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Bcepoccuiickuii mHCTUTYT aBuanioHHbIX MatepuanioB (PI'VII «BUAM»
I'HL]) — xpymnHeiiiiee pocCUCKOE TOCYJapCTBEHHOE MAaTEepUaIOBEIUECKOE
npeanpusaTHe, Ha HpoTsbkeHuH 80 seT paspabarbiBaroliee UM MPOU3BOJSIIEE
MaTepHualbl, ONpeAesstomye O0IMK COBPEMEHHOM aBHALMOHHO-KOCMHUYECKOM
texuuku. 1700 corpynaukoB BUAM tpyasTcs B 6ojee yeM TPHALIATH HAyYHO-
UCCIIEIOBATENCKUX JIA0OpAaTOPHsIX, OTHENaX, MPOU3BOACTBEHHBIX II€Xax U
UCTIBITATEIPHOM ILIEHTPE, a TaKkKe B UYeThIpex Quuuanax umHCTUTyra. BUAM
BBIMOJIHAET 3aKa3bl Ha pa3pabOTKy UM IOCTaBKYy METaNIMYECKUX U
HEMETAJZIMYECKUX MAaTEepUalIOB, IOKPBITUH, TEXHOJIOIMYECKHUX IPOLECCOB U
000pyIOBaHUs, METOJIOB 3AIUTHl OT KOPPO3WH, a TAKKE CPEICTB KOHTPOJIS
MCXOJHBIX TPOJIYKTOB, MONXy(paOpHKaTOB W HM3AETHA Ha MX OCHOBE. PaboThI
BEIyTCA KaK I10 FOCy1apCTBEHHBIM IIporpamMmaM P®, Tak U 110 3aKa3aM BeIyLIUX
IIPEANPUATHI aBUALIMOHHO-KOCMHUYECKOIro KoMIuiekca Poccun u mupa.

B 1994 r. BUAM mnpucsoen craryc ['ocyaapcTBEHHOro Hay4HOTO IEHTpa
P®, MHOrOKpaTHO 3aT€M UM ITOATBEPKICHHBIN.

3a pa3pa0oTKy M cO3JaHHE MaTepuajoB JJs AaBUAIMOHHO-KOCMMYECKOH U
JIPYTUX BHJIOB CIIEHUAIBHON TeXHMKH 233 corpynHukam BUAM npucyxiaeHs
3BaHMsI JIaypeaToB pa3IUUHbIX FOCy/1apcTBEHHBIX npeMuil. M3o00perenuss BUAM
OTMEYEHBl HarpajaMH Ha BBICTaBKaxX M MEXJIYHApOJHBIX cajoHax B JKeHeBe U
Bbproccene. BUAM HarpaxkaeH 4 30710TbIMHU, 9 cepeOpssHBIMU U 3 OPOH30BBIMHU
MeJalsIMU, TIOJy4YeHo 15 aumiomos.

Bosrnasnser mHcTUTYT naypear rocynapcrBeHHbix npemuit CCCP u PO,

akanemuk PAH, mpodeccop E.H. Ka6mos.
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Buvicokomemnepamyphvie srcaponpounsie cniasvl Ha ochoge Nb umerom bonee svicoxyio pa-
bouy0 memnepamypy HO CPAGHEHUIO C OpYeuMU CHIAGAMU, UCHONb3YEMbIMU 6 ASUAYUOHHOM
osueamenecmpoeHuy, NOIMOMY UX NPUMEHeHUe MOdHCem YIY4uUms pabodue XapaKkmepucmuxu
eazomypounnvlx osueameneu. Buecme ¢ mem eadxcHoll 3a0aveil sA615emcsi KOHMPOIb Xumuye-
CKO20 COCMABA HUOOUEBbIX CNIAB08, 8 OCOOEHHOCIU COOEPICAHUS MAKUX MUKPONpUMecell, KaK
mennyp, cuUHey U GUCMYM.

IIposedeno onpedenenue Te, Pb u Bi 6 cniase na ocnose Nb memooom macc-
cnexmpomempuu ¢ UHOykmusHo cesizannou niasmou (MCI-MC). Pazpaboman cnoco6 npeodo-
JIeHUsL Mewaowe2o eausnus neeupyiowux snemenmos (Mo, Zr u Hf) na pesyromamor onpeodene-
Hus. Cnekmpanvhvle unmepgepenyuu nooagiensvt nymem 000aGOK Mewarouje2o d1emMenma 6
AHATUZUPYEMbIL PACEODP, YMO NO360JAem YIYYuums nPasuIbHOCMy usmepenui. llpasuinb-
HOCMb MEMOOUKU USMEPEHUS. NPOBEPEHA MEMOOOM «86edeHO—Hau0eHo». IIpumenenue peaxyu-
OHHO-CIMONIKHOBUMENbHOU AUELKU YMEHbUUL0 Mewarowee enusHue Ha onpedenerue Te, Pb u Bi
U COOMBEMCMEEHHO NPedevbl UX OOHAPYICEHUS HA 0OUH-08a NOPAOKA seaudunbl (N0 CpasHeHUIo
CO CMAHOApMHbIM pedcumMom usmeperust). [lpusedena makoice MemoouKa pacmeopeHus u noo-
20MosKU npodbvl K AHATU3Y.

