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Ilposedeno onpedenenue cooepaicanuil npumeceti 20 snemenmos (P, Ti, V, Mn, Fe, Co, Cu,
Zn, Ga, As, Se, Mo, Ag, Cd, Sn, Sb, Te, Tl, Pb, Bi) ¢ obpasyax nuxens memodom macc-
cnekmpomempuu ¢ UHOYKMusHo ceasannol niasmou (MCII-MC). Ilpusedena memoouxa pac-
MEopeHuUst Npodbl U NO020MOo6KU ee K anamuzy. CnekmpanvHuvle unmeppepenyuy YCmpanenvl ¢ no-
MOWDBIO NPUMEHEHUs YPABHEHULl MAMeMAmUYecKol KOppeKyuu, peakyuoHHO-CIMOIKHOBUMETbHON
UeliKy, a makoice nymem noobopa mouwHocmu niazmol. 1IpaguibHOCHb ROTYYEHHBIX Pe3yIbmMAamos
nOOMEEPIHCOeHa AHATU30M CEPMUPDUYUPOBAHHO2O CMAHOAPMHO20 00paA3Ya HUKENe8020 CHIABA.
Juanaszon onpedensiemvix konyenmpayuii: 0,00002—0,0101% (no macce).

Kntouesvle cnosa: macc-cnekmpomempus ¢ uHOYKkmuero ceazannou niasmou (MCII-MC),
HUKeJlesble CNAAGbl, ONpedeieHue 8PeOHbIX NPUMecell, AHaIu3 HUKelsl, MUKPOBOIHO8As NPoOo-
NOO20MOBKA.

A.V. Alekseev!, P.V. Yakimovich?®, I.K. Kvachonok?
DETERMINATION OF IMPURITIES IN NICKEL BY ICP-MS

The content of impurities of 20 elements (P, Ti, V, Mn, Fe, Co, Cu, Zn, Ga, As, Se, Mo, Ag,
Cd, Sn, Sh, Te, TI, Pb, Bi) in nickel samples by inductively coupled plasma mass spectrometry
(ICP-MS). The technique of sample dissolution and its preparation for analysis is given. Spec-
tral interference was eliminated using the equations of mathematical correction, the use of a re-
action-collision cell, and also by selecting the plasma power. The correctness of the results is
confirmed by analysis of a certified standard sample of nickel alloy. The range of determined
concentrations: 0,00002—0,0101% of the mass.

Keywords: inductively coupled plasma mass spectrometry (ICP-MS), nickel alloys, determi-
nation of harmful impurities, nickel analysis, microwave sample preparation.
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Beenenne

B nacrosiiee BpeMst HUKEIb IPUMEHSIETCA B KAYECTBE OCHOBBI OOJIBIIIOT0 KOJIMYECTBA
pa3IMYHBIX CIUIABOB U MAaTEPUAJIOB, TAKUX KaK KapONPOYHbIE HUKEJIEBBIE CIUIABBI, KOTOPHIE
WCITOJIB3YIOTCS JUUISl U3TOTOBJIEHUS! OTBETCTBEHHBIX Y3JIOB M JIETAJIEH COBPEMEHHBIX Ia30Typ-
OMHHBIX ABHUratesnei. JlanHple MaTepHalbl JOKHBI 001a/1aTh YHUKAJIBHBIMH CBOMCTBAMU Ka-
POIIPOYHOCTH, MOBBIIIEHHOW TEPMOCTOMKOCTBIO, TEPMUUYECKON U MEXAHUYECKOW BBIHOCIUBO-
CTbIO, MMOCKOJIbKY AKCIUTyaTallsl U3/I€IUNH U3 3TUX CIUIABOB MPOXOJTUT MPU OOJBIIUX TEMIIE-
paTypax, KOTOpbI€ JOCTUTAIOT MakCUMalbHBIX 3HaueHud 1640-1940 K nepen TypOuHOI BBI-
cokoro naasienus (TBJ]) [1-4]. K nepcrnekTMBHOMY HarpaBlIEHUI0 MOXHO TaK)K€ OTHECTH
pa3paboTKy U CO3JaHUe KAPOIPOUYHBIX CIUIABOB HA OCHOBE JIFOMHHMJIOB HUKEJIS, UMEIOIINX

TPYAbI BUAM Ne2 (86) 2020 101



UcnbiTaHUS MmaTepuasos

paboune temmepatypsl mopsiaka 1200-1350 °C mns crimaa mapku BKHA-1JIK [5]. st mipo-
E€KTUPOBAHUS U TPOU3BOJICTBA COBPEMEHHBIX JIETATEIBHBIX amilapaTOB HEOOXOIUMO CO3/a-
BaTh HOBBIE THIIbI )KAPOIIPOUYHBIX CIUIABOB C BCe 0oJiee yNyUIIEHHBIMU XapaKTEPUCTUKAMH.

