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IIPUMEHEHHE JTOBABOK CIIMPTA IIPH OIIPEJEJIEHUHA IIPUMECEH
B HUKEJIEBBIX CIIJIABAX METO/JOM MACC-CIIEKTPOMETPUH
C HHIYKTHBHO-CBA3AHHOMU IIJIASMOH
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Hcenenopato Bnuande f06ABOK CIIUPTOB (3TAHOMA W W30MPOIAHOTA) HA aHATUTHIECKHE CUTHA-
JIBIL TIPU OHpefeneHun 15 571eMeHTOB METOROM Mace-CIeKTPOMETPHN ¢ WHAYKTHBHO-CBI3aHHON
nasmoii (MUCII-MC). ¥ cranosneHo, uTo BHeCCHNE H00ABOK IPUBOAUT K YBeIUIeHUIO (K0addu-
UHEHT yCeHIeHus 6onee 2) ananuTuieckux curHanoB As, Se u Te. MyueHo BIusaHUe CIIUPTOBBIX
I06aBOK HA 00pa30BaHUE OKCHAHBIX HOHOB OCHOBHBIX JICTHPYIOIIMX KOMIIOHEHTOB HHKETICBBIX
CIUIABOB: 00HAPYKEHO OJABIeHHe 00PA30BAHUS MEIIAIOIUX [TOIUATOMHBIX HOHOB XPOMa U TH-
TaHa, CUTHAIBI KOTOPHIX HAKIaABIBAIOTCA Ha curHan 52Se. Meromom UCII-MC ¢ npuvenenunem
JNOGABOK CIIUPTA U IPYTHUX CHOCOOOB IIOJABJIEHUS CIIEKTPAIBHBIX HHTeP(EPEHINH OIpeIe/IeHbI
BpeIHEBIE IIPUMecH B 0fpaslie CI0KHOIETHPOBAHHOTO HUKeIeBoro ciapa. Ilokazano, uro mna
ollpezieneHnd MeHee 2 MKT/T celleHa HeofxomuMo 1o6aBnars 2 % 06. atunosoro cnupra. Ilpasu-
JIBHOCTH TIOJIYIeHHBIX Pe3yIbTATOB HMOATBEP:ELCHA CPABHEHUEM ¢ JaHHBIMU aHAIN3a 00pasia
CILIaBa METOJOM MacC-CIIEKTPOMETPHH BEICOKOTO PaspellIeHns ¢ TIICIOUM PaspPALOM.
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JIEeBBIC CILTABEL; OIIpeNeIeHNe BPeIHBIX IpuMecei; To6aBKa CriapTa.

IMPROVEMENT OF THE ANALYTICAL CHARACTERISTICS FOR THE
DETERMINATION OF IMPURITIES IN HIGH TEMPERATURE NICKEL ALLOYS
USING INDUCTIVELY COUPLED PLASMA - MASS SPECTROMETRY (ICP-MS)
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The results of studying the effect of alcohol additives (ethanol and isopropanol) on the analytical signals of
15 elements in their determination by the method of inductively coupled plasma-mass spectrometry
(ICP-MS) are presented. It is shown that these additives lead to more than two-fold increase of the analyti-
cal signals from As, Se, and Te. The study of their effect on the formation of oxide ions of the main alloying
components revealed the suppression of the formation of interfering polyatomic ions of chromium and ti-
tanium, the signals of which superimposed on the signal from 828e. Harmful impurities in a complex al-
loyed sample of nickel alloy were determined using alcohol additives and other methods of suppressing
spectral interferences. It is shown that determination of less than 2 pg/g of selenium necessitates the addi-
tion of 2 vol. % of ethyl alcohol. The correctness of the obtained results was confirmed by a comparative
analysis of data obtained for the same sample by high resolution mass spectrometry with a glow discharge.

Keywords: inductively coupled plasma mass spectrometry; ICP-MS; nickel alloys; determination of impu-
rities; microwave sample preparation.

3TUX MATEPUAJIOB IIOCTOSHHO [OBBIIATCH, 4TO Jie-
saeT HeOOXOMMMBIMU Pa3paboTRy W MPOU3BOACTBO
JKAPOIPOYHBIX CILJIABOB HOBBIX THIIOB C YJIyYIleH-
vHpiMu cBoucrBamu [1]. ITomMmMo OCHOBHLIX JerwH-

Beenenne

Hukenespie craBel HIMPOKO HPUMEHSIOT IIPU
HM3TOTOBJIEHUH BAKHBIX Y3JI0B U [ETAIEeH COBPEMEH-
HBIX ra30TypOMHHBIX ABUTATENed M arperaron. Ms-

JeIyd U3 STHUX CIJIABOB B IIPOLIECCE DKCILIyaTAIUN
HCIIBITHIBAIOT OTPOMHEIE CHJIOBBIE W TEILIOBBIE Ha-
I'Py3KH, [IpY 3TOM TPeOOBAHUA K XaPAKTEPUCTHKAM

PYOLIIUX KOMIIOHEHTOB, B COCTaB CIIJIABOB BXOOAT
BpemHbIE IIpUMecH, K KoTopbiM oTHocaTca Cu, Zn,
As, Se, Te, Sn, Sb, Pb, Bi u ap. [lamxe murporoamge-
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crea (menee 0,01 % macc.) 5THX 5J€MEHTOB OKA3bI-
BAIOT HETATHBHOE BIMAHUE HA PA3JIUIHBIE CBOHUCTBA
Marepuana, I03TOMY YpPEe3BBIYAWHO BaXKHOM 3aja-
qell fABJAETCH Olpe/ieleHre BPEIHBIX IIPHUMeced B
HUKEJIeBbIX CILIaBax [2].

