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Annomauus. Ilposedeno onpedenenue npumecetl (Komyenmpayus O6orvuiel yacmu diemeH-
moe <0,01 % (no macce)) As, Ca, Zr, Pb, Nb, La, Nd u Fe ¢ nuxenesom cnnase memooom uckpo-
6ot onmuko-smuccuonnou cnekmpockonuu (MOIC). Ilooobpanvl napamempuvl HACMPOUKU
000pY008aHUsL Ol MAKCUMUZAUUU AHAIUMUYECKUX CUSHATIO8 8CEX ONpedeiseMblX 21eMeHMO8.
Buinonnen ananuz 6e3 npumenerus cmanoapmmusix 00paA3yo8 ¢ UCHONLIOBAHUEM 2PAOYUPOBOU-
HbIX 3A8UCUMOCHEL, 3A/IONCEHHBIX 8 NPOZPAMMHOe obecnedenue 0bopyoosanus. llpasunvrocmo
NONYUEHHBIX Pe3YIbmamos HOOMBEPHCOeHA CPAGHUMETbHLIM —AHATUZOM MEMOOOM MACC-
CneKmpoMempuy ¢ UHOYKMUGHO CA3AHHOLU NIA3MOLL.

Kntouegvle cnoea: onmuko-smuccuoHHAs CHeKMPOCKONUS, AMOMHO-IMUCCUOHHASL CNEKMPO-
ckonusi, Huxenesvie cnaagvl, MOOC, ananuz Hukeis, onpeoeieHue npumecei

Jna yumupoeanusa: Anexcee A.B., Ilerpos I1.C. Onpenenenne npumeceil B HUKEIEBBIX CIIaBaX METOJA0M
UCKPOBOH ONTHUKO-3MUCCHOHHOM cnekrpockonuu // Tpymst BUAM. 2023. Ne 5 (123). Cr. 11. URL:
http://www.viam-works.ru. DOI: 10.18577/2307-6046-2023-0-5-124-133.

Scientific article

DETERMINATION OF IMPURITIES IN NICKEL ALLOYS
BY THE METHOD OF PARK OPTICAL EMISSION SPECTROSCOPY

A.V. Alekseev?, P.S. Petrov?

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

Abstract. Impurities (the concentration of most elements is less than 0,01 % wt.) As, Ca, Zr,
Pb, Nb, La, Nd and Fe in a nickel alloy were determined by spark optical emission spectroscopy
(ISES). The equipment settings were selected to maximize the analytical signals from all the el-
ements being determined. The analysis was carried out without the use of standard samples us-
ing the calibration dependences embedded in the software of the equipment. The correctness of
the obtained results was confirmed by a comparative analysis by inductively coupled plasma
mass spectrometry.
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McnbiTAHUS MQTEPUAAOB

BBenenue

B Hacrosimee Bpemsi B pa3iMYHBIX OOJACTSIX TEXHUKU U HAYKH aKTHBHO MPUMEHSIOT
HUKEJIEBBIE CIUIaBbl, 3HAYUTEIIbHYIO JOJI0 KOTOPBIX COCTaBISIOT KApOMpPOYHbIE MaTepHalIbI,
XapaKTEePU3YIOIUeECs MOBBIIIEHHON TEPMOCTOMKOCTBIO, JKapOIPOYHOCTHIO, JIUTEIBHOU Me-
XaHUYECKON BBIHOCIMBOCTBIO U JAPYTUMHU YHUKAJIbHBIMUA CBOWCTBAMH, YTO JOCTHTAETCS HC-
[10JIb30BAHUEM CIIELIUATIBHBIX TEXHOJIOTHI M3rOTOBJIEHMS, @ TAK)KE BBICOKOM CTENEHBIO JIETH-
poBanus [1-6].

JUig nosydyeHus: BBICOKOKAYECTBEHHBIX KApOIPOYHBIX HUKEJEBBIX CILIABOB HEOOXO-
JTUMO KOHTPOJIMPOBATh HE TOJBKO COACpPAHHE OCHOBHBIX (JIETUPYIOIIMX) KOMIIOHEHTOB Ma-
TepHuaja, HO U KOHLIEHTPALUU IPUMECHBIX 3JIEMEHTOB, KOTOPHIE )K€ B MAJIbIX KOJUYECTBAX
(<0,01 % (mo macce)) OKa3bIBAIOT HEraTHBHOE BIMSHHUE HA Pa3JIMYHbIE CBOMCTBA BBITyCKae-
Mol npoaykuuu [7]. KOHTpoiab XUMHUYECKOTO COCTaBa BaKHO OCYILECTBJISATh KaKk B TOTOBOM
MaTepuaie, TaKk U B paciuiaBe (IKCIpecc-aHaIN3), IOITOMY aHajIU3 J0JDKEH 3aHUMaTh MUHU-
MasibHOE BpeMsi. B maHHO# pabore onpenersuin kounentpanuu AS, Ca, Zr, Pb, Nb, La, Nd u
Fe B HUKelIeBOM cCILIIaBe.

