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Bceepoccuniickuii MHCTUTYT aBHAaLMOHHBIX MatepuanoB (PI'VII «BUAM»
I'HI]) — xpymHeiiee poCCHMCKOE TOCYIapCTBEHHOE MAaTEpHUaTIOBEIYECKOE
npeanpusaTie, Ha npoTspkeHun 80 ser paspabarbiBarolliee M IPOU3BOAALIEE
MaTepHalbl, ONpeAesIomre OOJMK COBPEMEHHOW aBHALIMOHHO-KOCMHUYECKOM
TexHukH. 1700 corpyauukoB BUAM Ttpyzastcs B Gonee yeM TpUALIATH HAYYHO-
UCCIIEIOBAaTEIbCKUX JIA0OpaTOpHsX, OTHeNaX, IPOU3BOACTBEHHBIX IL€Xax U
WCIIBITATEIPHOM IICHTPE, a Tak)Ke B 4eThIpex ¢uiauanax uHcTUTyTa. BUAM
BBIMOJIHAET 3aKa3bl Ha pa3padOTKy W TOCTaBKYy METAUTMYECKUX U
HEMETAJUIMYECKUX MAaTepUalloB, IMOKPHITHI, TEXHOJOTMYECKUX IIPOLECCOB U
000pyJ0BaHUS, METOJOB 3allUThl OT KOPPO3UH, a TAKXKE CPEACTB KOHTPOJIA
UCXO/HBIX MPOIYKTOB, MONy(paOpUKaTOB U M3AEIMA Ha MX OCHOBe. PaboThI
BEIYyTCs KaK 110 TOCYIapCTBEHHBIM IIporpammaM P®, Tak u 1o 3aKka3aM BeIyLIUX
MpeaNpUATHI aBUallMOHHO-KOCMUYECKOro KoMIuiekca Poccuu u mupa.

B 1994 r. BUAM mnpucBoeH craryc ['ocy1apCTBEHHOIO HAay4HOrO LEHTpa
P®, mHOrOKpaTHO 3aT€M UM ITOATBEPKIACHHBIN.

3a pa3paboTKy M CO3[aHHE MATEPHAIOB JJIsI aBHAIIMOHHO-KOCMHYECKOU W
JPYTUX BHUJIOB CliENUaIbHON TeXHUKH 233 corpynHukam BUAM mnpucyxaeHbl
3BaHUs JIaypeaToB Pa3IMUHbIX TOCYAapCTBEHHBIX npemuii. M300perennss BUAM
OTMEUEHBI HarpaJaMHu Ha BBICTaBKaxX M MEXIYHApOJHBIX caloHax B JKeHeBe U
Bproccene. BUAM narpaxneH 4 30710TbIMH, 9 cepeOpsHbIMU U 3 OPOH30BBIMU
MEIAIAMU, TOJTYYEHO 15 TUImIoMOoB.

Boszrnasnser mHCTUTYT JaypeaT rocynapcrBeHHbX npemuit CCCP u PO,

akanemuk PAH, nmpogeccop E.H. Ka6nos.
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ONPEAEJIEHUE MbBIIIBAKA U CEJIEHA B )KAPOITPOYHbIX HUKEJIEBBIX
CILTABAX METO/OM MCII-MC C TUJIPUIHOM T'EHEPAIIMEN ITAPOB

B nacmosawee épems 6 co8peMeHHOU aBUAYUOHHOU NPOMbBIUIEHHOCMU U O8ucamesie-
CMpOoeHUU UWUPOKO NPUMEHAIOMCI JHCAPONPOYHblEe HUKeNesble CHIABbL, UCNbIMbI8AIoujUe
02POMHble menyosvle U Culogvle Hazpysku. Hanuuue 6 Huxenesvlx cniagax Mulibska u
celleHa npueooum K Kamacmpo@puueckomy yXyoueHuro ux Qu3uieckux u Mexanudeckux
ceoticma.

