coenHeHue. 3aTeM U3MEPSAIOT ONTHYECKYIO TUIOTHOCTh JAHHOTO
pacTBopa Ha CeKTpodOoTOMETpe Ipu AJMHE BOJIHBI 510 HM, Janee pacCYUTHIBAIOT COIEPIKa-
HHUE JKelle3a B UCXOJMHON mpobOe [6]. Marauii ¢ UCIoJb30BaHUEM CHIEKTPOPOTOMETPUU BO3-
MOJKHO OIpeneisaTh B nuana3zoHe koHueHtpauuit 0,005-0,2% (mo macce), 1uist yero npooy
NPOKAIMBAIOT B KBapueBoM Turie B MydenbHoit neun npu 900-1100 °C u nmomxydeHHbIE OK-
CUIbl MarHus pacTBOPSIIOT B COJITHOM KHUCIOTE, Jajee 00aBisioT H30BITOK THUAPOKCUIA
HaTpus. [lomydeHHBINH 0caqoK OTOUIHTPOBBIBAIOT U PACTBOPSIOT B AUATUIIUTHOKApOAMUHA-
Te HaTpus. [[oOaBineHNE K MOIYYEHHOMY PacTBOPY TUTAHOBOTO JKEJITOTO MPUBOJIUT K 00pa3o-
BaHUIO KOMIUIEKCHOT'O COEUHEHHS, UMEIOLIET0 PO30BOE OKPAIIMBAHUE C MOTJIOIIEHUEM MPH
JUIMHE BOJIHBI 545 HM. 3aTeM MPOBOAAT U3MEPEHUE ONTHUECKOM MJIOTHOCTH, IO KOTOPOH Ja-
Jiee pacCUUTHIBAIOT COJICpKAHKUE MAarHusl B aHaIU3upyeMoM obpasie [7]. ' maBHbIM HeoCTAT-
KOM JaHHBIX METOAMK SIBJISIETCSI BO3MOXKHOCTD OMPEENISITh TOIbKO M0 OAHOMY 3JIEMEHTY, 4TO
HEIMPUEMJIEMO B COBPEMEHHBIX YCIOBHUSIX MPOU3BOJICTBA.

ATOMHO-20COpOIIMOHHBIN METOJT aHAJTN3a MO3BOJISIET CHU3UTH MIPEIebl 0OHAPYKEHUS
pa3IMYHBIX 3JIEMEHTOB B HHUKEJNEBBIX cIutaBax. OmpeereHue Maprasiia JaHHBIM METOJ0M
Bo3MOkHO B mipezaenax 0,001-6% (mo macce). HaBecky criiaBa pacTBOPSIOT B @30THOM KHCIIO-
Te U pa30aBAIOT BOJOM. [lanee aHanmu3upyeMblii pacTBOp BBOAST B IJIaMsl alleTUIICH-BO3YX,
MIPU ATOM MPOUCXOIUT aTOMHU3ALMS TPOOBI U MOIJIONIEHHUE aTOMaMU MapraHiia 3JIeKTpoMar-
HUTHOT'O M3JIy4€HHs IpH JJIMHE BOJIHBI 279,5 HM [8]. JlaHHBIM METOJ aHaIu3a TAKXKe OTHO-
CUTCS K OJTHODJIEMEHTHBIM, YTO SIBIISIETCS] €70 OCHOBHBIM HEJOCTATKOM.

