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lpuHATbIE COKpaLLEHUs:

BXXMIN — nHaekc ctaHgapTHbIX 06pasLoB criaBoB Mapok BXKM4,
BXM5, BXXM7, BXXM8 (Tuna BXKM) ¢ atTecToBaHHbIM 3Ha-
YeHuem npumeceir (IM)

BeepeHune
[MpucyTcTBME TaKUX aNeMeHTOB, Kak Bi, Pb, Sn, Zn, Ag,
Cu, Cd, Mn, As, Sb, P, Se, Te, Tl, Ha ypOBHAX MUMINOH-

HbIX [0nen (Ppm) B HUKENEBbIX CM/aBax, NPUMEHsSEMbIX
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XHG — XaponpoyHble HUKeNeBble Chiasbl
P33 - pemKo3eMenbHble 3NEMEHTbI

NPy U3roTOBNEHWUM PABOHMX U COMNOBBLIX NONATOK TYPOUH
ABWALMOHHbIX [IBUraTeseil rpaxaaHcKoil aBmaLum, npusoauT
K PE3KOMY CHIKEHUID Xaponpo4yHocTu. HanpoTus, pej-
KO3eMeNbHbIe 3NIeMeHTbl La 1 Y MOBLILWAKT AIUTENbHYIO
NPOYHOCTb K >KAPOCTOMKOCTb HUMKeNeBbIX cnniasos [1-3].
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[1nsi KOHTPONSA BPEAHbIX NPUMECEI 11 PeK03eMeNbHbIX 311e-
MEHTOB B MPOAYKLMM U3 HUKENEBbIX CMNaBOB HA NPpeanpu-
ATUSX OTPACM NPENMYLLECTBEHHO NPUMEHAOT XUMUYECKINE
N OU3NKO-XMMUYECKNE METOAbI aHanu3a ¢ npejsapu-
TeNbHbIM PACTBOPEHUEM NPOOLI B CMECK KUCMOT, Y4TO He
no3BONSAET NPOBOAUTL aHANM3 maTepuana B 3KCMNpecc-
pexume B X0[ie NPOU3BOACTBEHHbIX NNaBOK. [pumeHeHue
Taknx CMeKTPanbHbIX METOA0B, KaK ONTUKO-3MUCCUOHHbIE
CMNEKTPOMETPbI, MACC-CMEKTPOMETPbI C TAELWNUM pasps-
JOM 1 Na3epHbIM Npo600T60POM, NO3BONAET NPOBOAUTb
Takoi aHanu3. OfHaKO JOCTOBEPHbIE PE3YNbTaThl HA TAKOM
060pyA0BAHMN MOXHO MONYY4UTb TONbKO NPU Hannyum
MOHOJIMTHBIX CTaHAAPTHbIX 06PA3L0B COCTaBA HUKENEBOTO
Cnnaea, COLEePKaLLero BpeaHble mpumecn (Hanpumep, Sn,
Pb, As 1 ip.) 1 peaKO3EMeSIbHbIE 3IEMEHTbI; MUHUMATIbHbIE
pasmepbl UunHApUYeckux o6pasuos — guametp 20 mm,
BbicOTa 8 MM. B HacTosillee BPeMS CYLLECTBYIOT MOHO-
nutHble CO cocTtaa 4ucToro Hukens, Hanpumep BS-200
KomnaHuu Brammer Standard, a Takxe pag otaensHbix GO
HUKENIeBbIX CMSIaBOB C aTTECTOBAHHbIMW COAEPXKAHUAMM
Takux npumecen, kak Sn, Pb, As, Ca, Mg. CO cocTaBa
HUKenesbIx cniasos npoussoactea 3A0 «CO» (r. Ekare-
PUHOYPT) UMEHOT B Ka4eCTBE aTTECTOBAHHOI XapaKTepUCTUKM
MaccoBy aonto npumeceit P, B, Fe, Si, Mn, Cu, V. B T0 xe
Bpems oTcyTcTBYt0T GO, KOTOPbIE NO3BONAKT KannbpoBaTth
CnekTpanbHoe 060pya0BaHue no Maccoson fone Zn, As, Se,
Ag, Cd, Sn, Sb, Te, TI, Pb, Bi, a Takxe P3M B HuKenesbIx
cnnasax. B pabotax [4-8] onucaHbl TEXHONOTMK NONY4EHNSA
matepuana CO »aponpoyHbIX HUKeneBbix cnnasos (XKHC),
0/HAKO OHM He 06ecrneynBaoT OAHOPOAHOrO pacnpeneneHus
NPUMECE NEerkonnaBkX U PeAKO3eMENbHbIX 371EMEHTOB
C UX 3alaHHbIM COAepxaHuem. Llenb HacTosLleid paboThl
3aKJoyanach B pa3paboTke TEXHONOrMM U METOAMK U3ro-
ToBneHus GO coctaBa XKHC, ucnbiTaHns U yTBEPXAEHWUN
tmna CO ¢ coaepxaHuem BpefHbIX npumeceit (Zn, As, Se,
Ag, Cd, Sn, Sb, Te, T, Pb, Bi) ot 0,0001 go 0,005 % macc.,
pefKo3emenbHbIX anemeHToB — o1 0,0001 go 0,1% macc.,
a Takxe npo4ux npumecen (P, B, Fe, Si, V, Ru, Zr, Hf, Ca,
Mg) - ot 0,0001 go 0,5% macc.