B pabome nposedeno onpedeneHue cooeprHcanus MulUbsAKA U CeleHd 8 CIaHOapm-
Hoix oopazyax (CO) HuKkenegblx CNIAB08 MEMOOOM MACC-CREKMPOMEMPUU C UHOYKMUB-
Ho ceazannou naazmoti (UCII-MC) 6 couemanuu ¢ eudpuonou cenepayueti napos. Ilpu-
8e0eHa MemoouKa pacmeopeHusi npoobvl u noo2omoeku ee k amaiuzy. CnekmpanivHvle
unmepgepenyuy yCmpanenvl nymem OmoeleHUs ONpeoeisiemMblx dJIeMeHmMo8 ¢ NoMOo-
wwio euopudoodpaszosanus. Ilpeden obnapyscenus cocmasun, % (no macce): 0,00001
Se u 0,000005 As, ouanazon onpedensemvix xouyenmpayuii: 0,00006-0,0012% (no
macce), omuocumenvHoe cmanoapmuoe omrioneHue He npesviuiaem 0,05.

Knroueswie cnosa: macc-cnekmpomempusi ¢ unOykmueno-ceszannou niasmou (MCII-
MC), nukeneswvie cniaswl, onpedenenue coOOEPHCAnUs MbIUbIKA U CeNLeHd, MUKPOBOIHO-

8as npobON0020mosKa.

A.V. Alekseev, P.V. Yakimovich

DETERMINATION OF ARSENIC AND SELENIUM IN HIGH-TEMPERATURE
NICKEL ALLOYSBY ICP-MS METHOD WITH HYDRIDE GENERATION OF
VAPOR

Now in the modern aviation industry and engine-manufacturing high - temperature
nickel alloys, subjecting to huge thermal and power loadings are widely used. Arsenic
and selenium presence in nickel alloys leads to catastrophic deterioration of their phys-

ical and mechanical properties.



In this paper a determination of arsenic and selenium in standard samples of nickel
alloys was carried out by mass spectrometry with inductively coupled plasma (ICP-
MS), combined with a hydride vapor generation. A technique of dissolution of the probe
and its preparation for analysis is given. Spectral interferences were eliminated by sep-
aration of the elements determined, using hydrides formation. The detection limit was
0,00001% Se by mass, 0,000005% As by mass, range of determined concentrations: of
0,00006-0,0012% by mass, relative standard deviation of less than 0,05.

Keywords: mass-spectrometry with inductively coupled plasma (ICP-MS), nickel al-

loys, determination of arsenic and selenium content, microwave sample preparation.

1CDez[epam,Hoe rOCyAApCTBEHHOE YHUTAPHOE MpeanpusITie «Bcepoccuiickuil HaydHO-HCCIIE0BATENbCKUI
HMHCTUTYT aBUALMOHHBIX MaTepuanoB» l'ocynapcTBeHHbIN HayuHbli LeHTp Pocculickoit denepanuu
[Federal state unitary enterprise «All-Russian scientific research institute of aviation materials» State

research center of the Russian Federation] E-mail: admin@viam.ru

BBenenue

KaponpouHbie HUKEIEBbIE CIUIaBbI ITUPOKO MPUMEHSIOTCS B COBPEMEHHOM aBUAIIIOHHOMN
HPOMBIIUICHHOCTH U jJBuraresiectpoeHud [1]. M3 HUX HM3roTaBIMBAIOT BaXKHEHINHE JCTAIH,
KOTOpBIC UCIBITHIBAIOT OIPOMHBIC TEIUIOBBIC M CHiIoBbie Harpy3ku [2—10]. ITosTomy k naH-
HBIM CIUIaBaM MPEIbSABIISIIOTCS MOBBIIMICHHBIE TPEOOBAHUS IO XUMUUYECKOMY COCTaBY, B OCO-
OCHHOCTH K COJIEP)KaHUI0 MUKPOIIPUMECEH, TaKUX KaK MBIIIbSIK U ceneH. [IpucyrcTBue gaH-
HBIX 9JIEMEHTOB NMPUBOAUT K YXYAUICHUIO (PU3NIECKUX U MEXaHUYECKUX CBOWCTB HUKEJIEBBIX
crasos [11, 12].