K coBpemMeHHBIM MHOTO3JIEMEHTHBIM METOJIaM aHalu3a OTHOCHUTCS AaTOMHO-
SMUCCHOHHAs CIIEKTPOMETPUsSI ¢ UHAYKTUBHO cBsizaHHON miazmoit (MCIT-ADC). ApronoBas
WHAYKTUBHO CBf3aHHAs IUIa3Ma MCHOJb3yeTcs A aTOMM3AIlMM ¥ BO30YXKICHUS aTOMOB
OTIPEICIIIEMbIX 3JIEMEHTOB, KOTOPBIC HCITYCKAIOT M3JIYYCHHUE C M3BECTHBIM HAOOPOM JIMHUH.
JlaHHBII METOJ MOIXOUT Ui ONpPEIeTICHUsI KaKk OCHOBHBIX KOMIIOHEHTOB CIUIaBa, TaK M 4ya-
ctu npumeceit. Tak, B padote [9] onpenernsun 10 anementos (Al, Ti, Cr, Co, Nb, Mo, Ru, Ta,
W, Re) B HUKeNEBBIX CIUIaBax B MIMPOKOM auana3zoHe cozaepxkanuit 0,01-60% (mo macce).
OpnHako JaHHAs METOAMKA HE MO3BOJISIET ONMPEACTUTh BCE BO3MOXHBIC JIETUPYIOIINE KOMIIO-
HEHTHI HUKeneBbIX crutaBoB (V, Hf u 1p.), a Taxxke BpeHbie mpuMecH. 3apyOekHas METOINKA
[10], ucoms3ytornias metox UCIT-ADC, oxBaTeiBaeT onpezencuue 14 snementos (Al, B, Ca,
Cu, Mg, Mn, Nb, P, Ta, Sn, Ti, W, V, Zr) B HuKeJIeBbIX CIIIaBax, IIPU 3TOM JJIsS YacTH BPE/-
HBIX TMPUMECEed HEIO0CTATOYHBI HIDKHHE TPAHUIIBI ONPEACNIEMBbIX COACpPX)AHWHA (TaK, s
docdopa HwkHss rpanuna onpeaenena 0,0040% (mo macce), xots B TY aiis coBpeMEHHBIX
HUKEJIEBBIX CIUIAaBOB BepXHHil mpeaen ycranosieH B 0,0015% (mo macce)), a Takke HE ompe-
nenseTcst OOJIbIIas 4acTh HeoOXoauMbIx dteMeHToB. Meton MCIT-ADC takke XxapakTepu3sy-
eTCsl Hamu4yheM OOJNBIIOro KOJIHYECTBA CIEKTPAIbHBIX HHTEephepeHnnii (HalI0XKeHUil),
YTO CHHKAeT MPaBUILHOCTh PE3yIbTAaTOB aHAIH3a.