Knroueswvie cnosa: macc-cnekmpomempus ¢ uHOykmusHo-ceszannou niasmou (MCII-MC),

CNABbl HA OCHOBE HUODUS, OnpedeneHue npumeceli, MUKPOBOIHOBAs NPOOON0O20MOBKA.

A.V. Alekseev, P.V. Yakimovich, P.G. Min

DETERMINATION OF IMPURITY IN ALLOY BASED ON Nb by ICP-MS. Part 11

High temperature heat-resistant alloys based on Nb have a higher operating temperature
compared to other alloys used in aircraft engine building, so their use can improve the perfor-
mance of gas turbine engines. However, an important task is to control the chemical composi-
tion of niobium alloys, in particular the content of trace contaminants, which include tellurium,

lead, and bismuth.



Determination of Te, Pb and Bi in an alloy on the basis of Nb by a mass spectrometry meth-
od with inductively connected plasma (ICP-MS) is carried out. The way of overcoming of the
disturbing influence of the alloying elements (Mo, Zr and Hf) on results of definition is devel-
oped. Spectral interferences are suppressed by additives of the disturbing element in the ana-
lyzed solution that allows to improve correctness of measurements. The correctness of meas-
urement techniques tested by the «added—found» method. The use of a reactive collision cell re-
duced the disturbing influence on the determination of Te, Pb and Bi and their respective detec-
tion limits for one or two orders of magnitude compared to the standard measurement mode.
Also the method of dissolution of the sample and its preparation for analysisis described.

Keywords: inductively coupled plasma mass spectrometry (ICP-MS), niobium-based alloys,

determination of impurities, microwave sample preparation.
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BBenenune

B nacrosiee Bpems xaporpounsie HukeneBble cruiaBbl (JKHC), npumensiemsie mpu
M3TOTOBIICHUH JONAaTOK ra3oTypOuHHoro asuratens (I'T/l) u ucnbIThIBaromume BO BpeMs pa-
OOTBI OTPOMHBIE TEIUIOBBIC M CHJIOBBIE HArpy3KH, YK€ HCUEPIaTH BO3MOXKHOCTh TTOBBIIICHHS
pabounx Temmeparyp, nocturays npezaeia: 1100-1150°C [1-6]. [Ipeomonenue gaHHOTO mpe-
JieNia TIO3BOJIUT MOBBICUTH TeMIIeparypy padbodero tena (raza) u 3QpQGeKTUBHOCTh TEPMOANHA-
MHUYecKoro mukia padotel I'T/], onTUMH3UPOBATE CHCTEMY OXJIAXACHUS W CHU3UTH PACXO]l
OXJIAKIAFOLIETO BO3/1yXa, YMEHBIIUTh Maccy JonaTok u auckoB I'T]], mOBBICUTH pecypc ABU-
rarens. [1oaToMy MoMcK HOBBIX MaTepUaloB, CHOCOOHBIX paboTaTh MpU 00Jiee BBICOKUX TEM-
neparypax, sBJISICTCS Ype3BbIUaiHO BaXKHOM 3amadeii [7, 8].

OmHUMH W3 TaKWX MaTEpUANIOB SIBIISIIOTCS BBICOKOTEMIIEPATYPHBIE KapOIPOYHBIE
€CTeCTBEHHO-KOMITO3UIIMOHHBIE CIIJIaBhl HA OCHOBE HHMOOHMEBOH MAaTPHIIBI C WHTEPMETAILTU-
HBIM yIpouHeHHeM ¢ paboueit TemnepaTypoil 1350°C, uro Ha 200°C mpeBOCXOaUT Temrepa-
TYpPHYIO CIIOCOOHOCTh coBpeMeHHbIX JonaTok u3 JXHC — 3710, 6e3ycia0BHO, PEBOMIOLIMOHHOE
JoCTIbKeHUe. J[aHHBIe MaTepHuaibl TaKKe HE COIEPIKaT TSHKENBIX, NEPUIIMTHRIX U JOPOTOCTO-
AIIAX JICTUPYIOIIUX 3JIEMEHTOB, TAKHX KaK PEHUH, pyTEeHU, TaHTall U BOJIb(pam, H TTOITOMY
001aar0T 3HAYUTEIBHO O0Jiee HU3KOoM ToTHOCTHIO [9, 10].