Knaccuueckum MeTOI0M OmpeneneHusl COACPKAHUS MBIIIbSIKA U CEJIEHA B HUKEJIEBBIX
CIIaBax sBJsieTcs: criekTpodoTomeTpusi. Hamnuue B CTPYKType CIUTaBa MBIIIbsIKA OMPeaessi-
0T TI0 0Opa30BaHUIO KEITOTO MBIIIbIKOBO-MOJIMOIEHOBOTO KOMIUIEKCA € TOCIEAYIOUUM
BOCCTAHOBJICHHEM €TI0 CEPHOKUCIIBIM THIPA3HHOM JI0 MBIIIBIKOBO-MOJIHO1eHOBOM cuHm [13],
a CeJIeH — C TIOMOIIBI0 U3MEpPEHHsI CBeTomorIomeHus (nmpu mpHe BoiaHb 330 HM) pacTBOpa
KOMIUIEKCHOTO COEJIMHEHUS celieHa C O-(peHWICHIUaMHUHOM IOCie MpEeABapUTEIbHOIO IKC-
TPaKIIMOHHOTO M3BJEUYCHHUS ero TosyosioM [14]. JlaHHbIE METOIUKH BeChbMa TPYJAOSMKH U HE
MO3BOJIIOT MIPOBOJUTH OJHOBPEMEHHOE OTpeieNieHne coaepkanust Se u AS B CIIjiaBe.

B Hacrosiee BpeMsi OTHUM M3 CaMbIX JIYYIIMX METOJ0OB MHOTOAJIEMEHTHOTO aHAIN3a SIB-
JISIETCS MacC-CIEKTPOMETpHsI ¢ UHAYKTUBHO cBsizaHHOM Tutazmoit (MCIT-MC). Meton otiu-
YAeTCsl BHICOKOM YyBCTBUTEIBHOCTHIO, HU3KHUMHU TMPEEIaMi 00OHAPYKEHHUS U BO3MOXKHOCTHIO

OIHOBPCMCHHOTO OIPCACIICHUS OOJIBIIIOr0 KOJHUYECTBA JJIEMCHTOB. HpHMOC OIIPCACIICHUC



COJIep’KaHus MBIIIbSAKA U CEJIeHa HE BCET/Ia BO3MOXKHO BBUAY HAIUYUS OOJIBIIOrO KOJIMYECTBA
CIEeKTpaJbHBIX nHTEepdepeHiuii [15]. Boapuyo uX 4acTh MOXKHO MOJABHUTh C TIOMOIIBIO HC-
N0JIb30BaHMsI PEAKIIMOHHO-CTOJIKHOBHUTENILHOMN sideiiku [16], HO MOJHOCTBIO YCTPAHUTh C IMO-
MOIIBIO JAHHOTO METO/1a HEJb3Sl.

JlanHyto mpo6iieMy MOXKHO PEUINTh ¢ OMOIIbI0 XUMUYECKOW TeHepaliy napoB T'U-
PHIOB MBIIIbsIKa M celieHa [17] ¢ mocnenyrommm qeTeKTHPOBaHHUEM aTOMHO-a0COPOIIMOHHOM
cnexkrtpoMerpuei [18], aTOMHO-3MHUCCHOHHON CHEKTPOMETPUEN C MHAYKTUBHO CBSI3aHHOMN
mwiasmoii [19] u UCIT-MC [20, 21].

Heo6xomumo ymomsayte 0 Metomax MCII-MC Beicokoro paspemreHust [22] u macc-
CIIEKTPOMETPHUH C TIICIOIIMM Pa3psiioM BBICOKOTO paspemieHus [23], KOTopblie TakkKe MOIX0-
JAT JJI ONPENIEIEHNs] COAEPKAHUS MBIIIbsSKA U CEJIEHA B HUKEJIEBBIX CILIABAaX, HO UMEIOT He-
KOTOpBIE HEJAOCTaTKH, TAKHE KaK BHICOKAs CTOMMOCTH O0OpPYIOBaHHS M HAIMYUE CIIEKTPalb-
HBIX UHTEep(DEpEeHIIHIA.

TakuMm 00pazom, 1enb JaHHOM paboThI 3aKiItoyaiach B OBBILLIEHUH TOYHOCTH OIpejiene-
HUS COJEPKaHUsI MBIIIBAKA U CeJIieHa B HUKeNeBbIX crutaBax metogoM UCII-MC ¢ ruapunnoit
reHeparueii mapoB MyTeM MPeoI0JICHUs CIEKTPAIbHBIX HAJOXKEHUI U BHIOOpA ONTUMANBHBIX

YCIOBUH U3MEpPEHUIl.

