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JKaponpounvie nuxenesvie cniasvl (JKHC) signsiomes mamepuanamu, npumeHsieMbimMu OJist
U320MOGIEHUSL OOWUPHOU HOMEHKIAmypbl Oemaiell 2a3omypounHvix oeueamenei. YposeHvb
arcaponpounocmu KHC onpedensemcs ux Xumuieckum u QaszosbimM cOCmagom, a maxice npu-
MEHAEMbIMU  MEXHOA0UAMU  U32OMOGAEHUS, 00eCneyusanwyumMy  QopmMuposanue 3a0aHHol
cmpykmypbl mamepuana. Bascnvim gpakmopom 6 npomviuinennom npouzgoocmee JKHC u npu
nposedeHuU papabomox CnIA808 HOB020 NOKONEHUS AGNAEMCS BO3MONCHOCHIL KOHMPONSL XU-
MUYECKO20 COCMABA AUMOU NPYMKOBOU 3a20MO8KU U 20mosoti npodykyuu uz JKHC cospemern-
HbIMU MEMoOoamMu CneKmpaibHo2o ananusa. Ilposedena paspabomka Komniexca mMemooux u3-
MepeHutl MAccoBol 00U INIEMEHMO8 8 HCAPONPOUHBIX HUKELEGbIX CHAABAX MEemOOdMU MACC-
CReKmpoMempuy ¢ UHOYKMUBHO CEA3AHHOU NAA3MOU, ONMUKO-IMUCCUOHHO20 U PEHM2EeHOPIYO-
PECYEHMHO20 AHANU3A, NO36OTIAIOUE20 KOHMPOIUPOBANDb COOEPICAHUE TeSUPYIOWUX U MUKDO-
JIe2UPYIOWUX ITIEMEHMOS U PA3TIUYHBIX NPUMeCell.

Knrwuesvie cnosa: memoouxu usmepenuil, Hukeiesvle CHIAGbl, MEMPOIOSULECKUE XAPaKme-
PUCMUKU, MACC-CREKMPOMEMPULECKULl AHAIU3, ONMUKO-IMUCCUOHHBII AHATU3, PEHMEEHODIY0-
PECYEHMHBII AHAU3.
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DEVELOPMENT THE SET OF METHODS MEASUREMENTS
OF THE CHEMICAL COMPOSITION OF NICKEL-BASED ALLOYS

Heat-resistant nickel alloys are materials used to manufacture a wide range of gas turbine en-
gine parts. The level of refractory strength of the heat-resistant nickel alloys is determined by their
chemical and phase composition, as well as by the manufacturing techniques used, which ensure
the formation of a given material structure. An important factor in the industrial production of the
heat-resistant nickel alloys and in the development of new-generation alloys is the ability to con-
trol the chemical composition of the cast bar stock and finished products from the heat-resistant
nickel alloys by modern methods of spectral analysis. The development of a set of methods for
measuring the mass fraction of elements in heat-resistant nickel alloys by mass spectrometry with
inductively coupled plasma, optical emission and X-ray fluorescence analysis, makes it possible to
control the content of alloying and microalloying elements and various impurities.

Keywords: measurement technique, nickel alloys, the metrological characteristics, mass-
spectrometric analysis, optical-emission analysis, X-ray fluorescence analysis.
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Beenenne
CoctaB cOBpeMEHHBIX KaponpoyHbIX HUKeNeBbIX ciuiaBoB (PKHC) Bxitouaer mopsiaka
JIBYX JECATKOB JIETUPYIOIIUX U MUKPOJIETMPYIOIIUX JJIEMEHTOB, B TOM YHCJIE TYIOILUIaBKUX U
penko3zeMenbHbIX. J[1si oOecriedeHus: UIMTENBHOIO pecypca 3THUX CIUIaBOB HEOOXOIUMO
KOHTPOJIMPOBATh COJAEPKAHUE METAIUIMYECKMX M HEMETAUIMYECKUX IIPUMECeH, KOTOpOoe
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HE JIOJDKHO TPEBBIIATh NOMYyCTUMBIX 3HaueHuil Ha ypoBHe 0,0005-0,01% (mo macce). Ilpu
TOM aHanu3 conepxkanus komnoHeHToB B JKHC Ha mpeanpusatusx oTpacivd MPOBOIUTCS C
UCMOJb30BAHUEM  HOBOIO  TOKOJEHHS  NpUOOPOB  aTOMHO-DMHUCCHOHHOTO,  Macc-
CHEKTPOMETPHUYECKOTO, PEHTTEHO(MITYOPECIIEHTHOTO ¥ ONTHUKO-3MHUCCHOHHOTO aHaJH3a, TI03BO-
JISIFOIIUX TPOBOAUTH U3MEPEHHUSI B AKCIIPECC-PEKUME.

OnHako TpUMEHEHUE 3TOro 000PYIOBAaHUS ISl UCCIIEIOBAHUS XUMHUYECKOTO COCTaBa
Kak pa3pabatbiBaeMbIx nepcrnekTuBHBIX JKHC, Tak 1 cepuitHO BBIITyCKaeMbIX MapOK BO3MOXK-
HO JIMIIb MPU HAJUYUHU aTTECTOBAHHBIX METOJUK M3MEPEHH MacCOBOHM JIOJIM JIETUPYIOMIMX
3JIEMEHTOB U MPUMECEH, pa3pabOTaHHBIX JJIs IaHHBIX aHATUTHYEeCKUX pubdopos [1]. Hampu-
Mep, KOJIMYECTBEHHOE orpezaesienne xumuueckoro cocraBa KHC crnexkTpalbHbIM METOA0M
MPOBOJUIIOCH /10 HacTosimero Bpemenu corjacHo I 1.2.417-89 «Konu4ecTBEHHBIN CleK-
TPAJIBbHBIN aHAJIN3 HUKEIEBBIX CIUIABOB C (DOTOIIEKTpUUYECKON U (poTorpaduueckoit peru-
crpanueii ciektpay (BUAM, 1989), He oTBeuaroieii COBpeMEHHBIM TPECOOBAHHSIM.