Upe3BbIuaiiHO Ba)KHAS COCTABJIAIONIASl MPU MPOU3BOJCTBE KAUYECTBEHHBIX HUKEIIEBBIX
CIUIaBOB — KOHTPOJIb XMMHUYECKOTO COCTaBa UCXOIHOTO ChIPhSl U IIMXTOBBIX MaTepuaioB. Oco-
OEHHO ITO KacaeTcs caMOro HUKEJsl, SIBJISIOLIET0CsS OCHOBOM JJaHHBIX CIU1aBoB. [Ipu ananmmse Hu-
KeJs He0OXOJMMO ONpeeNiTh OOJbIIOe KOJIMYECTBO MPUMECEH, KOTOpBIE 1aKe B MUKPOKOIUYE-
CTBaX OKa3bIBAIOT HETATUBHOE BIIMSTHUE HA Pa3IMUHbIC CBOMCTBA BBIITYCKAEMBIX CILIABOB [6].

B nacrosmee Bpems cymectByer 6onee 20 HopmatuBHBIX 10kyMeHTOB (I'OCT), onu-
CBIBAIOIIIUX METOAWMKHU OMpPEIEICHHUS BPEAHBIX MpUMecel B HUKene. B Oonbieil yacTu MeTo-
UK MIPUMEHSIETCSI KJaccuuecKuit Meto1 criektpodoromerpun. Tak, A onpeaeneHus: Mbllllb-
ska B nuanazone coaepxkanuii 0,0005-0,05% (mo macce) npoOy HUKENsE pacTBOPSIOT B a30T-
HOM KHCIIOTE€, MBILIBSIK OTJCNAIOT OT OCHOBHBIX KOMIIOHEHTOB CIJIaBa COOCAKICHUEM C TUJI-
pokCHIoM xkene3a. Jlanee ocaiok pacTBOPSIOT CEPHON KHCIOTOM, JOOABISIOT U30BITOK HOTH-
CTOrO KaJlusi M MPOBOJAST 3KCTPAKLHIO 00Pa30BaBILIErocs MOAMIA MBIIIbIKA YEThIPEXXIIOPHU-
CThIM yriieposioM. [lomydeHHbIN SKCTPAKT COEAMHEHUN MBIIIbsKA BCTYIAET B PEAKIIHIO C MO-
TOIEHOBOKHCIIBIM aMMOHHUEM M CEPHOKHUCIBIM THAPA3HHOM C 00pa30BaHUEM KOMILIEKCHOTO
COEIMHEHUS, 00JIaJaOLIEeT0 JKENTONM OKPAaCKOM, pacTBOP KOTOPOTO M aHAJIU3UPYIOT HA CIEK-
TpooTOMETpe, paccuuThIBas COAEPIKAHUE OMPEAENIEMOro 3JeMEHTa B MCXOJHOM oOpasle
[7]. BucMyT ompenesnsitoT myTeM pacTBOPEHHS MPOObI a30THOM KUCIOTOM, COOCAKICHUEM C
TUAPOKCUIOM JKele3a U MOCIEIYIOIUM 00pa30BaHHEM OKPAIIEHHOIO0 KOMIUIEKCa C KCHIICHO-
JIOBBIM OPAHXKEBBIM, U3MEPSS ONTHYECKYIO TNIOTHOCTh KOTOPOT'0, MOKHO OIPEACIIUTh COAEP-
JKaHUEe MCKOMOTO 3JIeMEHTa B HUCXogHOM Matepuane [8]. Mcxoas U3 BbIMIEIPUBEICHHOTO,
JAaHHBIC METOJHMKH XapaKTePU3YIOTCS UYPE3BBIYAHHO OONBINON TPYAOEMKOCTBIO M CIIOKHO-
CTBIO, & TaK)K€ MO3BOJIAIOT OINpPEAEsATh TOJBKO MO OJHOMY DJIEMEHTY M HE BCerja C J0CTa-
TOYHBIMHU TPEJIEIaMH OOHAPYKEHHUS.

K Oonee coBepiieHHBIM METO/aM aHajIM3a MOKHO OTHECTU aTOMHO-a0COPOLMOHHYIO
criekTpockonuo. Kagmuii mpu MCHofb30BaHUM JTAHHOTO BHJA aHAJIM3a BO3MOXHO OIpese-
JSTh B MIKUpOKoM auamnaszone coxaepxkanuii: 0,00001-0,0030% (mo macce). PactBopennyio B
A30THOW KHCIJIOTE MpoOy yNnapuBaroT, pa30aBIsAIOT BOJOHM 10 HEOOXOAUMOro 00beMa U MOJ-
BEPraroT JJIEKTPOTEPMUUYECKON aTOMHU3alluu B TOKe aproHa. M3mepenue abcopOiuu (morio-
IICHUS1) PaCTBOPOB MPOBOAST MPU JUTMHE BOJHBI 228,8 HM C BBIYUCICHHEM KOHIIEHTPAIUMH
KaaMHsl. ATOMHU3ALHIO TaK)K€ MOKHO MPOBOJIMTH B IJIAMEHHU alleTHIIEHA U Ha Bo3ayxe. OaHa-
KO TOT/Ia HAaUMEHBIINE W3MEpsieMble KOHIEHTparuu kaamus BospacrtaroT a0 0,0002% (1o
Macce), 4TO He MOJXOAWT MAJIsi aHallu3a BCEX COBPEMEHHBIX MapoK Hukens [9]. ATomHO-
aObCcopOIMOHHAsI CIEKTPOCKOMHUSI OTHOCUTCS K OJTHOJIEMEHTHBIM METOJIaM aHaliu3a U MOAXO0-
JUT JJIsSL ONIPE/IENIEHUs HE BCEX MTPUMECHBIX 3JIEMEHTOB.

