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Ilpu npouszeoocmee TUMEUHBIX HCAPONPOUHBIX HUKENEGLIX CHAABO8 UPE36bIUAUHO BANCHO
OCYUWeCmBIsimb KOHMPOIb COOEPAHCAHUSL 8PEOHbIX npuMecel, 8 ocobenHocmu cepuvl. B danHotl
pabome nposedeHo onpeoeiieHue cepvl 6  HUKEIESbIX CHAABAX MEemoOOM  MAcc-
CNEKMPOMEMPUU BbICOKO20 PA3PEUEHUSL C MICIOWUM PA3PA0OM, NO360MAIOUUM YCPAHUMb
cnekmpanvhvle unmepgepenyuu. Ilpuseoen nodbop ycrosuii ananuza. IlpasunrvbrHocme
Pe3yibmamos HOOMEEPHCOCHA AHATUZOM CEPMUPUYUPOBAHHBIX CMAHOAPMHLIX 00pA3Y08
HUKenegvlx cniagos. llpedenvt oonapyscenus cepwi: 0,000003% (no macce), ouanaszon onpede-
asiemulx  kKoHyenmpayuil:  0,000016-0,0401% (no macce), omHocumenrbHoe CMAHOAPMHOE
omxaonenue e npegviuiaem 0,05.

Kntouesvle cnosa: macc-cnekmpomempus 6blCOKO20 paspeuterus, maewull paspso,
HUKeleable CNIABbl, ONPeodesieHUe cepbl, ONPeOeieHUe 8PeOHbIX NPUMecel, AHAU3 HUKENe8biX
CNIABos.
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DETERMINATION OF SULFUR IN CASTING HEAT-RESISTANT
NICKEL ALLOYS BY GD-MS

In the production of heat-resistant nickel alloy foundries, it is extremely important to control
the contents of harmful impurities, especially sulfur. In this work, the determination of sulfur in
nickel alloys by high resolution mass spectrometry with a glow discharge, which eliminates
spectral interference, is carried out. The selection of analysis conditions is given. The correct-
ness of the results is confirmed by the analysis of certified standard samples of nickel alloys.
The sulfur detection limits are 0,000003% by mass. The range of determined concentrations is
0,000016-0,0401% by mass, and the relative standard deviation does not exceed 0,05.

Keywords: high-resolution mass-spectrometry, GD-MS, nickel alloys, determination of
sulfur, determination of harmful impurities, analysis of nickel alloys.
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Beenenne
B coBpemeHHOI1 aBHAIIMOHHOW MPOMBIIUIEHHOCTH JUTEHHBIE KapOIPOYHbIE HHUKEIE-
BbI€ CIUJIaBbl 3aHUMAIOT JIUAUPYIOLIUE MO3UIMH MPH pa3paboTKe U MPOU3BOJACTBE Y3JIOB U
arperatoB JBUTaTelel, a Takke APYrux ra3oTypOMHHBIX YCTaHOBOK. [ JTaBHBIM CBOHCTBOM
JTUX YHUKAJIBHBIX MATEPUAJIOB SABJISIETCSA KOJIOCCAIbHAs XKAaPOIPOYHOCTh — XapAKTEPUCTUKA
CIUIaBa, OMMCHIBAIOIIASL €0 CHOCOOHOCTh paboTaTh MOJA HArpy3Kod B YCIOBHUSAX BBICOKHX
temneparyp [1-3]. Pecypc v HameKHOCTb TMPH IKCIUTyaTAllMH TAKXKe SIBJISIFOTCS OCHOBHBIMHU
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XapaKTEepUCTUKaMH JKapOIPOYHBIX HUKENIEBBIX CIUIaBOB. IIOBbIIIEHNE YPOBHS CBOMCTB JaHHBIX
MaTepuanoB BO3MOKHO KaK IyT€M COBEPILIEHCTBOBAHUS YK€ CYIIECTBYIOIIUX CILIABOB, TaK U
pa3paboTKN NEPCHEKTUBHBIX, YTO KpaliHEe Ba)KHO IPHU CO3AAHUU HOBBIX COBPEMEHHBIX JIeTa-
TEJIbHBIX amnaparoB. B cocTaBe ra3oTypOMHHBIX ABUraTelNeH 101 AKapOIPOYHbIX HUKEIEBbIX
CIUIaBOB, NMPUMEHSIEMBIX JJIsi M3TOTOBJIEHMS AeTanel, cocrtaBiseT ~45%, U B TeUEHUE Kak
MUHHMYM ONVDKaUIIMX JECATH JIET 3TU CIUIaBbl OyJIyT 3aHMMAaTh 3HAYUTEIHHOE MECTO CPEIu
MaTepHaJoB, UCIOJIb3YEMbIX B KOHCTPYKLUSAX TYpOHH, KOMIIPECCOPOB BBICOKOTO JIABJICHUS,
KaMep CropaHus IMEePCIEeKTUBHBIX ABUTaTene [4—7].