Peako3emernbHble ANEMEHTbI, @ TAKXKE KamnbLWid U MarHnii
06pa3ytoT coeanHenus ¢ P, As, Se, Te 1 Apyrummn anemex-

Ta6bnuuya 1

Tamu, KOTOPble MOTYT BbIAENATHCA HAa CTEHKAX TUIMS B NPO-
Liecce Bbinnasku matepuana XXHC 1160 KOHLEHTPUPOBATLCA
B OTAENbHYK ha3y npu KpucTannn3auum, YTo nNpuBoauT
K HEOJHOPOAHOCTW pacnpefesieHns yKasaHHbIX dNeMeHTOB
B marepuane CO. Mo 3Toit npu4rHe 6bIN0 PELUEHO PeaKo-
3eMefbHble 3MIEMEHTbI, @ TAKXKe KamnbLUiA 1 MarHnii BBOAUTb
B OTAeNbHble ak3emnasapbl CO. Takum 06pa3om, B pamkax
paboTbl 6bIIO NPEAYCMOTPEHO M3rOTOBUTb KOMMMEKTbI
CO, cocToswme u3 Tpex ak3emnnapos CO ¢ pasnuyHbIM
CoflepXKaHneM BbILLIENepeynCcrieHHbIX BPEAHbIX NPUMECe,
Tpex 3k3emnnspos CO ¢ pa3nuyHbiM cogepxaHuem P3M
1 O[HOrO 3K3eMnnspa 6e3 chneunanbHO BBEAEHHbIX NpU-
meceil. [TocneaHMin NnaHnpyeTcs UCMonb30BaTh B Ka4ecTBe
¢hoHoBoro CO, npefHasHa4eHHOro Ans NPUMEHEHUs npu
KanubpoBKe CMeKTPOMETPOB.

Jlerkonnaekme 3NeMeHTbI B YACTOM BIJE CIOXHO BBECTH
B nnaeky XKHC, a Te, 4T0 NepexoasT B COCTaB C/aBa, UMeHT
HEOJHOPOAHOE pacnpeneneqne B 06beme matepuana CO.
Y1o6b! BBECTM 0T 0,0001 mo 0,005 % macc. Zn, As, Se, Ag,
Cd, Sn, Sh, Te, Tl, Pb, Bi B HukeneBblii crnas, U3roTOBWN
NNraTypy Ha 0CHOBE aNOMUHUS C COAEPXKaHNEM A1IEMEHTOB OT
0,05 10 0,1% macc. AnemeHTbI BBOAWUIN B YNCTOM BUAE B anto-
MUHUEBOI honbre B pacnnas antomuHus npu 710 + 10 °C,
pacnnas nepeMeLinBanii, Bbiaepxusanu 10 MUH, 3anusanm
B LUWMWHOPUYECKUIA BOJOOXNAXKIAAEMbIA KOKUNb. B Tabn. 1
MPWBEAEHbI PE3YNbLTaThl U3MEPEHNS MaCCOBOI 0NN NPUMECei
B MOJIY4YEHHOM MaTepuane MeTooM Macc-CrneKkTpoMeTpum
C MHOYKTUBHO-CBA3AHHOW NnasMoil.

AnemeHTbl As, Se, Te He yaanocb BBECTY, TaK KaK OHM
MPaKTU4eCKI He PacTBOPSIOTCS B atOMUHNN U He 06pa3yHoT
C HUM COEAMHEHWIA, OCTaNbHble 3NIEMEHTbI PACTBOPUIUCH
YIOBNETBOPWUTENbHO. bbino peweHo BBoauTh As, Se, Te
B BuAe ux cheppocnnasoB ¢ cogepxanunem 10% macc.,
KOTOPbIE rOTOBWUMN OTAESbHO, CMeKaHWeM MeTannoB ¢ Kap-
OOHUIBHBIM XKENIE30M.

Bbinnasky matepuana GO npoBOAMNIW B BaKyyMHOIA
MHAYKLWMOHHOW neyn Tuna BUMAM-2002, npu 9TOM B TUrenb
3arpyXxanu HUKenb, XpoM, K0OansT, BOSb(paM, HUOOBUHN,
TauTan, PeHniA, ANIOMUHIIA 1 PACNIaBNANN NPy Temnepatype
1540 °C. Bce npumecm (Mn, Cu, Fe, Si, V, Ru, Zr, Hf) BBo-
AWK NOCNe BBEAEHUS aNtOMUHMS B YACTOM BUJE, BPEAHbIE

Pesynbratbl U3MepeHnst MaccoBOi AONU NMPUMeCeid B iuratype Ha OCHOBE antoMUHMA

MaccoBas fons 3anemeHToB, %

Zn Ga Ge As Se Ag

Cd In Sn Sh Te Tl Pb Bi

Haitpewo | 0,150 | 0,071 [ 0,015 | 0,009 | 0,0001 | 0,055

0,053

0,052 | 0,116 | 0,055 | 0,002 | 0,082 | 0,091 | 0,046

Bsegeto | 0,099 | 0,050 | 0,051 | 0,100 | 0,080 | 0,051

0,049

0,051 0,101 0,101 | 0,050 | 0,094 | 0,100 | 0,050
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Tabnuua 2
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Pesynbtatbl n3amepexns maccosoii gonu P33, Ca, Mg B matepuane CO