OpHuM U3 METOLOB MHOTO3JIEMETHOTO AHAJNAA,
IIUPOKO TMPUMEHAEMBbIX I OINpPEeNeIeHUuA MIpUMe-
ced B MATEPHANIAX PA3INIHOIO COCTABA, U XaparTe-
PH3YIOIIUXCA BBICOKOM YYBCTBHUTEIBHOCTHIO W HU3-
KUMH TIpefenaMu OOHAPYIKEHWS, SBISEeTCA Mace-
CIIEKTPOMETPHUSA C MHAYKTUBHO-CBA3AHHOM I171a3MOH
(UCII-MC) [3]. Oguaxo npsamoe OnpeieeHmne YacTh
5JIEMEHTOB B IIP06ax CIIOJKHOTO COCTABA HE BCETIA
BO3MOKHO M3-32 HAJIWYHUS CIIEKTPAIbHBLIX MHTEpPGe-
PEHIMi — HAJIOKEHUS CHUTHAJIOB HWOHOB PAa3HBIX
SJIEMEHTOB WM MOJIEKYJISAPHBIX HOHOB APYT HA IpYy-
ra [4]. lna ycTpaHeHUd WKW YaCTUYHOTO II0/aBJIe-
HASA AHHOTO 3(P(PeRTa YACTO NPUMEHST PEeaKIu-
OHHO-CTOJIKHOBUTEILHYIO A9E€HUKY, SABIAIIILYIOCT CO-
CTABHOM YACTHI0 COBPEMEHHBIX MACC-CIIEKTPOMET-
pos [5].

OpuauM w3 coco60B MPEONOICHUA CIEKTPAD-
HBIX WHTEP(EPEHINHA ¥ YBEJIWYCHUA AHATUTHAIE-
CKOTO CHTHAJIA SABJISETCH BBENEHWE B HWHIYKTHBHO-
CBA3AHHYI0 IUIA3MY OPraHWYECKUX BEIeCTB, YAIle
Bcero — cuuproB u Merana [6]. Couprer BBOgAT B
BUAe N00ABOK B PACTBOPHI AHAIU3HPYEMbBIX IIPOO
[7], a meTan — B ra3o006pasHOM BHE B PEAKIUOH-
HO-CTOJTKHOBUTEJIBHYIO AIEHKY HUIH HEIIOCPEICTBEeH-
HO B 1asmy [8].

Y BenudeHue aHAIIUTUIECKOTO CUTHAJIA IIPOUCXO-
OUT 33 CYET IIEPEHOCA MOJIOKUTEILHOTO 3apsana C
HMOHA OPTAHUYECKOI0 COeIVWHEeHU:A (CIIMPTA WU Me-
TaHa) HA aroM omnpexgendemoro siementa: CT 4+
+ M —> M+ + C, tne C — opraumdyeckoe coenuue-
mue, M — arom onpegensevoro snemenrta. [lpu
9TOM YBEJIWYUBAETCH [O0JA HOHOB AHAJIWTA M, KAK
CJIe[ICTBHE, BO3PACTAET WHTEHCHBHOCTh AHAIUTHIE-
croro curHana. Jlauueii sdderr manbonee xapax-
TEPEeH I TAKUX DIIEMEHTOB, Kak As u Se — ¢ OTHO-
CHUTEIbHO BBICOKMMHY IIOTEHITUATIAMA WOHU3AIUN
(9,82 u 9,75 5B cooTBeTCTBEHHO), HO HUKE, YeM ¥
yriepoga (11,36 9B), a gisa sneMeHTOB ¢ IIOTEHIHA-
JamMu poHu3anuy Hrike 9 5B ananuTuyeckue curua-
sl yBenmauBawrca HezHadurenbHo [9]. Jobasru
OPraHWYeCKHUX COENUHEHUU TAKKEe CIOCOBCTBYIOT
CHIZKEHUIO MOJIH MEIIAMIINX IOJHATOMHBIX HOHOB
B masme, B gactaoctH, “CAr35Cl+ [10] u okcuaHBIX
IIOJIMATOMHBIX HMOHOB [6], 4TO B KOHEYHOM HTOTre
YMEHBIIAET CEeKTPAIBHBIE IIOMEXH,

Iens nammoit paboThI COCTOSATIA B HCCIIEOBAHUYU
BIHAHUA 106ABOK CIIMPTOB HA AHAJIWTHUYECKHAE CHT-
Hanel npumecHbix saementoB (B Mn, Ga, As, Se,
Cd, Cu, Zn, Te, Sb, Sn, Te, Pb, Bi, Ag) u nonuarom-
HbIX HOHOB (okcuaubIX HoHOB Cr, Co u Ti) npu ana-
nu3e HukeneBblx ciuraoB merogom HCII-MC, a
TAKKE B OLIPEEIEeHUN JAHHBIX [IpuMeced B obpasie

CJIOMHOJIETMPOBAHHOIO HUKEJIEBOTO CILIABA C IIPH-
MeHeHreM 100aBOK CIupTA.

IKCIEepUMEHTATHHAA YACTH

Annapamypa. Jns npoBeneHHsT HSKCIIEPUMEHTA
ucronb3oBanu macc-cuekrpomerp iCAPQc (Ther-
moFisher Scientific, I'epmanus). J[na mocrukenus
MAKCHUMAJILHOU WHTEHCHBHOCTH AHAIUTHIECKUX
CUTHAJIOB BBINOJHAIN aBTOMATHIECKYI0 HACTPOUKY
pabouyux mapaMmerpoB Hpubopa B COOTBETCTBHH CO
CTAHAAPTHOM IIPOIENYPOU, 3aJaHHOU IIPOHU3BOAU-
resem (tabm. 1). IIpu sToM 6BLIM JOCTUTHYTHI Ciie-
IYIOIIUEe XapPAKTePUCTURKN 4yBCTBUTEIBHOCTH: YPO-
BeHb OKCHJHBIX HOHOB %Ce(Q/*°Ce = 2,0 %, ypo-
BEHDb JBYyX3apAfnHbIXx WOHOB 37BaZ+/187Ba = 25 %,
Ti > 35000 wmmu/c/(mer/mm3), 238U > 300000
wuMn/c/(MRr/ov?).

