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Bcepoccuiickuii mHCTUTYT aBuanioHHbIX MatepuaioB (PI'VII «BUAM»
I'HL]) — xpymnHeiiiiee pocCUCKOE TOCYJapCTBEHHOE MAaTEepUaIOBEIUECKOE
npeanpusaTHe, Ha HpoTsbkeHuH 80 seT paspabarbiBaroliee UM MPOU3BOJSIIEE
MaTepHualbl, ONpeaesstomye O0JIMK COBPEMEHHOM aBHALMOHHO-KOCMHUYECKOM
texuuku. 1700 corpynaukoB BUAM tpyastcs B 6osiee yeM TPHUALIATH HAy4IHO-
UCCIIEIOBATENCKUX JIA0OpAaTOPHsIX, OTHENaX, MPOU3BOACTBEHHBIX II€Xax U
UCTIBITATEIIHHOM IIEHTPE, a TaKkkKe B UYEThIpeX Quimanax umHCTuTyra. BUAM
BBIMOJIHAET 3aKa3bl Ha pa3pabOTKy UM IOCTaBKYy METaNIMYECKUX U
HEMETAJJIMYECKUX MAaTE€pPHaJIOB, IMOKPBITUH, TEXHOJOTMYECKHX IIPOLIECCOB 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 Poccuu u mupa.

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

3a pa3pa0oTKy M cO3JaHHE MaTepHuajoB JJs AaBUAI[MOHHO-KOCMHMYECKOH H
JIPYTUX BHUJIOB CIIEHUAIBHON TeXHMKHM 233 corpynHukam BUAM npucyxiaeHsl
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.

BosrnaBnser mHcTHTYT naypear rocynapctBeHHbIXx npemuit CCCP u PO,

akanemuk PAH, mpodeccop E.H. Ka6mos.
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THoxazanvl pasnuunvie cnocobbl NOOAGLEHUs CNEKMPATbHBIX UHMephepeHyul u ux 3¢-
GexmugHocmyb npU COOEPACAHUU DNIEMEHMO8, CO30aIWUX nomexu, paguom 4% (no macce).
IIposedeno onpedenenue codepacanus Cu, Zn, Se, Ag u Cd ¢ cnnase na ocnose Nb memooom
Macc-cnekmpomempuu ¢ UHOyKmueHo ceszannou niasmou (UCI-MC). Hccneoosarno enusnue
nezupyrowux snemenmos (Ti, Cr, Zr u M0), cozoaiowux nomexu, Ha pesyibmamol ONPeoesieHus.
IIpasunrbHocms Memoouxu usmepeHusi npoeepeHa Memoodom «egedeno—Hatioenoy. Koppexyus
CNeKmMpabHblX UHMEPDEPEHYUL 86e0eHUsl INEMEHMO8, CO30AIWUX NOMEXU, 8 AHATUIUPYEMbLIL
PACmEop RO360AULA YIVHUUMb NPAGUILHOCHb UBMEPEeHUL U OYeHUMb CeneHb GIUSIHUSL MACC-
CReKmpanbublx unmepgepenyuil 0ist Kancooeo u3 onpeoeisieMvlx dnemenmos. Ilpumenenue pe-
AKYUOHHO-CMOJIKHOBUMETbHOU SHelKU NO380JUN0 YMEHbUUMb MACC-CHeKMPATIbHble UHMEPe-
penyuu 2nemenmos npu onpedenenuu cooepoicanusi Cu, Zn, Ag u Cd u coomeemcmeeHHo ux
npeoenvt 0OHAPYIHCEHUs HA 00UH-08a NOPAOKA (MO CPABHEHUIO CO CMAHOAPNHBIM PEeHCUMOM
usmepenust). [lpusedena memoouxa pacmeopenus npoovl U NOO20MOBKU ee K AHAIU3).

Knrwuesvie crosa: macc-cnekmpomempusi ¢ UHOYKMUBHO CEA3AHHOU NAA3ZMOU; HUOOUesble
CHIABbL; OnpedeiieHue COO0epAHCAHUsi MeOU, YUHKA, CeleHd, cepedpd, KAOMUs; MUKPOBOIHOBA

npobonoo2omosKa.

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

DETERMINATION OF IMPURITIES IN NB-BASED ALLOY BY ICP-MS METHOD.
PART I

Different methods of suppression of spectrum interferences and their efficiency in case of 4%
(mass.) content of interference-causing elements were described. Content of Cu, Zn, Se, Ag and
Cd in Nb-based alloy was determined by the inductively coupled plasma mass spectrometry
method (ICP-MS). An effect of the interference-causing alloying elements (Ti, Cr, Zr and Mo)

on the results of determination was investigated. The correctness of this measurement technique



was controlled by the «added—foundy method. Correction of spec-tral interferences at the addi-
tion of interference-causing elements in the test solution allowed to improve the accuracy of
measurements and to assess the degree of the effect of mass-spectral interferences for each ele-
ment to be determined. The use of a collision-reaction cell allowed to reduce the mass-spectral
interferences of elements at determination of Cu, Zn, Ag and Cd and, respectively, their detec-
tion limits by one or two orders of magnitude as compared to the standard measurement mode.
In addition, a method of dissolution of the sample and its preparation for analysis is described.
Keywords: inductively coupled plasma mass spectrometry (ICP-MS), niobium alloys, deter-
mination of copper, zinc, selenium, silver and cadmium contents, microwave prepara-tion of