OnHUM U3 HAWTYYIIMX MHOTORJIEMEHTHBIX METOJIOB ONPE/IEIICHUS PUMECcEN B MaTepH-
ajlax pa3JIMYHOrO COCTaBa SIBJISIETCS MACC-CIIEKTPOMETPHS ¢ MHIYKTHUBHO CBSI3aHHOW ILIA3MOMN
(UCII-MC) [11]. Meton oOnamaer HU3KUMHU HIpefenamMu OoOHapy>KE€HUs, BBICOKOW UyBCTBHU-
TETHHOCTHI0O U BO3MOXXHOCTBIO OIpEIeNIeHUs] OOIBIIOr0 KOJIMUECTBA AJIEMEHTOB OJIHOBPEMEH-
HO. B paborte [12] npuBenens! n8e Metoauku onpenenenus 20 snementos (P, Mn, Fe, Cu, Zn,
Ga, As, Se, Ag, Sn, Cd, Sb, Te, Tl, Pb, Bi, B, Si, Ca, MQ) B HHKeIIeBBIX CILIaBaX METOJIOM
HCTI-MC ¢ goctaToyHO HU3KUMH HIDKHUMHU TPaHUILIAMHU OMPEIENISIEeMbIX COJepKaHUH (Tak,
s BUcMyTa 3T0 3HadeHue coctaBuio 0,0000025% (mo macce)). OmHako MaHHBIA METO.
aHaJgn3a Majo MPUMEHHUM JUIsl ONPEIeNICHNUsT OCHOBHBIX (JICTUPYIOIINX) KOMIIOHEHTOB CILia-
BOB, TpeOyeT IMTEIBHOW MPOOOMOATOTOBKM C PACTBOPEHHEM, a TaKXKE XapaKTepU3yeTCs
HAJTMYUEM TPYJAHOYCTPAHUMBIX CHEKTPATBLHBIX I/IHTechepeHnm?I JUUIST 9aCTH DJIEMEHTOB (TIOJTH-
aToMHbIe Hanoxkenns ~ Co°0" na °As*, *°Cr'®0," na **Se* u ap. [13]).
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Haubonee nmoaxonsmuM METOAOM ONpeesieHHs KaK OCHOBHBIX, TaK M MPUMECHBIX
KOMIIOHEHTOB HUKEJIEBBIX CIUJIABOB SIBJIIETCS MacC-CIHEKTPOMETPHUSI BBICOKOTO Pa3pEIICHUs C
TJICIOIIUM pa3psaoM. Metoa He TpeOyeT IIUTENbHOM MpoOOMOArOTOBKU C PACTBOPEHHUEM,
MO3BOJISISI IPOBOJIUTH aHATIN3 HAMIPSIMYIO U3 TBEPAOro 00pasiia, a Takke 0aronaps BBICOKOMY
paspenieHuIo MPeo0JIeBAOTCS CIIeKTpalibHbIe nHTephepeHiuu. Tak, B Mmeroauke [14] npu-
BEJICHO orpezenenre 37 3neMeHTOB B BbicokounucTo (99,95% (mo macce)) meau. OnHako
nepeyeHb HOPMaTUBHOW JOKYMEHTAIMH 110 JAHHOMY METOJly aHaJIu3a Ype3BbIYaiiHO HEBEIUK,
a Ui aHalln3a HUKEJIEBBIX CIJIABOB U BOBCE OTCYTCTBYET.

Takum 06paszom, 1eNbI0 JaHHOW paboThl SBJISIIOCH UCCIIEI0OBaHNE BO3MOXKHOCTH IpUMe-
HEHHSI METO/Ia MaCC-CIIEKTPOMETPUH BBICOKOTO PAa3pelICHHs C TIACIOIIUM Pa3psiioM JJisi Onpeie-
JICHUS] OCHOBHBIX M IPUMECHBIX KOMIIOHEHTOB HHUKEJIEBbIX CIIJIABOB ITyTEM BbIOOpPA ONTUMAIIBHBIX
YCTIOBUI M3MEPEHHIA ¥ TPOBEPKH MPABUIIBHOCTH MTOCPEICTBOM aHAJIH3a CTAHAaPTHBIX 00Pa3IIoB.

PabGoTa BhIMOTHEHA B paMKax peaqu3allid KOMIUIEKCHOW HaydHOW mpobsembl 9.1.
«MOHOKpPHUCTAJUTMYECKHUE KAPOIPOUHBIE CYIEPCIUIaBbl, BKIIIOUAsi €CTECTBEHHBIE KOMITO3UTHI
(«Crtpareruueckue HampaBi€HHs] Pa3BUTHUS MAaTEpPHAIOB M TEXHOJOTUH HX MepepaboTKu
Ha niepuon 10 2030 roga») [1].