[Ipumecu IIBETHBIX METAJIOB — CBHHIIA, BUCMYTa, MBIIIbSIKA, OJIOBA U JIp. — 00pa3yIoT
C HHOOWEM U JIPYTHMH JICTUPYIOIIUMH 3JIEMEHTaMH JIETKOTUTABKHE COCTUHEHHUST, YTO CHIDKAET
TEMIIepaTypy IUIaBJICHUS MaTepuaia W, KaK CIIEJCTBHE, OHMKACT MEXaHWYECKHE CBOHCTBA

CILJIABOB — OCOOEHHO JJIUTCIIbHYIO ITPOYHOCTD. B cBs3u ¢ atum s MOJIYUCHUSA KAaYCCTBCHHO-



r'0 BBICOKOTEMIIEPATYPHOIO KApOIPOYHOI0 KOMITO3UIIMOHHOTO MaTeprasa Ha OCHOBE HHOOUS
HE00X0UMO 00€CIeYnTh TOYHBI KOHTPOJIb COJAEP)KAaHHUS MPHUMECeH IIBETHBIX METAJJIOB
[11,12].

B nHacrosiiiee BpemMsi OJHUM U3 CaMbIX JYYIIUX METOJ0B MHOI'O3JIEMEHTHOIO aHajIn3a
SIBJISICTCSI MacC-CIIEKTPOMETPHS ¢ MHAYKTUBHO cBsizanHOU 1utazmoit (MCII-MC). Jlanubiii Me-
TOJI 00J1a/1aeT BHICOKOW YyBCTBHUTEIBHOCTHIO, HU3KUMH TIpeieTiaMi OOHAPYKEHUSI U BO3MOXK-
HOCTBIO OJIHOBPEMEHHOT'O OIpEeeNicHUss OO0JbIIoro KonuuectBa 3iaeMeHToB [13]. [psmoe
Macc-CIIEKTPOMETPUUECKOE OMpPEEICHUE COAEepPKaHUs TEJUTypa, CBUHIIA U BUCMYTA B CIIOXK-
HOJIETHPOBAaHHBIX HUOOMEBBIX CIJIaBaX HE BCErJa BO3ZMOXKHO M3-3a HAJTUYUS CIEKTPAJIbHBIX
uHTepdepeHInii — B OCHOBHOM OKCHJHBIX MOHOB Jierupyromux 3aemeHToB (Mo, Zr u Hf) u
anemenTa ocHOBBI — Nb [14]. O6pa3oBanue TaHHBIX OKCHIHBIX HOHOB MOYKHO YaCTUYHO I10-
JABUTH C MIOMOIIBIO UCTIOJIb30BAaHUS PEAKIIMOHHO-CTOIKHOBUTEILHON SYEHKHU B PeKUME HC-
KPUMHUHAIMK HOHOB 10 KuHetHueckuM sHeprusiv (KED) ¢ HamyckaHueM HHEPTHOTO rasa B
STYeHKY — Tellusl WM CMECH ra3oB Bojopoja-renuit [15-17]. B aTOMHO-9MHCCHOHHOM CIEK-
TpPaJIbHOM aHaJIM3€ IIUPOKO UCIOJIb3YETCs] KOPPEKIMS CIEKTPAIbHBIX UHTEpDEPEHIHNMN mTyTeM
00aBOK MEIMIAOIIEr0 AJIEMEHTa B aHAM3UPYEMBbIil paCTBOP WJIM TaK Ha3blBaeMasi «MexdIie-
MeHTHass koppekuus» [18]. Ilpumenenme |EC B cTaHgapTHOM pEKHME  Macc-
crniekTpomMerpudeckux usMepeHuid (STD) mo3BossieT yiIydIliuTh MPABUIBHOCTh H3MEPEHUH 1
OLICHHUTH CTENICHb MEIIAIOIIETO BIMSHUS JJIsl KXKIOT0 U3 OnpeaesseMbIx snemeHToB [19, 20].
Jannslit npuem B couetanuu ¢ KED MokeT TOMOTHUTENBHO yAyUYIIUTh NPAaBUIBHOCTD OMpe-
JIeNIeHHsl TeJTypa, CBUHIIA U BUCMYTa B HIOOMEBOM CILJIaBe.

Taxum oOpaszom, 1enb JaHHOW pabOTHI COCTOsIa B MOBBIIIEHUH TOUYHOCTH ONpEelie-
HUS COJepKaHUs TeJulypa, CBUHIA M BUCMYyTa B HHOOMeBoM crutaBe MeronoM MCII-MC ny-
TEM TPEOJIOJICHUsI CTIEKTPaJIbHBIX MHTep(depeHLnii U BbIOOpa ONTUMAIBHBIX YCIOBUH H3Me-

pEHUN.