MBIIIBSIK B HUKEJIEBBIX CIIaBaX BO3MOYKHO OMPEAETHTHh METOJIOM CIEKTPO(OTOMET-
pun B quana3one koHueHtpanuit ot 0,0005 mo 0,05 % (mo macce). HaBecky criaBa pactBo-
PSIOT B a30THOM KMCJOTE, pa30aBislOT BOAOM, JOOABISIIOT PacTBOP JKEJI€30aMMOHUIHBIX KBac-
II0B, 3aT€M MPOBOJIAT OCAXKIECHHE TUIAPOKCUIA HKeJe3a KOHIIEHTPHUPOBaHHBIM aMMuakoM. [lomy-
YEHHBIM 0CAZJ0K PACTBOPSIOT B TOPSYEH BOJE U U3 PaCTBOPA SKCTPArUPYIOT MBIIIBIK B BUJE HO-
IHIa myTeM J100aBlieHHs MOIMCTOro Kallusl M YeThIPEeXXJIOpUCTOro yriepoza. Jlanee mpoBoasT
PEAKCTPAKLUIO B BOJLY U IIyTEM IMPOBEAEHUS PEAKLMU C MAPTraHIIOBOKUCIIBIM KaJeM U CEpHO-
KUCIIBIM THIPA3UHOM TOTYYalOT KOMIUIEKCHOE COEIMHEHHE MBIIIBIKOBOMOIMOAEHOBOM CHHH,
MMEIOIIIee CBETOIOMIIONICHNE MU JrHe BOHBL 750 HM [8]. MeTomom cnekTpodoToMeTpun B
HUKEJIEBBIX CIUIaBaX TaK)Ke OMPEEIISIOT Xkele30 mpu ero maccoBoit apose ot 0,001 mo 0,1 %. Ilo-
Clie PacTBOPEHUs MPOObI B a30THOW KHCJIOTE MPOBOJAT OCAKIACHUE TMAPOKCHUA XKeJle3a HacChl-
HIEHHBIM PacTBOPOM amMmHaka. Jlamee ocaiok pacTBOPSIIOT B Pa30aBICHHOM COJSIHONM KUCIIOTE U
MOJTy4aroT KOMIUIEKCHOe coenuHeHue ¢ 1,10-peHaHTpoNIMHOM B MPHUCYTCTBUU COJISTHOKHCIOTO
ruipokcruiamMuta. CBETONOIIONIEHUE U3MEPSIOT Hpu AiauHe BosHbl 510 M [9]. JanHbie meTo-
JIMKHM XapaKTEpU3YIOTCSl YPE3BBIYAHO OOJBLION TPYJOEMKOCTbIO U JJIUTEIBHOCTBIO, @ TAKXKE
BO3MO>KHOCTBIO ONPEAEIATH OJJHOBPEMEHHO TOJIBKO OJIMH DJIEMEHT.

bonee coBpemMeHHBIM (IO CpPaBHEHHIO CO CIEKTPOPOTOMETpPHUEI) METOAOM ATOMHO-
abcopOuunonHoit crnekrpomerpun (AAC) ompenenstor comepxkanue kaiabius — ot 0,03 1o
0,2 % (1o macce). [laHHBIN METO OCHOBAH Ha pErHCTpay abCOpOIIUU IEKTPOMArHUTHOTO
u3IydeHus (py JUIMHe BOJHBI 422,7 HM) aTOMaMH KaJbIUsl TIPU BBEACHUH a30THOKHUCIIOTO pac-
TBOpa MpoOkI B TuiaMs «anutesieH—Bo3ayx» [10]. Meromom AAC Takxe OnpeAessitoT CBHUHEI B
HUKeNeBbIX cruiaBax B cogepkanusx ot 0,002 mo 0,02 % (mo macce) [11]. OqHako k HemocTaTkam
AAC MOXXHO OTHECTH BO3MOYKHOCTb OIPEAETSTH OAHOBPEMEHHO TOJIBKO OJIMH JIEMEHT.

Jlns oOHapyXeHHs IpuMecei B MaTepuaiax pa3IuyHOTO COCTaBa MIMPOKO HUCIIONb3Y-
IOT MacC-CIIEKTPOMETPHIO ¢ MHAYKTUBHO cBsizaHHOU Tutazmoit (MCIT-MC) [12]. Jlanubiii Me-
TOJI O3BOJISIET OJJHOBPEMEHHO OMPEAETATh OOJIBIIOE YHUCIIO JIEMEHTOB U OTJINYAeTCs] HU3KU-
MU TIpeiesiaMu OOHapyKeHUs, HO TpeOyeT IPOBEACHUS JUIUTEIbHONU MPOOONOATOTOBKU C UC-
MOJIb30BaHNEM MHUKPOBOJIHOBOTO PA3JIOKEHHs TPOOBI B CMECH KHUCIIOT, YTO HE MOJXOIUT IS
BBITNIOJTHEHUSI SKCIIPECC-aHaln3a B TeUEHNE BhIIJIABKY MaTepHara.

