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Paccmompervt 60npocbl npuMeHeHUs: amOMHO-IMUCCUOHHO20 U MACC-CNeK-
MpoMempu4ecKoeo ¢ UHOYKIMUBHO CEA3AHHOLU NAA3MOU Memodo8 aHaiu3a 043
KOHMPOAS XUMUHECKO20 COCMABA JCaponpouHvlx Hukenegvix cnaaeos (XKHC).
Yemanoenenot yenosus npobonodeomosxu npo6 XKHC: cmecu xuciom, memne-
pamypul u épems pacmeoperus. Ilposeden evibop anarumuveckux AUHUIL ne2i-
DYIOUUX INEMEHMO08 U MACC KOHMPOAUPYEeMbIX NPUMeCEll 8 HUKeAeBbiX CHAABAX.
Pazpabomanvr memoouxu uzmepenui Xumu4ecKko2o cocmasa memooamu amom-
HO-9MUCCUOHHO20 U MACC-CNeKMPOMempU4ecKo20 ¢ UHOVKMUBHO CBA3AHHOI
naasmoil anaausa. HMzeomoenenvt u ammecmogansl KOMNACKMbl CMAHOAPMHbIX
00pasy06 ¢ epedubimu npumecamu (Zn, As, Se, Ag, Cd, Sn, Sb, Te, Tl, Pb, Bi) ¢
ouanazorne maccoswvix doaeii om 0,0001 do 0,005% (no macce), pedkosemenvHbix
anemenmog — om 0,0001 oo 0, 1% (no macce), a makxce npouux npumeceii (P, B,
Fe, Si, V, Ru, Zr, Hf, Ca, Mg) — om 0,0001 do 0,5% (no macce) oas karu6pog-
KU ONMUKO-IMUCCUOHHBIX CNEKIMPOMEMPO8, MACC-CHEKMPOMEMPOE C AA3EPHbIM
npo60omoOOPOM UAU MACIOUWUM PA3PAOOM.

Karouesvie caoea: naazmennvie Memoovt AHaNU3A, JHCAPONPOUHDbIE HUKENeBble
CNAaBbL, MeMOOUKU UBMEPEHUIL, CIMaHOapmHble 00pasib..
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Plasma methods of nickel alloys elemental chemical composition analysis

The paper deals with the use of atomic emission and mass spectrometry with
inductively coupled plasma analysis techniques to control the chemical composition
of heat-resistant nickel alloys. The conditions for the sample preparation of heat-
resistant nickel alloys samples are determined: mixture of acid, temperature and
dissolution time. Selection of analytical lines of alloying elements and impurities
in the mass-controlled nickel alloys has been made. The methods of measurement
of the chemical composition by atomic emission and mass spectrometry with
inductively coupled plasma analysis have been developed. Kits of reference samples
with harmful impurities (Zn, As, Se, Ag, Cd, Sn, Sb, Te, Tl, Pb, Bi) in a range of
mass fractions from 0,0001 to 0,005% wt. rare earth elements from 0,0001 to
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0,1% wt. and other impurities (P, B, Fe, Si, V, Ru, Zr, Hf, Ca, Mg) from 0,0001
to 0,5% wt. have been manufactured and certified to calibrate the optical emission
spectrometers, mass spectrometers with laser sampling or glow discharge.

Keywords: plasma analysis techniques, heat-resistant nickel alloys,
measurement technique, certified reference materials.

Beenenue

bnarogaps pa3BUTHIO MHCTPYMEHTAJIbHBIX METOIOB aHAIM3a B MOCJICIHNE
TOIbI IIMPOKOE paCIIPOCTPaHEHNE Y IPUMEHEHNE IOIYININ METOIBI, NCIIOJIb-
3yIOIIMe B Ka4eCTBE NCTOYHMKA BO30YKACHUSI MHIYKTUBHO CBSI3aHHYIO ILIa3-
My (puc. 1), KoTopast o0pa3yeTcsl BHYTPH pa3psaHON KaMephl (TOPEJIKN) MpU
HAJIOXXEHUM BBICOKOYACTOTHOI'O MEPEMEHHOro MarHuTHoro moisi. K takum
METOIaM OTHOCSITCS aToMHoO-3MuccrmoHHas criekrpomerpust (MCIT-ADC) u
macc-crniekrpometpust (MCIT-MC). B o6oux meTomax rmpoba B BUae pacTBO-
pa ImogaeTcs B pacIbUIUTENIBHYIO CUCTEMY CIIEKTPOMETPA, IIOCJIE Yero B BUIE
adpOo30JIs TIOCTYNAeT B MHIYKTUBHO CBSI3aHHYIO IIJIa3My, IIe IIPOMCXOISIT IIPO-
LIeCChl aTOMU3ALIMM, MOHU3ALMU U BO30OYKIEHUSI KOMIIOHEHTOB MPoOkl. Me-
TOA aTOMHO-3MHCCUOHHOM CIIEKTPOMETPUU OCHOBAaH Ha M3MEPEHMU MHTEH-
CHBHOCTH JIMHUI 3MUCCUM OIIpEAe/ISIEeMbIX 3JeMeHTOB. [IpuHIMI AeiicTBUS
MaccC-CIIEKTPOMETPOB OCHOBAaH Ha OIPENEICHUM IMOJOXMTEIbHO 3apsiKeH-
HBIX MOHOB, 00Pa30BaBIIMXCS B IIPOLIECCE MOHM3ALMY MU30TOIIOB 3JIEMEHTOB
B MHAYKTUBHO CBSI3aHHOM Iu1a3zMe. Macc-CeKTpOMETPHsI OTIIMYAETCSI BBICO-
KO Y9yBCTBUTEIBHOCTBIO IO CPABHEHUIO C SMHCCHUOHHBIM METOIOM U IIpH-
MEHSIETCSI B OCHOBHOM [IJISI OIIpeIeeHUs 3JIEMEHTOB IIpUMeCceil U CeIOBbIX
KOHIIEHTPAIIMil XUMUYECKHNX 3JIEMEHTOB B Pa3JIMYHBIX 00bEKTaX. ATOMHO-3-
MMCCHOHHAsI CIIEKTPOMETPHS yOI0OHA IIJIsI OIPEASICHMST CONePKaHUSI OCHOB-
HBIX JICTMPYIOIIMX 2JIEMEHTOB B CIIaBaX. B KoMmIuiekce 3Tu aBa MeToma JaioT
BO3MOXXHOCTb IIPOBOJIUTH JIEMEHTHBINM aHAJINU3 CIUIABOB C COAEPXKAHUEM dJIe-
MEHTOB B JUaIla3oHe OT A0Jiei ppm H0 JeCITKOB % MaccoBoii monu. OgHaKo
IIOCTOBEPHBIE PEe3y/IbTaThl YKa3aHHBIMU METOIAMM MOXKHO IOJIYYUTb TOJIBKO
IIPY HAJTMYMU METOAUK M3MEPEeHUI, OIIPEALISIONINX TPEOOBAaHUS K YCIOBUSIM
MPOBEICHUS U3MEPECHUM, CPEACTBAM U3MEPECHMI, BCIOMOTaTEJIbHBIM YCTPOM-
CTBaM, MaTepuajaM, peaKTUBaM, IOPSIKY IIPOBEASHNUS M3MEPEHMIA, 00paboT-
Ke, 0OpMJICHIIO ¥ KOHTPOJIIO Ka4eCTBa PE3y/IbTaTOB U3MEPEHMIA.