OmHuM U3 caMbIX PacHpOCTPAHEHHBIX COBPEMEHHBIX METOJOB aHalu3a SBISICTCS
aTOMHO-’MHUCCHUOHHAs CHEKTPOMETPHsI C MHAYKTUBHO cBsA3aHHOW mina3zmoii (UCIT-ADC). Me-
TOJ OCHOBAH Ha BO30YXKJICHHH CIIEKTPa aTOMOB OMPEEISEMbIX JJIEMEHTOB WHIYKTUBHO CBSI-
3aHHOM Mia3MoW ¢ mocjenyroueil perucrpauueil U3Tyd4eHUsl CHEeKTPAlbHBIX JUHUN (OTO-
AIIEKTPUYECKUM CIIOCOOOM U MO3BOJIIET MIPOBOAUTH OJTHOBPEMEHHOE U3MEPEHHE KOHLEHTpa-
1[I OOJBIIOTO KOJTUYECTBA PJIEMEHTOB B pa3IMYHBIX MaTepuainax. [Ipu mpoBeaeHnn aHanmsa
HCITOJTB3YIOT 3aBUCUMOCTh MHTEHCUBHOCTEU CIIEKTPAIBHBIX JIMHUMA 3JIEMEHTOB OT UX Macco-
BBIX JI0Jicit B mpoOe. B meronuke [10] mpuBeneHo onucanue onpeneieHus 9 snementon (Al,
Fe, Cd, Co, Si, Mg, Mn, Cu, Zn) B HuKelle ¢ HU3KUMH MHHUMAJIbHBIMHA 3HAYCHUSIMHU KOHIICH-
Tpauuii — s IMHKAa HauMeHbInas onpenensemas koHnertpamus 0,0003% (mo macce), onHa-
KO TEepeYEeHb OMPEIEIIeMbIX JJIEMEHTOB HEMOJHBIN MO0 CPaBHEHHUIO C TPEOOBAHUSIMH Ha XU-
MUYeCKUi cocTtaB Hukens. AHrnoszeiuHas metoauka UCII-ADC [11] pacuupsier nepedyeHb
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oTpezieNiieMbIX 3JIEMEHTOB, HO XapakTepusyercsi Oojiee Y3KMMH JUanazoHaMHU HU3MEpseMbIX
KOHIIGHTPALUI 10 CPaBHEHUIO C OTeYeCTBEHHOW Meronukoi. Tak, mia ¢pochopa MUHUMATB-
HbIC 3HAYCHHS COJEpKaHui 1Mo aHrios3prdHon metoauke 0,0040% (mo macce), i oTede-
ctBerHoit 0,0010% (To mMacce), 4TO TakKe HEJJOCTATOYHO s aHaM3a Hukens mapku JJTHK-0
(pochop — ue 60mee 0,0005% (o macce)). K nenocrarkam metona UCIT-ADC Takke MOKHO
OTHECTH HAJMYUE OTPOMHOTO KOJIMYECTBA CHEKTPAIbHBIX HHTEp(EepeHIni (HaI0KEeHUH), 4TO
JIeNIaeT 3aTPYAHUTEIbHBIM aHAIN3 HUKEJS U €ro CIUIaBOB.

Jlia onpeneneHus NMpUMeced B MaTepuaiax pasIMyHOrO0 COCTaBa IIMPOKO HUCIIOJIb3Y-
€TCSl MacC-CIEKTPOMETPHs ¢ HHAYKTUBHO cBsizaHHOM 1iazmoit (MCIT-MC) [12]. MeTtox mo3-
BOJISIET OJJTHOBPEMEHHO OINPEEIATh OOJBIIOE YUCIIO JIEMEHTOB U OTJIMYAETCS HU3KUMHU IIpe-
nenaMyd oOHapyXeHHs, MPOCTOTONW MPOOOMOATOTOBKH C MCIOJIB30BAaHUEM MHKPOBOJIHOBOTO
pasyiokeHus: MpoObl B cMecu KHUCIoT. B meromuke [13] mpuBeneHO NMpUMEHEHHE METOna
NCII-MC s onipenienieHusi TpuMeceid B HUKEJIEBBIX CIUIaBaX, HO MEPEYEHb OIMpPEIeIsieMbIX
3JIEMEHTOB OYCHb orpaHuyeH (Bcero 7 anementoB — AS, Bi, Ga, Pb, Ag, Sn, Tl), a tuana3zonsr
M3MEPEHUS] KOHILIEHTPAIM HE MOJHOCTHIO YIOBJIETBOPSIOT TPEOOBAHUAM K aHAIM3Y HUKEJS.
Tak, HauMeHblIas onpesenseMas KoHIeHTpanus onoBa B Meroauke 0,00022% (mo macce),
a nns Hukens mapku JIHK-0 — ne 6onee 0,0001% (mo macce).