OnHUM U3 OCHOBHBIX BPEIHBIX IPUMECHBIX 3JIEMEHTOB B HUKEJIEBBIX CILJIABAX SIBIISET-
cs1 cepa. OHa 00pa3yeT HeMETAUIMYECKUE BKIFOUEHHUS C KOMIIOHEHTaMHM CIUIaBOB, YTO NPHUBO-
JUT K PE3KOMY YXYIIIEHUIO MEXaHUYECKUX CBOMCTB CIIJIaBOB, TAKUX KaK JUIMTEIbHAs MPOY-
HOCTb, IUIACTUYHOCTh, BBIHOCIMBOCTb U Jp. IIprMech ceprl Takke CHUXKAET HAJEKHOCTb U
pecypc pabOThI 3aIllIUTHOTO MOKPBITHS HUKENIEBBIX criiaBoB [8—10].

B cBs3u ¢ 3TUM upe3BbIYAHO Ba)KHOM 3a7adell sBISETCA KOHTPOJb COJAEPIKAHUS
cepbl B HHUKEJIEBBIX CIUIaBaX, B OCOOCHHOCTH CHHXXEHHE NPENeTIOoB OOHApyX eHUs Hpu
ONpPEEICHUH CEPBHI.

KnaccuueckumMu MeTofamMu ONpeieseHusi Cepbl SBIAIOTCS: TUTPUMETPUS — METO-
JIMKa OCHOBaHAa Ha CKMT'aHUM MPOOHBI B Toke kuciopoaa npu 1350—1400 °C, mormomeHnn
BbIENsAtoNEerocss okcuaa cepbl (1V) Bogoil u TuTpoBaHuuM oOpa3oBaBLIEHCS CEPHUCTOU
KHMCJIOTBI PaCTBOPOM HOJ1a; KYJIOHOMETPHUSI — CKUTaHUE HABECKH CIIJIaBa B TOKE KHCJIOpOJaa
npu 1350-1380 °C B nmpucyrcTBUHM maaBHA (KaTanuzaTopa). OOpa3oBaBIIMIACI OKCHI CEpHI
(IV) moruomaercss pacTBOPOM € 3aJlaHHBIM 3HaueHHeM pH, 4TO MPHUBOAMT K M3MEHCHHIO
KHCIIOTHOCTH PacTBOPa U 3JEKTPOJBMIKYIIEH CHIIBI MHIUKATOpPHOU cuctembl pH-mertpa.
KonunuecTBo asekTpuuecTBa, HE0OOX0AUMOE ISl TOCTUKEHUS IePBOHAYAIbHOIO 3HAYCHUS
pH nmorsnotuTenbHOro pacTBopa, IPONOPLHUOHATBHOE MAacCOBOM J0iie cepsl B mpobde, huk-
CUpYyeTCs KYyJIOHOMETPOM — HHTErpaTopoM TOKa, IOKA3bIBAIOLIMM HENOCPEICTBEHHOE
cojep:kanue cepbl B mpode B mporeHTtax [11, 12]. JlanHble METOAMKHA XapaKTEPU3YIOTCS
HEJIOCTaTOYHBIMM IIpeaeIaMi 0OHAPYKEHHUsI, OOJIBIION TPYJOEMKOCTBIO U JJIUTEIbHOCTHIO
aHanu3a.

B Hacrosiiiee BpeMsi caMbIM pacpOCTPaHEHHBIM METO/IOM OIpeeNIEHUsl CEpbl B HU-
KeJIeBBhIX CIUIaBaX (Kak W B CIUIaBaX Ha JPYTMX OCHOBax) SBJseTCs WHEQPaKpacHO-
abcopOLMOHHAs CIIEKTPOCKONHMsL. MeToJl OCHOBaH Ha C)KMIaHMM HABECKHU CIIJIaBa B TOKE KHC-
aopoza npu temmneparype 1700 °C B mpucyTcTBUM IUIaBHSA (KaTaiuzaTopa). MaccoByro J10J10
cephl ONpeNeNsIoT M0 KOJIMYeCTBY oOpa3oBasierocst okcuaa cepsl (IV) ¢ momorsio usmepe-
HUSl KOJIMYECTBA MOIJIOIIEHHBIX MM MH(ppakpacHbIX Jiyueil. JlaHHBII MeTon peann3oBaH B
aHanmu3aTopax razooOpasyromux npumeceit pupmel Leco [12, 13]. OcHOBHBIM HEJOCTaTKOM
nH(ppakpacHO-aOCOPOIIMOHHOTO METOJa SBJISETCS HEBO3MOXKHOCTH OMNPEIEIIUTh Cepy MEHee
0,0002% (o macce), 4TO HEMPUEMIIEMO ISl IEPCHIEKTUBHBIX TUIIOB XKapOIPOYHBIX HUKEIEe-
BBIX CILIaBOB.