Peakumonno-cronkuoBuTebHAA TIEUKA C Ted-
em (99 % 06.) u Bogopogom (1 % 06.) paborana B pe-
JKHME AMCKPUMHUHALWYN 110 KMHETHIECKOW SHEepruu
(pesxum paborsr KED). Ilocine HACTpOUKU peariu-
OHHO-CTOJIKHOBUTENHHOU SYEUKY 3HAYEHUWE HAIPH-
JEeHUA Ha Bxoje B KBaapyunonas Pole Bias cocrasuio
-17 B, manpsxenue una Boeixoze u3 sgeniku CCT Bias
—20 B. Pacxopn rasa uepes sagdediky 6bu1 momobpan
BPYYHYIO B COCTABIII 6 MJI/MUH, IIpU 5TOM OBLI gOC-
THTHYT MHHHUMAJIbHBIH YPOBEHb OKCHIHBIX HOHOB
156Ce(0/14%Ce = 0,4 %. Ina pacrsopeHus 1pob wuc-
[I0JIB30BAJIA CUCTEMY MHUEPOBOJIHOBOU HPOBGOIIOATO-
toBku MARS 6 (CEM, CIIIA) ¢ TedproHOBBIME aBTO-
rmaBavu MARS XpressPlus (CEM, CIIIA) o6bemom
100 cm®.

Jld cCpaBHUTEIBHBIX UCITBITAHUN HCITIOIB30BAIN
MACC-CIIEKTPOMETDP BBHICOKOTO PA3PEIleHus ¢ HOHH-
samnumert B TiaewimeMm paspane ElementGD (Thermo-
Fisher Scientific, ['epmanus), BHIOIHAIN AHAIHA3
TBEpLOro 06pasna B PEIKUMe BBEICOKOTO PA3pPEeIIeHus
(Ipy 5TOM OTCYTCTBYIOT BCE BO3MOKHBIE CIIEKTPAIIb-
Hble HHTEP(EePeHIUK Ui CIUIABA AAHHOU MApKH)
[11].

Peazenmur u o6vexmut uccaedosanus. g pac-
TBOPEHUA IIPO6 HKCIIONB30BAIN A30THYI0 KHCIOTY
KBAMU(PUKALNY OCY, OUHILEHHYIO C [IOMOIIILI0 CACTe-
mbl neperougu 6e3 xunenus BSB-939-IR (Berghof,
Tepmanus), u 40 % ¢TOPOBOMOPOAHYIO KHUCIOTY
(Merck, I'epmanms). B xauecrse 106aBOK HCIIOIH30-
BAJIM STUJIOBLIM cuuptr Boiciied oductku o ['OCT
5962-2013 u M30OPOIMMIOBLIN COHUPT A6COIIOTHPO-
paunbid mo ['OCT 9805-84, koTopbie pacTBOPSIH B
JENOHU3UPOBAHHOU BoJe (yIeIbHOe COLIPOTHBIEHNE
e mernee 18,2 MOwm - cm). B kagecTBe BHyTpeHHETO
CTAHAPTA, KOTOPHIA BBOAMINA BPYYHYIO, HUCIOIL30-
BAJM PACTBOP HHAWA C KOHIEHTpaumeu 2 MKI/I,
[IPUTOTOBJIEHHBIA u3 crangapraoro pacrsopa (In
1 r/n, High-Purity Standards, CIIIA). Nasa apwuro-
TOBJIEHUS BOJHBIX PACTBOPOB OLPENeIAeMBIX 3iIe-
MEHTOB U IOCTPOEHHUA I'PALYUPOBOYHBIX 3ABHCHMO-
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CTEU MeTOL0M H0OABOK MCIOIL30BAIMN CTAHAADTHEIE
pacreopsl B, As, Se, Cd, Cu, Zn, Te, Sh, Sn, Ga, Ag,
T1, Pb u Bi ¢ xoumnenrpanueii 1 M1/, IpUroTOBICH-
HbIe U3 CTAHJAPTHBIX PACTBOPOB DTUX DIEMEHTOB C
rourenrpanmest 1 r/n  (High-Purity Standards,
CHIA). CrangaprHble PACTBOPLI JETUPYIOMIUX Bie-
menTor ciuiasa (Ti, Cr u Co) ¢ koumenTparued 1 r/n
(High-Purity Standards, CIIIA) ucnonpsosanu mis
[IPUTOTOBJIEHUA BOJHBIX PACTBOPOB ISl OLIEHKU Me-
[IAOIMIETO BIHUAHWAA [AHHBIX DIEMEHTOB B XO[e
MACC-CIIEKTPOMETPUYECKUX U3MEepPEHUH.

Brur mpoBemen ananns HKCIEPHMEHTAIBHOTO
obpasma HukenaeBoro cruiasa tuna Inconel 625 (e-
THPOBAH XPOMOM, KOOAIBTOM M THTAHOM), H3TOTOB-
asennoro B HWIL «Kypuarosckuii wmucTHTYT> —
BUAM.

IIpobonodzomosra. O6pasIbl HUKEIEBBIX CILIA-
BoB Mmaccow 0,5 r (110 4 upobsl B cepun) pacTBOPSIN
B 20 mi Bopsl, 8 Mt HNO; u 2 v HE. Cragana g
ofpasiy mo06aBisauM BOLY, 3aTeéM — ILIABAKOBYIO
KHCIOTY, IIOTOM — a30THy. Harpes aBTori1aBoB B
MUKPOBONHOBOM cucteme 1m0 120 °C ocyrectsusny B
teaenue 20 muH, 3areMm eme 20 MUH O ePKUBAIN
OAHHYIO TeMmmeparypy. MakcumanabHAs MOIIHOCTD
narpesa Obuia 3agana w3 pacdera 150 Br ma aBro-
KJIaB, IPEeAeNbHOe AABJIEHHWE COCTABUIO He 0oiee
20 arm. O6beM MOIYYEHHOTO PACTBOPA, KOTOPBIA
Jajee HWCIONB30BAIN A AHAIW3A, HOBOLUIN [0
100 mu1 u pasbasianu g0 koHnenTpanuu 0,5 /71 mo
MAaTpHIie.