Bwmecre ¢ Tem meton MICII-MC umeet u psi HEJOCTaTKOB, OCHOBHBIM U3 KOTOPBIX SIBJIS-
€TCsSl HAJIMYMe CHEKTPaIbHBIX MHTep(epeHIni (HaJO)KEHU) CUTHAIOB (MAcCOBBIX IMHUKOB) OT
Pa3HBIX 3JIEMEHTOB JPYT Ha JpYra, uyTo JAejaeT 3aTPYAHUTEIbHBIM aHAIU3 OOBbEKTOB CI0XKHOIO
cocraBa [14].

Jlnis penieHust JaHHOM MPOOIEMBbI MOKHO HCIIOJIB30BATh HECKOIBKO MOAX0/I0B:

— IIPUMEHEHNE PEaKIIMOHHO-CTOJIKHOBUTEIBHON SYEHKH, ABJIIFOLICHCSA COCTABHOM YaCThIO
COBPEMEHHBIX MAacCC-CIIEKTPOMETPOB, B PEKUME AUCKPUMHUHAIIUU IO KMHETUYECKOW SHEPTUU
(KED); uepe3 siueiiky mpu 3TOM MPOIMYCKaeTCss MHEPTHBIN ra3 [15];

— IIPOBEJCHUE MaTEeMaTHUYECKONH KOPpPEKLMU IyTeM M3MEpPEHHs] CUTHajia M30TOMa MEIlaro-
HIETO 3JIEMEHTa, KOTOPbIM CBOOO/IEH OT HANOKEHUH, U BBIYUTAHHE JTAHHOTO CHTHaja u3 00-
IIET0 3HAYEHUS C YUETOM PaCIpOCTPAaHEHHOCTH U30TOIOB JIJIsi KOHKPETHOTO AieMeHTa [16];

— YMEHBIIEHUE BBIXOJHOW MOIIHOCTH T'€HepaTopa IIa3Mbl JUIsl MOJAaBIEHUs 00pa30BaHus
JBYX3apsAIHBIX HOHOB, CUTHAJIBI KOTOPBIX HAKIIAbIBAIOTCA HA MACCOBBIE MUKH UCKOMBIX dJie-
MeHTOB [17].

Takum obpa3om, 1esb JaHHOH paboThl — UCCIEI0BaHUE BO3MOKHOCTH OIpEesICHUS
npumeceii B Hukene metogoM MCII-MC nyrem npeo1ojeHHs CHEKTPaIbHBIX HHTEphEepeHINH
Pa3IUYHBIMU crIoco0aMu U BbIOOpa ONTHMAIbHBIX YCIOBUN U3MEPEHU.

PaGora BBIMONHEHAa B paMKax peanu3alii KOMIUIEKCHON HayyHOUW mpoOiemsl 9.1.
«MOHOKpHCTAIIINYECKHE KAPOIPOUHbIE CYNEPCIUIaBhbl, BKJIIOUasi €CTECTBEHHbBIE KOMIIO3UTHI)
(«Crparernueckue HampaBiI€HMs] pPa3BUTHsS MAaTEpPHAIOB M TEXHOJOTUMH HX IepepadoTKu
Ha niepuon 10 2030 roga») [1].

MarepuaJjbl 1 METOABI

Annapamypa

B pabore wucnosnb3oBaii Macc-CIEKTPOMETP € HMHJIYKTUBHO CBSI3aHHOM IuTa3Moi
ICAP Q (Thermo Fisher Scientific, I'epmanus). s TOCTHKEHHsSI MaKCUMAaTbHBIX aHATUTH-
YECKUX CHUTHAJIOB OMPECIIIEMBIX 3JIEMCHTOB BBIIOHSIIA aBTOMAaTHYECKYI0 HACTPOUMKY Tapa-
METPOB pabOTHI MPUOOPa B COOTBETCTBUU CO CTAHIAPTHOW MPOIEAYpOil MOATOTOBKH MPHOO-
pa, 3amaHHoi mpousBoauTenaeM (tabdma. 1). Ilpu sToM mis HacTPOEUHOTO PacTBOpa, COJEepHKa-
mero Li, In, Ba, Ce, U ¢ KOHueHT};auHeﬁ 1 MKr/z[Mg, YyBCTBUTEIBHOCTh COCTABJISANIA,
umir-c /(mxr/av’) (#e menee): 60000 Li, 250000 *°In, 400000 *®U; yposenb okcnmHbIx
noHoB — °°Ce0/**°Ce=2,0%; YPOBEHB JIBYX3apsIHbIX HOHOB — 3'Ba?*"*'Ba=2,5%.
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Tabnuya 1
IapameTpsl HacTpoliku mpudopa
[Tapametp npubopa 3HadYeHNe TapaMeTpa
IMra3mMo06pasyronuii ras, JI/MUH 14,0
BcnoMorarensHslii ras, 1/MuH 0,8
PacnbumnTensHelli ras, n/MuH 0,99
CKOpOCTh epUCTATBTHIECKOTO Hacoca, 00/MHUH 40
I'my6una mazmMooTbopa, MM 5
Momraocts RF-rereparopa, Bt 1400
Uwcno kaHaJIOB HA MacCy 1
Umncao CKaHOB B PEIUIHKE 50
Uwncno perumk ass odpasma 3
[ponomxurenpHOCTE HHTErpUpoBanus (Dwell time), ¢ 0,01
Hanpspxernne Ha sxctpakTope (Extraction Lens 2), B 164
Hanpsoxenne va ¢poxycHolt sma3e (CCT Focus Lens), B 3,6
Paspemenue, a.e.M. 0,7
Pacnsumnrens MUuKpooTOYHbIH, KoHIeHTpruUecknit PFA-ST
(400 MKs1/MUH)
PacnpmrensHas kamepa KBapueBast, TUKIOHHAS ¢ TEPMOIIICKTPUIECCKUM
OXJIQKICHUEM
Temmneparypa pacupunTeIsHON Kamepsl, °C 2,7
Cammep CraHJapTHBIN HUKEJEBBII
Cxkummep CraHJapTHBIM HUKEJEBBIM cO BCTaBKOM 3,5 MM