B Hacrosiiiee BpeMs U1 aHaJINM3a HUKEJIEBBIX CIUIABOB IIMPOKO NPUMEHSIOT METO Macc-
CHEKTPOMETPUU C UHAYKTHBHO cBsizaHHOH ma3moil (MCII-MC). BeicokouactoTHast aproHoBast
MHAYKTUBHO CBsI3aHHas IutasmMa uMmeeT Temneparypy ao 10000 K, mpu 3tom mpoucxoaut
MOJIHAsl MOHU3AIUsl BCEX aTOMOB, KOTOpBIE YK€ B BHJIE€ MOHOB PA3JEISAIOTCS B DJIEKTpOMAr-
HUTHOM I10JI€ MacC-aHaJIM3aTopa B COOTBETCTBUU C OTHOIIEHUEM MAaCChl 3JIEMEHTA K 3apsiiy U
Janee MomnajarT Ha JAeTeKTop. MeTo XapakTepu3yeTcsl BBICOKOM 4yBCTBUTEIbHOCTHIO, HU3-
KHMU TpejielaMi OOHapYKEeHUsI U BOZMOKHOCTBIO OJIHOBPEMEHHOT'O OIpeIesIeH s OOJIBIIOr0o
KOJINUECTBA AJIEMEHTOB [ 14].
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Bwmecrte ¢ TeM npu onpeneneHnu cepbl JaHHBIM METOJIOM CTAJIKHBAIOTCA C CEPbE3-
HOM mpoOJIeMOil BOSHMKHOBEHHUS CHEKTPaJbHBIX MHTep(depeHIuid B pe3yabTaTe HaJloXe-
HHS Ha OCHOBHOM (pachpocTpaHeHHOCTh 95,02%) H30TOMN cephl *°S’ cHrHama OT H30TOMOB
%0," u *Ni?*, ut0 nemaer HEBO3MOXKHBIM omnpezaeneHue cepsl. Mcnosb3oBaHue Ipyroro
M30TOIa Cepbl gt OTpaHUYEHO €ro Majol pacrnpoctpaHeHHOCThIO (4,21%), He mo3Bo -
IOIIeH J0CTUYh HU3KUX MpesenoB oOHapyxeHus [15]. Paspemenue KBagpynoibHOTO
Macc-aHaJIM3aTopa HEJOCTAaTOYHO JJIs pa3feleHUs JaHHBIX MOHOB. B pesynbTare B Macc-
CIIEKTPE CUTHAJIbl OT MOHOB aHAIMUTA (ONPEAEIAEMOro 3JIEMEHTa) U OT MEMIAIOLEro HOHa
(uHTepdepenTa) nNpeacTaBieHbl B BUE HHTETPATbHOTO MHKA.

B pabore [16] miis mpeoosieHus: CIEKTPAIBHBIX HHTEPGEPESHIIUN HCIIOIb30BaN OJ1-
HOBPEMEHHOE U3MEpEeHUe CUTHala OT IBYX (BBIIICONUCAHHBIX ) H30TOMOB CEPbl U BHIYUCICHUE
M30TOMHOTO OTHOIICHUs. JlaHHas MeToIuKa TpeOyeT HaMuus CIIeHUAIbHOTr0 000pyI0BaHUS
1 00pa3loB, 00OralleHHBIX OAHUM M3 M30TOIOB CEphl, a TAKXKE XapaKTepU3yeTcsl HeJ0CTa-
TOYHBIMU TIpE/IeTIaMU OOHAPYKEHHS.

B pa6ote [17] ucnonp3oBaH KBaAPYIMOJbHBIA MAacC-CIIEKTPOMETP C TJICIOIIUM pa3psi-
JIOM B KayeCTBE MCTOYHHMKA MOHOB JUIsl aHAJIM3a MOHOJUTHBIX 00pa3loB cTajedl. B ananuse
HCIIONB30BAIH M30TOI Cepbl °'S’, MUHHMAIBHOE HAMICHHOE CONEPKAHHE CEPbI COCTABHIIO
0,013% (o macce).