samples.
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BBenenue

Co3nanune razorypounnoro asurarenst (I'T/]) ¢ HU3KMM ypOBHEM SMHCCHUU OKCHIOB
azora (NOy) u yrnepozaa (COy), a Takxe yJIeJIbHOTO pacxo/ia TOIUIMBA ABISETCS Ype3BbIUaiiHO
BAKHOM DKOJIOTMYECKON 3ajadei. B CBA3M ¢ 3TMM BO MHOIMX CTpaHax MHpa C Pa3BUTOH
ABUAIIMOHHON MPOMBIIIICHHOCTHIO BEAYTCS HMHTEHCHBHBIE HAYYHO-HCCIIEI0BATEILCKHE pado-
ThI 110 MOBBILICHUIO TEMIIEpaTypbl pabouero tena (raza) 1 3pGEeKTUBHOCTH TEPMOIUHAMUY e~
ckoro nukia padbots! I'T/I, a Taxke M0 ONTUMU3ALUU CUCTEMBbI OXJIAXKACHUS, CHUKEHHIO pac-
X0Ja OXJIAKIAIIEr0 BO3AYyXa, YMEHBIIEHUIO MAacChl JonaToK U JuckoB ['T/], moOBbIIEHHIO
pecypca paboTsl aBuraresns. Bo MHOroM ycrenHoe peleHue 3TUX 3a7ad 3aBUCUT OT COo37a-
HUS ¥ IPUMEHEHUS HOBBIX BBICOKOTEMIIEPATYPHBIX MaTepHaioB [1].

B coBpeMeHHON aBHAllMOHHON NPOMBILUIEHHOCTH W JIBUTaTEIECTPOCHUN IPHU H3TO-
TOBJICHUH OTBETCTBEHHBIX JI€TaJIel, UCIIBITHIBAIOLINX BO BpeMsl pabOThl OIPOMHBIE TEIJIOBBIE
U CWJIOBBIC HArpy3KH, IPUMEHSIOT skaporpounbie HukeseBblie cruasbl (JKHC) [2—7]. B Hacto-
aee BpeMms coBpeMenHble JKHC st mutes nonatok I'T/I umeroT npenen BepXHUX pabodnux
temneparyp 1100-1150°C. Pabouas TemnepaTypa CIJIaBOB Ka)kJJOTO HOBOT'O IOKOJICHUS Ha
~30°C mpeBocxoauIia MpeaspIayIiee, HO MPH ATOM YBEIIMYUBAIKNCH TUIOTHOCTD, CKIIOHHOCTD K
o0Opa3oBaHuio Tomojorndecku ImioTHoynakoBaHHbIX (TIIY) ¢a3 u croumocTh crjaBoB
BCJIEJICTBHE JIETHPOBAHUS TYTOIUIABKUMHU «TSDKEIIBIMU» JJOPOTOCTOSAIIMMU U JIe(DUIIUTHBIMU
AJIEMEHTaMH, TAKUMU KaK PeHUH U pyTeHH. [Ipon3BOACTBO J0MATOK U3 BBICOKOTEMIIEPATYP-
HBIX YKapONPOUYHBIX €CTECTBEHHO-KOMIIO3UIIMOHHBIX CIJIABOB HA OCHOBE HUOOMEBOW MaTpPHUILIbI
C MHTEPMETAJUIUTHBIM YIIPOYHEHUEM MTO3BOJIUT MOBBICUTEL pabouune TemmepaTtypsl 10 1350°C.

HpCI/IMYI_I_ICCTBO BBICOKOTCMIICPATYPHBIX KOMIIO3UIIMOHHLIX MATCPHUAJIOB Ha OCHOBC HHOOHUS



no cpaBHeHuto ¢ JKHC 3akimtodaercsi B TOM, YTO OHU HE COJEPKAT B CBOEM COCTaBE «TSIAKeE-
JBIX» Ne(PUIIMTHBIX U JOPOTOCTOSIIUX JETUPYIOMIUX AJIEMEHTOB, TAKUX KaK PEHUM, pyTEHUH,
TaHTaJ U BOJIb()pam, ¥ MO3TOMY 00J1a/1al0T OoJiee HU3KOM TIOTHOCTHIO [8—10].

Jlj1g mosmy4yeHusl KaueCTBEHHOTO BBICOKOTEMIIEPATYPHOTO KAPOIPOYHOIO KOMITO3HIIH-
OHHOT'O MaTepuasna Ha OCHOBE HHOOUs HE0OXO0JUMO 00eCreuuTh yIbTPaHU3KOE CO/IepKaHue
nprUMecei, B 4YaCTHOCTH LBETHBIX METAUIOB (CBHHIIA, BHCMYTA, MBIIIbSIKA, OJOBa U Ip.).
[TpuMmecHbIe 3TIEMEHTHI 00Pa3yIOT C HIOOMEM U JPYTUMH JIETHPYIOLUIMMH 3JIEMEHTaMH JIETKO-
IUIaBKue coenuHeHus. [IpucyTcTBHe TakuMX JIETKOIUIABKHUX COEIMHEHUN B CIUJIaBE CHHU3UT
TEMIEpaTypy IUIaBJIEHUS MaTepuana WM, KaK CJIe/ICTBUE, MEXaHUYECKHUE CBOMCTBA CIUIABOB,
O0COOEHHO — JJIUTENIbHYIO IIPOYHOCTh, IO3TOMY TOYHOE OIPENEICHHUE COJEpKaHUsl IpUMecei
B CILJIaBaX C MUHUMAJILHOM MOTPEIIHOCTHIO SIBJISIETCS aKTyalbHOM 3amaueit [11].