PaGota peakiinoHHO-CTOTKHOBUTENIBHON sueiiku ¢ renueM B pexkume KED mo3Bossier
n30eKaTh BOSHUKHOBEHUS HOBBIX MHTEP(EPEHIINH, KOTOPbIE UMEIOT MECTO TPHU HCIOIH30Ba-
HUU PEaKIMOHHO-CIIOCOOHBIX Ta30B, YTO J1a€T BO3MOXKHOCTh aHAJIM3UPOBaTh OOpa3Ibl CO
CIIOKHOW MaTpulell U nepeMeHHbIM coctaBoM [14]. IIpoBenena Hactpoiika paboThl peakiu-
OHHO-CTOJIKHOBHUTENbHOU stueiiku B pexkume KED c renuem, npu 3ToM 3HaUEHUE HAMPSIKEHUS
Ha BXOJIe B KBaApymnoib Pole Bias cocrasmiio -17 B, Hanpsbkenue Ha Boixoze u3 stueiiku CCT
Bias: -20 B. Pacxoj renmust uepe3 sueiiky moJo00paH BPYYHYIO W COCTaBWI 6,5 MJI/MUH, MTPU
9TOM JOCTHTHYT MHHHMAIBHBIN YPOBEHb OKCHIHBIX HOHOB — — CeO/**°Ce=0,5%.

Jlnst pacTBOpeHusi nMpoO MCMOIb30BAIM CUCTEMY MHUKPOBOJIHOBOW MPOOOMOATrOTOBKH
MARS 6 (CEM, CIIIA) ¢ tednonoBbiMu aBrokiaBamu MARS Xpress Plus (CEM, CIA)
oGpemom 100 cn’.

Peazenmot u 00vexKmul uccie006anus

Jlnst pacTBOpeHHs P00 MCHOIB30BATIHM a30THYIO M COJSIHYIO KHCIOTBHI MapKH «OCY»,
OUMILEHHBbIE C TOMOUIbIO CHUCTEMBI TMEperoHku Oe3 kumeHus B ammapate BSB-939-1R
(Berghof, I'epmanust). B kauectBe pacTBOpuTEINIS MPUMEHSUIIM IEMOHU30BAaHHYIO BOAY (COMpo-
TuBjieHue — He MeHee 18,2 MOM). B kauecTBe BHYTpEHHEro CTaHaapTa, KOTOPBIH BBOAMIH
BPYYHYIO, UCTIOJH30BAIIM PACTBOPHI MH/AUS M €BPONHS C KOHIEHTpAIMEH 2 MKT/J, IPUTOTOB-
JIEHHbIE M3 CTaHJApTHBIX pacTBOpoB IN u EU ¢ xoHuenTpanueit 1 r/n npousBoacrtsa High-
Purity Standards (CILIA). ITpu mocTpoeHuu rpaydpoBOYHBIX 3aBUCUMOCTEH JJI aHAIUTHYE-
CKOTO OTpeeicHNs MPUMEHSUTH cTanaapTHeie pactBopsl P, Ti, V, Mn, Fe, Co, Cu, Zn, Ga,
As, Se, Mo, Ag, Cd, Sn, Sb, Te, Tl, Pb, Bi ¢ kournentparueii 1 r/1 npoussoactsa High-Purity
Standards (CLLIA).

HccnenoBan cepTUUIMPOBaHHBIA cTaHnapTHeId obOpaszery (CO) coctaBa HHKeENs
IARM-190A (Analytical Reference Materials Inc., CILIA).

B kauecTBe m1a3mMoo0pa3ylomiero, pacibUIMTEILHOTO U BCIIOMOTATENIBHOIO Ta3a McC-
MOJIH30BAJIM aproH ¢ YUCTOTON 99,998%, a B KauecTBe ra3a peaKIMOHHO-CTOJIKHOBUTEILHON
STYSHKM — TeJIni ¢ uucToToi 99,999%.
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IlIpo6onoozomoska oopazuoe