MartepuaJjbl 1 METOIBI

Annapamypa

AHanu3 HHUKENEBBIX CIUIABOB MPOBOAMIM HAa TBEPAbIX MOHOJHTHBIX 0o0Opa3lax ¢ HcC-
N0JIb30BAaHUEM MacC-CIIEKTPOMETPa BBICOKOTO pa3pelieHus ¢ TIelmuM paspsaom Element
GD Plus (¢pupma Thermo Fisher Scientific, I'epmanus). [Ipubop MMeeT HCTOUYHUK TICIOIIETO
paspsaa tuna ['pumma (mipenmoxker B 1967 r.), oOpasern mpu 3TOM UTpaeT poib KaToja U siB-
JSIeTCsl OJTHOM M3 CTEHOK pa3psiiHOM Kamepbl. B pe3ynbpTaTe paspsiia HOHBI aproHa 6omobap-
TUPYIOT 00pasell, BBI3bIBas aTOMU3ALNI0 U MOHU3AIUIO0 aTOMOB MPOOKI, Janee YK€ MOHHBIN
MOTOK Yepe3 CKUMMEDP IMOMNaJaeT B MacC-aHAIM3aTOp BBICOKOTO pa3pelIeHUs, COCTOSAIINI 13
MarHUTHOM U 3JEKTPOCTaTUYECKON yacTell. Pa3perienune qaHHOro Macc-aHajliu3aropa JOCTH-
raetr 3HaueHuit 10000, yTO MO3BOJISIET MPAKTHYECKU IMOJHOCTHIO YCTPAHUTH CIIEKTPAIbHBIE
UHTEpPEPEHIINH, a TAKXKE METO/ UMEeT 00JIee BHICOKYIO YyBCTBUTEIBHOCTD 110 CPABHEHHIO C
KBaJIPYIIOJIbHBIM aHAIH3aTOPOM HHU3KOro paspernienus [15]. [Tapamerpsr HacTpoiiku npudopa
U YCJIOBHSI aHaJIM3a NpUBEIeHBI B Tao. 1.

Tabnuya 1
YcaoBusi onpenesieHust 2J1eMeHTOB Ha Macc-ciekTpometpe Element GD Plus
[TapameTtp 3HaueHue napamerpa
McToyHuK Taerolero paspsiia Tuna 'pumma
Martepwuain aHozia ¥ TpyOKH oToKa (HE0OX0uMOoe Tpe- Oco0060 9uCTHIH TpaUT ¢ MTUPOTUTHIECKUM T10-
OoBaHUe JJIs ONPE/ISIICHHUs] cephbl Ha ypoBHE <1 ppm) KPBITHEM (IHaMeTp aHona 8 MM)
Marepuain konyca uaTepdeiica (Heooxoaumoe TpedboBa- | Ocob0 yrcThIi rpadut
HHE JIJIsI OTIPEJIeTICHUsI cepbl Ha ypoBHe <1 ppm)
JlaBneHne aproHa B MCTOYHHUKE TJICIOIIETO pa3psiia 1 m6ap (100 ITa)
Pacxon pa3psHoro raza 500 mir/MuH
Toxk pa3psna 46 MA (peXrM HEIPepbIBHOTO TIOCTOSIHHOTO TOKA)
Hanpsoxenue paspsiia 1000 B
Paspemenue macc-ananuzaropa Cpennee 3ragenne (~4000), nocTatrouHoe A

pazaenenns 320, or 32S"; 137ArMo” ot
137Ba’; 139ArRu” ot 139La"; 140ArRu’,
140ArMo" ot 140Ce™; 44CO," ot 44Ca’; 24C,"
ot 24Mg"

[ToxroToBka mOBEpXHOCTH 00pa310B (KOHEYHBIH HTAII) Moxkpoe numndosanue Ha aucke MD-Piano 120
(pupma Struers, [lanus), MpOMbIBKa AUCTHILTHPO-
BaHHOM BOJIOM M CylIKa

[penBapuTenbHBIN NPOXUT 00pasta s yAaneHus He menee 5 Mun

MIOBEPXHOCTHBIX 3arpsi3HEHUN
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I'pagyupoBka Macc-CIEKTpOMETpa TMPOBOIWIACH C TPHUMEHEHHEM CTaHIapTHBIX
oOpasioB npeanpusatus u3 ciwiaa BXM200, B kotopeix metonamu MCIT-MC, peHtreHo-
(bi1yopecleHTHBIM U ONTHUKO-DMHCCHOHHBIM OBbUIM aTTECTOBAHBI COJAEP)KAHUS Kak MpUMec-
HBIX, TAaK U OCHOBHBIX KOMIIOHEHTOB. B KadecTBe aHAJIMTHYECKOTO CHTHaja HCIOJb30BAIU
OTHOIIIEHHE MHTEHCHUBHOCTH ormpeaensiemoro snemeHTa (ly ) k cymMmmapHOW HMHTEHCUBHOCTH
BCEX OIpPECISIEMBIX JJIEMEHTOB C TOMPaBKO Ha ko3 duiueHTs! (A) €CTeCTBEHHOM pacipo-
CTPaHEHHOCTH M30TOIOB B MPUPOJE, UMEHYeMOE HHaue KaK OTHOIIEHHE MOHHBIX TOKOB (lon
Beam Ratio) , paccuuTbsiBaeMoe 1Mo ypaBHEHUIO:

I, /A,
i)
S 1A,
Elements
rae, ly — 3HaueHWe MHTEHCHBHOCTH 3JIeMeHTa X; Xly — cymMMa 3HaueHHMH HMHTEHCHBHOCTEH BCeX
OTpeICIAEMBIX 3JICMEHTOB, BKIItouas ¥ aneMeHT X (ctanmapt [SO/TS 15338:2009(E)).

IBR, =

3a pe3ynbTaT U3MEPEHUN NMPUHUMAIU CpeAHee apu(METHYeCKOe Pe3ylbTaTOB YEThI-
pex mapajiieIbHbIX MPOKOTOB, KK MPOKOT COCTOSI U3 3 peruiuK usMmepeHui. [Ipu stom
JOJDKHO BBIMIOIHATECS YCIOBUE IIPUEMIIEMOCTH IIOBTOPSAEMOCTH
4'|Xmax' Xmin|'100< r
X+ X+ Xg+X, ~
rae X;, Xp, X3, X4 — pe3ynapTaThl MapajuieIbHBIX OMPENCICHUM MAacCOBOM JIONM KOMIIOHEHTa, %o;
I' — 3HaYeHHE TIpeieria TIOBTOPSAEMOCTH, Y.

Obvexmul uccneoosanus

B pabote ncnonbs3zoBanu usrorosieHabie Bo OI'YIT «BUAM» ceptuduunpoBaHHbIE
CTaHJapTHBIC O0Opaslbl MpeanpusATus coctaBa cruiaBa tuma BXKM200: 109k, 111k, 112k,
113x u 114k, ceprudunmpoBaHHbIE CTaHIAPTHBIC 00pa3lbl cocTaBa ciiaBa Tuma BIXKMS:
BXXMII-1 u B)KMII-3. B pabore Taxxe MCHOIB30BATIH CEPTU(DUIMPOBAHHBIA CTaHAAPTHBIN
obpaszer cruiaa IN718 (BCS/SS-CRM Ne 351/1, UK). Bee npuBe/ieHHBIE paHee CIUTaBbl ObLTH
Ha HUKeJeBOH ocHoBe. Pabouyro moBepxHOCTh 00pa31oB NUIM(OBAIN HA CTAHKE JI0 IIEPOXO-
BatoctH R; ot 10 mo 20 mxMm o 'OCT 2789-59.

C60p 1 06pabOTKy TaHHBIX MPOBOJMIN C UCIOIB30BAHUEM MPOTPAMMHOI0O obecreye-
Hus Macc-criekTpomerpa Element GD Plus.