MarepuaJibl i METObI
Annapamypa
OrmpezeneHne coaepkaHusi Mblibsika u ceneHa merogom WCII-MC BbIMoONHSIM Ha
macc-criektpomerpe ICAP Qc (bupmer Thermo Fisher Scientific, T'epmanus). [Tapamerpsr
paboThI PHOOpPa, PH KOTOPBIX MPOBOAMUIMCH SKCIIEPUMEHTHI, peACcTaBieHbl B Tabm. 1. WH-
CTPYMEHTAIBHBIC TAPaMETPBI U PACXO/IbI TIOTOKOB AprOHa YCTAHABIMBAIM B TIpeaeIax, obec-
NCYMBAIOIIMX  MAKCHMAlbHYIH)  YYBCTBHTEIBHOCTh  ONPEICICHUS HOHOB  H30TOIOB
®As>1500000, ®Se>300000 u #Se>150000 (imm/c)/(MKI/T) B HACTPOSYHOM PacTBOpE, CO-

nepxkamieM 1 u 10 Mxr/m AS U Se COOTBETCTBEHHO.



Tabruya 1
IlapamMeTpbl HACTPOHKHU NPUOOPa U U3MEpPeHn ™

IMTapametp npubopa 3HaueHHUE Mmapamerpa
ITrazmMoob6pasyromuii ras, Ji/MUH 14
BcniomorarenbHbIi ras, 1/MuH 0,8
PacnslnuTenbHbIH ras, 1/MuH 0,7
JlomoyTHUTENBHBIH Ta3, % 50
CKOpOCTh EPUCTATLTHYECKOTO Hacoca, 00./MUH 40
I'my6una mnazmooTbopa, MM 3
Momnocts RF reneparopa, Bt 1150
Yucio KaHaJIoB Ha Maccy 1
[IpoaomKUTETPHOCTh CKAHUPOBAHUS, C 30
[IponomkurenbHOCTh HHTETpUpoBanus (Dwell time), ¢ 0,05
Hanpsiokenue Ha skctpaktope (Extraction Lens 2), B 170
Hanpsokenue Ha okychoii nmunze (CCT Focus Lens), B 1,5
Pasperienue, a.e.m. 0,7

* B npolecce BceX U3MEPEHHUI MCIOIb30BaIM TI0TYPa300pHYIO TOPEIKY ¢ KOPYHIOBBIM HHKEKTOPOM
@2 mm.

['eHepanuio mapoB TUAPHIOB OCYIIECTBISUIM B MPUCTaBKe ruapuaHoi reneparmu ICAP
Enhanced Vapour System (Thermo Fisher Scientific, ['epmanusi). Cxema cobpaHHO# Tpu-

CTaBKHU IIOKA3daHAa HAa PUCYHKCE.

B uHKEKTOp Macc-CIeKTpoMeTpa

TTomaua
PacHbUTUTEIBHOTO — 5

noroka Ar
INomynponnnaemas MeMOpaHa

/

— JlpeHax
CTeKIsIHHbIC IapUKU

TTonaua
JIOTIOJIHUTEILHOIO ——2
moToka Ar

——————1  [loxaua pacrsopa
BOCCTaHOBHTES

~<— [lomaya HCI

Ilomaua pacteopa
¢ oOpasuom

Cxema MNPUCTAaBKU JJIsI TCHEPALIUU THAPUJIOB

COHpH)KCHI/IC FHI[pPII[HOfI MPUCTABKHA C T OpCJ’IKOfI MacCC-CIICKTPOMCTPA BBIIIOJIHAJIOCH YE€PE3

Te(IOHOBBIN amanTep, u3roroBieHHbH B BUAM. Ilaper rupuoB, BEIXOIS U3 Ta305KUIKOCT-



HOTO Ceraparopa, CMEIIUBAITUCH C PACTIBUTUTEIBHBIM IIOTOKOM aprona B T-00pa3HOM TpOHHU-
K€, U3 KOTOPOTO HAMPABJISLTUCH B HHKEKTOP TOPEJIKU MaCC-CIIEKTPOMETPA.