Marepuajbl 1 METOIbI
Annapamypa
Ompenenenue copepkaHus Telurypa, cBuHIA U BucMyTa MertogoM MCII-MC Beimod-
Hsutn Ha Macc-criektpomerpe ICAP Qc (bupmer Thermo FisherScientific, 'epmanus). TTapa-
METpbl paboThl MPHOOPa, MPH KOTOPBIX MPOBOIMINCH IKCIIEPUMEHTHI, MPEICTABICHBI B
tabmn. 1. HCTpyMeHTaNbHbIE MapaMeTphl U PACXO0/Ibl IIOTOKOB aproHa YCTaHABIUBAJIU B IIpeE-
Jenax, 00ecrneurnBaroInX MaKCUMAIBHYIO YyBCTBHTEILHOCTD ONPEICIICHNS HOHOB M30TOIIOB

"Li>35000, ***In>190000 u #*U>300000 (imm/c)/(MKI/11), HAUMEHBIIIHE YPOBHU OKCHJTHBIX



(otHoweHHe ~°Ce0/**°Ce<0,02) u aByx3apsaHbIX HOHOB (oTHOUICHHE - Ba®'/**'Ba<0,02) B

HACTPOCYHOM pacTBope, coaepskaiiem Li, In, Ba, Ce u U ¢ konnenTpanueit 1 MKr/i (kaxaoro

AJIEMEHTA).
Tabruya 1
IlapamMeTpbl HACTPOHKHU NPUOOPa U U3MEPEeHU ™
ITapameTp npubopa 3HavyeHHNE mapaMerpa
ITna3moo0Opasyrormuii ras, 1/MuH 14,0
BcniomorarenbHbIi ras, a1/MuH 0,8
PacnslnuTenbHbli ras, 1/MuH 1,03
CKOpOCTh IEPHUCTATUIECKOTO Hacoca, 00./MHH 40
I'my6una nnazmootbopa, MM 5
Momnocts RF reneparopa, Bt 1400
Urcno kaHaJIoB HA Maccy 1
Umncino CKaHOB B PEIUIMKE 30
UYucno permuk uist oOpasna 3
[IponomxurenpHOCTh HHTETpUpOBaHUs (Dwelltime), ¢ 0,01
Hampspkenue Ha axctpakrope (ExtractionLens 2), B 170
Hanpsiokenue Ha dokychoit imH3e (CCT FocusLens), B 2,5
Pa3pemienue, a.e.m. 0,7
HomuHansHBIN pacXo )KUAKOCTH Yepe3 pacibLUINTETh 400
(MHKpOIIOTOYHBIH, KOHIIEHTpUUECKUil, U3 TedaoHa PFA,
OpalMuist), mxi/mMuH
Temnepatypa pacupuHTENEHOM Kamepsl, °C 20
ITapameTpsl pabOTHI PeaKIIMOHHO-CTOIKHOBHTEIHHOHN SYCHKH
Pacxop raza**, mia/MuH 55
Hamnpspkenue Ha BXxone B kBaapynoib PoleBias, B 18
Hanpspkenue Ha Boixojie u3 siueiiku CCTBias, B 22

* B mporecce BceX M3MEPEHH HMCHONB30BalM KBApPIUEBYIO [UKIOHHYIO PACHbUIMTEIBHYIO KaMepy € TepMO-
AIEKTPUYCCKUM OXJIAXKICHHEM U MOJIypa300PHYIO FOPEIKY ¢ KBapIEBbIM HHKXEKTOPOM 32,5 MM.
** "a3 stuetiku — cmech 8% H,, 92% He.

JIns pacTBOpeHHUs] MPOOBI NMPH HArpeBaHUHM MPUMEHSUIM MHUKPOBOJHOBYIO CHCTEMY
MARS 6 (CEM, CIIA) B TednonoBeix aBrokiaaBax MARS Xpress Plus (CEM, CIIA)

oGbeMom 100 cM® ¢ aBapHitHBIM COPOCOM IABICHHS.

Peazenmut u 06vexmot uccneoosanusn

Asorayro kuciory (HNOs) momydanu ¢ moMomnipo CyOOOMIepHON TUCTHILIAIMN
HNO3; mapku «ocu.» B ammapare BSB-939-1R (dupma Berghof, I'epmanus). Mcnons3oBanu
takxe 40% (o macce) hropucToBoI0pOIHYIO KHCI0TY (hupma Merck, I'epmanus). Jlenonu-
30BaHHYIO BOAy (IpoBoauMOCTh He MeHee 18,2 MOM/cM) MCHOJIB30BaIN BO BCEX IKCIEPH-
MEHTax Kak pacTBopurenb. CTaHIapTHBIE PacTBOPHI JETUPYIOIUX 1eMeHTOB criaBa (Mo, Zr
u Hf) ¢ xonuentpanueit 1 r/n npousBoacrea pupmer High-Purity Standards (CILIA) ucnoss-
30BaJM YIS TIPUTOTOBIICHUsT J100aBOK B KonmuecTBe 20 mr/i (Kakaoro) K pacTBOPEHHOMY
CIUIaBY JIJISl OIIEHKH MEMIAOIIETo BIIMSIHHAS B XOJI€ MacC-CIIEKTPOMETPUIECKIX N3MepeHuit. B
Ka4yecTBE BHYTPEHHETO CTaHJIapTa BO BCEX U3MEPEHUSIX MPUMEHSIIN UHIUI C KOHLEHTpaIen

2 MKF/J'I, JJIsA ,Z[O6ElBOK KOTOPOIro HCIOJIb30BaAIA CTaHILapTHBIﬁ pacTBOp Inc KOHHCHTpaHHeﬁ



1 r/n nmpousBoactBa pupmer High-Purity Standards (CIIIA). /s kaauOpoBKH CIIEKTPOMETpa
(MeTogoM 100aBoK) mo Te, Pb u Bi ucmons3oBanu cranmgaptHeie pactBopsl 1€, Pb u Bi ¢
KoHIeHTpatueit 1 r/n mpousBoactea Gupmel High-Purity Standards (CILA).