B pabote [2] nokazano, uto mist onpenenenus B JKHC maccoBoil oM JIETHPYIONINX,
MUKPOJIETUPYIOIIUX 3JIEMEHTOB U HEKOTOPBIX MpHUMEced METOJOM aTOMHO-3MHUCCHOHHOTO
aHaJIn3a ¢ MHAYKTUBHO CBA3AHHOM MJIa3MOM 1MOJ00HBIE METOIUKHU YK€ CO3aHBI.

3amaua ompeneneHus CoAep KaHusl TaKMX AIIEMEHTOB, kak Bi, Pb, Sn, Zn, Ag, Cu, Cd,
Mn, As, Sb, P, Se, Te, Tl, conepkaruxcsi B HUKEIEBbIX CIIJIaBaX HA YPOBHIX MHJUIMOHHBIX J10-
nei (ppm), SBISETCS OYEHb BAKHOM U aKTyaJbHOH 3a/adyell B CBS3U C TE€M, YTO IMPEBBHIIICHUE
COJICP>KaHUS BBIIICYIOMSIHYTHIX JIEMEHTOB 00JI€€ YCTAHOBJICHHBIX B HOPMATHUBHOW JOKYMEH-
TallM¥ YPOBHEH MPUBOAUT K PE3KOMY CHM)KEHHUIO CBOMCTB. HampoTuBs, Takue peaxo3emMenbHbIe
aseMeHThl, Kak La u Y, MOBBIIAIOT JIMTEIbHYI0 MPOYHOCTh M YKAPOCTOMKOCTh HHUKEIEBBIX
criaBoB [3—10]. B HacTosiiee BpeMs AJisi KOHTPOJIS BPEAHBIX MPUMECEH U PEIKO3EMETbHBIX
AJIEMEHTOB B MPOAYKIIMH U3 HUKEJIEBBIX CIUIABOB MPUMEHSIOT MIPEUMYIIECTBEHHO XUMUYECKUE
U (U3UKO-XUMHUECKUE METOJIbl aHAIM3a C MPEIBAPUTEIbHBIM PACTBOPEHUEM MPOOBI B CMECH
KHUCJIOT, YTO HE TMO3BOJIIET MPOoBOAUTH aHaim3 oOpasznoB JKHC B skcmpecc-pexume B Xoje
MPOU3BOJCTBEHHBIX TU1aBOK [11]. Tlpumenenune merona macc-CIEKTPOMETPUU C HMHIYKTHBHO
CBSI3aHHOM IUIa3MOM B COYETAHUM C TEXHUKOW JIa3epHOro MpoOooTOOpa Mo3BOJISIET IPOBOANUTH
Takoi ananu3. Ho nqocTtoBepHbIe pe3yibTaThl HA TAKOM 000PYIOBaHUN MOKHO MOIYYUTh TOJIb-
KO TIPY HAJTMYMHM METOJUK MU3MEPEHUM, ONPEICIIIONUX TPeOOBaHUS K YCIOBHUSIM TPOBEICHUS
U3MepeHuii, 06e30MacHOCTH U OXPaHbl OKPYXKAIOIIEH Cpebl, CpeACcTBaM U3MEPEHUI, BCIIOMOTa-
TEIBHBIM YCTPOWCTBAM, MaTepraiaM, PeaKTHBaM, MOPSIKY MPOBEIACHUS U3MEPEHUN, 00paboT-
Ke, 0()OPMIICHHUIO ¥ KOHTPOJIIO Ka4eCcTBa pPe3yJIbTaTOB U3MEPEHUH.

enpro manHOM pabOTHI SABISAJIACH aKTyallbHAs 3a/laya pa3pabOTKH METOJUK HU3Mepe-
HUN XMMHUYECKOTO cocTaBa nepcnekTuBHbIX U cepuitHbiX JKHC peHTreHodmyopeciieHTHbIM,
ONTHUKO-DMUCCUOHHBIM, MAaCC-CIIEKTPOMETPHUUYECKUM U MacCC-CHEKTPOMETPUUECKUM C TPHU-
CTaBKOM J1a3epHO a0y METOIaMU aHaU3a.

PaGora BhIMONHEHAa B paMKax pealu3aluyd KOMILJIEKCHOM HayyHOW mpoOsiembl 2.2.
«Co3manue CTaHIapTHBIX 00pa3lloB COCTaBa, CTPYKTYPHl M CBOWCTB MEPCIIEKTUBHBIX KOMITO-
3UIMOHHBIX, THTEPMETALTUAHBIX MAaTEPHATIOB M CIUIABOB Pa3IMUYHOrO HazHaueHus» («Ctpa-
TErMuecKre HaIMpaBJICHUs Pa3BUTHUS MATEpUalIOB U TEXHOJOTHI MX MepepaboTKU Ha MEPHO
10 2030 rogar) [12].

MarepuaJibl 1 METObI
HccnenoBanus NpOBOIMIM Ha MAaCC-CIIEKTPOMETPE ¢ MHAYKTUBHO CBSI3aHHOM IUIa3MOM
ICAP QC ¢ mpucTaBKaMu Ja3epHOil aOJSIMU W THIPUAHOW TEHEepalud NapoB, OMTHKO-
HMHCCHOHHOM CIIEKTPOMETPE C HCKPOBBIM TI'€HEPATOPOM, PEHTI€HO(IYOPECHEHTHOM CIIEK-
tpometpe S8 Tiger.
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PesyabTaTsl

B npouecce nmpoBeneHus] SKCIEPUMEHTOB JJIs1 pa3pabOTKH METOANK U3MEpPEHH Mac-
COBOM JI0JIM BPEIIHBIX TIPUMECEH U peaKO3eMeNbHBIX 1eMeHTOB (P33) B HHKEIEBBIX CIUIaBax
Macc-CIIeKTPOMETPUYECKIM METOJOM aHalu3a OJHOW U3 BaKHEWIINX 3a/au ObLIT BHIOOp OI-
TUMAJIbHBIX YCIOBHM MPOOONOATOTOBKU JUIsl 0OOECHeueHus MOJHOTHI epeBoia aHaIU3Uupye-
MBIX 3JIEMEHTOB B PAacTBOP M TOJYYCHHS CTAOMIBHBIX PACTBOPOB HHKEJIEBBIX CIUIaBOB. Mc-
NBITAHUS TIPOBOJIMIIM C MIPUMEHEHHEM OTEYECTBEHHBIX M 3apyOeKHBIX CTaHIAPTHBIX 00pa3-
I[OB HAKEJICBBIX CILJIABOB.