B nma6oparopun «CnekrpajibHble, XUMAKO-aHATUTAYECKHNE MCCISIOBAHMIS
U 3TajoHHbIe 00pa3ub» OI'YIT «BUAM» B 2009—2015 IT. BEIIIOJIHEH 0OJIb-
1ot 00beM paboT [1—5] mo pa3paboTke METOAUK M3MEPEHUI 3J1€MEHTHOTO
XUMHUYECKOTO COCTaBa XapOIIPOYHBIX HUKEJIEBBIX CIUIaBOB [6—8] MeTomamu
aTOMHO-3MHMCCHOHHO CIIEKTPOMETPHUU U MACC-CIIEKTPOMETPUU C MHIYKTUB-
HO CBS3aHHOW TLJIAa3MOM.
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ATOMHO-3MHCCHOHHAS CIIEKTPOMETPUSI U MACC-CIIEKTPOMETPUS
C MHAYKTHUBHO CBSA3AHHOM IJIA3MOM

ITpu pa3paboTke METOAMK U3MEPEHUI MacCOBOI JOJM JIEMEHTOB B HUKE-
JIEBBIX CIIaBaX METOIOM aTOMHO-3MUCCUOHHOM CIIEKTPOMETPUY C UHAYKTUB-
HO CBSI3aHHOI TJ1a3MOIi MepBOIl U HanboJiee CI0XKHOM 3amayeil ObLUIO TTpoBe-
JIEHVEe WUCCJIeNOBaHMI 1O BHIOOPY ONTUMAJbHBIX YCIOBUM NMPOOOMOATrOTOBKY
IUIs1 0O6ecIieyeHus MOJIHOTHI TTepeBOo/la aHAIM3UPYEMBIX 3JIEMEHTOB B PaCTBOP
Y TOJIyYeHUsI CTaOWJIBbHBIX PaCTBOPOB HUKEJEBBIX cIiaBoB. C 3Toil 1ieabio
MPOBOJMJIMCH 3KCIIEPUMEHTHI IO PACTBOPEHMIO CTPYXKKU CILIaBOB B pa3iny-
HBIX MUHEPAJIbHBIX KMCJIOTaX.

Haunbonee ClOXHBIM 37€MEHTOM C TOYKU 3pE€HHUS] MPOOOMOATrOTOBKU U
OIpeaesIeHUST OKa3aJICsl KPEMHU. DTO CBA3aHO CO CAEAYIOIMMU XUMUYECKU -
MM CBOMCTBAMM KPEMHMUS:

— KpeMHMIt 00pa3yeT Mpu pacTBOPEHUM C (TOPOBOAOPOAHON KMCIOTOMU
JleTyyee coefuHeHue — (bTOpUI KPEeMHUS;

— U3 KOHLIEHTPUPOBAHHBIX PACTBOPOB B MPUCYTCTBUU a30THOM U COJITHOM
KUCJIOT KPEMHMI BBINIAAAeT B BUJIE METAKPEMHUEBOI KUCIIOTHI;

— KPEMHHUU BBIMBIBA€TCS pacTBOpaMu (TOPOBOJOPOIHON KMCIOTHI U3
KBapIIEBOM, CTEKJISTHHOM TTOCYbI U Y3JIOB CPEICTB U3MEPEHUIA.

KpemHuit B KauecTBe mpuMecH MPUCYTCTBYET B KapOMPOYHBIX HUKEJIe-
BBIX CIUIaBax U B KAUYECTBE JIETUPYIOLIETO 3JIEMEHTA COAEPXKUTCS B HEKOTOPBIX
TIPUITOSIX HA HUKEJIEBOU OCHOBE. B CBSI31 C 3TUM SBJISIETCS BeChbMa aKTyaJIbHOMU
3aJa4ya paclIMpeHUs qrana3oHa onpeaeieHUsl KpeMHMS B HUKEJEBBIX CILIaBax
MeTonoM MCIT-ADC s pa3paboraHHol B padoTax [1, 2] METOOUKU U3Mepe-
Huit ot 0,001 1o 8% (110 macce).

C 1eplo UCKIIIOYEHUST TOTeph KPEMHUST pacCTBOPEHHE 00pa3lioB HUKEE-
BBIX CILJIABOB MPOBOJAMIN B CUCTEME MUKPOBOJIHOBOTO pa3jioxeHus Milestone
ETHOS 1 Bo ¢ToporiacToBbix cocyaax o0beMoM 75 cM® ¢ aBapuiiHbIM cOPO-
COM JaBJIEHUS.

OnpeneneHue kpemHust MmetrogoM MCIT-ADC BbINOIHSAIN HA CIEKTPOMET-
pax Varian 730 ES u Agilent 5100 ¢ akcuaabHbIM 0030pOM I1JIa3Mbl C CUCTE-
MO BBOJa aHAJIM3UPYEMBIX PAaCTBOPOB B CIIEKTPOMETP: KBaplieBasi ropejika —
Quartz Torch for Varian Axial; crekJisiHHas pacnblIUTeNbHasA Kamepa — Twister
Spray Chamber; cTeKJISIHHBIA KOHLEHTPUYECKUIA paclbliUuTeab — SeaSpray
Nebulizer 2mL/min. Ins onpeaeneHus KpeMHUsI B pacTBopax (pTOPOBO-A0-
POMHOM KHMCJOTHI MCITOJb30Baiy IIJIAaCTUKOBBINA pacnbuiuteb PolyCon
Nebulizer u ¢pToporiacToByto pacnbUiMTeabHYI0 Kamepy Tracey TFE. Kpome
Toro, onpeneiaeHue kpeMuus metonoM MCIT-ADC BBINIOIHSAIN Ha CHEKTPO-
Metpe OPTIMA 8300 ¢ akcuaabHBIM 0030pOM I1J1a3Mbl C CUCTEMOI BBOJIa aHAa-
JIM3UPYEMBIX pacTBOPOB B CIIEKTPOMETp: KBaplieBas ropenka — Quartz Torch
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a) a)

i

Puc. 1. Cxema daxkena (a) u pororpacusi (6) MHIYKTUBHO CBSI3aHHOM T1a3Mbl:
1 — nmoToK aproHa; 2 — ropeJika; 3 — oxJiaxaaeMblii UHIYKTOD;
4 — nna3Mma ¢ temnepatypoit ~10000 K; 5 — a3po3osb aHaIu3upyeMoit mpoobl

(%Y

[/ 4

C KOPYHIOBBIM MHXXEKTOPOM; CTEKJISIHHAS paclblInTeIbHas Kamepa — Cyclonic
Spray Chamber; CTeKISTHHBIN KOHIIeHTprYecKuii pactibuinteab — MEINHARD
Nebulizer. s onpeneneHnss KpeMHUST B pacTBopax (DTOPOBOIOPOTHON KHUC-
JIOTHI MCIIOJIB30BAJIM IOIIEPEYHO-IIOTOKOBBIN pacHbUInTEb (cardup,/pyorH)
¢ TUTaCTUKOBOM KaMmepoii CKoTTa.