B pabore uCmonp30Bain IBE SKCIEPUMEHTAIBHBIE TUIABKH HHOOMEBOTO CIUIaBa, JICTH-

poBanHoro Mo, Zr u Hf.

Iloozomoexa oopa3zyoeé Kk ananu3zy

O6pa3ipl HHOOHEBOTO criaBa Maccoi 1mo 0,5 T pacTBOPSIM B COOTBETCTBHH C PEKO-
merpanusyvu [16] B cmecu: 20 M Boabitd mim HNO3+5 mur HF — nipu HarpeBaHuu B MHKpO-
BostHOBOM cucteme nipu 120°C B Teuenne 20 muH. Jlanee uccnegyempie 00pa3iibl pazoaBisiIn
710 KOHEYHOW KOHLIEHTPAIMH pacTBOpeHHoro Bemectsa: 0,5 r/m.

CO6op 1 00pabOTKy NaHHBIX MTPOBOMIIN, UCTIONB3YS IPOTPAMMHOE 00ECTICUeHUE CIICK-
TpoMeTpa Qtegra. [IpaBuiIbHOCT METOAUKHM PACTBOPEHHS U U3MEPEHUS MPOBEPSUIA METOAOM
«BBEJICHO—HANICHOY, MyTeM J00aBOK CTaHIApPTHBHIX pacTBOpoB Te, Pb u Bi B aBTOK/IaBHI TIC-
pea HarpeBOM K MPOW3BOJCTBEHHOW TUIaBKe 1 HMOOHMEBOTO CIUIaBa, TaKMM O00pa3oM YTOOBI
KOHILIEHTpalus 1o0aBku cooTBercTBoBasa 0,5 u 5 Mr/i coxepkanuto nmpumeceit Te, Pb u Bi B

CILJ1aBC.

PesyabTaTel U 00cyxI1eHUE
B cooTBeTcTBHU ¢ peKOMEHAIMsIMU, IIPUBEICHHBIMU B padoTe [14], ciemyer yka3athb
OCHOBHBIEC CIIEKTpajIbHbIE MMOMEXH (MHTEepPEepEeHIINK), BO3ZHUKAIOUIME IpU aHajIu3e HUuoOue-

BBIX CIUIaBOB (Ta0. 2).

Tabruya 2
Maccbl HCI0JIB3yeMBIX H30TOMOB, 0CHOBHBIE HHTEP()EePEHIIHH U CIOCOObI MOAABJICHUS
uHTepdepeHInii 1A Macc-CeKTPOMETPHYECKOro onpeaejeHus coaep:kanus Te, Pb u Bi
B HHOOMEBBIX CIIaBaX

Onpenensiemsiit | U3oton | Pacnpoctpanen- Honsl, Pacnpoctpanennocts | Croco0 mogaBieHUs
3JIEMEHT HOCTb U30TONa, % | co3faromme | HoHa-uHTepdepenTa, % nHTepdhepeHInn
TIOMEXH
Te >Te 7,14 “Nb*0*0* 99,52 Usmepenne " Te B
pexume KED wn
BBIOOp aJIbTePHATHB-
HOTO M30TOMa — ~*Te
1%8Te 31,69 128xe 1,92 MaremaTtnueckas
KOPPEKLHUs 110 129%e
%zr%0%0* 2,79 MesxaneMeHTHas
KOppeKuus ¢ 7100aB-
Koit Zr u Mo
®Mole0e0" 16,59 M3mepenue 12814
B pexume KED
Pb 208pp 52,35 T Hf0™0" 5,23 Wsmepenne °°Pb umm
27pp g pexxume STD,
298ph g pexume KED
Bi 9B 100 "Hf0™0" 18,5 Usmepenue 2 Bi
B pexnmve KED




B Tabn. 2. mpennaraeTcsi HECKOJIBKO CMOCOOOB TOIaBJIeHUs] HHTEephepeHui. Takum
06pa30M, oeJIbIO ;[anLHeﬁmero HCCIICAOBaHUA ABIACTCA MOUCK ONTHUMAJIBHOI'O BapuaHTa pe-

IICHUS ITOCTaBICHHOMN 3aJa4yu.