s onpenenenus Si, B, Ca, Mg u P33 BeiOpamu Maccy HaBeCkH 05T, a Jaloke cMecH
JUTS pacTBOpeHHst — o0bemMoM 10 oM’ OMIMCTUUTMPOBAHON BOJIBI, 3 oM HCI, 1 oM’ HNOs. Ilpu
cofiepskaHUU XpoMa B ciiaBax >15% (o macce) BblleyKa3aHHAsi CMECh HE TIO3BOJISIET MOJIHO-
CTBIO PAaCTBOPUTH o6paseu, a pacTBOpeHHe HEOOXOAUMO MPOBOIUTH B ABa OTalla, ACHONE3Ys Ha
nepBoM stane 5 cm® HCI u 1o6assist Ha Bropom stare B pactBop 2,5 cm® HNOs i 5 em® 6mmm-
CTHJUTUPOBAHHOM BOJBI IEpe]] IMKIOM HarpeBa. BriOpaHHBIE CMECH PacTBOPESHUS JUTS OTIPE/e-
aenus P, Mn, Fe, Cu, Zn, As, Se, Ag, Cd, Sn, Sb, Te, Tl, Pb, Bi npeacrasnets B Tab1. 1.

Tabnuya 1
O0beMbI KUCJIOT JJIsl PACTBOPEHHS] HUKEJIEBbIX CIIJIABOB
aJis1 onpenenenus P, Mn, Fe, Cu, Zn, As, Se, Ag, Cd, Sn, Sb, Te, TL, Pb, Bi
Conepxanue Cr, ConepxaHue O0nem O0beM a30THOI O0nem
% (mo Macce) W+Nb+Ta+Hf+Mo+Si+Ti, BOJIBL, CM° KHCJIOTBI, CM° (GbTOpPOBOIOPOIHON
% (mo macce) KHCJIOTBI, CM

<12 <18 10 4 1
>15,<18 <12 10 4 1
>15,<18 >12 5 4 4
>18 — 5 4 4

- >18 5 4 4

B cBoro ouepens, as onpenenenust As u Se va yposae 0,00001% (o macce) HeoOX0-
JUMO YBEJIIMYUTh MacCy HaBECKU aHaluM3upyemoi npoost a0 0,2 T, HCHIQNB30BAT CMECh Al
paCTBOpeHI/I}I BKJIIOYarouryro 10 M’ OMAMCTHILIMPOBAHOW BOJIBI, 3 eM® HCI, 1 oM’ HNOs,
1 cm® HF, a Taxoke YCTaHOBKY TUJPUIHON reHepaluu napos.

[loctpoenne KamMOpOBOUHBIX TpaUKOB C UCIOIH30BAHUEM METO/Aa CTaHIAPTHBIX
NM00aBOK, KaKk W B aTOMHO-DMHCCHOHHOM aHAJIM3¢, HHUBEIUPYET MATPUYHBIC BIUSHUS Ha
norydaeMbie pe3ysibTathl. [lorpaBka Ha KaKYIIyOCsS KOHIICHTPAIIUIO 3JIEMEHTa B PACTBOPE MPOOBI
TIO3BOJISIET YCTPAHWUTh CIIEKTPATbHBIC TTOMEXHM OT IMOJIMATOMHBIX MOHOB 3JIGMEHTOB Ha OIpee-
JSIEMOM H30TOITe. B ciTydae Hamus KaxXyIecst KOHIICHTPAIUK BXOJIAIINX B COCTAB CIUIABA KOM-
TIOHEHTOB JIJISI €€ OTpe/IeNieHNs] HEOOXOIMMO U3MEPUTh BETMYMHBI KOHIIEHTPALIUH OMPeaesieMOro
M30TOMa B MOJEJIBHBIX PAcTBOPAX MEMIAIONIMX DJIEMEHTOB (HE CONEep)KalluX OMpeaesieMblit
W30TOM ), KOHIIEHTPAIIMsI KOTOPBIX COOTBETCTBYET COAEPKAHUIO JAHHBIX SJIEMEHTOB B CILIABE.

Pe3ynbrarthl MpOBEACHHBIX HCCIEAOBAHUN TMO3BOJIUIN pa3paboTaTh CIEIYIOIINe
METOJTUKH

— MM 1.2.052-2013 «MeToanka n3MepeHuii MaccoBOi oM BpeaHbIX npumeceit (P, Mn,
Fe, Cu, Zn, As, Se, Ag, Cd, Sn, Sb, Te, Tl, Pb, Bi) B HuKeNeBbIX CIJTaBax METOJOM MaccC-
CHEKTPOMETPUHM C HWHAYKTUBHO CBS3aHHOW IJIa3MOI» — CBHJIETENBCTBO 00 arTecTanuu
Ne06/2013-01.00276-2008, ycranaBnuBarolias Ipolelypy BBIIOJHEHUS M3MEPEHHMH Macco-
Boit nomu P, Mn, Fe, Cu, Zn, As, Se, Ag, Cd, Sn, Sb, Te, Tl, Pb, Bi B crztaBax Ha HUKETEBOM
OCHOBE B JIMaIa30HaX, IPUBEJACHHBIX B Ta0I. 2.

— MM 1.2.053-2013 «Meronuka u3mepeHuii MaccoBoii o npumeceit (B, Si, Ca, Mg) B
HUKEJICBBIX CIIaBaX METOJOM MacC-CIIEKTPOMETPUH C WHIYKTHBHO CBSI3aHHOM ILTa3MOM» —
cBuaeTenbecTBO 00 arrectammu Ne(7/2013-01.00276-2008, ycTaHaBimHBaroIias MpOIEAYPY
BBITIOJTHEHHS U3MepeHuid MaccoBoii monu B, Si, Ca, Mg B cruiaBax Ha HUKEIEBOW OCHOBE B
JUarna3oHax, MPUBEJICHHBIX B Ta0II. 3.
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Tabauya 2
MeTtpoaoruyeckue xapakrepucruku MU 1.2.052-2013
DieMeHT Jlnana3oH u3MepsieMbIX 3HAUCHHUIA, ITokazareas TOYHOCTH 16, %o,