Pe3y.]'II)TaTbI u oﬁcym}]eﬂne

Buvibop paspewenus macc-cnekmpomempa

Jlnist ycTpaHEeHHUsl CIEKTPATbHBIX WHTEP(GEPEHIHA, BOSHUKAIOINX TPU MPOBEACHUU
aHaiu3a, HeoOX0IUMO 1Mo00paTh paspenieHue (6e3pa3MepHYI0 BEIMUYHHY, TOKa3bIBAIOIIYIO
BO3MOXKHOCTh pa3fielieHHsl MUKOB ONMM3KHX Macc — R=m/(m+Am)) macc-crekrpomerpa, mpu
KOTOPOM JIOCTUTAETCSI MOJIHOE Pa3/IeIeHNe MUKOB OMPEIeNIIeMbIX IIeMEHTOB. Tak, JJs u30-
TOIa CeJeHa (8ZSe+) OCHOBHBIMH MELIAIOMMME HOHaMu 6bu1H ~°Cr°0," u Tit0,", MIPU 3TOM
MOJTHOE Pa3/ieIeHne MUKOB JIOCTUTAIoCh yxke npu pasperienun 4000 (puc. 1 — nanHele noiny-
YEeHBI C IMOMOMIBI0 MPOTPAMMHOTO OOecTieueHrst Macc-crieKkTpomerpa). JlanpHeiimee yBenu-
YeHHUE pa3pelleHus He MMEeT CMBICTa, TaK Kak MaJlaeT YyBCTBUTEILHOCTh METO/1A.

Onpenenenre Mpmbska ("°AS") COMPOBOKIAETCS CIIEKTPATBHBIME HHTEPHEPEHIIHIMHA
co cropors! noHoB °C0™0" u *Ni*®OH*, uto Bo3MOXHO IpeoTOIeTh TONBKO IPH paspelie-
auu 10000 (puc. 2).
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50Ti16o+2

SOCr160+2+ 50‘|’i16()+2

/ R=4000

SOCr160+2

R=300

825e+

825e+

I A 1
81.76962 82.10847 81.89190 81.98619

Puc. 1. Macc-CrieKTpbl H30TOMA celeHa °Se’ BMecTe ¢ MeMIAIOIHMH HOHAMH IPH Pa3IHdHOM
paspernieHuy npudopa

59C0160+ 75AS+ 59C0160+ 58Ni160H+

SNiL50H
5900160+ SNiLSOH*

R=300

75AS+

/ As* |

R=4000

74.79002

74.09203 74.90186

74.9801974.91371

R=10000

74.96834

Puic. 2. Macc-CrieKTphl H30TONA MbIIbAKa ~AS’ BMeCTe ¢ MEIIAIONMMU HOHAMH TIPH Pa3IHIHOM

paspelieHun npuodopa

Taxkum oOpa3oM, 1ogO0OpaHbl pa3pelieHus A ONPEACICHHUs BCEX UCKOMBIX JJIEMEH-
TOB, B Ta0J. 2 yKa3aHbl BCE UCIIOJb3yEMbIE U30TOIBI C PACIPOCTPAHEHHOCTBIO U Pa3pelleHu-

eM mpubopa.
Tabruya 2
Macchbl H30TONOB € HCMOJIb3YeMbIM pa3pellieHneM
OnpenensieMbli 3JIEMEHT H3oTon PacnpoctpanennocTs nzotona, % Pazpemenue npudopa

B 11B 80,18 300
Al 27Al 100 300
Si 28Si 92,22 4000
P 31P 100 4000
Ti 47Ti 7,44 300
Cr 52Cr 83,79 300
Fe 57Fe 2,12 300
Co 59Co 100 300
Ni 60Ni 26,22 300
As 75As 100 10000
Se 82Se 8,73 4000
Zr 91Zr 11,22 300
Nb 93Nb 100 300
Mo 95Mo 15,92 300
Hf 178Hf 27,28 300
Ta 181Ta 99,99 300
W 182W 26,50 300
Pb 208Pb 52,35 300
Bi 209Bi 100 300

TPYAbl BUAM Ne8 (90) 2020

105




UcnbiTaHUS maTepuaAoB

Ilocmpoenue 2padyupoeounsix 3asucumocmeti

B coorBerctBun co cranmaprom ISO/TS 15338:2009(E) anst pacdera conepkaHuid
OTIPENIENSIEMbIX 3JIEMEHTOB TPEABAPUTEIHHO HEOOXOJUMO MOCTPOUTH TPAJTYHPOBOYHBIE 3aBH-
CUMOCTH KOHIEeHTpanuu oT BennuuHbl IBR ¢ ucnons3oBanuem cranmaptHeix oOpasuoB. Ha
puc. 3, a IpeacTaBleHa TaKast 3aBUCMOCTb JIJIsl KoOanbTa. BUaHO, 9TO 3aBUCHMOCTh aHATUTH-
YECKOro CHTHaJIa OT KOHIEHTpAaIlMU KOOajabTa UMEET JTMHEHHBIM XapakTep ¢ KOdPPHUIHMEHTOM
perpeccun 0,99993 u, crenoBaTeabHO, MOXKET MCIIOIB30BAThLCS JIJIS ONIPEICTICHUS KOOaIbTa.