[TonHOCTBIO MPEOJONIETh MAaCC-CHEeKTPadbHble HHTEPGEPEHIUU TMPU ONpPECICHUN
cepbl BO3MOYKHO NPU IPUMEHEHUH MACC-CIIEKTPOMETPUU BBICOKOTO pa3pelleHns ¢ MarHUTHO-
CEKTOPHBIM M 3JIEKTPOCTATUYECKUM MacC-aHAIW3aTOpoM. J[aHHBIA METOJ MO3BOJISET MOJIHO-
CTBIO Pa3/Ie/UTh CHIHAE HHTEP(EPEHTOB OT H30TONA cephbl --S' [18].

Takum o6pa3oM, 1eib JaHHOUW PabOTHI COCTOsANAa B CHHKEHUU TMpenesoB oOHapy-
YKEHUSI IIPU OTIPEJIETICHUN CEPhl B JIMTEHHBIX KapOMPOUYHBIX HUKEJIEBBIX CIIaBaX METOJIOM
MacC-CIEKTPOMETPHUHU BBICOKOTO Pa3pelieHus C TJICIOUUMM pa3psaoM IMyTEeM pa3pelieHUs
CHEKTPaJbHBIX HHTEPPEPEHIINI U BHIOOpA ONTHMAJIBHBIX YCIOBHI H3MEPEHUH.

PaGora BeIMONHEHAa B paMKax peaju3aliy KOMIUIEKCHON HaydHOU mpoOiemsl 9.1.
«MOHOKpHUCTANINYECKUE KAPOIPOUHbIE CYNEPCIUIABbI, BKJIIOUas €CTECTBEHHBIE KOMIIO3UTHI»
(«Ctparernyeckue HaIrpaBJICHUS Pa3BUTUS MATEPUATIOB U TEXHOJOTHMH MX mepepaboTKu Ha
nepuoa 10 2030 rogar) [1].

MaTepna.m)l U METObI

Annapamypa

OmnpeneneHue cepsl MPOBOAMIM HAa MOHOJUTHBIX O0Opasmax cruiaBa Ha Macc-
criekTpoMetpe ¢ TieroumM paspsagom Element GD Plus (pupma Thermo Fisher Scientific,
I'epmanus). KoHcTpykTHBHOW o0coOeHHOCTHIO mpubopoB cepun Element sBnsercs
HaJM4Me Macc-aHalIMu3aTopa ¢ ABOHHOM (POKYCUPOBKOM MOHOB, COCTOSAIIEIO U3 MarHUTHO-
r0O ¥ DJEKTPOCTATHYECKOTO CEKTOPOB, YTO IMO3BOJSET JIOCTHUTaTh  BBICOKOTO
Macc-cekTpanbHoro paspemtenus (nopsiaka 10000) u ntodbuBaThes pasaeneHus OOJIbIIMH-
CTBa IOJMATOMHBIX MHTEp(EpPEHINi, KPOME ITOTO JOCTUTAETCS BHICOKASI UYBCTBHUTEIb-
HOCTh OIpe/eCHUs] OOJNBIIMHCTBA JIIEMEHTOB C Tpeaenamu oOHapyxkeHus <l ppb
(1 ppb=0,001 ppm). YcioBus ompeaeiacHus 3JIEMEHTOB Ha Mmacc-crnekTpomerpe Element
GD Plus npuBenens! B Tabm. 1.

I'pagynpoBKy Macc-CIeKTpOMeTpa MPOBOIWIA C MPUMEHEHHEM CTaHIApTHBIX o0Opas-
110B, OJIM3KUX MO COCTaBY K ompesensieMblM oopaszuam: criasa Tuna BXXM (I'CO Ne10492-2014,
Poccust) u ceprudunupoBanHoro obpasna criaBa tuna Mar-M 247 (IARM 333A, dupma
LGC Standards, CIIIA), B KOTOPOM CepTH(QHIMPOBAHHOE 3HAYCHHWE MACCOBOW JIOJIH CEpBI
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coctaBisieT 41 ppm. Jlys BeIUMCICHUN HCIIOIB30BaIM METOJ pacueTa Kod(PPHUIIMEeHTOB OT-
HOCHUTEBHBIX dyBcTBUTENbHOCTEHN (RSF), B KOTOpOM HEOOX0AUMO M3MEPSATh HHTEHCUBHOCTH
pUMece U JIETUPYIOIIHUX 3JIEMEHTOB, BKJIIOUas OCHOBY.