% (1o macce) mpu P=0,95

P Ot 0,0002 10 0,05 BKIHOYUTEIBHO Ot 30 510 5
Mn Ot 0,00002 10 0,2 BKIIOYHTEIHLHO Or30 103
Fe Ot 0,000210 0,5 BKIFOYHUTEIHHO Ot 30 o 4
Cu Ot 0,0001 10 0,05 BKIIFOUHTEIBLHO Ot 30 10 6
Zn Ot 0,0001 10 0,05 BKIIOUUTETBHO Ot 20 10 4

Ga Ot 0,000210 0,005 BKIIOYHUTENHHO Or4 103
As Ot 0,00005 10 0,05 BKIIOYHUTENHHO Ot 30 mo 4
Se Ot 0,0002 1o 0,01 BKIFOUMTEIBLHO Ot 30 10 6
Ag Ot 0,000005 10 0,005 BKIIOYHUTENHHO Ot 20 10 8
Sn Ot 0,000005 10 0,005 BKIIOYHUTENHHO Ot 24 o 4
Cd Ot 0,0001 o 0,01 BKIIFOYUTENBHO Or20 no 7
Sh Ot 0,0000025 1o 0,005 BKIIOYHTEIBLHO Ot 30 mo 4
Te Ot 0,000005 10 0,005 BKIIOYHUTENHHO Or30 106
TI Ot 0,000005 10 0,005 BKIIOYHUTEIHHO Ot 30 10 6
Pb Ot 0,000005 10 0,005 BKIIOYHUTENHHO Ot 30 0 4
Bi Ot 0,0000025 no 0,005 BKIIOYHTEIEHO Ot 30 o 6

Tabnuya 3
Metposornueckue xapakrepucrukn MU 1.2.053—-2013
Dj1eMeHT Jlnana3oH u3MepsieMbIX 3HAUCHHUIA, ITokasarenas TOYHOCTH 16, %o,

% (1o macce) mpu P=0,95

B Ot 0,0001 10 0,05 BKIIOYHUTEIBHO Ot 30 10 6
Si Ot 0,001 mo 0,5 BKIIOYHTEIHHO Or30 108
Ca Ot 0,0005 o 0,05 BKIIFOYHTEIBLHO Ot 30 o 4
Mg Ot 0,00005 10 0,05 BKIIOUHTEIHHO Ot 14 o 4

— MU 1.2.060-2014 «MeTtoarka u3MepeHHU MacCOBOM JI0JIM BPEIHBIX ITpuMeceit (As, Se) B
HUKEJEBBIX CIUIaBaX METOJI0M Macc-CIEKTPOMETPUU C MHAYKTUBHO CBS3aHHOM MJIa3MOM € THI-
PUIHOM TeHepalei mapoB» — CBUACTENLCTBO 00 arrectammu Ne05/04.09.14-01.00276-2014,
yCTaHaBIIMBAIOIIAsl TIPOLEAYPY BBIMOIHEHHs] U3MEpEeHU MaccoBoil nonu Se u AS B cIijiaBax
Ha HUKEJIEBOM OCHOBE METOJOM MACC-CHEKTPOMETPHUHU C MHAYKTUBHO CBSI3aHHOW IIa3MOM C
THIPUIHON TeHepalneil mapoB B AMana3oHax, NpuBeIeHHbIX B Tab. 4 [13].

Tabnuya 4
Metpoaoruueckue xapakrepucruku MU 1.2.060-2014
DneMeHT Jlnana3oH n3MepsieMbIX 3HAUEHHH, IMokazaTenp TOYHOCTH 13, %,
% (1o macce) mpu P=0,95
Se Ot 0,00001 10 0,001 BKIIOYHUTENHHO Ot 30 o 4
As Ot 0,00001 g0 0,001 BKIIOYHUTENHHO Ot 14 o 4

He menee 3naunMoii Obla 3a7aya onpeaeacHusl ONTUMAIbHBIX YCIOBUIN MOJATOTOBKU
MOBEPXHOCTU M TPOBEACHMS aHaIM3a IPU HUCHBITAHUSAX HUKEJIEBBIX CIIJIAaBOB ONTHKO-
HYMHUCCHOHHBIM U PEHTTeHO(]IyopeclieHTHBIM MeToaamu [1, 11].

HemanoBaxHyo pojib MpH CO3JaHUM METOJIUK JJISl 3TUX METOJOB aHaIM3a ChIrpasiv
WCCJIEIOBAHMSI BIUSHUS IIEPOXOBATOCTH MOBEPXHOCTU HA CpEIHEE KBAAPaTUYECKOE OTKIIO-
HeHue (CKO) nmosydyaeMbIX JaHHBIX O COZEpX aHUH 3JIeMEHTOB, Tak Kak Bki1aa CKO (mpu ero
HAJIMYMM) B CIy4YailHyI0 COCTaBIISIIOIIYIO MOIPEHIHOCTU PE3YJIbTAaTOB MU3MEPEHHMM SBISETCS
3HAUUTEIbHBIM. DKCIIEPUMEHTAIbHO YCTAHOBJICHO, YTO BEJIMYMHA LHIEPOXOBATOCTH MOBEPX-
HocTU R; nomxHa ObITh He 6onee 20 MKM AJIs1 ONTHKO-3MHCCHOHHOTO aHaju3a, 3To obecrie-
YUBaeT HAWJyUlINe Pe3yJbTaThl aHAJIU30B MPU MPOUYUX PaBHBIX ycioBusX. [logoOHbIe 3aBU-
CUMOCTU JJIsi PEHTreHO(IYOPECIEHTHOrO aHaiu3a HE BbIABJICHBI. [IpoBeleHBl Takke
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UCCJIEIOBAHNS HAa OCHOBAHMM HAYYHO-TEXHMUYECKUX JIUTEPATypHBIX M CHPABOYHBIX JAHHBIX
[14, 15] npenmonaraeMbIX COAEp KaHUM AIIEMEHTOB B HUKEJIEBBIX CIUIaBaX IO BHIOOPY aHAIH-
TUYECKUX JIMHUM MPUOOPOB 1JIs OMpeIesIeHNUs JIETUPYIOUINX IEMEHTOB U IpruMecei.