OOpasupl Hukens Mmacco mo 0,5 r (uerTblpe mapaUieNbHbIE TPOOBI) PaCTBOPSIIU
B cmecu: Bojga (20 mm)+HNO3 (8 mn)+HF (2 mur). Boga HeoOxoauMa [itst TydIiero pacTBope-
HUS TIOJY4aeMbIX B MPOILIECCE PA3JIOKEHUS COJIEH, a TakKe JUIsl PABHOMEPHOTO pacrpeeeHus
MHKPOBOJHOBOM MOIITHOCTH. BHavane k 00pasily 100aBysi BOAY, Jajiee IUIABUKOBYIO KHCIIOTY
W 3aTeM a30THYIO0 KucioTy. HarpeB aBTokiIaBoB B MHKpOBOJIHOBOHM cucteme no0 120 °C ocy-
meCTBIsUM B TeueHue 20 mMuH, 3ateM enie 20 MUH MOJIEPKUBAIIA 3Ty TeMIieparypy. Makcu-
MaJIbHYIO MOIIHOCTb Harpena 3afaBaiu u3 pacuera 150 Bt Ha aBToKIIaB, IIpeenbHOE JaBICHUE —
He 6onee 20 ar (2 MIla). [TomyueHnsIit pacTBop moBOAMIM 10 oObeMa 100 Mt u pazbaBisui 10
KoHLeHTpauuu 0,5 I/11 o MaTpwuIie, Janee UCTIONb30BaIN HETIOCPEICTBEHHO /ISl U3MEPEHHS.

Jns mocTtpoeHus rpaiyHpOBOYHBIX 3aBUCUMOCTEM HHTEHCHUBHOCTEW CHUTHAJIOB OT
KOHIEHTPAUU UCIOJIb30BAIM METOJ 00aBOK, MPH KOTOPOM H3BECTHBIE COJECpPIKAHUS OIpe-
JIeNIIeMBIX 3JIEMEHTOB BBOJAT KakK JOOABKM HEMOCPEICTBEHHO B aHAIM3HPYEMBIA 0Opasel.
BHyTpeHHME CTaHAapThl IPUMEHSIIH /1 KOPPEKIMKA BPEMEHHOTO Jpeiida curuaia B TeUeHue
U3MEpPEHUI 1 MaTPUYHOTO BIMSHHUSI KOMIIOHEHTOB OCHOBBI CILJIaBAa HA UHTEHCUBHOCTH CUTHA-
JIOB OIIpENEIseMBbIX AIeMEHTOB. [loaydeHsl pe3ysbTaThl Kak ¢ UCIOJIB30BAHUEM JIBYX BHYT-
pennux cranaaptos (In, Eu), Tak u 6e3 HuX.

COop u 00pabOTKy MAHHBIX MPOBOJIWIM C MOMOIIBIO MPOTPAMMHOI0 00OeCIeueHus
macc-criekTpomerpa Qtegra. 3a pe3ynpTar H3MEpEeHH MPUHUMAIH CpeiHee apu(hMETHIECKOE
pE3yJIbTAaTOB YEThIpEX MapauIeNbHBIX IPo0 (BKIIIOUYAs BCE CTAIUU MPOOOMOATOTOBKH).

Pe3yabTarsl U 00CyKICHTE
[lepen Hayanom aHaiv3a HEOOXOAMMO BBIOPATh M30TOMBI OMPEIENIIEMbIX 3JIEMEHTOB
C YYETOM MX MAKCUMAaJIbHON paclpOCTPaHEHHOCTHU JJIsl TOCTHKEHUSI MaKCUMaJIbHOTO aHaJu-
THYECKOT'0 CUTHAJa ¥ ¢ MUHMMAJIbHBIM YHCJIOM BO3MOXKHBIX HHTep(depeHuuii (tadu. 2) [14].

Tabnuya 2
H3oTonbl onpenesisieMbIX 3JIEMEHTOB, OCHOBHbIE HHTep(epeHIIun

M C0co0bI oJaBJIeHNs HHTepdepeHmii
Omnpenensi- | M3orom | Pacmpoctpa- | Mematomue | PacmpocTtpanen- Crioco6 nmomaBiIeHUs
eMbIii HEHHOCTh HOHBI HOCTb HOHa- uHTephEePEeHIINN
3JIEMEHT u3oromna, % uHTepdepenta, %
P 3Ip 100 BN OH? 99,63 Maremarnyeckasi KOppeKIHs:
Slp= 31P-k~15N, rie 31p u N — unTencHBHOCTH
npu M/z: 31 u 15 coorBercrBenno; k=0,04 [16]
B2Ni* 3,59 VMeHbILIEHHE BBIXOAHOH MOIIHOCTH
reseparTopa miasmsl [17]
Ti “Ti 73,8 - - -
Vv >y 99,8 - - -
Mn >Mn 100 - - -
Fe Fe 91,2 PArto* 99,6 Usmepenne B pexuve KED [15]
Fe Fe 2,1 PAroH* 99,6 Usmepenne B pexuve KED [15]
Co *Co 100 - - -
Cu BCu 69,2 - - -
Zn %Zn 27,9 - - -
Ga "Ga 39,9 - - -
As "As 100 - - -
Se Se 81,9 - - -
Mo Mo 15,9 - - -
Ag 7Ag 51,8 — — -
Cd cd 12,8 - - -
Sn sn 24,2 - - -
Sb 2gp 57,3 - - -
Te 30Te 33,9 - - -
Tl 57 70,5 - - -
Pb “%pp 52,4 - - -
Bi “OBi 100 - - -
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Kax BugHO M3 mpeacTaBieHHbIX B TalOa. 2 JaHHBIX, OCHOBHBIMU MPOOJIEMHBIMH 3Jie-
MEHTaMH JIJIsl OIPEJICIICHUS SIBISFOTCS JKene30 U (hocdop, IpuueM OCHOBHBIE MEIIAIONINE UH-
TepPepeHThl — aproH U a30T — MPUCYTCTBYIOT B IJIa3MOOOpa3yIollleM ra3e U KHCIOTE COOT-
BETCTBEHHO, YTO MPUBOJIUT K 3HAYUTEIBHBIM HAJIIOKEHUSM CHUTHAJIOB, YCTPAHUTH KOTOPHIC
BO3MOJKHO C MCIOJIb30BaHUEM PEAKIIMOHHO-CTOJKHOBUTEIBHON SYEHKH U MAaTeMaTH4eCKOU
KOPPEKIUH.