MaccoBas pons anemeHTos, %
Mg Ca Sc Y Ce La Gd Pr Ho
HangeHo 0,016 0,0091 0,188 0,189 0,188 0,195 0,198 0,187 0,205
BeeneHo 0,020 0,0300 0,200 0,200 0,200 0,200 0,200 0,200 0,200
Ta6nuua 3
PesynbtaTbl n3MepeHns MaccoBoii Jonu npumeceii B matepuane GO
Maccosas pons anemeHTos, %
In Ga Ge As Ag Cd In Sh Sh
Hanpgexo | 0,0014 | 0,00066 | 0,00015 | 0,00084 | 0,00082 | 0,00054 | 0,00051 | 0,00052 | 0,0011 | 0,00045
BeegeHo | 0,001 0,0005 | 0,0005 0,001 0,001 0,0005 | 0,0005 | 0,0005 0,001 0,001
Te Tl Pb Bi B Si Cu Mn Fe
HangeHo | 0,00044 | 0,00067 | 0,00088 | 0,00046 | 0,011 0,018 0,12 0,032 0,011 0,065
BeegeHo | 0,0005 | 0,0005 0,001 0,0005 0,01 0,02 0,1 0,02 0,01 0,05

npuMecK B COCTaBe antoMUHWEBON nuratypsl, P, As, Se, Te
BBOLMNN B BUAE UX peppocnnasos, B n Ru — B Buge nuratyp
Ha OCHOBE HUKens. Pefko3eMenbHble ANEMEHTbI, a TaKxKe
Ca, Mg BBOLMUNM B OTAENbHblE MNaBKW B BUAE NuUratyp
Ha OCHOBE HUKENs C y4eToM «yrapa» (0Kono 75%) npu
BbINNaBke 1 0TnnBKe. Mepen BBeaeHeM P33 B neyb Hany-
CKasica aproH ans ycraHosnenus aasnienns 100 mm pT. CT.
Mocne mepemellnBaHWA pacnnas 3aiMBaau B CTabHble
TpyObl, B pe3ynbTate Noayy4any CauTku guametpom 70 M.
PesynbTatbl onpefeneHns BpeaHbiXx npumecein u P39
METOLOM MAacC-CreKTPOMETPUN C UHAYKTUBHO-CBA3AHHOM
nnasmMon npueefdeHsl B Tabn. 2 n 3.

Kak BuaHO n3 1abn. 2 u 3, NpakTU4eckn BCe 3NIEMEHTbI
XOPOLLIO PacTBOPUIINCE, 4TO FOBOPUT O NPABUSILHOCTY BbIGPAH-
HOWM TexHonoruu npuroTosnenus marepuana CO. Hekotopble
anemeHThl, Takue kak Fe, Mn, Si, Cu, npucytcTBoBanu
B LLINXTOBbIX MaTepuanax, noaToMy 1x CoAepKaHue 0Kasanoch
60sblle, YeM paccyuTbiBanoch. VICKO4eHNe COCTaBNAOT
KanbLUMiA U MarHuii, CoaepXaHne KOTOPbIX CUITbHO YMeHb-
WWTOCh 13-3a UX BO3TOHKW MpW TemMnepaTtype MiaBKu, YTo
ObI10 Y4TEHO B AasibHeliemM npu Bbinnaske marepuanos CO.

Mony4eHHbIn matepnan CO MMeeT ycafo4Hyt0 PakoBUHY,
PLIXNIOTY W MOPUCTOCTL B 06bEME 3aroToBOK Matepuana GO,
YTO MPUBOAMT K CHVKEHUIO BbIXOAA FOAHOM0 matepuana
00 40%, a TaKxe K Mnony4eHnto HeKOPPEKTHbIX Pe3yb-
TaToB Nnpu npumeHeHnun CO. Ong nonyvyeHus nnoTHOTO
n 6e3nedekTHoro matepuana GO nposoaunu nepennas
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Ha yCTaHOBKe HanpasfieHHOW Kpuctannusaumn YBHK-9
[9, 10]. 3anueky npoBoAMNU B Kepamuyeckue popmbl
Ha OCHOBE 3MIEKTPOKOPYHAA CO CBASYIOLMM 3TUNCUINKAT.
[Mony4yeHHble 3aroTOBKKU AMAMETPOM 26 MM U ASINHON
230 MM paspesanu Ha OTPe3HOM CTaHKe Ha 06pasLpbl
BbICOTOM 15 MM 1 UCCNeaoBanu pacnpenenieHne afieMeHToB
B 06beMe 006pa3LoB Macc-CreKTpOMETPUYECKUM METOLOM
C N1a3epHbIM NMPo600TOOPOM C AMaMeTPOM nyyka 720 MKM.
Habnwogann cywectBeHHoe Ha 1-2 nopsagka CHUKeHue
COZEPXKAHNSA NErkoniaaBKMX 371EMEHTOB 13-3a UX BO3FOHKM
B BaKyyMHOW YCTaHOBKE HamnpaBfeHHO KpucTannusauuu,
noaTomy Ans m3rotosneHus matepuana CO ucnonb3osanm
CAUTKK AnameTpom 70 MM, NONyYeHHble NOCE BaKYyMHO-
VHOYKUMOHHON NNaBKu 6e3 nocnefytoLlero nepennaea.
Habnonanu cHimkeHune cogepxxanus P33 u yennyeHme
COMIEPXKAHNS KPEMHMS Y KpaeB MONy4YeHHbIX 06pa3LoB
nocsie HanpasfeHHON KpucTannusauum, Y10 CBA3AHO
C BOCCTaHOBJIEHMEM KPEMHUSA U3 maTepuana opmbl.
YT06bl YMEHbWMTL B3aUMOJENCTBME pacnsiaBa ¢ MaTe-
puanom opmbl ObIM M3rOTOBMEHbI 3KCMEPUMEHTANbHbIE
Kepamuyeckue hopmbl Ansg OTNNBKM 06pasLoB (Juamerp
26 MM 1 gnuHa 230 MM) ABYX BUIOB: B NEPBOM BapuaHTe
ONs U3roTOBMEHMS NULEBbIX CNOEB MCMOMb30BanK Kepa-
MWYECKYIO CYCMEH3UI C 6e3KPEMHE3EMHbIM CBA3YHOLLUM
1 OKCMAOM WUTTPUS (CBA3YIOLLEE — PaCTBOP 3MNOKCUMAHOM
CMOJIbl B OPraHM4eckoM pacTBOPUTENE W OTBEPAUTEND
aMUHHOrO TWUMa), 06CbINKY NPOBOAUAN KPYMHO3EPHUCTHIM
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.4