Taémauma 1. PaGoune napaMeTpbl Macc-CIeKTpoMeTpa
Table 1. List of instrument settings

Hdng 1ocrpoeHWs TIpPagyUpPOBOYHBIX 3aBUCH-
MOCTEHM WCIIONb30BAIHM METOf A06ABOK, BBOAA W3-
BECTHDIE COJEPMKAHUA OlPENeNseMblX 3JIeMeH-
TOB HENOCPECTBEHHO B AHAIM3UPYEMbIi o6paser,
Bayrpennuii crangapr npuMeHany aIS KOppPeRIun
npeiida curHaa B TEYEHUE M3MEDPEHWM U MaTpud-
HOTO BJIMAHHUA KOMIIOHEHTOB OCHOBBI CILJIABA HA HUH-
TEHCHUBHOCTHU CUTHAJIOB OIIpeAesIsieMbIX 3JIEMEHTOB.

C6op u 06paboTKy HAaHHBIX ITPOBOIWIIN, UCIOIb-
3ys [IPOrPaMMHOe 06ecredeHrne Macc-CreKTpoMeTpa
Qtegra. 3a pesynbraT aHAIHM3a IPUHUMATHN CPEIHee
apudyMernyecKoe pesyIbTATOB YeThbIpex HapaJLieiib-
HBIX OIpPEJe/JeHHI, BKJIKYAd BCe craguu Ipobo-
[IOJTOTOBKH.

Ob6cykaeHne pe3yabLTATOB

Ilepen maganom ananwusa Heo6XoAUMO OBLIO BbI-
6paTh M30TOMmBI onpeaenseMbix daementor (P, Mn,
Ga, As, Se, Cd, Cu, Zn, Te, Sb, Sn, Te, Pb, Bi, Ag) ¢
Y4eTOM KX PACIPOCTPAHEHHOCTH IJIS NOCTUMKEHUS
MAKCUMAJILHOTO AHAJUTHYECKOTO CUIHAIA U C MHU-
HEMAILHBIM YUCIOM BO3MOKHBIX HHTED(EpeHIrH
(c ygeroM cocTaBa AHAIM3UPYEMOTO MaTepUAasa)
(rabm. 2) [4].

Bausnue dobasor cnupmos Ha araaumu4ecKue
CUZHAABL 3/1eMEeHIMOs. I[.TIH HUCCIeNOBAHUA BIUAHUA
106aBOK crimpra GbLI IPOBEAeH AHAJIN3 BOSHEIX Pac-
TBOPOB (¢ KoHIeHTparnuel ot 5 1o 100 mEr/m) ompe-
JeJAeMbIX 3JIeMeHTOB, cogepsramux 0 — 8 % 06. sTu-
JIOBOTO HJIM H3OIIPOIIMJIOBOIO CIixpTa. KHCHOTHLIfI
COCTAB BCex 00pasIoB, BKIKYAA KOHTPOJIbHDIE, ObLI

ITapamerp 3HaveHne
TInasmoo6pasyromuii ras, 1/MuH 13,7
Benomorarensuetil ras, 1/MuH 0,7
PacnbinurenbHbId ras, 1/MuH 0,92
CxopocTb IIepuCcTATBTHYECKOTO Hacoca, MUH | 40
T'ny6una nnasmoor6opa, MM 5
Momnocts RF remepartopa, Br 1400
Yucno kaHANIOB HA MaCCy 1
Yuceno CKAHOB B PEILIHEe 50
Yucno pennvk s o6pasia 3
Bpewmsa unrerpuposanusa (Dwell time), ¢ 0,01
Hanpsxenne na skerpaxrope (Extraction Lens 2), B 164
Hanpsxenne Ha doxycuoi muuse (CCT Focus Lens), B 3,6
Paspermienne, a.e.m. 0,7

Pacorinurens

Pacnbimurenbuadg kamepa

TeMmmepaTypa pacueLINTEIbHOM KaMepsl, *°C
Cammep

Crmmmep

Muxpomorounsrii, kouneaTpudeckuil PFA-ST (400 mxm/vumm)

KBapueBaH, IOUKJIOHHAA C TEPMOSNIEKTPHUIECKUM OXTIaKACHIIEM

2,7
CraHmapTHLIN HUKeIeBIN

CranmapTHBIA HUKENIEeBLIN CO BCTABKOH 3,5 MM
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Puc. 1. 3asucumoctu kosppuiimenTos yennenna ananurudeckoro curaana Bi, Cu, As u Se oT cofep:kanua sTaHoIa U U30IIPO-

maHoNIa B mIpobe

Fig. 1. Dependences of enhancement factors of the analytical signals of Bi, Cu, As, and Se on the ethanol and isopropanol con-

tent in the sample

OIMHAKOB ¥ COOTBETCTBOBAJ 06pasnamM aHAIU3Hpye-
MBIX HHKEJIEBBIX CILIABOB (IIOC/IEe MPOBEIEHUSI BCEX
craguil npo6oroaroToBku). [y ONEHKW BIHAHUA
CIIMPTOBBIX MOGABOK Yalle BCETO MCIIOIB3YIOT K0dg-

TaﬁJII/IHa 2. HN3zoromsbl OIIpeaendaeMbIX 3JIEMEHTOB U OCHOB-
HbI€ MEILAIINe NOHBbI