Onpeoenenue npumeceii 6 CmManoapmHoOM odpasue HuKeA

Jliist mpoBepKH MpaBUIIbHOCTH TIpoBeeHo onpeneneHue P, Ti, V, Mn, Fe, Co, Cu, Zn,
Ga, As, Se, Mo, Ag, Cd, Sn, Sb, Te, Tl, Pb u Bi B crangaptaom ob6pasiie aukens IARM-190A
¢ moI00paHHBIMU paHee HacTpoikamu npubopa (tadn. 3-5). [is onpenencHus Kene3a uc-
MOJIB30BAJIM JIBA U30TOIA XKeje3a (56Fe u 57Fe) B pexxume u3mepenust KED u B ctangapTHOM
pexxumMe. 3HadeHHs coaepkanuii (ochopa pacCUUTHIBAIM C MCIOIB30BAHHEM MaTeMaTH4C-
ckoit koppekiun (MK) u mpu HECKOJIBKMX 3HAYEHMSX BBIXOJHOM MOIIHOCTH TeHeparopa
wra3mer: 1100, 1200, 1300, 1400 u 1500 Br.

Tabnuya 3
Pe3yabTaThl onpenesneHns cogep;kaHus npuMmeceit
B cTaHaapTHOM o6pasiue Hukeass IARM-190A (n=4, P=0,95)
DeMeHT MaccoBast J0JIs SJIEMEHTOB, MI/KT, [IJIs1 3HAYCHHS
MIOJTy4YEHHOTO aTTECTOBAHHOTO

Mn 1,6+0,3 1,84+0.,6
Cu 16,0+£2,0 17,0+£2.0
Zn 8,3+0,4 8,1+0,8
As 29,0+2,0 28,0+£2,0
Se 6,9+0,8 6,5+1,2
Ag 11,1+0,3 10,9+0,9
Sn 5,9+0,4 6,2+0,8
Sh 11,0£1,0 11,0£1,0
Te 9,1+0,3 8,9+0,7
TI 6,1+0,5 5,8+1,0
Pb 9,4+0,2 9,3+0,7
Bi 10,9+0,3 11,1+0,5
\Y/ 0,3+0,1 <0,5

Co 7,0£2,0 8,0+2,0
Ga 0,2+0,1 <0,5

Mo 0,7+0,2 <1,0

Ti 6,0+£2,0 6,0+1,0
Cd 5,0£1,0 5,0£1,0

Kak BuaHO U3 1aHHBIX, IPEACTaBIEHHBIX B Ta0J. 3, 71 BCEX 2JIEMEHTOB MOATBEPXK/1a-
€TCsl TOYHOCTb IOJIYYEHHBIX DPE3yJIbTaTOB (aTTECTOBAHHOE 3HAYEHUE IOINAJaeT B JIOBEpPU-
TEJIbHBIM MHTEpBaJl MOJyYE€HHOTIO 3HaueHus). Pe3ynbTrarel 6€3 MCHOIb30BAHUS BHYTPEHHHX
CTaH/IapTOB HE IPUBEJIEHBI, TAK KaK MPU 3TOM IPOUCXOAUT CUIIHHOE 3aBbIIIEHNE TIOTyYEHHBIX
3HAYEHUH 110 CPAaBHEHHUIO C aTTECTOBAHHBIMH.

HaubGonee TtouHble pe3ynbTaThl onpeneneHus ¢ocdopa (arTecToBaHHOE 3HAYCHUE
TMIOTa/Ia€T B JIOBEPUTENbHBIA MHTEPBa MOIYYEHHOIO 3HAUYEHMsI) MOJYYEHBl C UCIOIb30BaHUEM
MaTeMaTu4ecKOM KOPPEKLIUU U IIPU BBIXOJHON MOIIHOCTH TEHEPaTOopa IIIasMbl, pasnoii 1300 Br,
YTO MOXKHO OOBSICHUTH YMEHBIIEHHEM 00pa3oBaHUs HOHA ZNi** 1o CpPaBHEHUIO C Ooubleit
MortHocThio. Mcnonbs3zoBanue momrHoctu <1300 BT HeuenecooOpazHo, Tak Kak IPHU 3TOM
YMEHBIIAI0TCS MHTEHCUBHOCTH CUTHAJIOB OT MOHOB 3JIEMEHTOB (Tabi1. 4).
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Tabauya 4
Pe3ynabTaThl onpenenenus cogepxxanus gochopa (arrecroBannoe 3HaYeHHe 34+5 MI/Kr)
B cTaHIapTHOM o6pa3ie Hukedass |IARM-190A (n=4, P=0,95) npu pa3in4HbIX YCJI0BHSIX aHAJIH3A