Tabruya 1

YcioBusi onpeesieHust 3JieMEeHTOB Ha Macc-ciekTpomerpe Element GD Plus

ITapameTp

3HavyeHHNE mapaMerpa

HcTouHuK Ti€roIero pa3psaa

Tumna I"'pumma

Marepuan aHoga U TpyOKH TOTOKa (HE0OXo-
auMoe TpeOOBaHHWE ISl ONpEACICHHS Cepbl
Ha ypoBHe <1 ppm)

Oco60 yKcThIil TpadUT C MUPOITUTHUECKUM TTOKPHI-
THEM (IMameTp aHoAa 8 MM)

Marepuan konyca uHTepdeiica (HeoOXomau-
Moe TpeOOBaHME JJIsi ONPEICIICHUS CepPhl Ha
YpOBHE
<1 ppm)

Oco060 yncTeIi TpaduT

JlaBneHre aproHa B WCTOYHHKE TIICIOIIETO
paspsana

1 m6ap (100 I1a)

Pacxon pa3psigHoro rasza

500 mu/mMuH

Tox pazpsiga

46 MA (peXHM HEMPEPHIBHOTO MOCTOSTHHOTO TOKA)

Hanpsixenue paspsina

1000 B

Pa3pemeHHe MaccC-aHajiu3aTopa

Cpennee 3nauenue (~4000), qoctatouHoe ais pas-
nenenns 320, ot 32S"

[MoaroroBka moBepxHOCTH 00pa3oOB (KOHEY-
HEIH 3TaI)

Mokpoe uumdpoBanue Ha maucke MD-Piano 120
(dupma Struers, Jlanus), MPOMBIBKA IHUCTHILIHPO-
BAHHOU BOJOM U CyIIKa

[IpenBapuTenpHblil HpOXWAT oOpasua Ais

He menee 5 mun

yAaJeHusl TOBEPXHOCTHBIX 3arpsI3HCHUI

3a pe3ynbTaT U3MEPEHUN MPUHUMAIU CpelHee apu(METHYECKOe Pe3ysbTaTOB YEThI-
pex mapajyuieNbHBIX P00 (BKIIIOYAsi BCE CTAUU MTPOOOMOATOTOBKH ), KAXABIA MPOKHUT COCTOSII
u3 4 permk u3mMepeHnil. OLeHKy TOBEPUTEIbHOTO MHTEPBAIA MPOBOAWIN C UCIIOIb30BAHUEM
koa(Purmenta CTrroiCHTA.

Oobvexmul uccnedosanusn

B nanHoit pabote ucnonp3zoBanu u3rorosneHHsie Bo OI'YIT «BUAM» ceprudunupo-
BaHHbIE cTaHmapTHbeIe oOpa3ibl (CO) coctaBa criaBa Tuna BXXMS: BXKMII-1, BXXMII-2 u
BXMII-3; HukxeneBble cepTUGUIMPOBAaHHBIE CcTaHaapTHele oOpasubl: BS200-3 (dpupma
Brammer standard company, CIIIA), IARM-190A u IARM-191A (pupma ARMI, CIIIA). B
paboTe TaKXe MCHOJIb30BAIM JIBa CEPTUPHUIMPOBAHHBIX oOpasua u3 cruaBa CMSX-4, usro-
ToBneHHBIX Pupmoit Cannon Muskegon Corporation (CIIIA), u nBa oOpa3iia u3 crijiaBa TUIa
JKC32. Bce npuBefieHHbIE paHee CIUIaBbl — Ha HHMKeNeBOW ocHoBe. Pabouyio MOBEpXHOCTb
00pa3ioB nurdoBaIy Ha cTaHKe 70 mepoxoBatoctu R; — ot 10 10 20 mxm (o TOCT 7565-81).

C60p 1 00paboOTKy JaHHBIX MPOBOJMIN C UCIOIb30BAHUEM MPOTPAMMHOIO obecreye-
HUs Macc-criektpomeTpa Element GD Plus.