Onpeoenenue cooeprcanusn Te, Pb u Bi 6 08yx npou3zeo0cmeeHHbIX N1ABKAX
HUO0OUe6020 cnaasa 6 cmanoapmuom pexcume usmepenuii (STD)
B Ta6i. 3 u 4 npuBeaeHBI pe3ysbTaThl ONpeacacHus coaepxkanus Te, Pb u Bi B nByx
MIPOM3BOJICTBEHHBIX IIaBKaX HMOOMEBOTO CIUIaBa B CTaHAApTHOM pexkume uzmepenuit (STD)

C IPUMCHCHUEM MEKDJIEMEHTHOMN KOPPCKIOUN U 0e3 Hee.

Tabnuya 3
Pe3yabTaThl onpenesnenus conepxanus Te, Pb u Bi B AByX npou3BoiCTBEHHBIX IJIABKAX
HHOOMEBOro cIiIaBa B cTaHAapTHOM peskume STD 6e3 Mexk3JIeMeHTHOI KOppeKIUM

Y cnoBHEI HOMEP ConepxaHye 3J€MEHTOB ISl Pa3JIMuHbIX H30TONOB, % (10 Macce)
o6pasua e Te “®Pb “Bi
1 0,0095 0,00004 0,00009 0,00014
2 0,0089 0,00010 0,00011 0,00014
Tabnuya 4

Pe3yabTaThl onpenenenus coxepxanus Te, Pb u Bi B AByX nNpou3BoACTBEHHBIX IJIABKAX
HHO0MEBOrO CILVIaBa B cTaHAAPTHOM pesxkume STD ¢ MeskdjieMeHTHOM KoppeKlueil

Y cnoBHEI HOMEP ConepxaHye 3J€MEHTOB JUISl Pa3JIMUHBIX H30TONOB, % (10 Macce)
obOpasia Te Te “%pp “OBi

1 0,0095 0,000029 0,00002 0,00003

2 0,0089 0,000029 0,00002 0,00003

W3 npuBeneHHbIX B TAaOMUIAX JaHHBIX BHUJHO, YTO INPHU ONPEAEIECHUU COJEp>KaHUs
npumeceit Te, Pb u Bi B cranmapTHOM pexuMe n3MepeHuid 0e3 MeXIIeMEHTHONH KOPPEKIIUU
MOJIy4alOT CHJIBHO 3aBBILICHHBIE PE3YJbTaThl IO CPABHEHUIO C METOJOM, HCIOJB3YIOUIMM
JAHHYIO KOPPEKIUI0, YTO CBUJAETENIbCTBYET O HAIWYMM CIIEKTPAJIbHBIX MHTEpPEepeHIUid U
HEOOXOMMOCTH X TTOJIaBIIeH s, IIpH HCIIOIB30BAHNA M30TOMa "> Te TakKe MOMyJafoT CHITb-
HO 3aBbIIIEHHBIE PE3YNbTAThI, YTO CBA3aHO C MEUIAIOIIMM BIMSIHUEM OKCHJIHOTO MOHA HHUO-
Ousl, IPU 3TOM HUCIIOJB30BaTh MEXAIEMEHTHYIO KOPPEKLIUIO HE MPEICTABIISAETCS BO3MOXKHBIM,

TaK KaK HHOOWH SIBJISETCS OCHOBOM HucciaeayemMoro Mmarepuaia.

Onpeoenenue cooeprcanus Te, Pb u Bi ¢ 06yx npouzsoocmeennvix niaskax Huooueeozo
cnnaea 6 pexcume uzmepenuii KED
B 1abn. 5 u 6 npuBeneHs! pe3yNnbTaThl ONpeaeneHus coaepxkanus 1€, Pb u Bi B nByx
MIPOM3BOJICTBEHHBIX IJIaBKaX HHOOMEBOTO ciuiaBa B pexxume uzmepenuiit KED ¢ npumenenu-

€M MEeXDJIEMEHTHOW KOppEKINH 1 0e3 Hee.



Tabauya 5

Pe3yabTaThl onpeneaenus cogepxxanus Te, Pb u Bi B 1ByX NpoH3BoACTBEHHBIX NMJIABKAX
HHOOMeBOro ciuiaBa B pexxume KED 6e3 MexkaieMeHTHOH KOpPpeKIUU

Y cnoBHbBIA HOMED Copiep>kaHue 3JIEMEHTOB JIJIsl pa3JIMYHBIX U30TOMOB, % (110 Macce)
obpasua e Te ®Pb “Bi
1 0,0086 0,00004 0,00009 0,00014
2 0,0072 0,00008 0,00011 0,00014
Tabnuya 6

Pe3yabTaThl onpeneneHus coaepxanus 1€, Pb u Bi B ABYX NpOU3BOACTBEHHBIX IJIaBKAX
HHO0HEeBOro ciiiaBa B pexknme KED ¢ Mex3jIeMeHTHOI KoppeKknueit

Y coBHBIM HOMED CopeprkaHre 3JIEMEHTOB ISl pa3IMIHbBIX H30TOMOB, % (110 Macce)
oGpasua e Te “®Pb “Bi