B nHacrosiiiee BpemMsi OAHUM U3 CaMbIX JYYIIUX METOJ0B MHOTORJIEMEHTHOTO aHAIHM3a
ABIISIETCS. MacC-CIIEKTPOMETPHS ¢ MHAYKTUBHO cBsizaHHOM minazmoii (UCIT-MC). Orot mMeton
o0ajaeT BBICOKOW YyBCTBHUTEIBHOCTHIO, HU3KHUMH TIpeAeiaMi OOHAPYKEHHsI U BO3MOXKHO-
CTHIO OJIHOBPEMEHHOI'O OIpEEICHHsT OOJIBIIOTO KoJinuecTBa 3jeMeHToB [12-17]. Ilpsimoe
Macc-CIIeKTPOMETPUUECKOE OIpeAeTICHIE COAepKaHUs MEH, IIMHKA, CeJeHa, cepedpa U Kaj-
MUS B CIIOKHOJIETUPOBAHHBIX HUOOMEBBIX CIIJIaBaX HE BCEr/la BO3MOXKHO BCJIE/ICTBUE HAIMYUS
CHEKTPAIBbHBIX MHTEPPEPEHINH — B OCHOBHOM OKCHJIHBIX HOHOB JICTUPYIOIIUX 3JIEMEHTOB
(Ti, Cr, Zr u Mo) [13, 17].00pa3oBaHue JaHHBIX OKCHUIHBIX HOHOB MOYKHO TOJaBUTh YaCTHY-
HO C TIOMOIIIBIO MCIIOJIb30BaHUsI PEAKIIMOHHO-CTOJIKHOBUTENBHON SUEWKHU B PEeXHUME JUCKPH-
MUHAIIUK UOHOB MO KuHeTrueckuM sHeprusim (KED) ¢ HanmyckaHueM HHEPTHOTO ra3a B SYeHKy
— TeJIUs WJIM CMECHU Ta30oB — Bojopoa+renuii [13, 14]. B aTOMHO-DMUCCHOHHOM CIIEKTPAIbHOM
aHaJIM3€e MIMPOKO MCIOJIB3YETCS] KOPPEKIHS CIEKTPAITBHBIX HHTEP(EPEHINIA TyTeM BBEICHHS
3JIEMEHTA, CO3JAM0IIEr0 MOMEXH, B aHanu3upyeMslii oopasen [18]. Ilpumenenue IEC B cran-
JapTHOM pEXHME Macc-crekTpomeTprueckux usmeperuii (STD) mo3Bonsier ynmydmmts mpa-
BWJIBHOCTh M3MEPEHHUH W OLICHUTH CTENECHb BIMSHHS MacC-CIEKTPAIbHBIX HMHTEp(epeHIIHA
JUTSL KQXKI0TO M3 OIpeessseMbix 3aeMenToB [ 14—16, 19]. Jlanusrit npuem B couetanuu ¢ KED
MOYKET JIOMOJHUTENIBHO YIYYIIUTh MPaBUIBHOCTH ompeneneHus coxepxanus Cu, Zn, Ag u
Cd B HMOOHMEBOM CILTaBeE.

Taxum o0pa3om, 11e7b JaHHON pabOTHI 3aKJIFOYAETCS B MOBBILIEHUH TOYHOCTH OTpeE/ie-
JICHUS CO/Iep KaHUsI MEIM, IIMHKa, ceJieHa, cepedpa U KaJMHs B HUOOHWEBOM CIIJIaBE€ METO/I0M
NCII-MC nyreMm NpeoaosieHusi CHEeKTPAIbHBIX HHTEeppepeHIUid U BbIOOpa ONTHMAaIbHBIX

YCJIOBUM U3MEPEHUN.



MarepuaJjbl 4 METOIBI
Annapamypa
OmnpeneneHue cojaepkaHus MeAM, I[MHKA, CelieHa, cepedpa W KaaMus METOIOM
WCII-MC semonusuin Ha Macc-criektpomerpe iCAPQc (dpupma Thermo Fisher Scientific,
['epmanus). [TapameTpsl paboThI MPUOOPA, IPU KOTOPHIX MPOBOIUIHCH SKCIIEPUMEHTHI, TIPE]I-
CTaBJieHbI B Ta0i. 1. IHCTpyMeHTanbHBIC MTapaMeTphbl U PACXOAbl MOTOKOB aproHa yCTaHaB-
JWBAM B TIpe/enax, OOSCICYMBAOIINX MAaKCHMAaJIbHYI0 YYBCTBUTEIHLHOCTH OIPEACICHUS
HOHOB m30TOmOB 'Li>35000, °1n>190000 u ***U>300000 (umr/c)/(MKr/am’), HAMMEHBLIHI
YPOBEHb OKCHUJIHBIX MOHOB (OTHOIIICHHE 156Ce0/14°Ce§O,02) U JIBYX3apsiHBIX MOHOB (OTHO-

137Ba2+

HICHUE /""Ba<0,02) B HacTpoeuroM pacTBope, coxepxamem Li, In, Ba, Ce, U ¢ kou-

neHrtpamuen 1 MKr/om® (Kaxa0ro 3JIEMEHTA).