Table 2. Isotopes of the elements to be determined and the
main interfering ions

Wsoron Pacnpocrpa- M 3 Pacrmpocrpa-
OTIpeneNAeMOoT0  HEHHOCTD eH;at)IzmHH MZEIP;PII(‘))I‘;T;O
37eMeHTa usorona, % wome, %
aLp 100 15N 160+ 3,45
?Mn 100 — _
65Cu 30,83 49T{160)+ 5,49
66Zn 27,9 50T{16()+ 5,39
50(p160)+ 4,33
"Ga 39,9 — _
7BAs 100 59(10160+ 99,76
828e 9,2 50Cp160160 + 432
1060d 1,25 . .
107Ag 51,8 — _
1188 24,2 . .
1218} 57,3 . .
130T 33.9 . .
205 70,5 . .
208P} 52,4 . .
209135 100 . .

unment ycuinenus (£, enhancement factor) [9], xo-
TOPBIA PACCIUTHIBAIM 110 (DOPMYJIE;

I 2
_ I 06 I 7106
o I-I
e 1 I’ . — WHTEHCHBHOCTH AHAIUTHYECKOTO
n06s  + 106

CUTHAJIA AHAIM3UPYEMOHR U KOHTPOJIBHOU IIPo6 cooT-
BeTCTBEeHHO ¢ mobaskoii coupra; I, I’ — mHTEHCHUB-
HOCTH AHAJIUTHYIECKOTO curHana 6e3 nobasku. [lomy-
YEHHbBIE 3aBUCHMOCTH KO3(P(PUIMEHTOB YCUIEHUA OT
COZIEPIKAHMA HTAHOIA U U30IPOILIAHOIA B IIpobe npu-
BeZIeHbI HA puc. 1.

W3 puc. 1 BugHO, 94TO yiKe IPU CONEPKAHUY STH-
soBoro cumpra 2 % 006. UMeeT MEeCTo 3HAYUMOe yBe-
nrgeHre KO3(PPUIIMeHTa YCUIOHUS A MBIIIBIKA
u cenena (B 3,3 u 3,4 pasa COOTBETCTBEHHO), IJIA
BUCMYTA U MeIH pocT HesHauuTe bHbIN (B 1,2 pasa
st obomx siemeHTOB). JlambHellee yBenudeHue
COEPIKAHUA CIHUPTOB I[IPH AHAIW3E PACTBOPOB C
MBIIILAKOM M CEJIEHOM IPUBOAUT K HEOOJIBLIIOMY
yBeamdeHuo Kod(duimenta £ [0 CPABHEHHIO C
no6aBkoi 2 % 06. (g MBIIIbIKA AAHHBIA POCT CO-
crasun 1,06 pasa, mius cenena — 1,08 paza), a s
BUCMYTA W MEAH POCT COIep:KaHusa cuupra Goiee
2 % 06. UPUBOAUT K CHUIKEHWUIO KOD(PPUIMeHTOB
ycunenus. JobGapieHue BBICOKMX COLEPIKAHMU
CIIUPTA TAKKE HEMKeIATENbHO W3-32 OTIOMEeHUU
yIJIEPOZA B BH/E CAIKU HA KOHYCAX K JPYTHX YACTAX
MACC-CIIEKTPOMEeTPa, [OSTOMY IS JATBHEHIINX SKC-
IIepPUMEHTOB 0bLIA BHIGPAHA KOHIIEHTPAIHA CITUPTO-
BOU f00aBEHN 2 % 00.
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Fig. 2. Enhancement factors obtained for various elements
with an alcohol additive of 2 vol. %

Hawbomnsmue kosddunuents: yecunenus (6oaee
2) 6buty mosryaens! s B As, Se u Te (puc. 2), onna-
k0 naHabi 3¢pderr B ciayuae docdopa cBazan
[PEKIe BCEIO CO CHEKTPAIBHBIMU HAIOKEHUSIMU
npu m/z = 31 cuUrHaNOB PA3IUYIHBIX IOIUATOMHBIX
WOHOB, NpOM3BOAHBLIX oT coupros (2C1H3%0*,
13CTH,%0™* u ap.). Boapmux pasauaui kosdqdunm-
€HTOB YCHJIEHUA NpU A0GABIEHUU STAHONA U H30-
[POIAHOJIA BBISBIEHO He GbUIO, I09TOMY B JaJIbHEM-
el paboTe UCIOIb30BAIN TOIBKO STHIOBBINA CIIUPT
Kak 6osee TUAPO(PUIBHBIN 334 CYET MEHBIIEH yTie-
BOZOPOJHON YACTH MOJEKYAbl (H30IPOIMIOBBIMA
CIUPT TAKKE [JI0X0 OTMBIBAETCH OT CTEHOK ILIACTH-
KOBOM MOCY/IBI, 9TO YCIOKHAET paboTy ¢ HAM).

Hanee mayuwnu Biusinue p06aBOK CIHpPTA HA
WHTEHCUBHOCTh AHAIMTHIECKUX CUTHAJIOB 3JIEMEH-
TOB B BOJHBIX PACTBOPAX JETHPYIOIINX KOMIIOHEH-
TOB HUKEJIEBBIX CILUIABOB B KOHIIEHTPAIUAX, COOT-
BETCTBYIOIIMX [PUMEDPHLIM CONEPHKAHUAM IAHHBIX
3JIEMEHTOB B aHajIu3upyeMoM Marepuane: Ti —
10 mr/n (coorBercrByer 2% B cmase), Co —
50 mr/a (10 %), Cr — 100 mx/a (20 %) (puc. 3). JLna
ollpefielleHus KCII0Ab30BaIu uzoronnl %°Cu, %Zn,
BAs, %2Se, HA CUTHAILI KOTOPBIX HAKIAIBIBAOTCA
CUTHAJIBI COOTBETCTBYIOIIUX 10 MACCE OKCH/HBIX I10-
nuaroMHBIX moHOB (¥Ti80+ ma %5Cu, Ti80+ u
50Cr60* ma %7Zn, ¥Co60* ua PAs, YCri0%0* u
50T{160160+ Ha 82Se).