Ha ocHoBaHMU MpOBEOCHHBIX 3KCIIEPUMEHTOB BBHIOPAHBI CICAYIOLINAE YC-
JIOBHMSI MUKPOBOJIHOBOI ITPOOOMOATOTOBKY HUKEIECBBIX CIIABOB U OIIpeaeic-
HUS kKpemHus MmerogoMm ADC-UCIT:

— MIpH onpeaeaeHnun kpemuus B nuamnasone ot 0,001 no 3% (1o macce) —
macca Hasecku 0,1 1; cMech 11s1 pactBopeHus: 10 cM® OMIMCTUIUIMPOBAHHOMR
Bonsl, 3 cm® HCL, 1 cm® HNO;

— npu onpenejeHU KkpeMHus B nuamnasode ot 0,001 go 0,1% (o macce)
IpH cofepkaHuu xpoma >15% (mo Macce) — macca HaBecku 0,1 T; Ha mepBoit
craguu 10 cm® HCI; Ha BTOopoii — MOBTOPHOE pacTBOpeHUE (HAarpeB->BhIAEPK-
Ka->OXJIaXIEHHE); Ha TpeThell — mobassum 2,5 cm® HNO;

— MpM onpeaesieHnu KpeMHus B auanasone ot 0,1 1o 8,0% (1o macce) ripu
comepxaHuu xpoma >15% (1o macce) — Macca HaBecku 0,1 T; Ha mepBoii cTa-
INU CMECh KUCIOT: 5 cM® ouauctuimpoBanHoit Bonsl, 5 cm® HCI, 2 cm? HF;
Ha BTOpoil — nobasnsmm 1 e’ HNO,;

— MIpM onpeaesieHn KpeMHus B auana3one ot 3,0 1o 8,0% (1o macce) ripu
comepxaHuu xpoma <15% (mmo macce) — macca HaBecku 0,1 r; cMech i pac-
tBopenus: 10 cm® Boawl, 1 e’ HNO,, 2 cm’ HF,
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— pacTBOpeHMe MPU TOCTeIIeHHOM HarpeBe 10 TeMmeparyphl 170°C B Teue-
Hue 20 MuH, Bpems yaepxkaHus 20 MUH.

st Toro 4ToObl N30eXXaTh BEIMBIBAHUS KPeMHUST (PTOPOBOIOPOIHOM KHC-
JIOTOM M3 KBapleBOM, CTEKJISIHHOM ITIOCYObl U Y3JIOB CPEACTBA U3MEPEHUM,
HCITOJIL30BAJIM TUIACTUKOBBIN pacmbuinTeab — PolyCon Nebulizer u ¢propo-
TUTACTOBYIO pacibuinTebHyo Kamepy Tracey TFE. Haunyuinue metponoru-
YeCKHE XapaKTepUCTUKM IS JaHHON METOAVKM M3MEPEHUI TIOTydeHbl Ha CIIeK-
tpoMeTpe Agilent 5100 (puc. 2): npenen onpenenenus 0,001% (o macce) — mst
pacTBOPOB ¢ (GTOPOBOAOPOAHOIM KUCIOTOI, OTHOCUTEIbHAS MOTPEIIHOCTh HE
npeBbimana 3% B nnanasoxe ot 0,1 no 8% (1o macce).

Puc. 2. Cnekrpomerp Agilent 5100 (UCII-ADC)

Bo ®I'YII «<BUAM» ucciemoBaHusI XMMHUYECKOTO COCTaBa HUKEJIEBBIX
CIUIaBOB Ha cojaepxaHue BpeaHbix npumeceir Mmeromom MCIT-MC nposo-
JSITCS HA Macc-CIEKTpOMeTpax ¢ MHAYKTUBHO CBSI3aHHOM TL1a3moi XSeries
II m iCAP Qc (puc. 3) mpomsBonctBa pupmbl Thermo Scientific (Iepmanust),
KOTOpBI€ SBJISIOTCS OMHUMM U3 JIYYIIUX aHATIM3aTOPOB 3JIEMEHTHOIO COCTaBa
pa3IUYHBIX MAaTepUAJIOB.

714 BBILIIEyKa3aHHOTO 000PYIOBaHUS TTPOBeaeHa pa3paboTka METOIUK U3-
MEpEeHUil MacCoBOM N0 MpuMeceil B HUKeNeBbIX ciiaBaXx. Ha ocHoBaHMU
MPUBEACHHBIX 3KCIIEPUMEHTOB C MCIOJb30BAaHMEM CTAaHIAPTHBIX OOpa3loB
HUKEJEBbIX CIIJIAaBOB C aTTECTOBAHHBIMM 3HAYEHUSIMU MACCOBOW JOJU dJie-
MEHTOB BbIOpaHbI YCJIOBUSI MUKPOBOJHOBOI MPOOOMNOATrOTOBKY AJISl OIpeae-
nenus P, Mn, Fe, Cu, Zn, As, Se, Ag, Cd, Sn, Sb, Te, T1, Pb, Bi, Si, B, Ca, Mg,
a takxe P39 meronom MCIT-MC.
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k -
Puc. 3. Macc-cneKTpoMeTp ¢ MHAYKTUBHO cBg3aHHOM 1a3Moil iCAP Qc

Ycnosus nns onpenenenus Si, B, Ca, Mg, a takxke P39 cienyioiiue:

— cMech It pactBopeHus: 10 cm?® ounucTwmnpoBaHHoi Bonsl, 3 cm® HCI,
1 ecm, HNO,;

— TIpY colepxXaHuM xpoma >15% (mo macce) pacTBOpeHHE HEOOXOIUMO
MPOBOAUTL B ABE CTaIUM: Ha nepBoil cragun — B 5 cm® HCI, Ha Bropoii — B
2,5 cm® HNO, 1 5 cM® GMAMCTUILUI-POBAaHHOM BOJIbI;

— pacTBOpeHUe TMpU TTOCTEIIeHHOM Harpese 10 TeMnepatyphl 170°C B Teue-
Hue 20 MmuH, Bpems yaepxkaHus 20 MUH.

Ycnosus g onpenenenus P, Mn, Fe, Cu, Zn, As, Se, Ag, Cd, Sn, Sb, Te,
Tl, Pb, Bi:

— CMeCh JUISl pacTBOPEHUS IIpeACcTaBeHa B TabJIMLIE;

— pacTBOpeHUe MpU TTOoCTeIIeHHOM Harpese 10 TeMmneparypsl 140°C B Teue-
Hue 15 muH, Bpems yaepxaHus 20 MuH.