®. 1 ®.2

®.4

®.3

Puc. 1. Mukpoctpyktypa matepuana CO, comepxaliero P33, nocne HanpaBneHHO KpucTannuaaumm
(®. 1-4 — hasbl cTpykTypsl Matepuana CO)

9/1eKTPOKOPYHAIOM; BO BTOPOM BapuaHTe 06CbINKY BbINOJI-
HANWU KPYMHO3EPHUCTBIM OKcuaom utTpus. 06a BapmaHTa
martepuana ¢opm He B3aMMOAENCTBYIOT C pacnfiaBoB
B NPOLLECCe HanpaBfieHHOW KpuUCTannnsawumu.

OpHako He3aBMCKUMO OT MaTepuana kepammyeckux hopm
no o6bemy matepuana CO, mony4eHHOr0 HanpaBeHHOM
KpucTtannusauueit, P33 pacnpeaeneHbl HepaBHOMEPHO,
Ha60AAKTCA CKAYKW WHTEHCUBHOCTM aHANNTUYECKNX
CWUTHAoB Npu n3MepeHnn npodunen o6pasuos (0T Kpas
10 Kpas). [poBeaeHbl UCCNef0BaHNA NOKaNbHOr0 MUKPO-
PEHTreHOoCrneKTpanbHoro aHanusa (puc. 1, taén. 4).

Kak BugHo u3 puc. 1 u T1abn. 4, peako3eMenbHble
3/1eMeHTbl 06pa3yloT B MPOLIECCe HANpaBfieHHOW KpucTan-
nusaumum asbl NisP33 (cBetnble yyacTku) BOIU3U 3BTEK-
Tn4eckom hasbl NisAl. 4T06bI M36€xKaTh 06pa3oBaHmns a3

Ni;P33, nposeaeHa otnmeka matepmana GO Ha ycTaHOBKe
paBHoocHOM kpuctannudauun YMNN®-Y (000 «MJ1KCu-
cTeMbl», . MockBa) B KepamMn4eckux popmax Ha OCHOBE
3NEKTPOKOPYH/IA CO CBA3YHOLLIMM 3TUNCUANKAT. [10Ny4eHHbIe
3aroTOBKW AuametpoM 26 MM 1 animHon 230 MM Takxe
NCCNeaoBanu Ha pacnpefeneHne 3NeMeHTOB B 00beme
06pa3LoB Macc-CnekTpOMETPUHECKUM METOIOM C Nasep-
HbIM NP0o600T60pOM. 06Pa3Lbl, NOSYYEHHbIE PABHOOCHON
KpucTannuaawueid, UMeT B LEHTPE 30HY NOPUCTOCTH, HTO
He No3BoNsAeT NX mcnonb3osartb B Kayectse CO.

Takum 06pa3om, 0T TEXHONIOMAK HaNPaBNeHHON KpucTan-
nn3aummn, a TakKe paBHOOCHOTO NMTbA B POPMbI C pa3me-
pamu nanbLes AuameTpom 26 MM 1 anuHon 230 MM Ans
13roToBneHns matepuana GO, cogepxxatlux npumecu, 6bino
peLleHo oTKasaTbes. [Ansa narotosnenus aksemnnapos CO,

;:3ﬁyﬂ£:i| ﬁOKaJ'IbHOFO MUKDPOPEHTIEHOCNEKTPbHOr0 aHanu3a CO nocne HanpaBneHHON KpucTanan3aum