Tabnuya 1
IlapameTpbl HACTPOIiKH MPUOOPA U U3MEpPeHHiT™
[Tapametp mpubopa 3HaueHHEe mapameTpa
[TrazmMoo06pasyroruii ra3, JI/MUH 14,0
BcniomorarenbHbIHA ras, a1/MuH 0,8
PacnblnuTenbHbll ras, 1/MuH 1,03
CKOpOCTh IEPUCTATUYECKOIO HACOCa, 00./MUH 40
I'my6una nnazmootbopa, MM 5
MomHocts RF reneparopa, Bt 1400
Uricno kaHaIoB HA Maccy 1
Umcino CKaHOB B PEIDIHKE 30
UYwcro perutuk aiist oOpasia 3
[IponomxkurenpHOCTh HHTETpUpOBaHUs (Dwelltime), ¢ 0,01
Hanpsiokenue Ha skcrpakrope (ExtractionLens 2), B 170
Hanpsiokenue Ha dokychoii inH3e (CCT FocusLens), B 2,5
Pa3pemnienue, a.e.m. 0,7
HoMuHanbsHBIH pacxo]] )KUIKOCTH Yepe3 PaciblUINTENb 400
(MHKpOITOTOYHBIH, KOHIIEHTpUUECKUH, U3 TedoHa PFA,
OpalMist), Mxi/Mun
Temnepatypa pacupuHTENEHOM Kamepsl, °C 20
[TapameTpsl pabOTHI PeaKInOHHO-CTOJKHOBUTEIBLHOM SYCHKU
Pacxopn raza**, mu/MuH 55
Hamnpspkenue Ha BXozie B kBaapymoib PoleBias, B 18
Hanpspkenue Ha Boixojie u3 siueiiku CCTBias, B 22

* B mporiecce BCeX M3MEPEHHI HCIIOJIb30BAIM KBAPICBYIO IHUKIOHHYIO PACIbUIMTEIBHYI0 KaMepy C TEpMO-
IEKTPUYCCKUM OXJIAXKICHHEM H MOJIypa300PHYIO FOPEIIKY ¢ KBapIEBBIM HHKXEKTOPOM 32,5 MM.
** I"a3 sueiiku — cMech 8% Hy, 92% He.

Jlnst pacTBOpeHHs MpOObI MPU HArpeBaHUU NPUMEHSIN MHUKPOBOJIHOBYIO CHUCTEMY
MARS 6 (¢pupma CEM, CIIA) B TednonoBeix aBrokmaBax MARS Xpress Plus (¢pupma

CEM, CIIIA) o6bsemom 100 eM ¢ aBapUHHBIM COpPOCOM JTaBJICHHS.



Peazenmut u 00vexKmul uccie008anus

ABOTHYIO KHCJIOTY TMOJIYYalld C IOMOIIBI0 CyOOOIIepHON AUCTUIUISIIIMA HUCXOIHOTO
pactBopa kuciotel HNO3 Mapku «ocu.», B ammapate BSB-939-IR (dbupma Berghof, I'epma-
HUs), TaKke ucrnonb3oBanu 40% (mo mMacce) GTOPHUCTOBOIOPOAHON KUCIOTHI (hupma Merck
(Cepmanus). [lenonnszoBanHyto Boay (mpoBoauMocTh He MeHee 18,2 MOM) Ucronb30Baiu BO
BCEX IKCIIEPUMEHTAX KakK pacTBOopuTesb. CTaHAapTHBIC PACTBOPHI JICTUPYIONIUX JIEMEHTOB
crasa (Ti, Cr, Zr u Mo) ¢ xonnentparueii 1 /1 (pupma High-Purity Standards, CIIIA) uc-
0JIb30BAJIH JUISI IPUTOTOBJICHHUS 100aBOK B KosruecTBe 20 Mr/i1 (KaXI0r0) K paCTBOPEHHOMY
CIUTaBY C IICNIbIO OIICHKHU BIUSHUS HHTEPPEPEHIIUN B XOJI€ MaCC-CIIEKTPOMETPUICCKUX U3ME-
peHuil. B xadecTBe BHYTPEHHETO CTaHAApTa BO BCEX M3MEPEHUSIX UCIOJIb30BaIH IN ¢ KOHIICH-
Tpauueit 2 MKI/J, ajisi J0OaBOK KOTOPOTO UCIIOJIb30BaIM CTaHAAPTHBIN pacTBOp IN ¢ KOHIICH-
tparueit 1 r/n (bupma High-Purity Standards, CIIIA). [l kamuOpoBKU crieKTpoMeTpa (Me-
TomoM no6aBok) mo Cu, Zn, Se, Ag u Cd ucronp3oBai crangaptHeie pactBopsl Cu, Zn, Se,
Ag u Cd ¢ xonnentparueii 1 r/n (pupma High-Purity Standards, CILA).