OnHuM U3 caMbIX pacCIpOCTPAHEHHBIX COBPEMEHHBIX METOJIOB aHalIM3a METAIOB U
CIUIaBOB SIBJISIETCSl UCKPOBasi ONTHUKO-dMHUccHOHHasH criekTpockonust (MODC). [lanHbIi MeTot oc-
HOBaH Ha aTOMU3AIMU H TEPMHUYECKOM BO30YKICHUN CBOOOTHBIX aTOMOB IMPOOBI AIEKTPUIECKUM
HCKPOBBIM pa3ps0oM U Ha MOCIEAYIOIIEN pErucTpaliuy CeKTpa UCITYCKaHUs B ONTUYECKON, YIlb-
TpaduoneToBoil U MHPpakpacHOH obnactsax. DddexTrBHas TeMmeparypa aTOMHU3alUNA UCKPbI
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coctaBisieT ~10000 °C (mpu HanpsokeHHH MexAy dviekTpogamu 15-40 kB), uto mo3Bomser
MoJIy4aTh AHAJTUTHYECKUE CUTHAJIBI MPU HU3KUX COACPKAHUSIX OMPEETSIEMBIX 3JIEMEHTOB.
Kpome Toro, uckpoBoil pa3psii CyHIECTBEHHO CTa0WIIbHEE JAYrOBOTO M BOCIPOU3BOJUMOCTD
pesynbraToB Bhime [13]. braromaps mpocToil u OBICTPO TPOOOMOATOTOBKE, a TAaKKe He-
Oospmoi jumTenbHOCTH aHanu3za metol MOODC moaxoamT isd NMpPOBEIACHUS SKCIpecc-
aHaJIM3a.

K nepocrarky MODC OTHOCAT HAJOKEHHSI aTOMHBIX CIEKTPAJIbHBIX JUHUK JIpyr Ha
JIpyra, MOCKOJIBbKY UX KOJMYECTBO MOXET U3MEPATHCS ThICSUaMu (JIJIs1 JKeJie3a, ypaHa) U Bepo-
ATHOCTh HAJIOKEHUH TaKuX JIMHUM J0CTaTOYHO BbICOKAs. /[ u3mMepeHust aHaTUTUYECKUX CHUT-
HAJIOB HEOOXOJMMO BBIOMpATh CBOOOIHBIC OT HAJIOKEHWH JIMHUU TJIABHOW CEpPHH CIICKTpa —
Haubosiee MHTEHCUBHBIE M3 HUX, KOTOPbIE COOTBETCTBYIOT MEpPEXojaM aTOMOB H3 BO30YXK-
JICHHBIX COCTOSIHUI B OCHOBHOE. Ilepexoabl Mex 1y BO30YX /I€HHBIMU COCTOSIHUSIMH 00pa3ytoT
noOOYHbIE CEPUH, a MEPEXO0/bl U3 COCTOSHHI BbIIIE YPOBHS MOHM3AIMH OOpa3ylOT Hempe-
PBIBHBIN crieKTp, sBistomuiics ponom B MODC [14]. bonbmoii npobieMoit Ui JTaHHOTO Me-
TOJIa OCTaeTCsl MaTPUUHBIN 3D (PEeKT — BIUSIHUE COCTaBa aHAIM3UPYEMOro o0pasiia Ha UHTEH-
CHUBHOCTH JIMHUH OIPENEIsIEMbIX 3JIEMEHTOB, BBHI3BAHHOE PA3JIMYHBIMU MPUYUHAMHU, B YUCIIE
KOTOPBIX MOXKHO OTMETUTh CIEAYIOIIME: HEMOJIHOTAa UCHapeHHs] U aTOMU3ALUU TPOObI (CHITb-
HOE BJIMSIHHE OKa3bIBACT MPHUCYTCTBUE TyromiaBkux snementoB W, Nb u np.), nporueccst nonu-
3alliu B UCKPOBOM pa3psje (JaHHBIM MPOIECC KOHKYPUPYET C MPOILECCOM BO30YKIEHHS, YTO
CHI)KAET aHAJUTHUYECKUM CUTHAN), MOTJIOMIEHUE OJIHMMH SJIEMEHTaMU 4YacTH U3y4eHHs ApY-
THX DJIEMEHTOB, a TaKke siBjeHue camomnoriouienus [15]. [Toaromy yaiie Bcero aHaan3 MeTo-
nom MODC npoBoAsT ¢ UCHONB30BaHKWEM CTaHIapTHBIX 00pasnoB (CO) cocTaBa aHaM3Upye-
MOT0 MaTepHaja ¢ MOCIEIYIOEH KOPPEKIIUeH MOTyYeHHbBIX TPalyUPOBOYHbBIX 3aBUCUMOCTEH,
a ripu otcyTcTBUM CO MPUMEHSIOT Pa3InYHbIe MATEMATUYECKUE METOIbI JJIsi BBIYMCIICHUS 110~
MpaBoK (MCXO/S U3 cOcTaBa aHaIM3upyemoit mpoOsI) [16], mpeoOpasoBanus crekTpa (mpeodpa-
3oBanue Oypwe, P HepeHInPOBaAHUE CIIEKTPOB U JIP.) U Pa3IMUHbIC CIIOCOOBI pacyeTa aHallu-
Tudeckoro curnania [17]. Bo3aMoxHO Takke MpOBeIeHUE aHAINM3a C UCIIOJIb30BAHUEM IPayn-
POBOYHBIX 3aBUCUMOCTEN (KOTOPbIE MOTYUYMIIU JJI1 MAPOK CIJIABOB, OJIM3KHUX 10 COCTaBy aHa-
JIU3UpyeMoMy o0pasily), 3aJI0’)KEHHBIX B MporpaMmmMHoe obecrieueHrne o00pya0BaHusl.