MecTo Maccosas pons anemextos, %
awanusa | pj Sc Ti Cr Co Y Mo La Ce Pr Gd Ho w Re
Ocb 52 H/0 06 | 4,0 9,0 Ho | 2,0 H/0 H/0 H/0 H/0 H/0 71 6,5
M/OCH 6,5 H/0 1,1 4,1 8,2 H/0 2,1 H/0 H/0 H/0 H/0 H/0 3,9 3,4
y' 9BT. 7,8 H/0 17 | 22 69 | o | 09 H/O | H/0 H/0 H/0 H/0 1,9 1,7
®. 1 51 2,5 15| 20 | 48 | 39 | Ho | 6,1 23 | 3,1 3,1 23 | 28 | 21
®.2 Ho | 86 | 26 | 05 | 09 | 118 | nHo | 145 | 46 | 7,7 | 65 | 34 | Ho | HO
®. 3 26 | 16 | Ho | 22 | 61 1,8 | o | 1,3 | 44 | 34 | 43 | 53 1,4 1,7
®. 4 Ho | 15 | 62 | 04 15 | 74 | no | 58 | 33 | 42 | 30 | 26 | Ho | Ho
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coAepXxaLLx BpeaHble NPUMEcK, 1 0HOro ak3emnnaspa CO
6e3 NpUMeceli UCNoNIb30BAIM HIKHIOW (6e3AedeKTHYH0)
4acTb CNUTKOB AnameTpoM 70 mm.

Bbin npepnoxeH cnoco6 narotosneHus matepuana CO
113 NOPOLLIKA C MOCNEAYIOLLMM FOpSYNM NpeccoBanuem. ns
9TOr0 NPOBOAMAM npouecc atomusaumn martepuana GO
¢ P39, BbINnaBneHHoro B BakyyMHO-UHOYKLUOHHON Nevn Ha
yctaHoBke HERMIGA [11]. Mony4eHHbI NOPOLWOK HUKene-
BOTO Cr/1aBa paccenBany Ha cuTax, OTAeNAs cKpao, YeLlyinku
W KpYnHble 3epHa. 3aTem MOpOLLOK C pasmepamu rpaHyn
meHee 40 MKM npeccoBanu npu Temnepatype conuayca
1050 °C Ha npecce Tuna HP W 400/500-2200-2500-PS/BK,
Aasnexue npeccoBanms — 40 MMa (408 krc/cm?). MonyyeH-
Hble NPecc-3aroToBKKU UMET pa3mepbl 60x60x18 mm npu
3arpyske maccoii 600 r. 3alwmMTHOE NOKPLITUE U3 HUTPUAA
60pa He HapyLLUEHO W He 3arpsa3HeHo MaTtepuanom opmbl
(rpacputom) (puc. 2). Mpu 3TOM NOPUCTOCTL Matepuana
cocrtasuna mexee 0,1 %.

Puc. 2. Tpecc-3arotoBka marepuana
CO Hukenesoro cnnasa, cogepxatlero P3M

113 nony4eHHbIX NPecc-3ar0TOBOK HA OTPE3HOM CTaHKe
narotasnmeanu CO pasmepamu 27x27x15 mm. Viccneposa-
HUS pacnpesenieHns 3aNemMeHToB B 06beMe 06pasLioB Macc-
CMEKTPOMETPUYECKUM METOLOM C Na3epHbIM NPo600T60pPOM
nokasanu OTCYTCTBUE CKA4YKOB MPW NOCTPOEHUM Npodouns,
4yTO roBOPUT 06 OAHOPOAHOM pacnpedeneHun P33. Kak
nokasanu WUccnesoBaHus JIOKaNbHOTO MUKPOPEHTIEeHO-
CMEeKTPanbHOro aHanusa, B matepuane CO oTCyTCTBYIOT
hasbl TMna NisP33.

Mo npuBeAeHHON Bbille TEXHOSIOMMU OblIM U3rOTOB-
neHbl KomnnekTbl GO, cocTosilme U3 TpexX 9K3eMMnspoB
CO ¢ pasnuyHbIM COAEpPXaHWEM BPELHbIX MPUMECeil,
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Tpex 3k3emnnsipoB CO ¢ pa3nuyHbIM copepxaHuem P3M
1 0fIHOr0 3k3emnnsapa 6e3 npumecen (puc. 3). Beero 6b110
narotosneHo 16 komnnektos CO.

Puc. 3. BHewHnit Bug ak3emnnapos CO B KomnnekTe

[ng npoBepku copep>XaHus BBOAWMbIX MPUMECEN
B cocTaBe GO nepen MCMbITAaHUAMY C LESIbIO YTBEPXKAEHNS
TNa NPOBOAWMSN UCCIEA0BAHNA COAepXKaHus npuMecen
MEeTOAOM MAcC-CNeKTPOMETPUN C UHAYKTUBHO-CBA3AHHOM
nnasmon Ha macc-cnekrpometpe iCAP Qc cpupmbl Thermo
Scientific [12-16], MeTOAOM aTOMHO-3MUCCUOHHON CMEKTPO-
METPUM C MHLYKTUBHO-CBA3AHHON M1a3MOil HA CEKTPOMETPE
Varian 730ES [17-19], aTOMH0-a6COPOLMOHHLIM METO[0M
Ha cnekTpomeTpe Varian 240FS, npaBuibHOCTb pesynbra-
TOB KOHTPONMPOBanu ¢ ucnonb3osannem GO, MOAeNbHbIX
pacTBopoB [20], a TaKxe MEeTOLOM CTaHAAPTHbIX A06ABOK.

lMpoBefeHO McCnefoBaHNe OJHOPOAHOCTI MaTepumana
CO ONTMKO-3MUCCMOHHBIM METOJJOM aHann3a Ha CreKTpoMe-
Tpe ARL 4460. Mony4eHHble AaHHble ObINN UCNOMb30BaHbI
LN pacyeTta 3Ha4YeHUs BENUYUH NOTPELLHOCTIA OT HEOAHO-
pogHocTn S, no MOCT 8.531-2002 (Ta6n. 5, 6).