[Tomauy peareHTOB B THAPHAHYIO MPUCTABKY OCYIIECTBIISIIA C TOMOIIBIO YeThIpEXKa-
HaibHOro nepucransTruaeckoro Hacoca MINIPULS 3 (Gilson, ®panius).

Jlnst pacTBopeHus MpoOBI MPU HarpeBaHWU MPUMEHSIIIH MUKPOBOJIHOBYIO cucteMy MARS
6 (CEM, CIIIA) B TednonoBbix aBrokinaBax MARS Xpress Plus (CEM, CIIIA) o6semom 100

3 o
CM C aBapUUHBIM C6pOCOM JaBJICHHA.

Peazenmut u 00vexmul uccie006anus

Ounctky HNO3 u HCI npoBoaniu ¢ momoripio cy000iIepHON JUCTUILISAIMK B arlliapare
BSB-939-IR (Berghof, I'epmanus), ucxoaHbie paCTBOPHI KHCIOT OBLTH MapKu «ocu». Takxke
ucnons3oBain 40% (mo macce): GpropucroBogopoanyto kuciory (Merck, I'epmanus); THomo-
4yeBuHY, U3rotoBieHHy0 1o [OCT 6344—73; TMMOHHYIO KUCIIOTY MapKH «X9»; TUIAPOOKCH]T
HATPUS MapKH «OCY» W OOPTUAPHUI HATPUS MAPKH «X9». JlemoHW30BaHHAs Boja (TIPOBOIHU-
MocTh He MeHee 18,2 MOM/CM) HCI0JIp30Baaach BO BCEX DKCIECPUMEHTAX KaK PACTBOPHUTEb.
CraHgapTHBIE PACTBOPBI MBIIIbSKA U CeJIeHa C KOHIIEHTpaled 1 Mr/i ObUTH MPUTOTOBJICHBI
u3 crangaptHeix pactBopoB 1000 mr/n (High-Purity Standards, CIIA) myrem mociemoBa-
TEJILHOTO JIECATHKPATHOTO pa30aBieHus Bo0i. Paboumii pacTBOp COJISIHOM KUCIOTHI TOTOBHU-
71 myteM pasz0aBieHus 10 M KOHIEHTPUPOBAHHOM COJNSIHOM KucaoThl Boaoi g0 100 mi. Pa-
0oune pacTBOPHI BOCCTAHOBUTEISI IPUTOTOBJICHBI ITyTEM PAaCTBOPEHUSI HABECOK OOpruapuaa
Hatpus (0,5 1), rugpookcuaa Hatpus (0,25 r) u TuomoueBunsl (1 ) B 100 mut Bozs! (B Apyrom
Cy4ae BMECTO TUMOYEBUHBI HCTOIB30BAIA JIUMOHHYIO KuCH0TYy (1 1)). JlaHHBIE KOHIIEHTpa-
[[UU PEareHToB OBUIM MOJ00paHbl KCXO/I U3 MAKCUMAILHOTO CUTHANA, KOTOPBIM MOMyYeH OT
BOJIHOTO pacTBOpa Mbiibska (1 Mxr/i) u cenena (10 Mxr/i).

B pabote ucnonb3oBaiu cienyronme cepTuduiimpoBanabie cranaapTabie 0opasisl (CO)
cocraBa crutaoB: BS 625A (Inconel 625), Brammer standard company, CIIIA; SRM 899
(Trace alloy «C»), NIST, CIIIA. B pabote Takxe HCIOIb30BaIH W3rOTOBJIECHHBIH B BUAM

cmwiaB BYXKMS5 (Tpex mnaBok 1-3). Bee npuBe/ieHHBIE BBIIIE CIUTABbI — HA HUKEJIEBOI OCHOBE.