OMnBITH IO OLIEHKE YCIOBUS MPOBEACHUS U3MEPEHUN ONTUKO-3MUCCHOHHBIM METOI0M
aHaJIM3a MO3BOJIMIIU ONPEEIUTh ONTUMaIbHOE BpeMs (2 ) mpeaBapUTeIbHOM MPOIyBKH ap-
TOHOM Iepe]l U3MEPEHUEM, a TaKkKe MPOJOHKUTEIHHOCTH MPEABAPUTENBHOTO 00KHra 00pas-
1a (8 ¢) u ooxkwura (5 ¢). Hactpoiiku reneparopa npubopa mpu 3TOM 3aJar0TCs TPOU3BOIUTE-
JeM 000pyI0BaHHUS.

B ciydae peHTreHo(IyopeceHTHOro aHannu3a HeoOX0AUMO BBHIOpATh HANPSHKEHHUE U
TOK reHepaTopa, 00ecIeynBaroIne TPEOyeMyr0 HHTEHCUBHOCTh IIEPBUYHOTO PEHTIE€HOBCKOTO
U3ITyYEHUS; KOJUTMMATOP, PACCTOSIHUE MEX]Y IUIACTUHAMU KOTOPOIO PEryIHpyeT pasperie-
HUE NMMKOB IIPY MPOBEICHUH U3MEPEHNU, 1 HHTEHCUBHOCTD CUTHANA (KOJUTMMATOP C OOJIbIIei
pazpemaroiieii cnocoOHOCThIO OOsagaeT Oojiee HU3KOH HHTEHCHBHOCTHIO MPOMYCKaeMOTo
CUTHAJIAa); TUIl KPUCTAJlIa U CYETUUKA I KaXKJOTO JIE€MEHTA.

Bce BhIIeniepeunciieHHbIE UCCIEI0BAHUS TPOBOIMIN C UCIIONBb30BaHUEM psijia 3apy-
OEKHBIX M OTEUECTBEHHBIX CTaHAApTHBIX 00pa3ioB (CO) criaBoB Ha HHUKeNIEBOM ocHoBe. Ha
UX OCHOBAHMH CO3JIaHBI CIEAYIOIINE METOIUKN U3MEPEHHIA:

— MU 1.2.061-2014 «Meroauka U3MEpEHUH MAaCCOBOW JOJH JICTUPYIONIUX AJIEMECHTOB U
npuMecel B HUKENEBbIX CIUIaBaX ONMTHUKO-dYMUCCHOHHBIM METO/IOM aHalln3a) — CBUJIETEIbCTBO
00 arrectanmu Ne06/04.09.14-01.00276-2014, ycranaBiuBaromas OpoueAypy BBIIOJTHEHUS
usMepenuii maccosoii nonu Al, B, C, Ca, Ce, Co, Cr, Cu, Fe, Hf, La, Mg, Mn, Mo, Nb, Ni, P,
Re, S, Sb, Si, Sn, Ta, Ti, V, W, Y u Zr B cruaBax Ha HUKEJIIEBOM OCHOBE METOJOM OITHKO-
AMHUCCHOHHOM CIIEKTPOMETPHHU B lMana3oHax, IpUBEICHHBIX B Ta0I. 5 [1].

Tabnuya 5
Metposornyeckue xapakrepucrtuku MU 1.2.061-2014

DieMeHT Juana3oH u3MepseMbIX 3HadeHHH, % (1o Macce) | ITokasaTens TouHoCTH 18, %, mpu P=0,95

Al Ot 0,001 o 15,0 BKIIOYUTEIIHHO Ot 7 no 3,5
B Ot 0,0001 mo 5,0 BKIFOYUTEIIHLHO Ot 12 10 3,5
C Ot 0,001 10 2,5 BKIIIOYUTENHHO Ot 20 10 3,5
Ca Ot 0,0001 mo 0,05 BKIIFOYHTEIIHLHO Ot 12 no 7
Ce Ot 0,001 10 0,2 BKIIFOUMTEIHLHO Ot 20 o 10
Co Ot 0,001 o 30,0 BKIFOYUTEIHLHO Or7m03
Cr Ot 0,001 mo 40,0 BKIFOYUTEITHHO Ot 10 10 3
Cu Ot 0,001 10 35,0 BKIIFOYUTEILHO Or 12 10 3
Fe Ot 0,001 o 50,0 BKIFOYUTEIHLHO Ot 7 no 3,5
Hf Ot 0,001 10 2,0 BKIIFOUUTETLHO Or 20 50 3,5
La Ot 0,001 1o 0,5 BKIIFOYHTEIBLHO 10
Mg Ot 0,0001 mo 0,01 BKIFOYHTEITLHO Ot 12 no7
Mn Ot 0,001 10 25,0 BKIIFOUUTEIILHO Or7n03
Mo Ot 0,001 1o 35,0 BKIFOYUTEILHO Ot 7 no 3,5
Nb Ot 0,001 1o 10,0 BKIIOUHTETHHO Ot 7 no 3,5
Ni Ot 50,0 70 90,0 BKIIFOYHTEIBLHO 3

P Ot 0,001 mo 0,1 BKIIOYHTEITEHO Or7m05
Re Ot 0,02 10 12,0 BKIFOYHTEIIHHO 4

S Ot 0,001 1o 0,2 BKIIOYHTEITEHO Ot 18 1o 10
Sh Ot 0,0001 10 0,01 BKIIFOYUTENBLHO Or 15 no 10
Si Ot 0,001 no 8,0 BKIFOYHUTEIILHO Or7no3
Sn Ot 0,001 o 0,1 BKIFOUHUTEIILHO Ot 7 no 3,5
Ta Ot 0,001 mo 8,0 BKIIFOYUTETHLHO Or 7 mo 3,5
Ti Ot 0,001 mo 6,0 BKIFOYUTEIHHO Or 7 mo 3,5
V Ot 0,005 1o 5,0 BKIFOYHTEIIHHO Or7n03
W Ot 0,001 1o 20,0 BKIIFOUHTEIILHO Ot 18 10 3,5
Y Ot 0,001 mo 1,0 BKIFOYUTEIHHO Ot 18 10 10
Zr Ot 0,001 10 2,0 BKIFOYHTEIIHHO Or7n03
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— MM 1.2.071-2015 «Metoauka U3MEPEHU MacCOBOM JIOH JIETHPYIONIUX 3JIEMEHTOB U
npuMeceld B HUKENEBBIX CIUIaBaX PEHTTeHO(DIyOpPECHeHTHBIM METOJOM aHallh3a» — CBHUJE-
TenbcTBO 00 arrectaruu Ne06/20.05.15-01.00276-2014 ot 20.05.2015, ycranaBiuBaromias
poLeAypPY BHIMOIHEHHs n3MepeHuii maccoBoit nonu Al, Co, Cr, Cu, Fe, Hf, La, Mn, Mo, Nb,
Ni, P, Re, Ru, Si, Ta, Ti, V, W, Y u Zr B ciutaBax Ha HUKEJIEBO OCHOBE peHTreHodyopec-
[IEHTHBIM METOJIOM aHaJIHM3a B IUara30HaX, MIPUBEICHHBIX B Ta0. 6.