3Ha4YeHMs XapakTepucTUK OLHOPOAHOCTU OCTaNIbHbIX
3/IEMEHTOB, A/ KOTOPbIX OTCYTCTBOBAIM KaHaTbl B OMTUKO-
3MUCCUOHHOM CMEKTPOMETPE, OLEHMBANK MO 3JIEMEHTaM-
«nHpuKatopam» B cootetcTBumM ¢ TOCT 8.531-2002. Mpu
3TOM B Ka4yecTBe mHaukatopa ang P33 ncnonb3oBanu La,
ans Ca — Mg, ons NerkonnaeKux 3EMEHTOB, BBOAUMbIX
NNUratypon Ha 0CHOBE antoMuHKA (Tabn. 1), ncnonbaosanu
Sn, ana Se n Te — P, ona Ru n Zr — Hf.

B pamkax ucnbitanuii CO B Lensix yTBepXAeHus Tuna
CO, nposepeHHbiXx B OIYM «BHUNO®W>», cpean npoymx
NcecneaoBaHnii YCTaHOBSEHbl aTTECTOBAHHbIE 3HAYEHMA
CO BXMIT ¢ npumeHeHnem [ocyaapCTBEHHOr0 nepBuy-
Horo atanoHa AT 196-2011. MccnepoBaHus npoBefeHsbl
B cooTtBeTcTBMU ¢ PMIT 53-2002 «CTaHaapTHble 06pasLibl.
OueHnBaHMe METPONOrMYECKIUX XapaKTepUCTUK C NCNOfb-
30BaHWEM 3TaNOHOB WU 06PA3L0BbIX CPELCTB U3MEPEHNI».
PaccuntaHHble Ha OCHOBAHUM MCMbITAHUIA aTTECTOBAHHbIE
3Ha4yeHus CO npuBedeHbl B Tabn. 7.
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Tabnuuya 5
3Hal+eHmL$l| XapakTepucTnk ogHopoaHoctn (S,) martepuana GO, cofepxalinx BpeaHble npumecs u CO 6e3 npumecei
InemeHTbI
Whpexe €O 1 Cu Fe HI Min Nb P Sb Sn v
BXXMTM1-1 {0,000001| 0,00007 | 0,0013 |0,000002| 0,00010 | 0,00029 | 0,00006 |0,000001| 0,00001 | 0,00004
BXXMT-2 | 0,00004 | 0,00030 | 0,0028 |0,001022| 0,00121 | 0,00107 | 0,00026 [0,000019| 0,00002 | 0,00057
BXKMIM-3 | 0,00020 | 0,00054 | 0,0055 |0,002818| 0,00279 | 0,00178 | 0,00083 |0,000107| 0,00012 | 0,00126
BXXMTM-4 | 0,00007 | 0,00022 | 0,0013 |0,001380| 0,00002 | 0,00057 | 0,00002 [0,000005| 0,00008 | 0,00043
Ta6nuuya 6
3Ha4eHus xapakTepuctuk ogHopoaHoctn (S,) marepuana GO, cogepxawux P33 n CO 6e3 npumecei
JnemeHTbI
Hipeke GO Ce La Y Gd Ho
BXXMI1-1 0,00003 0,00002 0,000001 0,00003 0,00002 0,00002
BXXMI-5 0,00365 0,00024 0,000249 0,00023 0,000178 0,00016
BXXMI-6 0,00316 0,00171 0,000418 0,00040 0,000292 0,00031
BXMI-7 0,00112 0,00061 0,00135 0,00135 0,000933 0,00085
Tabnuuya 7
ATTECTOBAHHbIE 3HAYEHUS MACCOBOM 0NN 3NEMEHTOB, %
Wupekc CO Wupekc CO
InemeHt InemeHt
BXMI-1 BXMI-2 BXMI-3 BXMI-4 BXMI-1 BXMI-2 BXMI-3 BXMI-4
P 0,00055 | 0,0120 0,0240 0,00060 Pb 0,000032 | 0,00040 | 0,00023 | 0,00045
vV 0,00035 0,054 0,105 0,022 Bi 0,000003 | 0,00019 | 0,00011 | 0,00022
Mn 0,0010 0,019 0,047 0,0020 In 0,000002 | 0,00027 | 0,00036 | 0,00050
Fe 0,016 0,072 0,300 0,101 S 0,0005 0,0015 0,0074 0,0023
Cu 0,00057 0,0220 0,0401 0,0112 Si 0,0055 0,079 0,037 (0,007)
Zn 0,00014 | 0,00040 | 0,00020 | 0,00050 B 0,00011 0,0110 0,0414 0,0140
Ga 0,000055 | 0,00036 | 0,00171 | 0,00110 Mg 0,000010 | 0,0074 0,0160 0,038
Ge 0,000009 | 0,00029 | 0,00170 | 0,00099 Ca 0,00030 | 0,0083 0,0098 0,034
As 0,00020 | 0,00060 0,0047 0,0016 Sc 0,00088 | 0,0230 0,0550 0,105
Se (0,00002) | 0,00110 0,0046 0,0023 Y (0,0004) | 0,0178 0,0368 0,082
Zr (0,00007) | 0,050 0,060 0,016 La 0,00018 | 0,0220 0,051 0,103
Nb 0,0055 0,0830 0,108 0,0238 Ce 0,00029 0,123 0,028 0,057
Ru 0,00012 | 0,0440 0,104 0,0143 Pr (0,0004) | 0,0174 0,0341 0,067
Ag (0,000001)| 0,00029 | 0,00055 | 0,00057 Nd (0,0002) | 0,0127 0,0300 0,057
Cd 0,00004 | 0,00015 | 0,00018 | 0,00025 Dy 0,00017 | (0,00002) | 0,0282 0,047
Sn 0,00011 | 0,00063 | 0,0038 0,0020 Gd 0,00016 | 0,0139 0,0271 0,056
Sb 0,000007 | 0,00031 | 0,00090 | 0,00080 Ho 0,00016 0,0130 0,0285 0,051
Te 0,000010 | 0,00050 | 0,0021 0,00077 Er 0,00011 | (0,00004) | 0,0282 0,041
Hf 0,000020 | 0,0480 0,107 0,019 Si - 0,012 0,0057 0,007
Tl 0,000009 | 0,00029 | 0,00014 | 0,00032 B - 0,0007 | 0,00014 | 0,0004
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Ha 0CHOBaHMN PacCYUTaHHbIX XapaKTepucTUK 0AHOPOS-
HOCTW, & TaKXXe Pe3ynbTaToB ONpefeNieHns aTTeCTOBAHHOMO
3Ha4eHus CO 6bIn OLEHEHbI MOTPELUHOCTN aTTECTOBAHHbIX
3HaveHuin CO (tabn. 8).