Takum o00pa3oM, Liesb JaHHOM paboOThl — HMCCIENOBAaHME BO3MOKHOCTH OIPENETICHHUS
npumeceii As, Ca, Zr, Pb, Nb, La, Nd u Fe B Hukesnesom crtase metogom MODC myteM mosyde-
HUSI TPaJlyMpOBOYHBIX 3aBUCHMOCTEH € MX MOCIEAYIOIIel KOppeKIHel, a Takke C MOMOIIbIO
rpaJiyMpOBOYHBIX 3aBUCUMOCTEMH, 3aJI0’KEHHBIX B IPOrpaMMHOE 00ecTiedeHre 000pyI0BaHuSI.

Pabora BeimonHeHa ¢ ucnonb3oBanueM obopynoBanus LIKII «Knumatuueckue ucmsl-
tanus» HULL «KypuatoBckuil mHctuTyT» — BMMAM B pamkax peann3anuyu KOMIUIEKCHON
HayyHOU mpodnemsl 2.1. «DyHIaMeHTaIbHO-OPUEHTUPOBaHHbIE uccienoBanus» («Ctpare-
TUYECKHE HalpaBleHUS Pa3BUTHS MATEPUAIOB M TEXHOJIOTHH UX MepepaboTKU Ha Mepuo 10
2030 romay).

MarepuaJjbl 1 METOABI
Annapamypa

B pabore wucnosb30oBaimM  HUCKPOBOH  ONTHUKO-3MHCCHOHHOM  CHEKTPOMETP
ARL iSpark 8880 ¢ HU3KOBOJBTHBIM HCTOYHHKOM HCKPOBOTO paspsaa. [Ipubop ocHarieH
JIBYMS Je€TEeKTOopaMu — (hOTOIIEKTPOHHBIM yMHOXHuTeneM (PDY) u npubopom ¢ 3apsno-
Bo#t cBs3bI0 (I[I3C-marpuna). DneKkTpo U3roTOBJIEH U3 BHICOKOUHCTOTO BOJIb(paMa, yroi ero
3aTo4Ku — 45 rpaaycoB, cpeia UCKPOBOIO pa3psiia — aproH BBICOKOM uucTOThl. Ha nepBoHa-
YaJIbHOM JTarle BBIMOJHIIM aBTOMaTHYECKYI0 HaCTPONKY MapaMeTpoB paboThl mpubopa B co-
OTBETCTBUU CO CTAHJIAPTHOU NPOLEAYPOU IMOATOTOBKHM K U3MEPEHHUIO, 3aJaHHOU NPOU3BOAU-
tenem (tadm. 1).
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Tabnuya 1
IlapameTpsl HacTpoliku mpudopa
IMapamerp 3HaueHHe mapamerpa

Cuna Toka, A 2,5

Bpewms oOpIcKkpuBaHHS, C 7,5

Bpewms skcno3unmm, ¢ 30

YacToTa MOIKUTAIOIINX HMITYITECOB, 1] 400

CrexTpanbHbI quana3zodn @OV, HM 130-820

CrexrpanpHblii quana3zol [13C-mMaTpuirsr, HM 200410

JudpaximonHas pemeTka, MTPUXOB/MM 1667

B nanpHelinem yeThlpe MEpBBIX MapamMeTpa BapbHUPOBAIKUCH IJISl TOCTHIKEHUS MaKCH-
MaJIbHBIX AHAJUTHUUYECKUX CHUTHAJIOB ONPEIEISIEMbIX 3JIEMEHTOB IPU AHAIU3€ HUKEJIEBOTO
CILIaBa.

Jlsis 06paboTku 00pa3loB Mepe]] aHATU30M HCIONb30BAIA CTaHOK Thma 60A25 ¢ oT-
pe3HbIMU Kpyramu guaMmeTpoM 250 MM u ToimuHou 1,5 mm. IIpu moAroToBke moBEpXHOCTH
npo0® MPUMEHSUIH TUIOCKONUTH(OBAIBHBINA CTAaHOK ¢ aOpa3sMBHBIMU JUCKaMU Ha OyMa)XHOH
ocHoBe 3epHucTocThio 40 u 80 ef.

Jns mocTpoeHus rpaiyHpOBOYHBIX 3aBUCHUMOCTEN HMHTEHCHBHOCTEH CHUTHAJIOB OT
KOHIEHTPAIlUU MIPUMECEl UCII0JIb30BAIM METO/] BHEIIIHUX CTAaHAAPTOB, ATTECTOBAHHBIX METO-
nom UCIT-MC.

3a pe3ynbTaT U3MEPEHUN NMPUHUMAIU CpeAHee apu(METHYeCKOe pe3ylbTaTOB YEThI-
pexX napasieabHbIX U3MEPEHUM.

Jl5is cpaBHUTENBHBIX HCTIbITaHUM 1 arTecTaii CO UCMONIb30Bald MACC-CIIEKTPOMET]
C MHIYKTUBHO CBs3aHHOM tutazmoii ICAP-Q (aHanu3 BBIOIHSIIN U3 PacTBOPA).