W3 puc. 3 BupHO, 9TO TOMBKO IIa cenena (%2Se)
HAGIOAAeTCA 3HAYNMOE CHUKEHNE HHTEHCUBHOCTEH
curHainos turana u xpoma, Tagum o6pazom, npucyrt-
CTBUE CIMPTA MOAABIAET 06PA30BAHNE MEIIAIUX
rmonoB XCrl6Q180+ i 0Ti16Q16Q+, curmamns ot kKoTo-
PBIX HAKIAABIBAKOTCA HA CHTHAJ OT 52Se, 4T0 MOMKHO
KCIOIb30BAThH [IPY OIPEIEICHUN IPUMECH CeJIeHA B
CILUIABAX, JEIrHPOBAHHBIX XPOMOM W THTaHOM. Jljs
ocranpHbix (Cu, Zn, As) onpeneiseMbIX 3JIEMEHTOB
BBIIeonucanuoro sdpdperra He Habmomaercs.

Onpedenernue npumeceli 6 ob6pasye cnaasa
muna Inconel 625. Ha cneayroinem stare paborsi
GBI IPOBEJIEH AHAIIN3 DKCIIEPUMEHTAIBHOTO 06pas-

14 1k Cr
1.2 -

1 Ti . Co Ti| |Co Ti ‘QrJCO Co
0.8 -
0.6 - i Cr
0.4 - \
0.2 I
0 J .
Cu /n As Se

Puc. 3. KosduimenTs! ycuIeHnsa CUTHAIOB MEIIAOINX
VWOHOB TIPpY 3HAYEHWAX M/, COOTBETCTBYIOIHUX AHAJUTH-
geckuMm cur"anam 55Cu, 6Zn, As, 82Se, momyuennsle npu
aHAIN3€e BOSHBIX PACTBOPOB JETUPYOIINX KOMIIOHEHTOB HU-
xeneseix cirasos (Ti, Cr, Co) ¢ xo6askoit 2 % 06. 3TUIOBOTO
crImpTa

Fig. 3. Enhancement factors of the signals of interfering
ion at m/z values corresponding to %5Cu, 66Zn, "5As, and 82Se
analytical signals obtained in analysis of aqueous solutions
of alloying components of nickel alloys (Ti, Cr, Co) with the
addition of 2 vol. % ethyl alcohol

na ciiasa tuna Inconel 625 (sreruposan xpomom 6o-
nee 20 % macc., Turanom — Gonee 2 % macc. U Ko-
6ansrom — 6osee 10 % macc.) B CTAHZAPTHOM PEIKH-
M€ IIOJABJIEHUA CIEOKTPAILHBIX HHTEP(EPeHInid u
JOIIOJHUTENLHBIX N00ABOK B aHAIM3UPyeMble pac-
TBOPBI U B IIPUCYTCTBUU 100aBOK 2 % 006. STHIOBOTO
cIupTa, 4 TAKKe C IPUMEHEHHEeM JPYTHX CII0co00B
MOABJIEHUS CIEKTPAJIBHBIX HHTEep(EepeHIu: pe-
seum paborer KED [5], maremarudeckas KOppekusa
mus onpepenenusn ¢ocopa [12], npumenenue kop-
PEeRTHPYOINX K06ABOK JETHUPYIOINUX KOMIIOHEHTOB
JULSL OLIpeJe/IeHus MeJ U, [IUHKA, MBIIIbIKa U cejieHa
[13]. Jlauubri obpaser] Tak:xe ObLT IIPOAHATU3UPO-
BAaH METOJOM MAacC-CIIEKTPOMETPUI BBICOKOTO paspe-
mrenus ¢ TiaemuM paspagom (MCTP) (raba. 3).

IIpu maremarugeckol KOppeKnuy M3MepeHHBIN
CUTHAJ U30TOIA MELIAIOIIero SJIeMeHTa, CBOOOTHbBIN
OT HAJOKEHHU, BLIYUTAIT u3 O06IIero 3HadYeHusd
CHUTHAJIA C YIETOM PACIPOCTPAHEHHOCTEH H30TOIIOB
JJIT KOHKpPETHOro duemMeHTa [12].

Koppexrrupymomue no6aBku mpeicTaBisaim Co-
60 OTHEIbHBIE BOJHBIE PACTBOPBI JIETHPYIOLIUX
AJIEMEHTOB (HpI/I AdHaJIN3e NAaHHOTO CILIaBa HCIIONb-
sopanu pacreopsel Ti, Co u Cr) B KoHIEHTpAIHAX,
COOTBETCTBYIOIIHUX COAEPIKAHUAM IAHHBIX KOMIIO-
HEHTOB B AHAJHU3UPYyEMOM CILJIaBe, IIPHU 3TOM EKHC-
JIOTHBIM cocTaB (KAK M HAJIMYWE BHYTPEHHETO CTaH-
gapra) sTux 06pasmoB 6bUT HAEHTHIEH BCEM OCTATh-
HeIM npobam. [lamee pesysnbraTel, MOLyYeHHBIE IIPU
aHaIM3e JAHHBIX PACTBOPOB, BBMUATAIH (LIPOIIOP-
OHUOHAJIBHO CONEPIKAHUIO JIETUPYIOIIUX BIEMEHTOB)
W3 Pe3yJIbTaToB aHAIN3a OCHOBHBIX mpob [13].