1 0,0086 0,000029 0,000018 0,000027

2 0,0072 0,000029 0,000018 0,000027

W3 npuBeneHHBIX B TAaOMUIAX JAaHHBIX BHUIHO, YTO INPHU ONPEACICHUU COIEP>KaHUS
npumeceit Te, Pb u Bi B pexxume KED 6e3 Mex371eMEHTHOM KOPPEKIIUH MOJYYaloT J0CTATOY-
HO CHUJIBHO 3aBBILICHHBIC PE3YyJIbTAaThl, IOCKOJIbKY YPOBEHb MELIAIOUIETO BIMSHUS B PEKUME
KED OGonbie, yemM cofepKaHHe OIpEeNIieMbIX JIEMEHTOB. DTO TaKXKe YyKas3bIBaeT Ha He-
MOJIHOE TIOJIaBJICHUE OKCUAHBIX HOHOB MO, Zr u Hf B pexxume KED u He0OX0UMOCTH J10-
IOJIHUTEIIBHOTO HCIIONB30BAHHS MEXKIIEMEHTHOM KOppeKiuH. [Ipy 9ToM u3oTon 2 Te TaKxke
JAeT CUJIbHO 3aBBILICHHBIC PE3YIbTAThl U3-32 MEUIAIOIIETO BIUSHUSA OKCUAHOTO HOHA HUOOHUS,

T. €. MOXKHO CACJIaTh BbIBO/J, UYTO HMCIIOJIb30BATh €10 AJIA Il&JIBHGfIIH@fI pa6OTI)I HCJIB34.

Ouyenka cmenenu 1uAHUA UHMeEPPepenma
Crenienb Biusuus uHTepdeperta (C) ONEHUBATU KaK OTHOIICHHE KaKyIIEHCs KOH-
HEHTpaluu onpezensieMoro 3jaementa (B % (mo Macce)) K IPOIEHTHOMY COJCPKAHUIO WH-

tepdepenTa B criaBe (10 pacTBopy ¢ gobaBkoit 20 Mr/im uaTepdepeHToB) — TadII. 7.

Tabnuya 7
3HaveHusi creneHu BiusiHus uHTepdepenta (C) st pa3IMYHbIX H30TONOB
onpejessieMbIX 3J1eMEHTOB
M30TOMbI 37IEMEHTOB U PEXKUM UX U3MEPEHUS 3navenns creneny BiusHus uHTEpdepenta (C)
“Te (STD) 0,000007
208ph (KED) 0,000002
2°Bj (KED) 0,000003

B cooTBeTcTBUU ¢ ypaBHEHUEM, MPUBEACHHBIM Jajee, CHUKEHUE CTENEHU BIUSHUSA
untepdepenta (C) moka3pIBacT, YTO MOAABICHHE KAXYIIEHCS YYBCTBHUTEIBHOCTH 10 MHTEP-
dbepeHTy NMpu OTHOIIEHWH MACChI K 3apsy ONPESISIEMOTO 3JIEMEHTa 3HAYUTEIIBLHO OOJIbIIE,

YCM MOAaBJICHUEC YYBCTBUTCIIbHOCTHU 110 NMOHY JAHHOI'O 3JICMCHTA.

CY:C’im/CM:Sim/Saa



rae Cim — Kaxylasics KOHLEHTpalys ONpeenseMoro sueMenta, % (mo macce); C, — conmepikanue
MEIIAONIEro IEMEHTa B cIuiaBe, % (1Mo macce); Sy — KaKyIasicss 49yBCTBUTEILHOCTB 110 HHTEpdepeH-
Ty TIPY OTHOLICHUH MAcChl K 3apsily OnpezaessieMoro aneMenTa, umi/(% 1o macce); S, — 4yBCTBUTEIb-

HOCTB 110 HOHY OIPEACNISAEMOro dieMeHTa, uMi/% (mo macce).

Ilpeodenwvt oonapyscenusn
[Ipenensl oOHapyxeHUs B HIOOHEBOM ciuiaBe, oueHuBain kak 0,3C-4% (o macce) —

TadII. 8.

Tabnuya 8
Ipenesanl 00HAPY:KeHHUS 1JIsl PA3JTHYHBIX H30TONMOB ONpPENeIsIeMbIX YJIEMEHTOB

N30TOMNBI 371EMEHTOB U PEXKUM UX U3MEPEHUS [Ipenen odonapyxenus™, % (mo macce)
%Te(STD) 0,00001
208ph (KED) 0,000003
*®Bj (KED) 0,000004

* [IpuHUMaeTCs paBHBIM TPEM CTaHAAPTHBIM OTKJIOHCHMSAM, HOJYYCHHBIM NPH 5 U3MEPEHUSIX MPOHU3BOJCTBEH-
HoOU TaBku 1 6e3 mo6aBOK HHTEP(EPEHTOB.