O0BbeMbI KHCJIOT JJIS1 PACTBOPEHHS] HUKEJIEBBIX CILIABOB IS ONpee/IeHus
P, Mn, Fe, Cu, Zn, As, Se, Ag, Cd, Sn, Sb, Te, Tl, Pb, Bi

Copaeprkanue Copneprkanue O0bem O6bem asoTHOH | OOBeM (GTopoBOIOPORHOM
Cr W+Nb+Ta+Hf+Mo+Si+Ti BOJIBI KUCJIOTHI KHCJIOTHI
% (1o macce) o™’

<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

IIpaBmibHOCTE pa3paOOTAaHHBIX METONMK IIPOBEPSIA C IIPUMEHEHUEM
VTBEPXKIEHHOTO THUIIA TOCYIAapCTBEHHBIX cTaHmapTHHIX oOpasioB (I'CO) co-
CTaBa CIIaBOB Ha HUKEJIEBOM OCHOBE.
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1151 MOBBILIEHUsI TOYHOCTY pPEe3YJIBTaTOB aHaIu3a MCIOJb30BaIM B Kaye-
CTBE BHYTPEHHETO CTaHaapTa JUHUIO nHIug A=410,176 HM.

C 1eb0 yMEHBIICHUS MAaTPUYHBIX BJIVSHUI IIPU TTOCTPOSHUN TPaLyUupo-
BOYHBIX 3aBUCMMOCTEI BbIOpaH METOJ CTaHAAPTHBIX 100aBoK. [1pu 3TOM HC-
noab3oBaiiu yrBepxkaeHHOTro ThIta 'CO cocTaBa pacTBOPOB MOHOB 3JIEMEHTOB.

[IpoBeneH BLIOOP OCHOBHBIX M aJbT€PHATUBHBIX aHAIMTUYECKUX JIMHUI U
Macc ISl OINpeAe/ieHUs] 3JIEMEHTOB METOJAaMU aTOMHO-SMMCCUOHHOM CITeK-
TPOMETPUM U MACC-CIIEKTPOMETPUU C UHIYKTUBHO CBA3aHHOM IIJIa3MOIA.

Ha ocHoBaHUU NMpOBEACHHBIX MCCIEIOBAHUI pa3pabOTaHbl IPOEKTHI Me-
TOIMK U3MEPEHUI MacCOBOI JOJM 3JIEMEHTOB B KapONPOYHBIX HUKEIEBBIX
cruiaBax MetogamMu MCIT-ADC u UCIT-MC.

J1s pacueTa METPOJIOTMYECKMX XapaKTepUCTUK METOIMK U3MEPEHUI Macco-
BOI JIOJIV 2JIEMEHTOB B HUKEJIEBBIX CILIaBaX MOJyYeHbI CTATUCTUYECKUE TaHHbBIE
omnpeesieH!s MAaCCOBOM J0JIM 3JIEMEHTOB B MOJIEIbHBIX paCTBOPAX HUKEJIEBBIX
CILIABOB C PAa3IMYHBIM COACPKAHUEM JICTUPYIOIIUX 3JIEMEHTOB U IPUMECEH.

ITo nmpouenype, pernamentupoBanHoit TOCT P MCO 5725, paccuutaHbl
METPOJOTUYECKUE XapaKTepUCTUKU: TIoKa3aTeab TOYHOCTU (£3) — OTHOCH-
TE€JIbHasl MOrPEIHOCTb, [TOKA3aTeNb IIOBTOPAEMOCTH (G ), TOKA3aTeN b BOCIIPO-
U3BOIUMOCTH (G ), PEIES TIOBTOPSIEMOCTH (7).

OTHOCUTEIbHAS TTOrPEIHOCTD ONpeaeaeHus 3eMeHTOB MeTomoM MCIT-A-
OC He npeBbIcHIa 5% MpU 3HAUEHUAX MAacCOBOI oK 3eMeHTOB > 0,2%.

OTHOCUTEIbHAs TTOTPEITHOCTh OIpeAeaeHUsT MaccoBoii noau Bi, Pb, Sn, Zn,
Ag, Cu, Cd, Mn, Fe, As, Sb, P, Se, Te, Tl, Si, B, Ca, Mg, a takxxe P339 B nua-
nazoHe ot 5 ppm 10 0,5% (o macce) meronom MCIT-MC He nipeBbiciiia 10%.

Bce pa3paboTraHHBIe METOIUKM U3MEPEHWM MPOILIY MPOLEAYPY arTecTa-
LIMM B aKKPEAUTOBAHHOM Ha JAHHBIA BUI AEATECIbHOCTA METPOJOTMIECKOM
nHcrturyre — OI'YIT «BHUMODU» u BHecenbl B DenepalbHBIN peecTp Me-
TOIVK U3MEPECHUM.

ITpucraska nasepHoro npobdoordéopa NWR 266 (puc. 4) K Macc-CIieKTpo-
MeTpy iCAP Qc mo3BosisieT MpoBOIUTh aHAIKU3 TBEPAbIX ITPOO 00pas3loB. DTOT
crocob Mpod00TOOpa OCYILIECTBIISIETCS CIEAYIOIIMM 00pa30M: Ha TOBEPXHOCTD
o0Opasliia oKa3bIBaeT BO3AeHCTBUE C(POKYCHPOBAaHHOE U3TyYeHUE ONITUYECKOTO
KBaHTOBOTO TeHeparopa (Jiazepa), B pe3yJIbTaTe Yero MpoMCXOIUT JJOKAIbHOE
B3pBIBOOOpA3HOE pa3pylleHrne MaTepuania nmpoObl ¢ 00pa3oBaHMEM TOHKO-
JUCIIEPCHOTO a3po30Js (TBepiable M XUIKKWE YaCTUIILI), a TaKXKe ra3000pas-
HBIX TIPOAYKTOB. IIpoayKThl pa3pyllieHus] ¢ TOTOKOM MHEPTHOTO Ia3a rejus
HAaTMpaBJISIIOTCS B MACcC-CIIEKTPOMETD, TJie U MPOUCXOIUT aHATU3 3JICMEHTHOTO
cocrtaBa ob6pa3sia. Tak peanusyercs cocod MCIT-MC ¢ HenmocpeacTBEeHHBIM
BBOAOM IMPOOBI ¢ TOMOIIbIO ta3epHoit abasaunu (JIA-UCIT-MC).

[MpoBeneHune aHanM3a TBEPAbIX MaTepUAJIOB C NMPUMMEHEHUEM Ja3epHOMU
abJISIIMKM YMEHBIIAET BpeMs M YIIpOLIaeT MPOoLeAypy aHalIu3a, IpaayupoBKY
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Puc. 4. Ipucraska nasepHoro npoocooroopa NWR 266

aHAJINTUYECKOTO O0OpYIOBAaHMS C UCIIOJIb30BaHMEM JAHHOTO METOIa Mpo-
600TOOpPa BO3MOXHO MTPOM3BOAUTH C TTOMOIIBI0 MUHUMAIBHOTO KOJUYECTBA
TBEPABIX MOHOJUTHBIX CTaHAAPTHBIX 00pa3oB (CO) cocTaBa crijiaBa.