Tabnuya 6
MeTtpoaoruueckue xapakrepucruku MU 1.2.071-2015

DeMeHT Jnamna3oH u3aMepsieMbIX 3HaYCHHUH, ITokazatens Tounoctu 6, %,
% (mo macce) opu P=0,95
Al Ot 0,05 10 15,0 BKIIFOYHUTEIHHO Ot 20 1o 3
Co Ot 0,05 10 25,0 BKIIFOYUTEIBHO Ot 12 1o 3
Cr Ot 0,05 1o 40,00 BKIIOYUTEILHO Ot 7 no 3
Cu Ot 0,05 1o 30,0 BKIIFOUMTEITHHO Ot 10 10 3
Fe Ot 0,01 1o 50,00 BKIFOUUTEIBLHO Ot 7 no 3
Hf Ot 0,05 10 2,00 BKIIFOUUTENHHO 6
La Ot 0,01 mo 1,20 BKIIFOUMTEITHHO Or20 go 7
Mn Ot 0,01 1o 15,00 BKITFOUUTETHHO Ot 7 o 3
Mo Ot 0,005 10 30,000 BKIIFOUMTENHHO Ot 7 1o 3
Nb Ot 0,005 10 6,000 BKITFOUMTEITHHO Or7nm03
Ni Ot 30 10 99 BKIFOYUTETHLHO 4
P Ot 0,005 g0 0,100 BKIIFOUMTEITHHO Or20 no 7
Re Ot 0,1 1o 8,0 BKIIOUNUTENHHO 3
Ru Ot 2,0 10 8,0 BKIFOYHUTEIHHO 3
Si Ot 0,01 10 7,0 BKIFOYMTEILHO Ot 20 1o 4
Ta Ot 0,05 1o 8,0 BKIIFOYHTEIHHO Ot 12 o3
Ti Ot 0,02 10 7,00 BKIIOUUTENLHO Or 12 no 4
V Ot 0,02 1o 2,00 BKIIFOUMTEITHHO Orl12no4
W Ot 0,05 10 16,00 BKIIOYHTENTHLHO Or 12 no 4
Y Ot 0,005 mo 1,500 BrIIFOUMTEITHHO Or20 003
Zr Ot 0,003 10 1,500 BKIFOYUTETHHO Ot 20 o 4

[Ipu pa3paboTke METOIMKN N3MEPEHUI MacCOBOH J10JIM BpeAHbIX npumeceil u P30 B Hu-
KEJIeBBIX CIUIaBaX MAacC-CIIEKTPOMETPUYECKHM METOZOM aHaIM3a C JIa3epHBIM MPoO00TO0pOM,
TaKKe KaK B DKCIIEPUMEHTaX npu co3manuu meromuk MU 1.2.061-2014 u MU 1.2.071-2015,
HE00X0/IMMO OBIJIO OLIEHUTH BIIMSHHE BEJIMUYMHBI IIEPOXOBATOCTH MOBEPXHOCTH R, Ha momy-
yaeMble pe3ysIbTaThl UCIIBITAHUHN. B 1onoIHEHNE K 3TUM UCCIIEJOBAaHUSIM OLIEHUBAJIM BIIUSHUE
TUNa abjJoHa MPOXKUTa MOBEPXHOCTH 00pa3loB U ONpeAessiin Tpedyemble mapamMeTpsl Ja-
3epHOro npoboordopa. B pesynbrare npoBeneHHBIX AKCHEPUMEHTOB YCTAaHOBJIEHO, YTO OII-
TUMAaJIbHOW BEJTMUMHOMN LIEPOXOBATOCTH SABISETCA 3HaueHue 5,8 MxMm. [[ns nazepHoro npodo-
0TOOpa ONTUMAJILHBIMU ITaApaMETPaMU SIBJISIOTCS OJHOHAIIPABJIECHHBIM NPOTSHKEHHBIN 111a0J10H
IIPOXKUTa, JUaMETp IATHA JIa3epHOro Jy4a 780 MKkM, MOLIHOCTh ja3epHoro ayda 100%, yda-
CTOTa UMIYJILCOB Ja3zepHoro Jyda 10 ', ckopocTh ckanupoBaHus mabdaona 200 Mxm/c.

ITockonbKy mapaMeTpsl Ipoliecca BBEACHUS NMPOO B Macc-CIIEKTPOMETP € HUCHOIb30-
BaHUEM IPUCTABKH JIa3epHOro Mpo00ooTOopa OTIMYAIOTCA OT IMapaMEeTPOB BBEIEHUSI PAacTBO-
PEHHBIX B KUCJIOTax OOpa3loB, JOMOJHHUTEIHHO MPOBEAEHBI HCCIEIO0BAHUS HEOOXOIMMBIX
HacTpoek o0opynoBaHus. ONTUMAaIBLHO UCIIOJIB30BATh CIEAYIOIINE JaHHbIE:

— BBIXO/IHasl MOIHOCTH reHeparopa 1250 Br;

— IUTa3MEHHAsl FTOpeJiKa ¢ MHKEKTOPOM TUaMETPOM 2 MM;