[TomoOHast rpagynpoBOYHAsT 3aBUCUMOCTh TaK)Ke ObLIa MOCTPOCHA IS IPUMECEH — B
yacTHOCTH AJs pocdopa (puc. 3, 6). JlaHHas 3aBUCUMOCTh TaKKe UMEET JIMHEHHBINA XapakTep
¢ koadunuentom perpeccun 0,99993 u, cienoBarenbHO, MOXKET HCIOIB30BATHCS JIJIs OTIpe-
nenenus Gocdopa.
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Puc. 3. I'paxynpoBouHast 3aBUCHMOCTh KOHIIEHTpanuu Kobanbta (@) u dpocdopa (6) ot Benmuuunsl IBR

Taxum 06pa3oMm, MOSTyYEHHbIE IPATYUPOBOUHBIE 3aBUCUMOCTH MOXHO IPUMEHSTh JUIS
pacuera coJiepyKaHui Kak IPpUMECeH, Tak U OCHOBHBIX (JIETMPYIOIIMX) 3JieMeHTOB. [lockonbKy
yepe3 ABE TOYKHM BCErJa MOXHO IPOBECTH NPSAMYIO, TO IUIsl IIOCTPOEHMS I'PaJyHpPOBOYHBIX
3aBUCUMOCTEH MOXXHO NPUMEHSATh MHUHHMYM OJMH aTTECTOBaHHbIM CTaHAAPTHBIN oOpaser
C YYETOM IOTPEIIHOCTH aTTECTALUU HJIEMEHTOB.

Ananuz cmanoapmuuix 0opazyos Hukeneswvlx cniasos muna BAKMS
[IpoBeneH ananu3 ABYX cepTU(GUIIMPOBAHHBIX CTAHAAPTHBIX 00PA3IOB COCTaBa CIIaBa
tuna BXXMS: BXXMII-1 u B)XMII-3 (ta6a. 3) mo kommiekty ['CO Ne10124-2012.

Tabnuya 3
Pe3yabTaThl aHa/IM3a CTAHAAPTHBIX 00Pa3L0B HUKEJIEBBIX CILUIABOB
Tuna BJKMS5 (n=4, P=0,95)
DjeMeHT MaccoBas J0JIs1 5JIEMEHTOB, MF/KI‘, JJIA 06pa3ua
BXXMII-1 BXXMII-3
TIOJTYYCHHOC ATTECCTOBAHHOC TMOJIYYCHHOC ATTCCTOBAHHOC

3HAYCHUEC 3HAYCHUEC 3HAYCHHUC 3HAYCHUEC
p 5,4+0,5 5,5+0,1 242+8 240+17
Fe 155+9 160+100 2985161 3000+340
As 1,96+0,21 2,0+0,1 47+5 47+6
Se 0,17+0,07 0,2* 44+3 4644
Hf 0,18+0,02 0,20+0,04 1102+38 1070+120
Pb 0,37+0,05 0,32+0,11 2,4+0,1 2,3+0,2
Bi 0,02+0,01 0,03+0,01 1,0+0,1 1,1+0,1
Si 61+8 55+19 378+27 370+60
B 1,140,1 1,1+0,1 408+19 414+17