Viccneposanue ctabunbHoct CO cnnasa mMapku Tuna
BXXM He npoBoAuIiock, Tak Kak Xaponpo4Hbli HUKENEBbIN
CMnaB — YCTOMYMBbLIA MaTepuarn.

C ucnonb3osannem n3rotosneHHbix GO 6biam nocTpo-
€Hbl rpajynpoBOYHbIE XapaKTEPUCTUKN HA MACC-CMeKTpo-
metpe iCAP Qc dmpmbl “Thermo Scientific” n npucraske
nasepHoro npo6oot6opa NWR266, a Takxxe Ha ONTUKO-
ammccuoHHom cnektpomeTpe ARL4460, KoTopble UMeOT
BUI NPAMbIX C KO3 duLeHTamMu Koppensauuu 6onee 0,95.

3aknro4veHune

PaspaboTtaHa TexHonorus n3rotosnenns marepmana Co
COCTaBa )XapoMnpO4HOro HIKENEBOrO CMaBa, COAePKaLLero
BpeAHble NPUMECK 1 PEAKO3EMENbHbIE 37IEMEHTI, KOTOpas
COCTOUT U3 CMEAYIOLLNX OCHOBHbIX 3TaroB:

— BbIMNABKa 13 LUKXTOBbLIX MATEPUANOB NNTbIX UCX0.-
Horo matepuana CO cocTaBa »apOnpO4YHOr0 HUKENeBoro
CNNaBa B BaKYyMHbIX MHAYKLMOHHbIX MeYax;

— 3aJIMBKa XapONpPOYHOro HUKENEBOro Cnnaea B CTasb-
Hble TPYObI;

— NPOBeJIeHNe NpoLecca aTOMKU3ALMN HA YCTAHOBKE
HERMIGA;

— pacceB NOPOLLKA XXaponpo4HOro HUKEeNeBoro Cnnaea;

— NpoBeJeHMe npouecca ropsvero NPeccoBaHus;

— MexaHuyeckas 06paboTka Npecc-3aroToBOK.

Pa3paboTaHHas TexHonorms 06ecneynBaeT BBEAEHNE
1 paBHOMepHOe pacnpegenenue npumecen P, Mn, Fe, Cu,
Zn, As, Se, Ag, Cd, Sn, Sh, Te, TI, Pb, Bi, B, Si, Ca, Mg,
Sc, Y, Ce, La, Gd, Pr, Ho B matepuan CO »aponpo4Horo
HWKeNeBOro cnnasa.

lpoBefeHbl paboThbl MO ONPESENeHN0 METPOMOrMYECKNX
xapaktepuctuk GO. McnbiTaHus B LeNsxX yTBEPXKAEHNS Tuna
CO npoBefeHbl ¢ NpUMeHeHem FocyaapCTBEHHOr0 NepBuY-
Horo atanoHa [T 196-2011. Tun CO xaponpo4Horo cnnaea
Tuna BXXM yTBepxxaeH PoccTaHgapTom M 3apeructpupo-