— KOHYC CKMMMepa (CO BCTaBKOW 2,8 MM) WM JIpyroil CKUMMep, NMpeaHa3HAYSHHbIN a1
paboThI B pe’KUME BBICOKON UyBCTBUTEIbHOCTH.
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[Tonyuennble qaHHBIE CTATM OCHOBOM /tst pazpadotku MU 1.2.072-2014 «Mertoauka
U3MEPEHUIN MacCOBOM JIOJIM BPEIAHBIX MPUMECEH M PEIKO3EMENIbHBIX JIEMCHTOB B HUKEJIEBBIX
CIUTaBaX METOJOM MacC-CIIEKTPOMETPHH C JIa3ePHBIM MPOOOOTOOPOM» — CBHJIETEIBCTBO 00
arrecraiuu  Ne07/20.05.15-01.00276-2014 ot 20.05.2015. [danHas METOIMKA ONpPEACISCT
Mpolenypy BHIOJHEHUsI u3MepeHuit maccoBoit o P, V, Mn, Fe, Cu, Zn, Ga, Ge, As, Se,
Ag, Zr, Nb, Ru, Sn, Cd, Sh, Te, Hf, Tl, Pb, Bi, In, Si, B, Ca, Sc, Y, La, Ce, Pr, Nd, Dy, Gd,
Ho u Er B cruraBax Ha HUKEJICBOW OCHOBE METOJOM MACC-CICKTPOMETPHH C JIa3ePHBIM
po0OoOTOOPOM B AMANa30HAX, IPUBEACHHBIX B Ta0I. 7.

Tabnuya 7
MeTtpoaoruueckue xapakrepucruku MU 1.2.072-2015

DneMeHT JlnamnazoH u3MepsieMbIX 3HaUCHHH, IToka3zarenas TOYHOCTH 10, %,
% (1o macce) mpu P=0,95
P Ot 0,005 1o 0,05 BKIFOYUTEIBEHO O140 o 15
V Ot 0,0001 10 0,20 BKIFOYUTEIHHO Ot 20 o 7
Mn Ot 0,001 1o 0,10 BKIFOYHUTEITLHO Or 15 m0 8
Fe Ot 0,01 go 0,40 BKIFOYHTEIHHO Ot 10 1o 8
Cu Ot 0,0001 mo 0,100 BKIIOUYHTEITEHO Ot 15 10 8
Zn Ot 0,0001 mo 0,0010 BKIIOYHUTENHHO 40
Ga Ot 0,0001 10 0,0020 BKIIOYNATETLHO 15
Ge Ot 0,0001 10 0,0020 BKIIOYNATEILHO 15
As Ot 0,0001 mo 0,005 BKIIOUHTEITEHO Ot 40 go 15
Se Ot 0,0001 mo 0,0050 BKIIFOYHTEITLHO Ot 40 no 15
Ag Ot 0,0001 mo 0,0010 BKIIOYHUTENHHO 15
Zr Ot 0,0001 10 0,06 BKIFOYUTEIBHO Ot 25 o 15
Nb Ot 0,001 10 0,200 BKIIFOYUTENBLHO 8
Ru Ot 0,0001 mo 0,200 BKIIOUYHTEITLHO Ot 25 10 8
Sn Ot 0,0001 mo 0,0040 BKIIOYHUTENHHO 15
Cd Ot 0,00005 10 0,00100 BKIIFOUHTEIEHO 25
Sh Ot 0,00001 110 0,0010 BKIIOYUTETHHO Ot 40 o 15
Te Ot 0,0001 mo 0,0030 BKIIOYHUTENHHO 15
Hf Ot 0,0001 mo 0,050 BKIIOUHTEITEHO Ot 40 go 15
Ta Ot 0,00001 mo 0,0010 BKIIFOYHTEIEHO Ot 25 no 15
Pb Ot 0,00005 10 0,0010 BKIIOYKUTEIHHO Ot 40 1o 15
Bi Ot 0,00001 g0 0,0010 BKIHOYHUTEIBHO Ot 25 5o 15
In Ot 0,00001 10 0,00100 BKIFOUHUTEILHO 15
Si Ot 0,005 1o 0,10 BKIFOYUTEITHEHO Ot 40 no 20
B Ot 0,0001 mo 0,050 BKIIOUHTEITLHO Ot 30 go 15
Ca Ot 0,0001 10 0,050 BKIIFOUHTETLHO Ot 40 o 15
Sc Ot 0,001 10 0,200 BKIFOYUTETLHO Ot 25 o 15
Y Ot 0,0001 m0 0,100 BKIIFOUUTEITILHO Ot 40 5o 15
La Ot 0,0001 mo 0,200 BKIIOUYHTEITLHO Ot 40 go 15
Ce Ot 0,0001 mo 0,200 BKIIOUYHTEITLHO Ot 40 oo 15
Pr Ot 0,0001 m0 0,100 BKIIFOUHUTEIILHO Ot 40 o 15
Nd Ot 0,0001 n0 0,100 BKIIFOUHUTEIILHO Ot 40 o 15
Dy Ot 0,0001 mo 0,100 BKIIOYHTEITLHO Ot 40 go 15
Gd Ot 0,0001 mo 0,100 BKIIOUYHTEITLHO Ot 40 no 15
Ho Ot 0,0001 mo 0,100 BKIFOUYHTEITLHO Ot 40 no 15
Er Ot 0,0001 m0 0,100 BKIIFOUHUTEIILHO Ot 40 o 15