Onpeoenenue cooepycanun Te, Pb u Bi memooom «e6edeno—Haiioeno»
Onpenenenne conepxkanus Te, Pb u Bi MeTonoM «BBeieHO—HAIICHO» MTPOBEICHO JIJIs
106aBoK 0,5 U 5 Mr/i1 HCKOMBIX 3JIEMEHTOB B ITPOM3BOICTBEHHOM 1aBKe 1 HHOOMEBOTO CIuia-

Ba B pexxumax STD u KED ¢ mexanemenTHON Koppekuueii (Tabdm. 9).

Tabnuya 9
Pe3syabTaThl onpenenenus coaep:xkanus Te, Pb u Bi meTogom «BBe1eH0—Haii1eHO»
M30TOMNBI 37IEMEHTOB U BBeeHHOE KOJIMYECTBO U30TONA U €r0 HalJICHHOE 3HAYCHUE, MI/JT

PEXUM UX U3MEPEHUS 0,5 5
%Te (STD) 0,48 5,13
208ph (KED) 0,53 5,40
*%Bj (KED) 0,53 4,92

Pe3y/1bmambl UCHBIMAHUITL 08yx np0u3800cmeenublx RAABOK HUODUEB020 CNIABA

B T1ab6n. 10 npuBeeHsl pe3yabTaThl UCIIBITAHUM ABYX MPOM3BOICTBEHHBIX MIaBOK HUOOU-

€BOI'0 CIlJIaBa B COOTBETCTBUH C ITPEICIIOM O6H8.py>K€HI/I$I, a TAK’KE MMOIpCIIHOCTH OIIPCACIICHUS.

Tabruya 10

Pe3yabTaThl onpenenenus cogepxxanus Te, Pb u Bi B AByX Npou3BoAcTBEHHBIX MJIaBKAX
HHOOMEBOTO CIJIABA B COOTBETCTBHH C OIIECHOYHBIMH TpeneaamMu ooHapyxenusi (N=5, P=0,95)

Y cioBHBINM HOMEP CopeprkaHne dJIEMEHTOB JJIsl pa3IMYHBIX U30TOIOB, % (110 Macce)
oOpa3sna 8T “%pp “OBi
1 <0,00003 <0,000002 <0,000003
2 <0,00003 <0,000002 <0,000003
[orpemnocts u3mepenus, % 0,000006 0,000004 0,000004
(o macce)




3akiouenue

— MuKpoBOJIHOBOE pacTBOPEHHE HHOOUEBBIX CILIABOB, JierupoBaHHbIX MO, Zr u Hf, B cme-
CH (TOPUCTOBOIOPOIHON U A30THOM KHCIIOT CIIOCOOCTBYET MOJIHOMY PACTBOPEHHIO OCHOBBI U
IIEPEBOY B pacTBOp ompeaensseMsix 3aementos (Te, Pb u Bi).

— MexanemMeHTHas: KOPPEKLMs B CTAHIAPTHOM PEKUME U3MEPEHHMI HEJOCTAaTOYHO YIIyd-
nraeT pe3yiabTaThl (MIPaBUIIBHOCTh) OompeneneHus conepxkanus Te, Pb u Bi u3-3a cuibHOTO
BJIMSIHUS OKCUIHBIX HOHOB MO, Zr u Hf.

— IIprMeHeHne peaKkIMOHHO-CTOIKHOBUTEIILHOM stueiiku (pexum usmepenus KED) mo3so-
JUJIO 3HAYUTENIbHO YMEHBUINTh MENIAIOUIEe BIUSHUE OKCUIHBIX MOHOB HA OINpPEACIICHUE CO-
nepxanus Te, Pb u Bi u COOTBEeTCTBEHHO CHM3HUTH UX IpEesbl OOHAPYKEHUSI Ha OJMH-IBA
HOPSIIKA BEJMYUHBI (110 CPAaBHEHUIO CO CTAHIAPTHBIM PeXMMOM n3Mepenwus). Llenecoobpas-
HOCTb IIpUMEHEHUs pexxuma usmepenus KED nmoarsepxaena pesyiabTaraMu METOla «BBeJie-
HO—HaNJCHO», MPABUIBHOCTh PE3YJIbTATOB B CTAHJAPTHOM PEKUME XYK€ M3-3a HECTAOMIIb-
HOT'O BBIX0/Ia OKCHJIHBIX HOHOB.

— Ilpu pa3paboTke METOIMKM ONPENEIICHUs BPEAHBIX NMPUMECEH B HMOOMEBBIX CILIABAX
ClenyeT YYUThIBaTh JOITYCTUMBIE YPOBHM MEMIAOLIErO BIUSHHUSA MO KaXKIOMY U3 JIETUPYIO-
[IMX 3JEMEHTOB, MOCKOJBKY OT 3TOTO 3aBUCST IpEeibl OOHAPYKEHUSI OMPEeNIIeMbIX dJie-

MCHTOB.
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