Ilpooonoozomoeka oopazyoe
O6pasier SRM 899, BXKMS (tutaBok 1-3) maccoit mo 0,2 T (Kaxplii) pacTBOPSUTH B CMe-
cu: Boaa (10 mm)+HCI (3 mn)+HF (1 mi)+HNO3 (1 mut) npu HarpeBaHHHM B MUKPOBOJIHOBOU
cucreme nipu 120°C B teuennun 20 mMuH. Takas cxema pacTBOPEHHUS MPUTOJHA ISl CIUIABOB
Ni—Cr ¢ Hu3KHM cofepikaHieM TyromiaBkux snemeHToB (Mo, W, Ta, Nb) [23, 24]. O6pas3is

BS 625A maccoit 0,2 r pactBopsuin B cMecH: Boaa (5 mu)+HF (5 mun)+HNO; (5 mu) mpu



HarpeBaHuu B MUKpoBOJHOBOU cucteme npu 200°C B Teuenne 10 mun u 3atem npu 180°C B
tedeHue 30 MuH. BpIOOp AaHHBIX cIOCOOOB PAaCTBOPEHUS OOYCIIOBIIEH BHICOKUM COJIEp’KaHU-
em xpoma (10 22% (mo macce)) ¥ TYroIluIaBKHX 3JIEMEHTOB B HCCIEAyeMbIX oOpasmax [24,
25]. Nanee ucciemyeMbie 00pa3iibl pa30aBisuid 1O KOHCYHON KOHIIEHTPALUH PACTBOPEHHOIO
BemiecTna 1 r/m.

s mocTpoeHus rpaiyupoOBOYHBIX 3aBUCHUMOCTEH MHTEHCHUBHOCTEM CUTHAJIOB OT KOH-
[EHTPAIMH UCKOMBIX 3JIEMEHTOB HCIIOJIB30BAIM METOJI CTAaHIAPTHBIX 100aBoK. CTaHaapTHBIC
pacTBOPHI MBIIIbSKA U CEJIEHA BBOJWJIM B aBTOKJIABHI MIEpe]l HArPEeBaHUEM JJI TOTO, YTOOBI B
KOHIIE TTpoOomnoaroTroBku AS u Se, cojaepxkalirecss B 00paslie U B CTaHIAAPTHBIX J00aBKax,
UMEJIH OJIMHAKOBYIO CTETICHh OKHCIICHHUSI.

CO6op 1 00pabOTKy JAHHBIX MPOBOJWIM HCIIONB3Yys MPOTPAMMHOE OOECIEYCHHE CIIeK-

TpomeTpa Qtegra.

Pe3yabTarsl U 00CyKICHTE
Ilo060p Komnaexcooopazoeamensn

Hanuurie mepexoHbpIX METa/UIOB BBICOKMX KOHIIeHTparuii, Takux kak Ni, Co, Cr, B 00-
pasliax HUKEJIEBbIX CIUIaBOB 3HauuTelbHO (6onee yeMm 90%) nonasiser oOpa3oBaHUE U BbI-
CBOOOKICHUE TUIPUIOB CEJIEHa M MBIIIbAKA B MpoLecce MMApHIHON reHepauuu. [lpumene-
HUE Pa3JIMYHbIX MACKUPYIOUIMX areHToB (KOoMIUIeKcooOpa3oBaTesieil) MO3BOJISIET YAaCTUYHO
YCTPaHUTH OTPHUIATEIBHOE BIHMSIHUE MEPEXOJHBIX METAIJIOB HAa TUAPUA000pa30BaHHUE CeTeHa
Y MBIIIBSIKA, & B PsiJIC CITyYaeB — MOBBICUTH 3P HeKTHBHOCTD JaHHOTO mporecca [ 19, 20].

B pabote ocymecTBieH 1moadop KOMIUIEKcOOOpa3zoBaTesei, B KauecTBe KOTOPHIX HC-
M0JIb30BAJIM TUOMOYEBUHY M JIMMOHHYIO KHCIOTY. Pe3ynbTarhl ompeseneHus coaep>KaHus
MBIIIBSKA M CEJeHa B CTAaHIAPTHBIX oOpasmnax criaBa BXXMS (ruaBok 2 u 3) mpuBeneHbl B

TadII. 2.