O0cykaeHne U 3aK/JII0YCHUSA
Pa3paboranbl U aTTecTOBaHbl METOIMKUM HM3MEPEHHUH MaccoBOMl Aoiu mpumeceit P,
Mn, Fe, Cu, Zn, Ga, As, Se, Ag, Sn, Cd, Sb, Te, Tl, Pb, Bi, B, Si, Ca u Mg B >kaponpouHbIx
HUKEJIEBBIX CIUIaBaX METOJOM MAacC-CIHEKTPOMETPHM C MHAYKTHBHO CBSI3aHHOW IIJIA3MOM,
MacC-CIEKTPOMETPUM ¢ UHAYKTUBHO CBSI3aHHOM IUIa3MOM € IIPUCTABKOW TMAPUIHON reHepa-
[Uel MapoB, MACC-CIIEKTPOMETPUU C MHAYKTHBHO CBSI3aHHOM IUIA3MOM C HCIIOJIb30BAHHEM
NPUCTaBKU J1a3epHOro mpoboorbopa. Pa3paboTaHa m aTTecToBaHa MeETOAMKA H3MEpPEHHA
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maccoBoii goau Al, B, C, Ca, Ce, Co, Cr, Cu, Fe, Hf, La, Mg, Mn, Mo, Nb, Ni, P, Re, S, Sb,
Si, Sn, Ta, Ti, V, W, Y u Zr B HUKEJIEBBIX CIIJIaBaX ONTHKO-IMHCCHOHHLIM METO0M aHAaJIN3a.
Pa3paborana u arrecroBaHa Meroauka udmepeHuii maccoBoit goiau Al, Co, Cr, Cu, Fe, Hf,
La, Mn, Mo, Nb, Ni, P, Re, Ru, Si, Ta, Ti, V, W, Y u Zr B HUKEJIEBbIX CIUIaBaX PEHTTEHO-
¢biyopecleHTHBIM METOJIOM aHaiu3a. YCTAHOBJIEHBI ONTHMAJbHBIE YCIOBUS IMOATOTOBKHU
npo0 HUKENEBBIX CIUIABOB, BHIOPAHBI AHATUTUYECKHUE JIMHUU M MAacChl OMPEIEISIeMbIX dJie-
MEHTOB, CBOOOJHBIE OT CIEKTPAIbHBIX HajoXkeHHH. OLleHEeHO BIMSHUE IIEPOXOBATOCTH MO-
BepxHoctt Ha CKO pe3ynpratoB aHanu3oB. BrpiOpaHbl HACTpOWKH aHAIUTHYECKOTO
000opyToBaHuUs.

Arttecranus meroauk usmepenuit mposeaena no 'OCT 8.563-2009 B akkpenuToBaH-
HOM Ha JaHHBIN BUJ JedarenbHOCTH opraHuzanuu — OI'YIT «BHUMO®DN». Bece metonuku
BHeceHbI B DenepanbHblil HHOOPMAITMOHHBIN (GOH/ 110 00ECIICYEHUIO eIMHCTBA U3MEPEHUH.

Meroauka MU 1.2.052-2013 wm3mepeHuit maccoBoil moim BpeaHbix npumeceid (P,
Mn, Fe, Cu, Zn, As, Se, Ag, Cd, Sn, Sb, Te, Tl, Pb, Bi) B HUKeIeBBIX CIIaBaX METOAOM
Macc-CIIEKTPOMETPUU ¢ MHAYKTUBHO CBA3aHHOM IJIa3MOI» 00eCrieurnBaeT orpeesieHue die-
MEHTOB B nuanaszone ot 0,5-5 go 10-100 ppm.

Metonuka MU 1.2.053-2013 usmepenuit maccoBoii nonu npumeceit (B, Si, Ca, Mg)
B HUKEJICBBIX CIUIABaX METOJOM MAacC-CIIEKTPOMETPUU C MHIYKTHBHO CBS3aHHOW ILTa3MOU
obecrieunBaeT onpeaesieHne dJIeMEHTOB B Auanazone ot 1-10 qo 500 ppm.

Metonuka MU 1.2.060-2014 u3mMepeHuii MacCOBOW JOJM BPETHBIX MpuMeceit (As,
Se) B HUKENEBBIX CIIaBaX METOAOM MAacC-CHEKTPOMETPUM C MHAYKTUBHO CBSI3aHHOM IIa3-
MO ¢ THApPUAHON TeHepalueil mapoB oOecrneuuBaeT omnpexaeneHue As, Se B jauanasoHe
0,1-10 ppm.

Metonuka MU 1.2.061-2014 u3mepeHnii MacCOBOM J0JIH JICTUPYIOIINX dJIECMCHTOB H
npuMecell B HHUKEJIEBBIX CIUIaBaX ONTUKO-DMHCCHOHHBIM METOJOM aHaln3a O0ecreuynBaeT
OTHOCUTEIILHYIO TTOTPEIIHOCTh ONPEISIICHUS JICTHPYIOIIMX 3JIEMEHTOB He Oomnee 5% mpu
3HAYEHHUAX MaccoBOU goiu Ooiee 1%.

Metoauka MU 1.2.071-2014 uzmepeHunii MacCOBOM JT0JIM JIETHPYIOIIUX 3JIEMEHTOB H
npuMecell B HUKEJNEBBIX CIJIaBaX PEHTIeHO(MIYyOPECLEHTHBIM METOJOM aHalln3a o0ecreydu-
BaeT OTHOCHUTEIIHYIO MOTPEIIHOCTh OIPEICICHUS JICTUPYIONINX JJIEMEHTOB He Ooiee 5%
IpY 3HAYEHUSIX MaccoBoi aonu 6osee 1%.

JlnmuTenbHOCTh BhIMOMHEHUs u3Mepenuit oopasnoB XKHC mo HekoTopbiM U3 pazpabo-
TaHHBIX METOIMK COCTaBIsIeT OT 2 A0 5 wMuH, BcaeactBue dero MM 1.2.061-2014,
MU 1.2.071-2015 u MU 1.2.072-2015 moryT OBITH HCIIOIB30BAHBI JUIS BBHIMOJHEHHS JKC-
mpecc-aHalli3a B Mpoliecce MPOBEACHUS MIIaBKH, UTO UMEET OOJIbIIOEe 3HAYCHHE AJisl oOecrie-
YeHHS KauecTBa BBIMYCKAEMOMN MPOIYKIIMH, TaK KaK IMO3BOJISIET CBOCBPEMEHHO TPOU3BECTH
KOPPEKIIHIO XUMUYECKOTO COCTaBa TJIaBKU.

B Hacrosimee Bpems pa3pabOTaHHBIE METOIMKH U3MEPEHHUH MCTIOIB3YFOTCS JIJIST KOJTH-
YECTBEHHOTO ONpeAeNeHUs JIETUPYIOUINX SJIEMEHTOB, IPUMecei B )KapOMPOYHBIX HUKEIEBbIX
CIUIaBaX WM MPUIIOSX HA HUKEJIEBOW OCHOBE B coOCTBEHHOM Ipou3BojicTBe PI'YII «BUAMY,
a TakXe MpU OIEHKE XMMHUYECKOTO COCTaBa CEPHITHO BBIMYCKAEMBIX M pa3pabaThIBaeMBbIX
CIIJIaBOB.
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