B paboTe ucnonb30Ban 1BE SKCIIEPUMEHTAIBHBIC TUIABKM HUOOUEBOTO CILIaBa, JICTH-

posaunoro Ti, Cr, Zr u Mo.

Iloozomoexa odpa3uoe k ananu3y

O6pa3siel HHOOKEBOTO cIutaBa Maccoi mo 0,5 r pacTBopsiik (B COOTBETCTBHHU ¢ pado-
toii [15]) B ecmecu: Boaa (20 mu)+HNO;3 (5 mn)+HF (5 M) — npu HarpeBaHUH B MUKPOBOJTHO-
Boi cucreme nipu 120°C B Teuenue 20 muH. [lanee uccnemyempie 00pa3iibl pa30aBisiiIn 10
KOHEYHOM KOHIIEHTpAIMK pacTBopeHHoro Bemectna 0,5 r/i.

CO6op 1 00pabOTKy NaHHBIX IPOBOMIIN, UCIIONB3YS MIPOrPaMMHOE OOECTIeUeHUE CIIeK-
TpoMeTpa Qtegra. [IpaBuIbHOCTH METOUKH PACTBOPEHUS U U3MEPEHUS MPOBEPSIN METOJIOM
«BBEJICHO—HANIEHOY, ITyTeM H00aBOK cTaHIapTHBIX pacTBopoB Cu, Zn, Se, Ag u Cd B aBTO-
KJIaBbI Iepe]] HarpeBOM PAacTBOpa HUOOMEBOTO CIlJIaBa TuIaBKkM 1 TakuM 00pa3om, YTOOBI KOH-
[EHTpalrs J00aBKH B aHAIM3HPyeMOM oOpa3slie COOTBETCTBOBAJIA COJACPKAHHUIO TpUMeceit

Cu, Zn, Se, Ag u Cd B crutaBe 0,5 u 5 mr/mn.

Pe3yabTaThl M 00Cy:KICHUE
B cootBercTBHU ¢ pabotoil [13] cnenyeT yka3aTb OCHOBHBIE CIIEKTPaJIbHBIE TTOMEXU

(nHTEpdEepeHIN), BO3HUKAIOLIHE TIPU aHAII3¢ HUOOUEBBIX CIUIaBoB (Tad. 2).



Tabauya 2

H3oTonbI onpenesisieMbIX 3JIEMEHTOB, CIIOCOOBI MOAABJIEHUSI HHTEP(hepeH i
AJIS Macc-CIeKTPOMEeTPHYecKoro onpeneienus coaep:xanusa Cu, Zn, Se, Ag u Cd
B HMOOMEBBIX CILIABAX

Wzoron |Pacnpoctpa-| Womsl, |PacnpoctpaneHHOCTH Cnioco6 nojaBieHus nHTepdepeHInn
HEHHOCThb | CO3JIalolIMe | HOHA-UHTep(depeHTa,
n3ororna, % TIOMEXH %
®Cu 30,83 ®Ti*0* 5,49 Vsmepenne °Cu B pexuve KED ¢ moGaBkoit
Ti win Ge3 Hee TIPH BIMAHUN UHTEP(EPEHITHI,
paBHOM olipesiensieMoMy conepxanuto Cu
%Zn 27,9 0Ti®0* 5,39 Vsmepenne °Zn B pexume KED ¢ mo6aBkoit
Ocrteo* 4,33 Ti win Ge3 Hee IPH BIMAHUN WHTEP(EPEHITHIA,
PaBHOM OIIpeNeNsIeMOMY COAEPKAHHIO ZN.
BbI60p aIbTePHATHBHOTO H30TOMA — °ZN
%Zn 18,8 Ccrito* 83,59 M3smepenne ©°Zn B CTAHAAPTHOM PEKHME C J10-
O6aBkoit Cr mnpu BIMSHHM HHTEpHEPEHIHH,
PaBHOM OIPEACIIEMOMY COZIEpKaHUIO ZN.
W3mepenue %Zn B pexume KED ¢ nob6aBkoii
Cr unu Ge3 Hee MpU BIMSHUM MHTEp(EpeHIHH,
PaBHOM OIpeNeNsIEeMOMY COIEPIKaHHI0 ZN
825e 9,2 Ocrfo™o* 4,32 Brifop anmpTepHATHBHOTO H30TOMA — Bge (8
CTaHJAPTHOM PEXUME)
107Ag 51,84 170" 11,19 Uzmepenne 107Ag B pexxume KED ¢ moGaBkoii
Zr i 0e3 Hee TpU BIUSHUN HHTEp(EpeHITHH,
PaBHOM OIpeeNsIeMOMY coJiepiKaHuio Ag
Mcd 12,8 SMoo* 15,88 U3zmepenue Hcd s pexxume KED ¢ no6aBkoii
Mo wmm 6e3 Hee mpu BIUSHUHA HHTEp(hEpeH-
Ui, paBHOM ormpeessieMomy coaepxaunnto Cd

]_IeJ'ILIO ﬂanLHeﬁmero HCCIICOAOBAHUA SABJIACTCA IIOUCK OIITHUMAJIBHOI'O BapHaHTa PCUIC-

HUA MOCTABJIEHHOU 3aJ1a4H.