W3 Taba. 3 ciemgyer, 4To pesysbTaT OIpemese-
uus Gocdropa, MOILYISHHBIN i 00pasna co CIUpPTO-
BOU 100aBKOM, 3HAYKMMO BBILIE BCEX OCTAIBHEIX, 4TO
[OATBEPIKAAET HAIUYHE CIIEKTPATIBHBIX HAJIOKEHUU
Ha curaan ¢ocdopa CHTHAIOB PA3IUYHBIX IIOJIH-
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dTOMHBIX MOHOB, IIPOU3BOJHLIX OT 3THJIOBOTO CIIHD-
Ta. B JoBepuTeNIbHBIN HHTEPBAI Pa3yIbTara MeToa
MCTP nonagaer ToMbKO 3HAYEHHE, ITOJIYICHHOE Me-
rogom VICTI-MC ¢ npumeHeHreM MeToa MaTeMaTH-
YecKOU Kopperuuu. s Meau TOYHBIA pesynbrar
OOCTUTAETCH YK€ B CTAHAAPTHOM DPEIKHME, ITOCKOIIb-
Ky ee COIepiKaHre B CIUIABE OTHOCUTEJHLHO BEJIUKO
(60mee 200 MET/T) M MelIawIee BIUAHNUE JETHPYIO-
OIUX KOMIIOHEHTOB CILIJIaBa IIPU JAaHHBbIX KOHIIEHTPAa-
nusax Cu mezmauwrensHo. [Iprvenenue KopperTu-
pyromux n06aBok gerupyronux snementos (Tiu Cr
ana ompenenenus IwmaKa, Co mis onpenereHus
MI:IH_II:HKa) IIO3BOJIMJIO IIOJIYYUTHh TOYHBIC Pe3yJIbTa-
Thl OIIpefesieHus NUHEKA KW MBbIIIbAKA, IIPH 3TOM
CIIUPTOBEBIE I[OGaBKI/I HUKAK HE IIOBJIHWAJH HA TO4-
HOCTH Pe3yJIbTaTOB AHAJIN3A [10 CPABHEHUIO CO CTAH-
JAPTHBIM PEKUMOM.

Hawnyamuii sdpdperr cnmprossie go6aBru oka-
3BIBAIOT HA OIPEAE/ICHNE CEeJIeHA: IOJIyIeHHBIN pe-
ayaprar 0,8 MEI/T (B CTAHAAPTHOM PEKHMeE II0Lyde-
HO 6 MEI/T, 9TO HE YIOBJIETBOPHET YCIOBHIO TOYHO-
crr) ObLI HUMKE IPEeSbHOTO 3HAYEHUSA, YyCTAHOB-
JIeHHOT0 paspaboraurom ciuiasa (ue 6osree 2 MKI/T).
IIpu ananuse COBMECTHO ¢ KOPPEKTUPYIOIIeH no6as-
KoM xpoma 65110 moydeno 0,6 MKI/T, YTO COBIIAAAET
¢ pesyabrarom meroga MCTP. Ilpu npumenenuu
K€ TOJIBKO KOpPpeKTupymrIed nobasku (6e3 n106aBok
CIIMPTA) PE3YJIBTAT II0 CeJIEHY COCTABHWII 4 MKT/T, 4TO

HE YIOBJIETBOPAET YCIOBUI TOYHOCTH M BBIIIIE yCTa-
HOBJIEHHOTO IIPE/IeILHOIO 3HAYSHUA.,

PekuM usMepeHus ¢ MCIOIb30BAHUEM DPEAKIU-
oHHO-cTONKHOBHUTENbHON suetiku (KED) npumens-
s s onpenpenenus B, Cu, Zn, As u Se. ITpu sTom
TOYHBIM Pe3y/abTaT 6bLI II0JydYeH TOJDLKO IJIA Menu
(4T0 mocTHraercsi W B CTAHAAPTHOM DEKHME), pe-
3YJILTATHI OIPENEJCHAS MbIIbAKA U CEJeHA 3HAYU-
Mo BbIie (6osee yem B 7[Ba pasa) 10 CPABHEHUIO C
[IOJIy4EHHBLIMH B CTAHJAPTHOM PEMKKME, YTO MOMKET
OBLITh CBA3AHO C HANOMCHHWEM HA CHTHAILI PAS W
82Se curnamoB MoneKyIApHLIX HoHOB SNil6QTH* u
WAr9Ar'H'H*, ofpasyomuxca B pPEaKIMOHHO-
CTOJIKHOBHUTENHHOU SYEHKe, COTEP:KAIIed BOJOPO.

s Bcex OCTAJIbHBIX 3JIEMEHTOB TOYHLIE pe-
3yJIbTATHI AHAJIM3A II0Jy4eHbl KdK B CTAHAAPTHOM
pexuMe Uu3MEePeHUs, TAK U C IIPUMEHEHUEM CIIUPTO-
Bo# mobapku. Taxkum 06pazoM, IS TOYHOTO OIIpee-
JIGHHS. MEHee 2 MKI/T cejleHa B HUKEJIEeBOM CILIABE,
JIETUPOBAHHOM XPOMOM, HE0OXOIUMO HCII0Jb30BAThH
nob6aBkry srunoBoro cuupra (2 % 06.).

Hanee 6bUIM PACCUMTAHBI MpEAENbl 0GHADYKE-
Hud (KaK YTPOGHHOE CTAHAAPTHOE OTKIOHEHHE CUT-
HAaJIA JJIA KOHTPOJbHLIX IIPO6 — BOIHBIX PACTBOPOB,
COIEPIKAIIMX TOJBKO BHYTPEHHHMU CTAHIAPT U KU-
CJIOTBI B T€X e KOHIEHTPAIUAX, 4TO U IIPOOLI CO
CILUIABOM) MBINIbSAKA, CEJIEHA U TeIypa ¢ H00aBKOM
2 % 06. sTanona u 6e3 Hee, IIOCKOILKY [JIA DTUX DiIe-
MEHTOB GBLLIO [IOJYYEHO CYLIECTBEHHOE YBEIUYeHUe

Ta6auma 3. Pesynvrarsr onpegenenus B Mn, Ga, As, Se, Cd, Cu, Zn, Te, Sb, Sn, Te, Pb, Bi, Ag (uxr/r) B cunase Tuma
Inconel 625 ¢ ucnonp3oBaHMEM PasIHYHBIX CIOCOG0B IONABIEHN CIIEKTPAIBHEIX UHTepthepennui (n = 4; P = 0,95)