Kpome toro, nucnonb3oBaHue JIa3epHON abIAIMKM paclIupseT sl MeToaa
Macc-CIIeKTPOMETPUU KPYT pelllacMbIX 3a/1a4: MOSIBJISIETCS BO3MOXKHOCTD IIPO-
BOJIUTH aHAJIN3 U3MEHEHWS MacCoBO oM npuMeceit Ha yposHe 0,0001% (110
macce) (1 ppm) BIOJb pa3TWUHBIX HAMTPaBJIEHUI TTOBEPXHOCTU 0Opa3lia, BO3-
MOXKHBI aHaJIN3 00Pa3I0B CIIOXHOI (POpMBI, ONpeAcIeHUE TIPUMeceil B CIOSIX
U BKJIIOUEHMSX, a TaKKe JOKaJbHBIN (1o 30 MKM) MUKpOaHaIn3, YTO HEBO3-
MOXKHO pealn30BaTh IpYyruMUA METOAaMMU.

OnHako TOCTOBEPHBIE Pe3yIbTaThl HA TAKOM 000PYIOBaHUM MOXHO MOJTY-
YUTb TOJBKO IMPU HATMYUU MOHOJIMTHBIX CTAHIAPTHBIX 00Pa3lOB COCTaBa HU-
KEJIEBOTO CIIaBa, COACPIKAILEro BpeAHbIC IPUMECU M PEAKO3eMETbHBIE DJIe-
MEHTBI; TIPA 3TOM JOMYCKAIOTCSI MUHUMAJIbHBIC pa3Mephl HWWIMHAPUIECKUX
o6pasuoB — auameTp 20 MM, BbicoTa 8§ MM. CyluecTByloT MOoHOJIUTHBIE CO
cocTaBa yucToro Hukens1, Hanpumep BS-200 kommanuu Brammer Standard, a
Takke psn otaenbHbIX CO CIUIaBOB ¢ aTTECTOBAHHBIMU COASPXKAHUSIMU TaKUX
BpeIHBIX MpuMeceil, Kak Sn, Pb, As, a Takxke Ca u Mg. B CO npousBoacTsa
3A0 «MCO» attectroBanhl P, B, Fe, Si, Mn, Cu, V. OtcyrcrByior CO, KOTOphIe
MO3BOJISIIOT KaJTMOPOBATh CIEKTPaIbHOE 000PYIOBaHUE TI0 MACCOBOM f0Jie Zn,
As, Se, Ag, Cd, Sn, Sb, Te, Tl, Pb, Bi, a Takzke P3M B HuKeNeBbIX ciijiaBax. B
pabotax [9—14] onucaHbl TEXHOJIOTMH MoaydeHust MaTepuaia CO xkapomnpod-
HBIX HUKeJeBbIX ci1aBoB (ZKHC), omHako oHU He 00ecIieunBaloT OMHOPOIHO-
rO pacrpeneeHus IpruMeceil JIETKOIUIABKUX U PEAKO3EMEIbHBIX 3JIEMEHTOB C
MX 3aJJaHHBIM coiepxkaHueM. Llesb ;aHHOM paboTHI 3aKJTI0Yanach B pa3padoTKe
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TEXHOJIOTUM U MeToAuK u3ro-toBiaeHust CO yrBepxkaeHHoro tuma (I'CO) c co-
JepXaHueM BpedHbBIX puMeceil (Zn, As, Se, Ag, Cd, Sn, Sb, Te, TI, Pb, Bi) B
nuamnasoHe ot 0,0001 mo 0,005% (o Macce), peaKo3eMeIbHbBIX 3JIEMEHTOB — B
nuamnasoHe ot 0,0001 mo 0,1% (1o macce), a Takxke npouux npumeceii (P, B,
Fe, Si, V, Ru, Zr, Hf, Ca, Mg) — B nnamna3one ot 0,0001 no 0,5% (1o macce).

PenkozeMenbHbIe 37IEMEHTHI, a TAKXKe KaJblUi U MarHUI 00pa3yloT XUMU-
yeckue coenuHenus ¢ P, As, Se, Te u 1pyrumu sieMeHTaMu, KOTOPbIE MOTYT
BBIIENISATHCS HA CTEHKAX TUIJIS B TIpoliecce BblTuiaBku MaTepuana 2KHC, 1ubo
KOHIICHTPUPOBAThCS B OTACIBHYIO (pasy NMpu KPUCTAUIU3ALMHI, YTO IIPUBOIUT
K HEOJHOPOIHOCTHU paclpeAe/ieHusT YKa3aHHbIX 3J1eMeHTOB. 1o aToit npuyu-
He OBLIO pEelIeHO peAKOo3eMeIbHbIE 3JIEMEHTHI, a TaKKe KaJdblWil U MarHui
BBOJIUTH B COCTaB OTAEIbHBIX 3K3eMIUIsIpoB CO. Takum ob6pa3oM, IJIaHUPO-
BaJIoCh U3roTOBUTH KOMILIEKThl CO, cocrosiue u3 Tpex 3k3eMIuisspoB CO
C Pa3IMYHBIM COAECPXXKaHMEM BPEIHBIX MpHUMeceit, Tpex sK3eMIuisapoB CO ¢
paznInYHBIM coaepxaHuem P3M u ogHoro sk3eMInispa 0e3 JOMOTHUTEIbHO-
ro BeeaeHus npumeceit 1 P3M. IMocnennnit sxkzemruisip CO npenmnosaraioch
HCIIOJIB30BaTh B KaueCcTBe (POHOBOTO IPU KAIMOPOBKE CIIEKTPOMETPOB.

[Ipu BBemeHUY B YMCTOM BUAEC JIETKOIUIABKUE SJIEMEHTHI ITPAKTUYECKU HE
nepexoasT B aBky ZKHC, a Te, KoTopble epexoasT, UMEIOT HEOTHOPOTHOE
pacnpenenenue. Jns BBenenus Zn, Ag, Cd, Sn, Sb, Tl, Pb, Bi B HukeneBbIit
cIUIaB B 1Mamna3oHax KoHueHTpauuii ot 0,0001 no 0,005% (1o macce) n3rotos-
JIEHBI JINTATyphl HA OCHOBE aAIIOMUHMUS ¢ coAepkaHueM aneMeHToB oT 0,05 1o
0,1% (o macce). DaeMEHTHI BBOAWIM B UMCTOM BUJIE B aIIOMUHUEBOM (poJIbre
B pacruiaB altoMUHUs Tipu TemIieparype 710=10°C, pacriiaB nepeMelnBaiu,
BblAepXUBaIM 10 MUH M 3ajUMBajid B LWIMHAPUYECKMI BOTOOXJIaXXKAAeMBbIiA
KOKWJIb.

Beenenue B ZKHC anemeHnToB As, Se u Te, KoTopble ITpakKTUYeCKU HE pac-
TBOPSIIOTCSL B aIIOMUHMHM M He 00pa3yloT ¢ HUM COEAMHEHUI, MPEIIOKEHO
NPOBOIMUTL B BUIE MX GeppocILiaBoB ¢ comepxkaHueM g0 10% (mo macce),
M3rOTOBJICHHBIX OTHCIBHO CIIEKAHUEM METAILJIOB ¢ KApOOHUJIBHBIM XKEJIE30M.
Dochop TakKe MIaHMPOBAJIOCh BBOAUTL B BUne deppodocdopa.