Tabauya 2

Pe3ysabTaThl onpenesneHus coaepxxanus AS u Se B CTaHIaPTHBIX 00pa3ax HUKeJIeBOro
criiapa BJKMS ¢ npuMeHeHHeM pa3inYHBIX KOMILIEKCO0Opa3oBaTeJiei

CrangapTHbIit 00pa- Copeprxanne 3JIeMeHTOB, % (110 Macce), TP NCTIOIB30BAHUH B KaUECTBE
3el1 KOMILIIEKCO00pa3oBaTessi
TUTaBKU * TUOMOYCBHHEI JTUMOHHOW KHCJIOTBI
As Se As Se

1 0,00006=0,0000 | 0,00006+0,0000 | 0,0012+0,0002 | 0,00003+0,0000
(0,00008+0,00002) 1 1 1
As;
(0,00005+0,00001)
Se

2 0,0006+0,0001 0,0004+0,0001 0,0012+0,0003 | 0,00010+0,0000
(0,0006+0,0001) As; 2
(0,0005+0,0001) Se

* B ckoOKkax yka3aHO aTTECTOBAaHHOE 3HAUCHHE COJIEPIKAaHMs MBIIIbIKA U ceeHa B % (1o mMacce).

[To manHbBIM Tab. 2 BUAHO, YTO HAMOOJIEE TOUHBIM SIBIISIETCS OTPEACICHUE COICPKAHUS
3JIEMEHTOB C MCIOJIb30BAaHUEM B KaUECTBE KOMILIEKCOOOpa30BaTesi THOMOUYEBUHBI, IIPU 3TOM
JIOCTUraeTcs HauboJiblilee COOTBETCTBUE HANJECHHOIO U aTTECTOBAHHOI'O 3HAYEHUS. 3aHMXKe-
HUE 3HAYEHUH COAEP KaHMs CEJIEHA IIPU UCIIOJIB30BAHUU JIMMOHHBIN KHCIIOTBHI BUIUMO CBSI3a-
HO C TeM, YTO JIaHHBIA KOMILIEKCOOOpa30BaTeIbh HE MOTHOCTHIO OAaBIIsET 3P PEKT MaTPHIIbL.
Takum 00pa3oM, B JAJbHEHIINX SKCIIEPUMEHTaX B KadecTBE KOMILIEKCOOOpa3oBaTeNs HMC-

I10JIb30BaJIaChb THOMOYCBHHA.

Ilpeooonenue macc-cnekmpanbhvix uHmeppepenyuil
'mapunHas reHepanus MO3BOJISET MONMHOCThIO oTAeauTh Se u AS ot anementoB (Ni, Co,
Cr, Nd, Gd, Dy, Er), co3naronux macc-CreKTpaibHbIe MOMEXH (OKCHIHBIC W JIBYX3apsiIHbIC
WOHBI) TPH TPAIUIUOHHOM TTHeBMaTHueckoM pacnbuieHnn B MCII-MC [15]. U3oromsl 1 ux

HanOoJiee pacrpoCTpaHeHHbIE HHTEP(EPEHIIUH TPUBEICHBI B Ta0I. 3.

Tabnuya 3
HN30TonbI M OCHOBHBIE HHTEPdepPeHIIUN IS MACC-CIEKTPOMETPUYECKOr0
ompeneeHusi coaepxanus As u Se
N3oTon PacnpocTtpanenHocTs nzotomna, % HoHsbl, coziaroniue noMexu
75AS 100 59C0160+’ 150Nd2+
7889 23.77 62Nilﬁo+, 156Gd2+
8250 8,73 SOCr1602+’ 164Dy2+' 164 2+




Tabauya 4

Pe3yabTaThl onpeneneHus copepxkanus AS U Se B CTaHIapTHBIX 06pa3nax
HuKeJaeBoro cniiasa BJKMS5 (mpousBoactea BUAM)

Cranmapthsiit oopazenr | CopxeprxaHue 3eMeHTOB, % (1o Macce), onpeaeneHHoe metogom MCII-
TJIaBKH* MC
C TUJIPUTHOW TeHepaluen 0e3 reHepaluu rupuI0B
As Se As Se

1 0,00006+0,00001 | 0,00008+0,00001 | 0,00014+0,00002 | 0,00017+0,00003
(0,0006+0,0001) As;
(0,00009+0,00002) Se

2 0,00006+0,00001 |0,00006+0,00001 | 0,00013+0,00002 | 0,00010+0,00001
(0,00008+0,00002) As;
(0,00005+0,00001) Se

3 0,0006+0,0001 | 0,0004+0,0001 | 0,0011%0,0002 | 0,0007+0,0001
(0,0006+0,0001) As;
(0,0005+0,0001) Se

* B ckoOkax yKa3aHO aTTeCTOBaHHOE 3HAYCHHE COACPKaHMS MBIIbAKA U ceneHa B % (1o macce).