* CnpaBOYHOE 3HAYCHUE.
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Ananuz cmanoapmuozo obpaszya Hukenegeozo cniasa In718
Jlanee ObUT MPOBEAEH aHAIM3 CEPTU(GUIMPOBAHHOTO CTAaHAAPTHOrO oOpasla CruiaBa
IN718 (Tabus. 4) ¢ npuMeHeHneM ctanaapTHoro oopasma NIST 1249,

Tabnuya 4
Pe3yabTaThl aHAJIM32 CTAHAAPTHOrO 00pa3ua HUKeIeBoro ciiasa In718 (n=4, P=0,95)
DneMeHT MaccoBas 105151 2JIIEMEHTOB, % (110 Macce)
MOJYYEHHOE 3HAYCHHE aTTECTOBAaHHOE 3HAUCHHE

Al 0,551+0,008 0,554+0,006

Ti 0,94+0,02 0,938+0,018

Cr 19,1+0,1 19,14+0,09

Co 0,142+0,010 0,145+0,005

Ni 53,4+0,2 53,35+0,15

Zr 0,0015+0,0003 0,0017+0,0002

Nb 5,38+0,09 5,31+0,04

Mo 3,01+0,07 3,04+0,04

Ta 0,0029+0,0007 0,0033+0,0008

W 0,021+0,002 0,0209+0,0019

Kak BuaHo m3 maHHbIX Tabna. 3 u 4, aHaIW3 HUKEJIEBBIX CIJIABOB METOJOM MaccC-
CIIEKTPOMETPHH BBICOKOTO Pa3pelIeHUss ¢ TJICIOIIMM Pa3psioM IO3BOJISET TOYHO (aTTecTo-
BaHHOE 3HAUCHHUE TMONAJACT B JIOBEPUTEIBHBIM MHTEPBAJ MOJYYCHHOTO 3HAYCHHS) OIpeie-
JSTh NPUMECH M OCHOBHBIE (JISTUPYIOIIKE) AJIEMEHTHI, BKIIIOYasi OCHOBY — HUKEIb, MIPHYEM
MOTPEITHOCTh PE3YJIbTATOB aHalW3a Il OOJBIIMHCTBA DJIEMEHTOB (OLIEHKA MOTPEIIHOCTU
o Meroay CThIOJIEHTa) MEHBIIIE MOTPEIIHOCTH aTTECTAIUH.

3akioueHus
Pe3ynbTarhl HCTIBITAaHU TOKA3bIBAIOT, YTO:

— IPaBUJIBHOCTh PE3yJIbTAaTOB MOATBEPK/ICHA aHAIN30M CepTU(HUIIMPOBAHHBIX CTaHIAPT-
HBIX 00Pas3IloB;

— OOJBIIMHCTBO BO3HUKAIOIIUX CIEKTPATbHBIX HHTEPHEPEHIUN MPEO0NEBAIOTCS MOBBI-
nieHueM paspeuienus npudopa go 4000 u 10000;

— nns 6oJiee TOYHOTO OMpeAeNeHUs 2IEMEHTOB METOJ0M MacC-CIIEKTPOMETPUHU BBICOKOTO
pazpelieHus: He0OOXOUMO MPUMEHSITH TPaJyHPOBOYHBIE 3aBUCUMOCTH KOHIIEHTPALIMU OT Be-
nnuuHbl IBR ¢ ucnonb3oBaHWeM CTaHIAPTHBIX O0pasIoB, Hawbosiee ONM3KHX MO COCTAaBY
OCHOBHBIX JIETUPYIOILIUX JIEMEHTOB K OMpeAesieMbIM 00pasiiaM.

Takum oOpa3oM, METOJ Macc-CIEKTPOMETPHH BBICOKOTO pa3pelieHus C TICIOUUM
pa3psioM MPUMEHUM I TPOBEACHUS] XMMHUECKOTO aHAIN3a HUKENEBbIX CIIJIaBOB IS yCTa-
HOBJICHUS COJIep:KaHue TpUMeceil 1 OCHOBHBIX (JIETUPYIOIIUX ) SJIEMEHTOB.
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