BrimnaBky marepuana CO npoBoAMINd B BAKYYMHOM MHAYKIIMOHHOM MeYu.
B Turenp 3arpyxaiu HUKeNb, XpOM, KOOAJBT, BOoJb(paM, HUOOMUIA, TaHTA,
peHMI, aTIOMUHUI 1 paciiaBisiu ripu Temneparype 1540°C. Bce npumecu
BBOIMJIA MOCJIe BBeaeHus amtoMuHusg: Mn, Cu, Fe, Si, V, Ru, Zr, Hf — B uu-
CTOM BUE; BpelHbIE MPUMECU B COCTaBe aIIlOMMHMEBOM Jurarypsl — P, As,
Se, Te B Buge ux ¢eppocriaBoB; B 1 Ru — B Buae nuratyp Ha OCHOBEe HUKEJIS.
PenkoszeMenbHbIe 2jieMeHTHI, a Takke Ca, Mg BBOAWIM B OTAEIbHbBIE TUIaBKU
B BUJIE JIMTaTyp Ha OCHOBE HUKEJIS C y4eTOM «yrapa» (~75%) npu BhIILIaBKe U
otuBke. Ilepen BBeneHuem P3D B nmeub Hamyckanu aprod Ha 100 MM pT. CT.
(133-10% ITa). IToce mepeMelIMBaHMA paciuIaB 3AJIMBAIM B CTAJIbHBIE TPYOBI, B
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pe3ynbrare nojiydanu cauTku guamerpom 70 mM. Ilo pesynsraram omnpeaese-
HUS BpeIHBIX TpuMeceit 1 P35 MeTonom Macc-CIeKTpOMETPpU C MHIYKTUBHO
CBSI3aHHOM IJIa3MOI YCTAaHOBJIEHO, YTO MPAKTUYECKU BCE DJIEMEHTHI XOPOILIO
YCBOWJIMCh. DTO CBUIETEIBCTBYET O IPAaBUJIBHOCTU BBHIOPAHHON TEXHOJOTIMU
BeiT1aBku MatepuanoB CO. Hekoropele aneMeHTH, Takue Kak Fe, Mn, Si,
Cu, IpUCYTCTBOBaJM B IIMXTOBBIX MaTepuayax, IO3TOMY HX MOJYYUIOCHh
00JIblIIE, YeM PaCcCUUTHIBAIOCH. MICKII0YeHWe COCTaBWIM KaJIbLIMIA U MarHui,
KOTOpHIE MPAKTUYECKHU TOJTHOCTBIO UCIIAPWINCH, YTO YUTEHO B JajibHEMIIeM
MpY BBHITIJIaBKE CIAEAYIONX cocTaBoB MarepuaioB CO.

IMonyyennsrit Mmatepuan CO nMen ycagouHyo paKOBUHY, PHIXJIOTY U IIOPUC-
TOCTb B 00beMe 3aroToBoK CO, 4YTO MOIJIO IPUBECTU K CHIKEHUIO BBIXOIa T'OMI-
Horo Marepuaina 1o 40%, a Takxke K IOJIy4eHUIO HEKOPPEKTHBIX Pe3YJIbTaTOB
npu npuMeHeHun CO. s nmonyd4eHUsT TJIOTHOTO U 0e3ne(eKTHOTO MaTepu-
ana CO npoBoAWIIM TIeperliaB Ha YCTAHOBKE HAIlpaBJICHHON KPUCTAJLIM3aLMU
YBHK-9 [14]. 3anuBKy nNpoBOAWIM B KepaMuieckKue (popMbl Ha OCHOBE 3JI€K-
TPOKOPYHIIA C STWICHIMKATOM B KauecTBe cBszywoliero. IlomyyeHHBIE 3aro-
TOBKM TMaMeTpoM 26 MM 1 JjiMHOM 230 MM pa3pe3aini Ha OTPE3HOM CTaHKe Ha
0o0pa3subl BBICOTOM 15 MM U MCCIenoBaIu pacipeneieHre 3JIeMEHTOB B 00beMe
00pa3loB MacC-CIIEKTPOMETPUUYECKIM METOJIOM C JIa3ePHBIM ITPOOOOTOOPOM C
nurameTpoM mydka 720 mxMm. HabGmoganoch cyiiecTBeHHOe (Ha 1—2 mopsiaka)
CHIDKEHME cofepKaHusl JIETKOIUTABKMX 3JIEMEHTOB 13-3a UX «yrapa» B BAKyyM-
HOM yCTaHOBKE HaIlpaBJIeHHOI KpucTaumM3auuu. [1oaToMy 111 M3rOTOBJICHUS
matepuana CO UCMONb30BAIM CIUTKU TruaMeTpoM 70 MM, MOJIydeHHBIE I1OCIIe
BaKyyMHO-MHAYKIIMOHHOM TUTABKM 0€3 TIOCJIEAYIOIIEro IeperiaBa.

Kpome Toro, HezaBUCHMMO OT MaTepuana KepaMuiyeckux ¢opm, Mo oobe-
My Matepuana CO, MOJy4eHHOro HallpaBJIeHHOH KpucTaliuzauueir, P30
ObLIM pacmpeneacHbl HEpaBHOMEPHO, HaOIIOAAINCh CKAYKM UHTEHCUBHOCTU
aHAJIMTUYECKNX CUTHAJIOB MPU U3MEPEeHUU TIpoduiieii oopas3LoB (0T Kpas 10
Kpas). Ha ocHoBaHMU pe3yJIBTaTOB JIOKAJIbHOTO MUKPOPEHTIE€HOCIIEKTPAIIb-
HOTO aHa/iu3a ycTaHoBjIeHO, yTo P30 o0pa3yloT B mpoliecce HalpaBIeHHOMR
KpucTaym3amu pasel ¢ P3D BOMM3KM 3BTEKTUYECKOM (asbl Ni,Al. s uc-
KJTIIo4eHus oopa3oBaHus a3 ¢ P39 nposenu otusky Matepuana CO Ha ycra-
HOBKe paBHOOCHOI Kpuctayumsauuun YIIIID-Y B kepamudeckux popmax Ha
OCHOBE 3JICKTPOKOPYH/IAa C STUJICUIMKATOM B KauecTcBe cBa3ymwouiero. Iloiy-
YeHHBIE 3arOTOBKM JUaMETPOM 26 MM U JIMHOM 230 MM TakxKe MCCIIeTOBaIN
Ha paclpefe/ieHue 3JeMEHTOB B 00beMe 00pa3lioB Macc-CIIEKTPOMETpHYe-
CKHM METOJIOM C JIa3epHBIM MTpo000TO0poM. O6pasiibl, ITOTy4eHHBIE PABHOOC-
HOM KpHUCTa/NIU3alMeil, UMeJN B IICHTPE 30HY ITOPUCTOCTU, YTO HE TTIO3BOJISLIIO
HCITOJIb30BaTh X B KauecTBe CO.