PesyabTarhl U 00CyKACHHE
Buwioop pazpewenus macc-cnekmpomempa

Macc-cnekrpomerp Element GD umeer Tpu (pUKCHPOBAHHBIX 3HAYCHUS pa3peIICHUs
(R): 300, 4000 u 10000. Pa3pemieane (wim pasperraromniasi CiocOOHOCTh) MacC-CIIEKTPOMETPa
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XapaKTEePU3yeT €ro CIOCOOHOCTh OTJIIMYUTH JAPYr OT JApyra ABe OJU3KHE MacChl — M H
m+Am: R=m/(m+Am), mannas BenuunHa Oe3pasmepHas. Ha pwuc. | mokasansl Macc-
CIICKTPBI M30TONA CEPHl °°S BMECTE ¢ MEIIAOMIMME HOHAMH IIPH PA3IHYHOM Pa3pelICHHH
npubopa (MaHHBIE T[OJYyYEHbI C [OMOIIBK MPOTPAMMHOTO OOECIICUCHUS Macc-
criektpomeTpa). Buano, uto npu pazpemennn R=4000 nmpouCXOAHUT MOJHOE pa3ieieHue
CUTHAJIOB M30TOINA CEpbl W MEMIAIINX HOHOB, HCMOJb30BaHue pazpemeHuss R=10000
HEIEJIeCOo00pa3Ho, TaK KaK NpH YBEJIWYCHHUH 3HAYCHUS pa3pelICHHUS YMEHbBIIAITCS
WHTEHCUBHOCTHU CHUTHAJIOB OT HOHOB.

160160+ 4 64N j2+ 325t 1epie+ 326+ 160160+

R=300 R=4000 R=10000

3254-

54Niz+ 64Ni2+

| A A |

50185 J206822 31.9555T 3202050 31.96062 3201545

Puc. 1. Macc-cnekTpel H30TONA CEPbI 25 BMecTe ¢ MCIIAIONMMH HOHAMH IpU Pa3IndYHOM
paspemieHun npuodopa

Takum o00pa3oM, Bce MOCIEIYIOIIME ASKCIEPUMEHTHI BBINOJHAIN C pa3pelieHueM
R=4000.

Buvioop pesrcuma moxa npoboomoopa
[Tpu BBITIOTHEHUH aHATM3a MPOOOOTOOP MaCC-CIIEKTPOMETPA MOXKET OCYIICCTBISATHCS

B IBYX PCKHMax IMOCTOAHHOI'O TOKa — MMITYJIbCHOM H HCIPCPLIBHOM. Ha puc. 2 NHOKa3aHbI
MacCC-CIICKTPhI CEPbI, IMOJYYCHHBIC ITPH JIBYX PCKUMAax TOKaA.

a) 0)

I, mmr/c I, mmt/c

M =242867 umrL/c

M = 64555 UMIL./c

B
‘ I ‘ Il |

Puc. 2. Macc-cieKTpbl H30TOIIa CEpPhI, MOyYEeHHBIE TP PEKUMaX MOCTOSHHBIX UMITYJILCHOTO (@) U
HEMPEPHIBHOTO (0) TOKOB MP0o000TOOpa, MPH MAKCUMAJIHLHO BO3MOXKHOM TOKE UMITYJIBCHOTO pEXUMa
25 MA

B xadecTBe aHAIUTHUYECKOI'O CHUTHAJIa B JaHHOM OKCIICPUMCHTEC, KaK U BO BCCX IIOCJIC-
AYIOIINX, HUCIIOJIB30BAJIM BCIMYHUHY, PAaBHYIO IJIOMAAXA ITIOJ I(pHBOfI nuka. THTEeHCHBHOCTH
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B Makcumyme (l) mcmonp30BaTh HENb3sl M3-3a HENMPaBUIbHOW (OpMBI TIHKA, a BeauunHa M
uMeeT OoJjblliee YUCIEHHOE 3HAYEHHE, YeM BelIMuuHa |, YTO B KOHEUHOM WTOre CHHMIKAeT
npezensl O0HapyKeHHMsL.

Kak BUJHO M3 JaHHBIX PUC. 2, IPU UCIOJIb30BAHUU UMITYJIBCHOTO PEXHMMa TOKA aHa-
JUTUYECKUI CUTHAJl MMEET 3HAY€HHUE HAMHOTO OOJbIle, YeM NPH HENPEPHIBHOM pPEXHUME C
TOKOM 25 MA, HO JaHHBIH pEKUM OI'paHUYEH 3HaUYeHUEM Toka 25 MA. IIpu noBbllIEeHNN TOKA
B HEMPEPHIBHOM PEKHME 10 46 MA aHATHTHYCCKHil CHIHAN H30TONA °S Gonee 4eM B 2 pasa
NPEBBIIACT YKAa3aHHBIA Ha pHUC 2, @, MOITOMY IS AOCTIDKEHHs Ooyiee HU3KUX NPEAesIoB
oOHapy KeHHs 11e1ecO00pa3HO UCIOIb30BATh PEXUM HEIPEPHIBHOI'O IIOCTOSHHOIO TOKA.