Obvexmul uccneoosanus
JUis 1OCTpOEHMsT TIpaJyWpPOBOYHBIX MPSMBIX HCIOJIb30BAIM H3TOTOBICHHBIE B
HULL «KypuaroBckuii uacTuTyT™ — BUAM ceprudunmpoBannsie CO cocrtaBa cruiaBa THUIA
BXMS5 — BXKMII-1, BXXMII-2, BXXMII-3 u BXXMII-4. IIpoBeaeH aHanu3 mpoU3BOICTBEH-
HoM naBku crutaBa BJKMS. Bee yka3aHHBbIE CIUIaBbl — Ha HUKEJIEBOW OCHOBE.

Pe3yabTarsl U 00CyKICHTE

[Tepen HavayoM aHaIM3a BHIOMPATH CIIEKTPAIBHBIC JIMHUH OIPEICISEMBIX JJIEMEHTOB
C YY4E€TOM UX MaKCUMAJIBHOH SPKOCTH, a TAK)KE C MUHUMAIBHBIM YHCIIOM BO3MOXKHBIX HHTEP-
dbepeHnuii (HaJ0KEHUI) OT TUHUHN JPYTUX SJIEMEHTOB, BXOJAAIIUX B COCTaB aHATH3UPYEMOTO
crnasa [18]. Jlmst kak10oro 2jieMeHTa BBIOpaid HECKOJIbKO TMHUH (TabiI. 2).

Jl1is yMEHbIIIEHUS BIMSHUS COCTaBa 00pasila Ha aHATUTHYECKHE CUTHAJBI OT OIpejie-
JSIEMBIX SJIEMEHTOB MPUMEHSIOT BHYTPEHHHM CTaHIAPT — AJIEMEHT CPAaBHEHHS, Yallle BCETro
ATO OCHOBHOM KOMITOHEHT Marepuaia [13]. B nanHo# pabore B KayecTBE BHYTPEHHETO CTaH-
JapTa MCIONb30BAIM HUKENb (MIPHU JJUHE BOJHBI JUHUM dMHcCcUU 243,8 HM), a aHaTUTHUe-
CKHI CUTHAJI PACCUUTHIBAIH CJICIYIOIIHM 00pa3oM:

21w
1
lep
rac Z I3JI — CyMMa MHTSHCUBHOCTEH BCexX (HpI/IBeI[CHHBIX B Ta0OII. 2) JIMHUN onpeacasaeMoro 3JCMCH-

Ta; |, — ”HTEHCUBHOCTB JIMHUM (243,8 HM) BHYTPEHHETO CTaH/1apTa — HUKEJIS.

JlaHHBIH cr1ocob pacueTa MUHUMM3HUPYET BIMSHHE MEIMIAIONUX (TPEThUX) JIEMEHTOB,
a TaK)Ke YBEIMYMBACT a0COIOTHOE 3HAYCHNE AaHATUTHYECKOTO CUTHAJIA, YTO OCOOEHHO BayKHO
JUIsl onpeienieHns npumecei [17].
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Tabauya 2

HM3oTonbl onpeaeasieMbIX 3JIEMEHTOB, OCHOBHBIC nHTep(bepeHunn H CIIOCOOBI MX MOAABJICHUSI

Onpenensiembti | Iepssiit notenmman JmvuHa BoJIHBI, HM XapakTepucTHKa JUHUU
JIEMEHT HOHHU3aIHH, 3B
396,8 bmwkauit yneTpaduoner,
393,4 JIBYX3apsiAHBIN HOH
ca 611 4227 Spkas puonerosas
4455 OnHO3apsAHBIN HOH
4404
438,3
Fe 7,86 432,5 I'pynma spkux (pUONIETOBBIX TUHHN
430,7
427,1
600,2 OpanxeBas
Pb 7,41 ggg:g Kenras
537,2 3enenas
228,8
As 9,81 232:8 Cpenumii ynbTpaduonet
286,0
327,3
7r 6,84 3279 BmxHuit yJII)TpaV(bI/IOJ]CT,
339,2 JBYX3apsiAHBIIA HOH
343,8
295,1 Cpennuii yabTpaduosieT
309,4
Nb 6,76 316,3 Bawxuuil yaeT
3101 yibTpaduoier
319,5
379,5 bmkaMid yneTpaduonet
Bmwkauii yneTpaduoner,
398,9 .
La 5,58 JIByX3apsiAHbIN HOH
407,7 q
408.7 pkas puosieToBast
401,2
Nd 5,52 382:1 Slpxas ¢uoneroBas
430,4

[IpUMecen.

Iloobop napamempoe nacmpotiku npubopa

JUist moNyYeHrsI MAaKCUMAITbHBIX aHATUTHYECKUX CHUTHAJIOB OTIPEIENIIEMBIX DJIEMEHTOB
IPOBEJIU 0100 MapaMeTpOB HACTPOUKHM clieKTpoMeTpa. B kauecTBe aHanu3upyemMoin mpoob
ucnionb3oBann CO cmmaBa BXXMII-1, conepkamuii MUHMMAaJIbHBIE KOJUYECTBA MCKOMBIX

OcymiecTBIIIM Takke 0100p BpeMEHU OOBICKPUBAHMS M DKCIIO3HITUH, CUITBI TOKA HC-
KpPOBOTO pa3psijia U 4acTOTHI MOKUTAOIINX UMITYIbCOB (Tabm. 3), i 4ero MCIoiib30Balid

METO/IMKY, OMTMCaHHYI0 B padote [19].