TakuM 00pa3oM, OT TEXHOJIOTMH HAIIpaBJIeHHON KPUCTA/UIM3alluY, a TAKXKe
PaBHOOCHOTO JIUThSI B (DOPMBI C pa3MepaMM CTEpXXKHeil nuaMeTpoM 26 MM U
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anuHoi 230 MM 11 u3rotoBieHUus: matepuana CO, copepXallux MpUMecH,
peuuIu oTka3atbes. st nu3roropneHus 3k3eMIuisipoB CO ¢ BpeAHBIMU TTPU-
MECSIMU M OJTHOTO PK3eMIUIsIpa 6e3 mpuMeceil UCIob30BaId HUKHIOW (0e3-
Je(EeKTHYIO) YacTh CIUTKOB AramMeTpoM 70 MM.

B xone BoITTOJIHEHMS JaHHOM PabOThI UCCIEA0BAIN CIIOCO0 M3TrOTOBIEHUS
maTepuana CO 13 MOPOIIKa ¢ MOCAEAYIOIINM TOPSIYUM TIpeccoBaHueM. s
3TOro0 MPOBOAWIM Mpoliecc arTomusauuu Matepuaia CO c P39, BriliaBieHHO-
ro B BAKYYMHO-UHIYKLIMOHHO# neun, Ha yctaHoBKke HERMIGA [15]. TTony-
YeHHBIM MOPOIIOK HUKEIEBOTO CIUIaBa pacCerBaId Ha CUTAaX, OTACIISISI CKpao,
YelllyiiKy M KpYITHbIE 3epHa. 3aTeM ITOPOIIOK ¢ pa3MepaMu rpaHyia <40 MKM
npeccoBaiu Ha rpecce Tuna HP W 400/500-2200-2500-PS/BK. TTonyyeHHbIE
Npecc-3aroTOBKU UMeu pa3mepbl 60 X 60X 18 MM ripu 3arpyske Maccoii 600 1.
ITpu 3TOM MopucTocTh MaTepuaiia coctabuia <0,1%.

N3 mosyd4eHHBIX IPecCc-3arOTOBOK Ha OTPE3HOM CTaHKE M3rOTaBIMBaJId
CO pasmepamu 27 X27X 15 mm. MccrnenoBaHust pacrpeneiaeHusl 3JEMEHTOB
B 00beMe 00pa3loB MacC-CIIEKTPOMETPUIECKMM METOIOM C JIa3epHBIM IIPO-
600TOOPOM MOKAa3aJau OTCYTCTBUE CKAYKOB IPU IOCTPOCHUU IPODUIIS, YTO
CBUIETEJILCTBYET 00 OJHOPOMTHOM pacripeneneHnun P3D. Kak mokazanu uc-
CJIeIOBaHUS METOIOM JIOKAJIbHOTO MUKPOPEHTICHOCIIEKTPAIBLHOTO aHAI13a B
matepuaie CO orcyrcTBoBaiu (pa3sl ¢ P33D.

Ilo mpuBeneHHOI paHee TEXHOJOTMU U3roToBleHbl KoMIUieKThl CO, co-
crosimye M3 Tpex 3Kk3eMIusipoB CO ¢ pa3IuyHBIM COAep:KaHUEM BpETHBIX
npumeceit, Tpex sk3eMIuisipoB CO ¢ pa3anuHbIM coaepxanuem P3M u ogHo-
ro 3K3eMILIsipa 0e3 JOMOJTHUTEIBHOIO BBeIeHUST mpuMeceii (puc. 5).

Puc. 5. BHemHMi1 BUI KOMITJIEKTa CTaHIApTHEIX 06pa3ioB (CO)

HccnenoBanus conaepxaHus npumeceit B Matepuane CO IpoBOOMINA METO-
IIOM MacC-CIEeKTPOMETPUHN C MHIYKTUBHO CBSI3aHHOM IIa3MOI Ha Macc-CIIeK-
tpoMmeTpe iCAP Qc ¢pupmer Thermo Scientific, MeTogoM aTOMHO-3MHUCCUOH-
HOI CHEKTPOMETPUHU C MHAYKTUBHO CBSI3aHHOM IUIa3MOM — Ha CIIEKTPOMETPE
Varian 730ES, aToMHO-a0CcOpOIIMOHHBIM METOAOM — Ha CIIEKTpOMeTpe Varian
240FS. TlpaBMJIBHOCTL pE3yIBTaTOB KOHTPOJUPOBAIM C WCITOJH30BAHU-
eM CO, MOmeIbHBIX PacTBOPOB, a TaKXKe METOIOM CTaHIAPTHBHIX HOOABOK.
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Hcnwitanus ¢ uenbio yreepxaeHus tnna CO npoBoaunuchk Bo ®I'YIT «BHU-
NODPU» ¢ npumeHennem focynapcTBeHHOro nepBuyHoro stajoHa 'DT 196-
2011 B coorBercTBUM ¢ PMI 53-2002 «CrangapTHbie oOpa3ibl. OLeHuBaHue
METPOJIOTMYECKMX XapaKTEPUCTUK C UCIIOJIb30BaHUEM 3TAJIOHOB M 00pa3Lo-
BBIX CPEACTB UBMEPEHUI».

WUccnenoBanue omHopogHocT MaTepuana CO kaponmpoyHOTO HUKEJIEBO-
ro CIUIaBa, COAEPXKAILeT0 BpPEeIHbIE ITPUMECH U PEIKO3eMEJIbHbIC 2JIEMEHTHI,
MPOBEIECHO ONTUKO-3MUCCUOHHBIM METOJIOM aHajnu3a Ha criekTpomeTpe ARL
4460. IMonyyeHHbIe JaHHbIE WCITOJIb30BaHbI JJIsI pacyeTa 3HAYCHUs BEJINYUH
HeompeeIeHHOCTH OT HeoaHopoaHoctu S, o 'OCT 8.531-2002.

3HavYeHUs XapaKTePUCTUK OJHOPOAHOCTH OCTAIbHBIX 3JIEMEHTOB, JIJIs1 KOTO-
PBIX OTCYTCTBOBAJIM KaHAJIbI B ONITUKO-3MHUCCUOHHOM CIIEKTPOMETPE, OLICHUBA-
JIM 10 BJieMeHTaM-«uHauKaTopam» B cooTBeTcTBUM ¢ 'OCT 8.531-2002. ITpu
aToM 111 P30 ucnonw3oBanu B KayecTBe nHAMKaropa La; mig Ca — Mg; mis
JIETKOIUIABKMX 3JIEMEHTOB, BBOAMMBIX JIUTaTypPOii Ha OCHOBE aJIIOMUHUS, — Sn;
s Se u Te — P; mnist Ru m Zr — Hf. Ha ocHOBaHUM paccYMTaHHBIX XapaKTepu-
CTUK OJHOPOIHOCTH, a TAKXKEe PE3yJILTaTOB UCIIBITAHUIA C 1IEJIbIO YTBEPXKICHUS
tura mo PMI 53-2002 olieHeHa MOrpenIHocTh aTTecToBaHHbIX 3HaYeHui CO.