Onpeoenenue cooepicanusn Cu, Zn, Se, Ag, Cd é nuoouesom cnnage

6 cmanoapmmuom pexcume usmepenuii (STD)

Pesynbrater onpenenenus conepxkanust Cu, Zn, Se, Ag, Cd B AByX MpOU3BOJICTBEH-
HBIX IJIaBKaX HMOOMEBOTO CIUIaBa B CTaHJAPTHOM pexume umepenuit (STD) ¢ npumeneHu-

€M MEeX3JIEMEHTHOU KOPpEeKIMU U 0e3 Hee MpHBeieHb! B Ta0u. 3 u 4.

Tabauya 3
Pe3yabTarsl onpenenenus cogep:xxkanus Cu, Zn, Se, Ag, Cd B HH00MeBOM cILIaBe
B cTaHaapTHoM pexxume (STD) Ge3 MexKITeMEHTHOI KOPPeKIHH

Y cnoBHBINM HOMED CopeprkaHue 3JIEMEHTOB JIJIsl Pa3JIM4HbIX H30TOMOB, % (110 Macce)
06pa3ua 65Cu 6GZn SSZn 7SSe SZSe 107Ag lllcd
1 0,0072 | 0,0064 | 0,00045 | 0,00007 | 0,00008 | 0,0025 | 0,0055
2 0,0053 | 0,0038 | 0,00033 | 0,00001 | 0,00025 | 0,010 0,014




Tabnuya 4

Pe3yabTartel onpenenenus cogepxanus Cu, Zn, Se, Ag, Cd B HH0OOUEeBOM cIJIaBe
B cTaHaapTHOM pexknme (STD) ¢ MekdJIeMEHTHOI KoppeKIuei

Y cnoBHBIN HOMCEp CO,Hep)KaHI/IC QJICMCHTOB JJI1 pa3JIMYHBIX U30TOIOB, % (HO MaCCG)
obpasua ®Cu ®Zn %Zn ®Se ¥2Se Ag e
1 0,0017 0,0004 | 0,00008 - - 0,00007 | 0,0029
2 0,0018 | 0,00001 | 0,00003 - — 0,00083 | 0,0029

Kak BHIHO U3 IPUBEICHHBIX BBIIIE TAOJUIL, IPH ONPEIEICHUH COJCPKAHUS IpUMECcen
Cu, Zn, Ag, Cd B craumaptaoM pexume usmepenuii (STD) 6e3 MexdIEMEHTHOM KOPPEKIMH
MOJTYYaIOTCsl CUIIBHO 3aBBIIICHHBIC PE3YJIbTAThI, YTO CBUACTEIHCTBYET O HAIMYUU CIEKTPAIb-

HBIX UHTeP(HEPEHIINIA U HEOOXOJUMOCTH UX IMOIABICHUSI.

Onpeoenenue cooeprcanus Cu, Zn, Se, Ag, Cd 6 Huooueeom cniase
6 pexcume usmepenuit KED
Pesynbrarel onpenenenus coaepxkanust Cu, Zn, Se, Ag, Cd B 1ByX NpOU3BOACTBEH-
HBIX IJJaBKaX HUOOMEBOTO CcIuiaBa B pexkuMe ndmepenuit KED ¢ npumeHeHreM MeX31eMeHT-

HOW KOppeKIuu U 6e3 Hee MPUBEACHBI B Ta0d. 5 1 6.

Tabnuya 5
Pe3yabTaThl onpenenenus cogeps;xkanusi Cu, Zn, Ag, Cd B HN00HeBOM cIlJIaBe
B pe:xkume KED 0e3 Mek3J1eMEeHTHO KOppeKIHH

yCJ‘IOBHHﬁ HOMEp Coz[e PKaHUC DJICMCHTOB IJIS1 PA3JIMYHBIX U30TOIIOB, % (1'[0 MaCCG)
o6pasia ®Cu Zn %Zn "83e 3 Ag Hicd
1 0,0012 | 0,000015 | 0,000008 | — — 0,00004 | 0,00023
2 0,0017 | 0,000042 | 0,000038 | — - 0,00013 | 0,00076
Tabruya 6

Pe3yabTaThl onpenenenus cogeps;kanusi Cu, Zn, Ag, Cd B HH00HEeBOM cIlJIaBe
B peskume KED ¢ MexxdieMeHTHOI KoppeKkumeii

VY cnoBHBIN HOMEp Coz[e PKaHUC DJICMCHTOB JISI PA3JIMYHBIX U30TOIIOB, % (l'IO MaCCG)
o6pasia ®Cu ®Zn %¥Zn ®Se Se Ag Hcd
1 0,0011 [0,000007 | 0,000003 | — — 0,00002 | 0,00007
2 0,0017 |0,000037 | 0,000010 | — - 0,00002 | 0,00007