OOBICKpUBaHUE — 3TO MPEIBAPUTEIILHOE (JI0 PETUCTPAIUH CIIEKTPA) KPATKOBPEMEHHOE
NPOIMYCKaHHE HCKPOBOTO paspsja 4yepe3 aHaIM3HPYeMblid oOpasel] ¢ IeNbi0 MOIAaBICHUS
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MaTpUIHBIX 3P(HEKTOB (B YACTHOCTH, YAJICHUE C TIOBEPXHOCTH 00pa3iia JETyUYuX MEIIArOIINX
nprUMeceii) ¥ TOArOTOBKM OBEPXHOCTH MPOOBI K aHAn3y. Bpems oObIcKpuBaHMs 1TOI0Hpan
C Y4YETOM JIOCTIDKCHHS JUIsI BCEX OINPEACISIeMbIX AJIEMEHTOB CTAaOMIBHOTO M TOCTOSTHHOTO

CUTHaJIa (BpeMs «BBIXOJa Ha IJIaTO»).

Tabnuya 3
Iloxdop mapaMeTpoB HaCTpPOiiKu mMpudopa
3HaueHus napaMeTpoB [Tar [TonoOpanHoe 3HaUEHUE
ITapameTpsl Ba
PHUPOBAHHUS napamerpa

MHUHHMAaJbHOE | MaKCHMalbHOE
Bpewms oOpIckpuBaHUs, C 5 20 2,5 7,5
Bpewms skcmo3unmm, ¢ 15 45 5 40
Cuna Toka, A 1 3 0,5 25
Yacrora uMIynscoB, [ 200 700 50 500

Jlanee moaOupanu BpeMsi U3MEPEHUS MHTEHCUBHOCTH CUTHaja (BpeMs DKCIO3HUIINH).
C 0IHOH CTOPOHBI JUTMTEIHLHOCTh JAHHOTO MPOIecca OJDKHA OBITh MAKCUMAIILHOM (ISl ITO-
JTy4eHHUs] MAaKCUMAIIbHBIX 3HAaYCHHUHN aHATUTUYECKUX CHTHAJIOB), OJHAKO CO BPEMEHEM 3Haue-
HUS MHTEHCHUBHOCTEW CHUTHAJIOB OT PA3JIMYHBIX AJIEMEHTOB MOTYT CYIIECTBEHHO MU3MEHSATHCS,
YTO Yalle BCETO CBS3aHO C M3MEHEHHEM YCIOBUN IPOXOXKACHHS CBETa Yepe3 ONTUYECKYIO
cucreMy npubdopa. [loaToMy onTUManbHOE BpeMsl SKCIO3UIIUN TTOJAOUPATU C YIETOM MAaKCH-
MaJIbHON TIPOAOKUTEIBHOCTH CTAOMIBHOTO CUTHAJIA JIJIsl BCEX OMPEACIieMbIX AJIEMEHTOB.

N3menenune cuibl TOKa HCKPOBOTO pa3psjia HEMOCPEICTBEHHO BIUSIET HA TEMIIEPATYPY
IJ1a3Mbl M, KaK CJIEJICTBUE, HA MHTEHCUBHOCTH JJMHUM B criekTpe. [Ipu OTHOCUTENBHO HU3KUX
TEMIIEpaTypax o0pa3yeTcss MEHbIIE BO30OYKIEHHBIX aTOMOB MPOOBI, YTO MPUBOJINUT K CHIDKC-
HUIO UHTEHCUBHOCTH SMHUCCHUH, a TIPU CIUIIKOM BBICOKUX TeMmIepaTypax OOJblasi 4acTh aTo-
MOB HOHM3UpYeTCcs (00pa3yroTcs B TOM YHCIIE U JBYX3apsSAHbIE HOHBI), YTO TAK)KE MPUBOIUT
K CHIKEHHUIO CHTHAJIOB OT ONpPEEsIeMbIX JIEMEHTOB. B pe3ynbrare onTUMalbHYIO CHUITY TO-
Ka (M KaK CIIEJICTBUE — TEMIIEpaTypy IJIa3Mbl) MOAOUPATH C YU€TOM MaKCUMaJIbHON WHTEH-
CHUBHOCTHU aHAJUTHYECKUX CUTHAJIOB JJIL BCEX OMPEEIAEMbIX 3JIEMEHTOB.

VYBenuueHne 4YacToThl HMCKPOBBIX Pa3psiioB (YACTOTHI TMOJHKUTAIONIUX HMITYJIHCOB)
MPUBOJIUT K OOJNBIIEMY pa30rpeBY MOBEPXHOCTH MPOOBI U TMOBBIIMIEHUIO KOJIUYECTBA BeIlle-
CTBa, MOCTYMAIOIIETO B IJIa3MYy, YTO B KOHEYHOM HMTOTE YBETUYMBAET MHTEHCUBHOCTD JIMHUM
smuccun. OAHAKO MPHU CIUIIKOM BBICOKMX YaCTOTAX MPOUCXOJUT CHUKEHHUE MHTEHCUBHOCTH
CUTHAJIa BCJICJICTBUE TOTJIOMICHUS SMUCCHUU OOJIBITUM KOJHMYECTBOM CBOOOIHBIX HEBO30YXK-
JEHHBIX aTOMOB. TakuM 06pa3oM ObLIa MOA00paHa ONTHMAaIbHAS YaCTOTA HCKPOBBIX Pa3psIOB.