C wucnionbp3oBaHrueM HU3roToBieHHBIX CO MOCTpOEHBI TPaIlyHpPOBOYHBIE
3aBrucuMocTu Ha Macc-crekrtpoMeTpe iCAP Qc ¢upmbl Thermo Scientific ¢
MPUCTABKOM J1azepHOro mpobdoordéopa NWR 266, a Takke Ha ONITUKO-3MUCCH-
oHHOM cnekTpomeTpe ARL 4460, KoTOopble UMENU BUJ IPSIMBIX ¢ KOG OUIIN-
eHTaMu Koppessiiuu >0,95.

3aKkiouenue

Ha ocHoBaHUM MPOBEIEHHBIX IKCIIEPMMEHTOB pa3paboTaHbl M aTTeCTOBA-
HBI MeTonukn n3mepenuit Al, Co, Cr, Ti, Re, Ru, Mo, Ta, W, Nb, P, Mn, Fe,
Cu, Zn, As, Se, Ag, Cd, Sn, Sb, Te, Tl, Pb, Bi, B, Si u P39 B Xapormpou-
HBIX HUKeNneBbIX criaBax MetogamMu MCIT-ADC u UCIT-MC. YcraHOBIEHBI
OINTUMAJIbHBIE YCIIOBUS MUKPOBOJIHOBOTO Pa3IOXKEHUsT HUKEJIEBBIX CITJIABOB.
BriGpaHbl aHATUTHYECKME JUHUKU U MAacChl ONpeaessieMbIX 2JIEMEHTOB, CBO-
OOIHbBIE OT CIIEKTPAIbHBIX HAJIOKEHMIA.

Bce Meroauku BHeceHbl B DenepaiibHblili MHMOPMALIMOHHBINA (DOHI, MO
obecreyeHnIo equHCTBa u3MepeHnit. OTHOCUTETbHAS MTOIPELIHOCTD ONpeae-
snenus snemeHToB MeTogoM MCIT-ADC He mnpeBbiiiaeT 5% npu 3HAYEHUSIX
MAaccoBoi foiu 21aeMeHTOB >0,2%.

OTtHocHUTeTbHAS TTIOTPEITHOCTD OTpeecHIs MaccoBoii o Bi, Pb, Sn, Zn,
Ag, Cu, Cd, Mn, Fe, As, Sb, P, Se, Te, Tl, Si, B, Ca, Mg, a takxe P39 B nuna-
ma3oHe ot 5 ppm 10 0,5% (1o macce) meronom MCIT-MC He nipeBbiaer 10%.

PaspaGotana TexHos0rMs u3rorosineHus marepuaia CO cocTaBa xKapornpoy-
HOTO HMKEJIEBOTO CITJIaBa, COAEPXKAILETO BpeAHbIE MPUMECH U PEIKO3EMETbHbIE
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3JIEMEHTHI, KOTOpas o0ecIieYnMBaeT BBeIeHUE M paBHOMEPHOE pacIipeieicHUe
npumeceit P, Mn, Fe, Cu, Zn, As, Se, Ag, Cd, Sn, Sb, Te, Tl, Pb, Bi, B, Si, Ca,
Mg, Sc, Y, Ce, La, Gd, Pr, Ho B matepuan CO XapoIlpo4yHOTro HUKEIEBOTO
CILIaBa.

IIpoBeneHbl MCIBITAHUS C Lieablo yTBepxXaeHuss Tuna CO ¢ mpuMeHeHU-
eM TocymapcTBeHHOTO mepBuyHOro stajoHa I'DT 196-2011. YTBepXaeHHOro
tura CO xapornpoyHoro cruiaBa Tunia BZ KM 3aperucrpupoBaH noa HOMeEpoM
I'CO Ne10492-2014.

IToxyyennsie koMmIieKThl CO MO3BOJISIIOT TTOCTPOUTH KaTOPOBOYHbIE 3a-
BUCHMOCTHU MO BpeAHBIM ITpuMecsM (Zn, As, Se, Ag, Cd, Sn, Sb, Te, TI, Pb,
Bi) B nmama3one MaccoBbix goieit ot 0,0001 mo 0,005% (1o macce), penkKose-
MeJbHBIX 35ieMeHTOB — oT 0,0001 1o 0,1% (1o mMacce), a TakKe IMPOYMX IIPH-
meceii (P, B, Fe, Si, V, Ru, Zr, Hf, Ca, Mg) — ot 0,0001 no 0,5% (1o macce)
U TIPOBOJIUTh aHAJIU3 COIEPXKAHUS JAHHBIX JIEMEHTOB B HUKEJIEBBIX CILIaBaX
OITUKO-3MUCCUOHHBIM, MACC-CIIEKTPOMETPUICCKIUM METOIOM aHaIu3a C Jia-
3epHBIM ITPOOOOTOOPOM WIIM TJICIOLIUM Pa3psiIioM.

Takum o6pa3oM, pa3paboTaH KOMIUIEKC METOAMK HU3MEpeHUi Ooyee
40 5JeMEHTOB B KapOIPOYHBIX HUKEJIEBBIX CIUIaBaX, KOTOPBIA ITOJIHOCTBIO
obecrneynBaeT MpoBeAeHNE NCCIeI0BaTEIbCKUX PadoT 1Mo pa3paboTKe HOBBIX
U KOHTPOJIIO CEPUITHBIX XKapOITPOYHBIX CILUIABOB HAa HUKEJIEBOI OCHOBE.

B HacTos11ee BpeMs pa3paboTaHHbIE METOAMKY U3MEPEHUIM UCIIOIb3YIOTCS
JIJISI KOJIMYECTBEHHOTO oIpenesieHus jerupymoimux 3aemeHToB Al, Co, Cr, Ti,
Re, Ru, Mo, Ta, W, Nb, B, npumeceii Fe, Mn, Cu, P u kxpemMHusi, BpeaHbIX
npumeceit 1 P39 B xkaponpoyHBIX HUKEIEBBIX CIJIaBaxX M MPUIIOSX Ha HUKE-
JieBOii ocHOBe B cobcTBeHHOM ITpousBonactBe PI'YIT «BUAM», a TakKe Tipu
OlIEHKE XUMUYECKOr0 COCTaBa pa3pabaThIBacMbIX CIUIABOB M IIPUIIOEB HOBOTO
IOKOJICHUSI.

Pa6ora BelTTO/IHEHA B paMKax peajn3aliy KOMILICKCHOTO HAyYHOI'O HaIlpaB-
Jnenud 2.2. «Co3gaHue cTaHIApTHBIX 00pa3lioB cOCTaBa, CTPYKTYPHI U CBOMCTB
MEePCIEKTUBHBIX KOMIIO3ULIMOHHBIX, MHTEPMETA/UIMIHBIX MaTEPUAJIOB U CILIA-
BOB pa3jIMYHOIro HazHaueHus1» («CTpaTernueckue HarpapIeHUs pa3BUTHS Ma-
TEPUAJIOB U TEXHOJIOTHi1 nX nepepadboTku Ha nepuon no 2030 roga») [16].
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