CpaBHeHue pe3yabTaToB omnpenencHus coaepxkanus Se u As merogom MCII-MC B coue-
taHuu ¢ ruapuaHor renepanueii ¢ UCII-MC 6e3 reneparuu ruapuaoB (Tadi. 4) mokasbpiBaer,
yto TpaguimoHHbii Meto UCII-MC ¢ mHeBMaTUYeCKUM pPACTIBIIICHUEM JAeT HEYIOBIETBO-
pUTEIIbHBIC MTOKA3aHUA.

Onpedenenue cooeprcanun Se u AS ¢ cepmuduuyuposannvix CIMaHOAGPMHBIX 00PaA3UAX
B pabote BBINMOIHEHO ONpe/IeICHUE COJCPKAHUS MBIIIbSIKA U CEJICHA B IBYX CEPTH(HIIM-
pOBaHHBIX cTaHIapTHBIX oOpasnax — SRM 899 u BS 625A meronom UCII-MC ¢ ruapuaHoit
reHeparnueii u 6e3 reHepanuu ruapuIoB (Tadi. S).

Tabnuya 5
Pe3yabTaThl onipeaeseHusi coaep:kanusi AS U Se B cepTUGHIHPOBAHHBIX
CTAHAAPTHBIX 00pa3uax
CranpapTHbIit oOpazen™ Coneprxanne dIIeMeHTOB, % (110 Macce), OTpeIeTIeHHOE
metogom MCIT-MC
C TUJPUIHON reHepanmein 0e3 reHepalluy ruapuoB
As Se As Se

SRM 899 - 0,00098+0,0000 - 0,0014+0,0002
(0,00095+0,00001) Se 4

BS 625A 0,0012+0,0002 — 0,0017+0,0002 —
(0,0012+0,0001) As

* B ckoOKax YKa3aHO aTTECTOBAHHOC 3HAYCHUC CO}:[ep)KaHI/Iﬁ MBIIIBSIKA U celieHa B % (1'[0 MaCC@).

[To nanHbIM Taba. 5 BUAHO, YTO HaMOOJIEe TOYHBIM SIBIISIETCS] ONPENIETICHUE CO/NEP KAHUS
3JIEMEHTOB C TeHepalued THIPHUJIOB, NMPH 3TOM JOCTUraeTcs HauOOJIblIee COOTBETCTBHE

HaliJIECHHOTO M aTTeCTOBAHHOI'O 3HAYCHUS.

IIpeoenvi oonapyscenun cenena u moluvaka 6 pacmeopax (LOD)
B skcnepuMmenTax ¢ KoHIeHTpanuei pactBopenHoro Beniectsa 1 r/n LOD (o kpureputo

30) cocrasui 0,1 mxr/m Se u 0,05 mxr/n As, uro cootBerctByer 0,00001% (1o macce) Se u



0,000005% (o macce) AS B HEKEJEBBIX CIutaBaX. OTHOCUTENBHOE CTAaHAAPTHOE OTKIOHEHUE

npu 3ToM coctaBuio: 0,04 — mis As; 0,05 — ans Se.

3akiao4eHue
[Tokazana BO3MOKHOCTb TOYHOTO OIPEACIICHUs COACP>KaHUs MBIIIbSIKA U celieHa (B Jua-
na3one ot 0,00006 10 0,0012% (o macce)) B HuKeneBbIX ciutaBax mMerogom MCIT-MC c¢ uc-
MOJIb30BAHNEM TUIPUIHON reHepaluy napos.
CrekTpanbHble HHTePPEPEHIINN, CO3MAIONINE MMOMEXU TPU OINPEACICHUN COICPIKAHUS
MBIIIbSIKA U CEJICHA, MOJHOCThIO YCTPAHSIOTCS MPHU HCIOJb30BAaHUU TUIPUIHON reHepaluu

MapoB.
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