TIlocmpoenue epadyupogounsix 3asucumocmeti

i nocTpoeHusl KanuOpOBOYHBIX (FPaIyHpPOBOYHBIX) 3aBUCHMOCTEN MCIIONIb30BAIN
CTaHJapTHBIA METO/ HAaMMEHbIINX KBaJpaToB. [Ipu sToM momyunnu npsmeie (JIMHEHHBIE) 3a-
BUCUMOCTHU COAEPKAHUS UCKOMBIX JIEMEHTOB OT MHTEHCUBHOCTH aHAJIUTUYECKUX CUTHATIOB.

B Tabn. 4 npexacraieHbl napaMeTpbl HaWJECHHBIX 3aBUCUMOCTEH B BHJIE JTMHEWHBIX
(GyHKIMHI, UMEIoLUX 0011ee ypaBHEHHE:

C=a+bl,

rae C — KOHIIEHTpaIMs dJIeMeHTa B 0Opasiie; | — HHTeHCHMBHOCTH aHAJMTHYECKOrO CHrHama;, a u b —
K03(p PUITMECHTBI JINHEHHOW perpeccuu.

Paccuntanu Taxke KO(QQPUIMEHTHI KOPPEIALMU I' (XapaKTepu3yrolpe OJ130CTh MOIy-
YEHHBIX KCIIEPUMEHTAIBHBIX TOYEK K PACCUMTAHHOM MPSMOI, /IS HICATbHOTO BapuaHTa I = 1).
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Tabauya 4
IMapameTpbl rpagyupoOBOYHBIX 3AaBUCUMOCTEI KOHIEHTPAIUH 3J1€eMEeHTa
OT HHTEHCHBHOCTH AHAJTUTHYECKOT0 CHTHAJIA
SIeMEHT - ITapameTpsl rpa;:[ynpo;quHx 3aBHCUMOCTEN s
As 108 0,25 0,82
Ca 847 1,08 0,88
Zr 2566 1,53 0,72
Pb 263 0,13 0,90
Nb 1575 1,66 0,52
La 52 0,081 0,85
Nd 234 0,12 0,63
Fe 5368 2,96 0,53

[TokazaHo, 4TO MPSIMOE KCIIOJIb30BAHHUE KATMOPOBOYHBIX 3aBUCUMOCTEH HEBO3MOXKHO
U3-3a BJIMSHHUS HAa MHTEHCUBHOCTH JIMHUW SMHCCUU JAPYTUX MPUCYTCTBYIOIIUX 3JIEMEHTOB
(dame Bcero TyroruiaBkux). Jis mpeogosieHus: JaHHOTO MEIIAOIIET0 BIUSHUS UCIIOIb3YIOT
ypaBHEHHUE, YUYUTHIBAIOIEE HHTEHCUBHOCTH CTOPOHHUX 3JIEMEHTOB:

o=k+a-l,+b-17+c-1,

re ® — COIepXKaHhe OMPeesIeMOro dJeMeHTa; K — cBOOOIHbIN WieH; 8 — KO3()(HUIIMEHT EpBOro
nopsiaxa; b — ko dunueHT Broporo nopsaxa; ¢ — Ko3hGUIMEHT MEIIAOIIEro MeMenTa; Iy u |y — uH-
TEHCHBHOCTH JIMHUM SMHUCCHHU OIpPEACNsieMOro M Memaromero (Bojibdpama) 37eMEHTOB COOTBET-
CTBEHHO.

JlanHOE ypaBHEHHWE IOJIYYCHO MyTEeM NMPUMEHEHHUS UTEPAIMOHHOTO METOJa, UCIOJb-
3yeMOro B IPOrpaMMHOM o0ecrieueHuu npudopa (Tadu. 5).

Tabnuya 5
ITapameTpbl CKOPPEKTUPOBAHHBIX I'PAXYHMPOBOYHBIX 3aBHCUMOCTEMH
KOHHeHTpaHI/IH JIEMEHTA OT UHTCHCUBHOCTHA AaHAJIUTHYECCKOI0O CUrHaia
IeMEHT KoaddummerTs rpafynpoBOYHBIX 3aBHCUMOCTEN
k a b c
As 1,39 96 6,5:10° 7,2:10°°
Ca 8,05 831 3,2:10° 5,4:10°
zr 9,32 2361 6,3-10° 58107
Fe 0,86 4862 9,7-10° 3,2:10°
Pb 7,46 308 8,4:10° 7,010
Nb 4,72 1736 48107 6,8:10°°
La 0,63 87 5,710 741072
Nd 5,82 165 6,110 83107

CKOppEeKTHpOBaHHBIE T'PaJyHPOBOUYHBIE 3aBUCHUMOCTH YYHUTBHIBAIOT WHTEHCUBHOCTh
JIMHUH SMUCCUU OIPENEIIEMOro U MeIIaoIero (Bojib(pama) 371€MEHTOB.