Table 3. Results of B Mn, Ga, As, Se, Cd, Cu, Zn, Te, Sb, Sn, Te, Pb, Bi, Ag (ng/g) determination in an Inconel 625 alloy using
various methods of suppressing spectral interference: alcohol additions, KED operation mode, mathematical correction, cor-

rective additions of alloying components (n = 4; P = 0.95)

OmnpenenaeMbrit CrangaprasIi I — Maremarnueckaa Koppexrupyrouiue Pesxnm MCTP
a7eMeHT pexuM KOppeKnus no6aBKH n3mepennsa KED
P 132 213 8*2 — 14 =4 92
Mn 420 = 20 410 = 20 — — — 400 = 10
Cu 220 = 10 210 = 20 — 210 = 20 220 = 30 210 = 10
Zn 9+ 2 8§+2 — 3x1 10 =4 2+1
Ga 20+ 6 19+6 = — 14 =3
As 15+ 3 11+3 — 4x1 34 +6 3x1
Se 62 0,8+0,3 — 4+2 13+5 0,6 0,3
0,6 = 0,3*

Cd 3x1 4=1 — — — 4=1
Ag <0,1 <0,1 — — — 0,04
Sn 3x1 4=1 — — — 4=1
Sb 2+1 2+1 — — — 2,008
Te 1,005 0,8 £0,4 — — — 1,0+04
Tl <0,1 <0,1 — — — 0,02
Pb 0,5+0,2 04 +0,2 - — — 0,5 +02
Bi <0,1 <0,1 — — — 0,03

* PegypTar moIydeH ¢ 06aBKoU 2 % 06. 3TIIOBOTO CIUPTA U ¢ IPUMEHEHIEM KOPPEeKTUPYIOIIIX J00ABOK.
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AHAJIUTUICCKUX CHUTHAJOB B IIPUCYTCTBUU I[OGaBOK
(Tabma. 4).

Kax Bugno us rabi. 4, no6aska 2 % 006. 3TUI0BO-
ro CIIMPTA 3HAYUTEILHO CHUMKAET IIpejeibl obHapy-
sEeHHA MbIbiaka (B 3,8 pasa), cenena (B 5,6 pasa) u
resutypa (B 5,2 pasza). OgHako 1S MBIITBAKA JAH-
HBIA 3¢ perT orazaIcs HeZOCTATOUEH IJIA IIOLyde-
HHA TOYHBIX PE3yJbTAaTOB IIPHU dHAJIN3e CILiaBa, Je-
THPOBAHHOTO KOOAMBTOM (TOYHBIM Pe3yabTarT OBLI
II0JIYYEH TOJBLKO IIPU UCIIOJIb30BAHUU KOPPEKTUPYIO-
med mo6aBkm Kobanpra). TouHBI pesynabrar ompe-
Jesenus cejeHa ObuUl [oJIydeH (Jaaromapsa KAk CHU-
JKEHHIO Tpejesia 00HAPYKEeHUs, TAK ¥ YMEHbBIIIEHUIO
MELIAINEeTro BJIUAHNUA JEeTHPYIHUX KOMIIOHEHTOB.

3araoYeHne

B xope skcniepumenTa ycranosneno, uro go6as-
JIEHUE CIOHUPTOB (STHJIOBOTO M H3OIPOIMIOBOTO) B
aHANM3NpPYyeMble PACTBOPBI IIPH OmpeaesieHun As,
Se u Te meromom WCII-MC upusopur  yBeinwmde-
uuio (kosturnment ycunenuns 6onee 2) ananurmde-
CKHUX CUTHAJIOB 9THX BJIEMEHTOB, YTO MOMKHO HUCIIOJTh-
30BATH TS OPENeIeHUA UX HUSKHUX COMEDIKAHMMN.

IIpu pobaBmenun 2 % 06. STHIOBOTO CIIMPTA
TaKKe MojaBisgercd o6pasoBaHWe MEITAIUX II0-
nuaroMHbIX HoHoB Crlé0Q180* u 5078080+, cur-
HAJIBI KOTOPBIX HAKIABIBAKTCA HA curHAN %2Se, 9To
MOKHO WCIIOJIb30BATh HPHU OINPENSICHUN ITPUMECH
ceJieHa B CIJIABAX, JETHPOBAHHBIX XPOMOM W THTA-
HOM.

IIpu amanuze HUEKEIEBOTO CIIIABA, JIETHUPOBAH-
HOTO Xpomom (6omee 20 % macc.), AJis ONpeneIeHus
MeHee 2 MEI/T celeHa Heo0XOAUMO HCIOJIb30BAThL
nobaeky stmimosoro compta (2 % 06.), a Takxke Kop-
PERTHPYIONYIO0 100aBKY XpoMa.

Baaromapaoctn

Pa6ora Brinonuena ¢ ucnonb3opanuem 060pyno-
panua [IKII «Kmumarwaeckue wenpiranwms» HUI]
«Rypuarosckuii uacruryr» — BHAM.

Ta6aunma 4. [penens: obHapy:KeHUI (MKT/KT) MBIIIBAKA, Ce-
JIeHA ¥ TeNIypa B NPUCYTCTBUM H06aBKu 2 % 06. 3TUIOBOTO
cuupra u 6e3 Hee

Table 4. The detection limits (pg/kg) of arsenic, selenium
and tellurium in the absence and presence of 2 vol. % ethyl
alcohol additive

Be3s no6asku C nobasroit

AmeMeHT T crmpra, ¢, Conin /Conin
As 0,0076 0,0020 3,8
Se 0,041 0,0073 5,6
Te 0,084 0,016 5,2

II puMevYaHue. SHaueHns IIpenenoB OIIpedeleHusd Iiepe-
CYHUTAHBbI HA KOHIIEHTPAIIUIO 3JIEMEeHTa B HNCXOJHOM 06pa311e
CILiaBa.
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