Kax BUIHO W3 MpUBEAEHHBIX BbIIIE TAONMUII, NIPH OINpeneiaeHun coaepxanus Zn, Ag,

Cd 6e3 mexanemenTHO# Koppekiuu B pexkume KED monyuaroTcs CHIbHO 3aBBIILICHHBIC pe-
3yJIbTaThl, TOCKOJIBKY BIMSHUE CIIEKTpalIbHBIX HHTepdepenuunit B pexkxume KED 6onbie, yem
CoJIepKaHNe OTPEACIIEMbBIX dJIEMEHTOB. DTO TaK)Ke CBUICTEIHCTBYET O HETIOJIHOM TIO/aBIIe-
HuHM uHTepdepeHnun okcuaubx woHoB Cr, Ti, Zr, Mo B pexxume KED 1 HE0OX0IUMOCTH J10-

MOJTHUTEILHOI'O UCI0Ib30BaHUS MEXKIIEMEHTHOM KOPPCKIUH. COI{Cp)KaHI/IC CCJICHA B pCXKUMC



KED He onpenensnoch, MOCKOIbKY YyBCTBUTEIBHOCTh €r0 ONpEAENCHUS] 3aMETHO CHIKEHA

1o cpaBHeHHIo ¢ STD pexxumom.

Ouenka cmenenu enuanus unmepghepenma
Crenenp BiusiHus uHTephepenta (C) oleHHBaNIN KaK OTHOLICHHE KaXKYIICHCs KOH-
LICHTPaLUH ONIPEaeIIeMoro aneMenTa B % (1o Macce) K coJep)kaHnIo HHTepepeHTa B CIia-
Be (B % (1m0 Macce) 1o pactBopy ¢ godaBkoit 20 mr/in uHTepdepeHToB). Pe3ynbTarhl nccuemno-

BaHMM MMPECTaBICHBI B Ta0. 7.

Tabruya 7
Crenenb Biausanusa nareppepenta (C) st pa3IMIHbIX H30TOMOB
onpeaeasieMbIX 3JIEMEHTOB
M30TOMbI 371IEMEHTOB U PEXUM UX U3MEPEHUS 3HaveHus crenenu BiusHus uarepdepenta (C)

®Cu (STD) 0,0004

%Cu (KED) 0,000002

%Zn (STD) 0,0004

%Zn (KED) 0,000001

%Zn (STD) 0,0001

%Zn (KED) 0,00002

8Se (STD) —

823e (STD) —

YAg (STD) 0,002

WAg (KED) 0,00003

1cd (STD) 0,001

Ccd (KED) 0,00007

B cooTBeTcTBUU ¢ ypaBHEHHEM, MPUBEACHHBIM Jajee, CHIKEHUE CTENEHU BIUSHUS
uatepdepenta (C) B pexxume KED mokaspiBaet, 4To MogaBleHUE KaXKYIICHCS YyBCTBHTEIb-
HOCTHU MO UHTEPHEPEHTY MPHU OTHOIICHUH MAcChl K 3apsay ONPeAeNsieMOro JIeMeHTa 3HAUH-
TEIHHO OOJIBIIE, YEM TOJIaBJICHHE YYBCTBUTEILHOCTH 10 HOHY JIaHHOTO 3NieMeHTa. Vckimroue-
HUE COCTABJISIET CEJICH, MTOCKOIbKY UMEET BHICOKUH TTOTSHIINA HOHU3AIIHH.

CZCim/CM:Sim/Sa,
rae Cin — KaXyIascss KOHIICHTpAIMs OnpejiesisieMoro snemenTa, % (macce); C, — coiepkanue iie-
MCHTA, CO3Jar0mecro NoMExu B CIIJ1aBEC, % (HO MaCCC); Sim — KaXyHiasacst 49yBCTBUTCIIBHOCTD 10 UHTCP-
(hepeHTy MpU OTHOUICHWH MAaCChI K 3apsjly ONpeAeNsieMoro 3jieMenTa, umi/% (mo macce); S, — 4yB-

CTBUTCJIbHOCTD IO MOHY ONPCACIIKICMOI0O 3JICMCHTA, nmi/% (HO MaCCC).

Ilpedenwvt oonapyscenusn
[Ipenenbr 0OHAPY)EHUS OMPEIETSIEMBIX JIEMEHTOB TIPH BIMSHUH, COOTBETCTBYIOIIEM
conepxanuto 4% (mo macce) uarepdepenton (Ti, Cr, Zr, Mo) B HHOOMEBOM CILIaBe, OIEHHU-

Banu kak C-4%-0,3 (Tabm. 8).



Tabnuya 8

IIpeneanl o0HapysKeHHsI NI PA3THYHBIX ONpeaeasieMbIX 3JIeMEHTOB (M30TOIOB)

M30TOITBI 2JIEMEHTOB U PEKUM MX U3MEPCHUS [Ipenen obHapyxenus, % (mo macce)™
®Cu (STD) 0,0005
%Cu (KED) 0,00015
%Zn (STD) 0,0005
%Zn (KED) 0,00005
%Zn (STD) 0,00015
%Zn (KED) 0,00004
®Se (STD) 0,00007
825e (STD) 0,00006
YAg (STD) 0,003
YAg (KED) 0,00003
1cd (STD) 0,0014
Ccd (KED) 0,0001

* IIpenen obHapyx)eHus snmeMeHToB paBeH 3SD, ecim 3SD>C-4%-0,3. [Ipemen oOHapyXeHHs YIEMEHTOB TIPH-
HUMaJCs PaBHBIM TPEM CTAaHIAPTHBIM OTKJIOHEHUAM (3-SD), MOMYYEHHBIM HPH TATH M3MEPEHHUSX MPOH3BOJI-

CTBEHHOI1 1aBku 1 6e3 100aBOK HHTEPPEPEHTOB.