Ta6nuuya 8
A6conoTHasA NOrpewHoCTb aTTecTOBaHHbIX 3Ha4eHnit CO (npu foseputesibHOM BeposTHocTH 0,95),%
Nupeke CO Nupekc CO
dnement InemeHt
BXMN-1 | BXMN-2 | BXMN-3 | BXMM-4 BXMM-1 | BXMN-2 | BXMN-3 | BXMM-4
P 0,00001 0,0005 0,0017 | 0,00003 Pb 0,000011 | 0,00003 | 0,00002 | 0,00004
0,00008 0,002 0,006 0,002 Bi 0,000001 | 0,00001 | 0,00001 | 0,00002

Mn 0,0003 0,003 0,006 0,0005 In 0,000001 | 0,00002 | 0,00003 | 0,00011
Fe 0,010 0,010 0,034 0,021 S 0,0002 0,0006 0,0010 0,0005
Cu 0,00021 0,0009 0,0031 0,0008 Si 0,0019 0,014 0,006 -
Zn 0,00003 | 0,00010 | 0,00004 | 0,00011 B 0,00001 0,0002 0,0017 0,0001
Ga 0,000013 | 0,00002 | 0,00012 | 0,00009 Mg 0,000004 | 0,0005 0,0008 0,003
Ge 0,000003 | 0,00003 | 0,00015 | 0,00009 Ca 0,00012 | 0,0004 0,0006 0,001
As 0,00002 | 0,00022 | 0,0006 0,0002 Sc 0,00027 | 0,0006 0,0012 0,003
Se - 0,00011 0,0004 0,0002 Y - 0,0005 0,0008 0,003
Zr - 0,003 0,004 0,002 La 0,00005 0,0005 0,003 0,001
Nb 0,0009 0,0037 0,006 0,0025 Ce 0,00006 0,005 0,005 0,002
Ru 0,00003 | 10,0017 0,005 0,0014 Pr - 0,0004 0,0007 0,002
Ag - 0,00002 | 0,00005 | 0,00005 Nd - 0,0003 0,0006 0,002
Cd 0,00001 | 0,00004 | 0,00004 | 0,00003 Dy 0,00005 - 0,0006 0,002
Sn 0,00003 | 0,00007 | 0,0003 0,0003 Gd 0,00004 | 0,0004 0,0006 0,002
Sb 0,000002 | 0,00007 | 0,00009 [ 0,00002 Ho 0,00004 | 0,0003 0,0006 0,002
Te 0,000004 | 0,00003 | 0,0002 0,00007 Er 0,00004 - 0,0014 0,002
Hf 0,000004 | 0,0028 0,012 0,004 Si - 0,003 0,0011 0,001
Tl 0,000004 | 0,00003 | 0,00002 [ 0,00004 B - 0,0001 0,00002 0,0001
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BaH B [0CYyNapCTBEHHOM PEECTpe YTBEPXKAEHHbIX TUMOB
CTaHJapTHbIX 06pa3LoB noa Homepom FCO 10492-2014
1 npeacTaBneH B pasgene «CBeaeHns 006 YTBEPXAEHHbIX
TMNax cTaH4apTHbIX 06pa3LoB» defepansHOro UHGopMa-
LLMOHHOr0 hoHAa MO 06ECneYeHNo efMHCTBA U3MEPEHWIA.

lMonyyeHHble cTaHAapTHbIe 06pa3Libl NO3BONSKOT NOCTPO-
UTb KanOPOBOYHbIE 3aBUCUMOCTI NO BPEAHbIM NPUMECAM
n P33 B AnanazoHe MmaccoBbix goneit (Zn, As, Se, Ag,

Cd, Sn, Sb, Te, Tl, Pb, Bi) ot 0,0001 mo 0,005% wmacc.,
pefKko3eMesibHbIX anemeHToB — ot 0,0001 go 0,1% macc.,
a TaKxe npoyux npumeceii (P, B, Fe, Si, V, Ru, Zr, Hf, Ca,
Mg) — ot 0,0001 go 0,5% macc. u NpoBOAUTL aHanu3
COMIep>XaHNs AaHHbIX 3NeMEHTOB B HUKENeBbIX CrnaBax
ONTUKO-3MUCCUOHHBIM, MACC-CMEKTPOMEBTPUYECKUM METO-
[0M aHanuaa ¢ nasepHbiM NPo600TOOPOM MAN THEHLIUM
pa3psaom.
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DEVELOPMENT OF CERTIFIED REFERENCE MATERIALS OF HEAT RESISTING
NICKEL ALLOYS FOR DETERMINATION OF DETRIMENTAL IMPURITIES AND
RARE EARTH ELEMENTS BY SPECTRAL METHODS

F.N. Karachevisev

Results of development and certification of reference materials of composition of heat resisting nickel alloy with
the certified values of content of detrimental impurities (Zn, Cd, Pb, Tl, Bi, In, Ag, Sb, Ga, Ge, As, Se, Sn, Te,
Mn, Cu), rare earth elements (Pr, Nd, Dy, Gd, Ho, Er, Nb, Sc, Y, La, Ce), and also other impurities (P, B, Fe,
Si, V, Ru, Zr, Hf, Ca, Mg) are given. Developed CRMs are used for calibration of optical emission spectrometers,
mass-spectrometers with glow discharge and laser sampling and others.
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