Ananusz cnnasa muna BJKMS5 memooom HOOC
Janee onpenensuin coaepxanus AS, Ca, Zr, Pb, Nb, La, Nd u Fe B o6pa3sue npowus-
BOJCTBEHHOH IUTaBKu ciutaBa Tuna BXXKMS meronom MODC ¢ nmpuMeHeHHEM rpaaynpoBOU-
HOM U CKOPPEKTUPOBAHHOM I'paJyMpOBOYHOM 3aBUCUMOCTEN, a Takxke 0e3 ucrosb3oanus CO
(6e33TaNOHHBINA METO/), OHAKO C TOMOIIBIO I'PATYHPOBOYHBIX 3aBUCUMOCTEH, 3a710)KEHHBIX B
nmporpamMmmHoe obecriedeHue ooopyaoBanus (Tad. 6).
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Tabruya 6

PesysbTaThl onpenenenus conepskanus As, Ca, Zr, Pb, Nb, La, Nd u Fe
B o0pa3ue ciiiaBa Tuna BJKMS metogom UOIC ¢ npuMeHeHHeM ITPagyupoOBOYHOM
H CKOPPEKTHPOBAHHOI rPaJlyHPOBOYHOI 3aBUCUMOCTEIl, a TaK:Ke 0€33TAJJOHHBIM METO10M

MaccoBasi 1oJisl 3JIEMEHTOB, MKI/T, OIPEICICHHAS C IPUMCHCHHUEM
OneMeHT rpagyupoOBOYHON CKOPPEKTUPOBAHHOM 0€33TAJIOHHOTO aTTEeCTOBaHHOE
3aBUCUMOCTH rpalyupOBOYHOM 3aBUCUMOCTH METOoJA 3Ha4YeHue**
As 75+6 23+4* 3244 2543
Ca 110+20 86+5 63+4 85+4
Zr 180+20 100+8 85+5 104+7
Pb 28+3 31 8+3 241
Nb 290+20 210+10 210+10 200+9
La 31+4 8+2 1843 6+2
Nd 40+£5 6+2 21+4 6+2
Fe 680+30 470+20 480+20 480+20
* JKupHbIM HIpU(TOM BBIICICHBI PE3YJIBTAThI, YAOBICTBOPSIOIINE YCIOBHIO TOYHOCTH.
** PegynpTaThl aHanu3a, noiaydenHslie Merogom MCII-MC.

W3 naHHBIX, OpeACTaBICHHBIX B Tala. 6, BUIHO, YTO HCIOJIb30BAHUE CKOPPEKTHPO-
BaHHBIX I'PAJTYHPOBOYHBIX 3aBUCUMOCTEN (YpaBHEHHUSI MHOXKECTBEHHOH PErpeccHy) MO3BOJIs-
€T MOJYyYUTh TOYHbIE 3HAYEHUS COAEPKAHUM Ui BCEX 3JIEMEHTOB (aTTECTOBAaHHOE 3HAYECHUE
MOTIJaeT B JIOBEPUTENILHBIA MHTEPBAT IOJYYEHHOTO 3HaueHUs). be3sTaoHHBIM METOI0M
TOYHBIE Pe3yJIbTAaThI TOJIy4EHBbI TOJIBKO AJIi HIOOUS U JKenes3a.

Takum oOpasom, mis onpenenenust As, Ca, Zr, Pb, Nb, La, Nd u Fe B criiaBe tuma
BXMS5 meronom MODC HE0O6X0IUMO HCHOIb30BAaTh CKOPPEKTUPOBAHHBIE IPAyHPOBOUHBIE
3aBUCUMOCTH (ypaBHEHUS MHOXXECTBEHHOH perpeccuu), mojiyueHHele ¢ npumenenueM CO
COCTaBa HUKEJIEBOI'O CILJIaBa.

3akioueHne
Ha ocHoBe npoaenanHoi pabOThl MOKHO CIENaTh CIEIYIOIINE BHIBOJIBI:

— st onpeneneHust npumeceit As, Ca, Zr, Pb, Nb, La, Nd u Fe B HuKe/IeBbIX CIIaBaX BO3-
MO3KHO HMCIT0JIE30BaTh Metoa MODC;

— JUIsL OTIpENENICHUS] TMPUMECHBIX dJeMeHTOB MeTogoM MODC HeoOXxoaumo MpOBOAUTH
no00p OCHOBHBIX MapaMeTPOB HMCKPOBOTO pa3psiia — BPEMEHH OOBICKPUBAHUS M JKCIIO3U-
[IMU, CUJIBI TOKA U YaCTOTHI MOKUTAIOIINX UMITYJIHCOB;

— JUISL IPOBEAACHUS] TOYHOTO aHalu3a CJIEAYET MCIOJb30BaTh CKOPPEKTUPOBAHHBIE IPATyH-
POBOYHBIEC 3aBUCUMOCTH (YpaBHEHMS] MHOKECTBEHHOW pErpeccum), MOJTydeHHBIE C MPUMEHE-
HueM CO cocTaBa TaHHOW MapKH CILJIaBa;

— 0€39TaJIOHHBIA CMOCO0 C WCIOIB30BAHUEM TPAJIYHPOBOUYHBIX 3aBUCHUMOCTEH, 3aJI0KEH-
HBIX B IPOrpaMMHOE obecrieueHre 000pyI0BaHMsl, MOAXOAUT AJIsl OTPEAeNIeHUs] TOTbKO YacTH
3JIEMEHTOB — HUOOHUS U KeJie3a;

— IPaBUJIbHOCTH MOJIYYEHHBIX PE3YJIbTAaTOB MOATBEPKICHA CPABHUTEIBLHBIM aHAJIU30M Me-
togom UCII-MC.
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