Onpeoenenue cepovt 6 cCmaHOapmMHBIX 00pPA3UAX HUKENA

Ha puc. 3 npencrasiena rpaayupoBOYHasi 3aBUCUMOCTh aHAJIMTUYECKOTO CUTHAjIa OT
KOHLIEHTpAaLlUU CEPbI B PPM (10'4% (mo Macce)), MOCTpOEHHAs M0 pe3yiabTaTaM aHallu3a TPex
cepTuduIMpoBaHHBIX cTaHIApTHRIX 00pasnoB — BS200-3, IARM-190A u IARM-191A. Bun-
HO, YTO 3aBHCHMOCTh AQHAJIMTUYCCKOTO CHUTHAJIA OT KOHIEHTPAIMU CEPhl MMEET JTHMHCHHBIN
XapakTep |, CIeI0BATEIbHO, MOKET UCIOIB30BATHCS I onpeaeneHus cepol. [Ipu aTom s
MOCTPOCHUS TPAJTYUPOBOYHON 3aBUCHMOCTH HEOOXOIUMO NPHUMEHSATh KaK MHHUMYM TpPH
aTTECTOBAaHHBIX CTAHJAPTHBIX OOpasla M3-3a TOrO, YTO 4Yepe3 ABE TOYKU BCEr/a MOXKHO
MIPOBECTH MPSAMYI0. BaHBIM sIBIIsIeTCS TakKe TOYHOCTh aTTeCTAllMi CTaHIapTHBIX 00pa3IoB,
KOTOpas MajaeT Mpu YMEHBIICHUU 3HAUYEHUS COJIEPKaHUs Cepbl B HUX, TaK KaK JlaHHAs BEJIU-
YHHA BHOCUT OCHOBHOM BKJIaJ B MOTPEIIHOCTh PE3yJIbTATOB U3MEPEHUS U MPHU UCIOIH30Ba-
HUU HEBEPHO aTTECTOBAHHBIX CTAHAAPTHBIX 00pa3lIOB MOJyYCHHAs] BEIUYMHA KOHIICHTPAIUH
OyZIeT HelpaBUIbHOM.

M, mMIL/c
300000 1

250000 1

200000 A y=7783x +1543

R?=0,998
150000 -

100000 -

50000 A

5 10 15 20 25 30 35
KonueHnrparus cepsl, ppm

Puc. 3. I'pamynpoBodHas 3aBUCUMOCTh aHAIUTHYECKOTO CUTHAJIA OT KOHIICHTPAITUHU CEPhI

Onpeoenenue cepvl 6 CmandapmubvlX 00paA3uAX HUKEEBbIX CNIIABOE
Jlia omnpeneneHust cepbl UCIOJB30BaIu M3rotoBieHHble Bo PI'YII «kBUAM» cepru-
durupoBannbie crangapTHeie obOpasubl (CO) cocraBa cmmaBa Tuma BXXMS: BXKMII-1,
BXXMII-2 u BXXMII-3.
B Tabn. 2 mpuBeneHs! pe3ylnbTaThl aHaIH3a CePTUMUITMPOBAHHOTO CTAaHAAPTHOTO 00-
pasna BS625A 1 1Byx 00pasioB JIHTEHHOTO KapoIPOYHOro HUKENEBOTOo cruiaBa Tuma JKC32.
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Tabauya 2
Pe3yabTaThl onpeesenns cepbl B CTAHAAPTHBIX 00pa3max
HHKeJIeBbIX cmiaBoB (N=4, P=0,95)
HaunmeHnoBanue o0pasia Maccosast 1oJist cepbl, % (1o macce)
BS625A 0,00047+0,00003
(S: 0,00049+0,0004% (o macce))
CruraB Tima XXC32:

1 0,00019+0,00001
2 0,00012+0,00001

BumHo, 94TO Macc-CIeKTPOMETPHUs BBICOKOTO pPa3pelieHusi C TICIONIMM pa3psaoM
MO3BOJIIET TOYHO OMPEICISATh COJCP)KAHUE CEPhl B JIMTCHHBIX >KAPOMPOUYHBIX HHUKEICBBIX
crutaBax <0,0005% (o macce).