BrixomHast MOIITHOCTH Te€HEpaTOpa [TomryuenHbIe 3HaYeHU MaccoOBOi tonu Gocdopa, MI/KT,
mia3mel, Bt TIPH OTIPEICIICHUH ¢ MATEMaTHYECKOW KOPPEKITUEH
1100 34+3
1200 33+2
1300 32+3 (39+£2)*
1400 4144
1500 58+6
* B ckoOkax — 3HaueHne 0e3 MaTeMaTHIECKOM KOPPEKIIWH.

W3 naHHBIX, peACTaBIEHHBIX B Ta0Ml. 5, CIEAyeT, 4TO OMpeCIICHUE Keye3a B HUKeIe
HE0OXOMMO MPOBOANTH B pexkuMe n3meperuss KED u ¢ ucnonb3oBaHueM u3orona SFe,

Tabauya 5
Pe3yabTaThl onpe/iesieHUs COAEPKAHNUS Kejle3a (aTTecTOBaHHOE 3HaYeHue 99+3 mMr/Kr)
B cTaHaapTHOM o6pa3ie Hukeass IARM-190A (n=4, P=0,95) npu pa3in4HbIX YCJI0OBHSIX aHAJIH3A

N3oton xenesza [TosryueHHbIe 3HAYCHUS MACCOBOM JTOJIU JKeJe3a, MI/KT, TIPH ONpeIe-
JICHUU
0e3 pexuma KED* ¢ pexumom KED
*Fe 158+7 135+4
*'Fe 128+6 101+4
* PesknM AMCKPUMHUHAINY 10 KHHETHYECKOH SHEPTUH.

Takum 006pazom, Macc-CIIEKTPOMETPHUS C MHIYKTUBHO CBS3aHHOM IJIA3MOM MO3BOJISIET
TOYHO ONPEIENATh NPUMECH B HUKEJE C UCIOJIb30BAHUEM MOJOOpaHHBIX B JIaHHOM pabote
YCJIOBUM aHAJIMU3A.

Ilpeoenwvt oonapyscenun npumeceii 6 HuKesne
B skcnepumenTtax co craHaapTHbIM oOpasnoM Hukens IARM-190A paccunrtanbl
npeJienbl OOHapyKEeHUsI, TpeICTaBIeHHbIE B Ta0M. 6.

Tabruya 6
[Ipenensl o0HAPY:KeHHUs MPUMeceil B cTaHgapTHOM oopa3ue Hukeias |ARM-190A
DnemeHT P Mn Fe Cu Zn As Se Ag Cd Sn
[penen oOHApyKEHHUS, MT/KT 0,4 0,06 4,5 0,07 0,2 0,25 0,4 0,01 | 0,015 | 0,04
DneMeHT Sh Te TI Pb Bi \Y Co Ga Mo Ti
Ipenen oOHapy)eHUs, MT/KT 0,03 0,04 | 0,004 | 0,03 | 0,007 | 0,03 0,04 | 0,007 | 0,03 0,08

3ak/ro4yeHus
B pesynabTaTe wuccienqoBaHus BO3MOKHOCTH OIPEACIICHHS COJEpKaHUM NpuMecen
B Hukene MetooM MCII-MC nyrem npeoniosieHns ClIeKTpaIbHBIX MHTEpPEpEeHIUN pa3inny-
HBIMH CTIOCO0aMH U BBIOOpA ONTHUMANBHBIX YCIOBUN U3MEPEHHIM MOXKHO CIeNIaTh CIIEIYIOIINe
BBIBOJIBI:

—wmetonq WCII-MC mno3BomsieT MpOBOAWTH KOHTPOIL COAEPKAHUNA BCEX HEOOXOIUMBIX
nmpuMecell B HHUKeENe, YTO O0ECIeYMBAeT KauyeCTBO BBITYCKAEMOW MPOIYKIIMUA, B KOTOPOU
MPUMEHSETCA JaHHBIN MEeTaILT;

— pa3paboTaHbI IOJIXOIBI K OTpeieseHuto mpuMeced B Hukene metogom UCIT-MC;

— IPaBUJIBLHOCTh PE3YJIbTATOB aHANW3a MOATBEPXKIEHA AHAIU30M CEepTU(UIMPOBAHHOTO
CTaHJapTHOro 00pa3lia HUKES;
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—1pu ompeneneHuu ¢ochopa B HUKEIE HEOOXOAMMO HCIOJIb30BaTh MaTEMaTHYECKYIO
KOPPEKILIMIO U BBIXOJHYIO MOIIIHOCTh Fe€HepaTopa 1mia3Msl, paBayto 1300 Br;

— oIpezieNieHHe >Kenne3a HeoOX0oAuMO NpoBoaAuTh B pexume usmepenus KED u ¢ ucnosns-
30BaHHMEM H30TONA ° Fe.
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