Onpeoenenue cepul ¢ cniase CMSX-4
[To ceptudukary, B KOTOPOM yKa3aHbl pe3yJIbTaThl ONPEAEICHHS Cepbl METOIOM Macc-
cniekTpoMeTpun ¢ TaeromumM paspsaom (GDMS) — mannbie naboparopun Evans Analytical
Group (CILA), conepkanue cepbl B TaKUX IUIaBKaxX JOJKHO cocTaBisaTh <0,4 ppm. Ananu3
MeTaJula 3TUX TUIaBOK, npoBeneHHbI Bo PI'YIT «BUAM» nHa npubdope Element GD Plus no
pa3paboTaHHOW METOMKE, MOKa3aj, YTO OCTaTOYHOE COJAEpKAHHE CEpbl HA MEPBOIl IIaBKE
cocrasmiio 0,000026% (o macce), a Ha Bropoii: 0,000016% (1o macce) (Tabm. 3). JluneltHOCTH
CHCTEMBI JIETEKTUPOBAHUSI MACC-CIIEKTPOMETPA TO3BOJISIET JJIsl OTPEeIeHHsI HU3KUX KOHIICH-
Tpalui cepbl UCIOJb30BaTh IPaAYHPOBOYHBIE CTAHIAPTHI C cojepxkanueM cepbl 1-100 ppm.
Heo0xoauMocTh 3TOTO CBA3aHa C TEM, YTO B MHpPE OTCYTCTBYIOT KOMMEPUYECKH JOCTYITHBIE
CTaHJApTHBIE 00pa3Ibl KAPOIPOUYHBIX HUKEJIEBBIX CIUIABOB C aTTECTOBAHHBIM COJIEP)KAaHHEM
cepsl Ha ypoBHe <l ppm. Tak, mis crangapTHoro oopasma cruasa CMSX-4 (IARM 332A,
¢upma LGC Standards, CILIA) cepruduumpoBaHHOE 3HAUEHHUE MAaCCOBOW JTOJHM CEPBI COCTAB-

JsieT 3 ppm, YTO HA MOPSAOK OONBIIE OMPEACIIIEMBIX COJIEPKAHUH.

Tabnuya 3
PesyabTaThl onpenenenns cepol B ciiape CMSX-4 (n=4, P=0,95)
YcnoBHBIN HOMED MaccoBast 1oJis cepbl, % (1o macce)
oOpasna NOJY4YEeHHOE 3HAUEeHUE cepTuHIMPOBaHHOE 3HAUCHHE
1 0,000026=0,000004 <0,00004
2 0,000016-+0,000003 <0,00004

Takum 00pa3zom, MOATBEPKICHBI JaHHBIC cepTU(UKATA U HAJACKHOCTH ONPEICIICHUS
coJiepKaHus cephl Ha ypoBHE 1 ppm u MeHee Ha nmpubdope Element GD Plus.

IIpeoenvl odnapyscenun cepol 6 HUKeEBbIX CHIACAX
B okcmepuMeHTax ¢ MOHOJMTHBIMH 00Opa3llaMyd HHUKEJIEBBIX CILIABOB IIPEIEITbI
oOHapy»xenus coctaBmin 0,000003% (1o macce).

3ak/oueHu
Ha ocHoBe npoBeieHHOT0 HCCe0BaHUsI MOXKHO CENATh CIEAYIONINE BHIBOJIBI:

— pa3paboTaHbl OJIXO/IBI K OMPEIEICHNUI0 HU3KUX coaepxkanuii cepsl (<0,0001% (mo mac-
c€)) B JMTEHHBIX JKAPOMPOUYHBIX HHUKEJIEBBIX CIJIaBaX METOJIOM MAacC-CIEeKTPOMETPUHI
BBICOKOTO Pa3peIICHHs C TICIOIIHUM Pas3psioM;

— IPaBUJIBLHOCTh PE3yAbTAaTOB MOATBEPK/ICHA aHAIU30M CEPTUMHUIIMPOBAHHBIX CTaHIAPT-
HBIX 00pa3IOB CIUIABOB;

— Ipu ucnonb3oBaHuu paszperieHuss R=4000 mpouCXOUT MONHOE pa3/ieleHHe CUTHAIIOB
M30TONA CEPhl M MEMIAOIIUX HOHOB;

— JUISI U3MEPEHUsI CUTHAJIa OT HM30TOIMa CephI %23 HeoGXOLMMO HCIIOIB30BATH pexuM
HEMPEPBIBHOT'O MOCTOSHHOTO TOKA AJIsi TPoO00TOOPA;
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— TSl TOYHOTO OTIPENENICHUs] HU3KUX COJICPKAHUN Cepbhl METOIOM MAacCC-CIIEKTPOMETPUH
BBICOKOTO DPa3pelIeHUs] JOCTaTOYHO NPUMEHSTh TPU CEPTHUPHUIMPOBAHHBIX CTAHAAPTHBIX
oOpasria.
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