Onpeoenenue cooeprucanusa Cu, Zn, Se, Ag, Cd memooom «eeedeno—naiioeno»

Omnpenenenue conepxanusi Cu, Zn, Se, Ag, Cd meToioM «BBEICHO—HANUIEHO» TIPOBE-

JIEHO JIJIi KICKOMBIX 2JIEMEHTOB, BBEJICHHBIX B COCTaB 0Opa3iia 1 HHOOMEBOro criaBa Mpou3-

BOJICTBEHHO# TuiaBku B konmmuectBe 0,5 u 5 mr/n B peskxumax STD u KED 6e3 mexaaeMeHT-

HOM Koppekuuu (tadi. 9).

Tabnuya 9

Pe3yabTaThl onpenenenus cogep:xanusi Cu, Zn, Se, Ag, Cd meTo1oM «BBeJIeHO—HAiiIEHO»
M3oTomnksl 371eMEHTOB U BBeZ[eHHOG KOJIMYECTBO dJIEMEHTA/ HafI,I[eHHoe 3HA4YCHUC,
PEXKUM UX NU3MCPCHUS MT/IT

®Cu (STD) 0,5/1,17 5/5,47

%Cu (KED) 0,5/0,53 5/4,83

%Zn (STD) 0,5/1,07 5/5,53

%7n (KED) 0,5/0,57 5/5

%Zn (STD) 0,5/0,53 5/5,33

%7Zn (KED) 0,5/0,4 5/4,9

8Se (STD) 0,5/0,6 5/4,7

825e (STD) 0,5/0,97 5/5,9

Ag (STD) 0,5/0,17 5/3,77

YAg (KED) 0,5/0,47 5/4,97

cd (STD) 0,5/0,1 5/3,47

"Cd (KED) 0,5/0,27 5/4,8




Tabruya 10

Pe3yabTaThl onpenenenus cogep:xkanus Cu, Zn, Se, Ag, Cd B HuooueBom ciJjiaBe

B COOTBETCTBHH C MpejieioM o0Hapyenusi 3jiemenToB (N=5, P=0,95)

Y cIoBHBIN HOMED Copep:kaHne JIeMeHTOB, % (1o Macce)™
oOpasua Cu Zn Se Ag Cd
1 0,0011 <0,00005 <0,0001 <0,00003 <0,0001
2 0,0017 <0,00005 <0,0001 <0,00003 <0,0001
IMorpeniaocTs, % (M0 Macce) 0,00015 0,0002 0,00007 0,000008 0,00006

* Copepxanne Cu, Zn, Ag u Cd onpenensmm B pexkxume KED ¢ MexaneMeHTHON KOppeKIue, Se — B pexmnmMe
STD (Se B pexxume KED He onpezensiics: BCieACTBUE HU3KOW YYBCTBUTEIIBHOCTH ONPEICTICHHS).

PGSYJ'ILTEITBI HUCIIBITAaHHU I ABYX HNPOU3BOACTBCHHBIX IIJIABOK HHOOHMEBOIO CIIaBa B CO-
OTBCTCTBUHU C IIPEACTIOM O6Hapy71(€HI/I$I OJICMCHTOB, a4 TAKXKEC MOIrpCITHOCTU UX OIPCACICHUSA

npuBeneHsl B Taou. 10.

3akirouenune

MHUKpPOBOJIHOBOE PacTBOPEHHE HHOOMEBBIX CILIABOB, JerupoBaHubix T1, Cr, Zr u Mo,
B cMecH ()TOPUCTOBOJOPOJHON M a30THOM KHCIIOT COCOOCTBYET MOJHOMY PAaCTBOPEHHIO OC-
HOBBI U TIEPEBO/IY B pacTBOp omnpeaensemMbix snementos (Cu, Zn, Se, Ag, Cd).

MexaneMeHTHasT KOPpPEKIHsT B CTaHJAPTHOM pPEXHUME H3MEPEHH HEIOCTaTOYHO
yAydIaeT pe3yiabTarsl (TpaBrwiIbHOCTE) onpeaeienus Cu, Zn, Se, Ag u Cd u3-3a CHIBHOTO
BIIMSIHUA OKCUIHBIX HOoHOB T1, Cr, Zr u Mo.

[TpuMeHeHHe peaKIMOHHO-CTOIKHOBUTENBbHON sueiiku (pexxuM wu3mepenust KED)
MO3BOJIMJIO 3HAYUTEIBHO YMEHBIINUTh BIUSHUE MHTEPHEPEHINI OKCHIHBIX HOHOB IIPH OIpe-
nenenuu conepxanus Cu, Zn, Ag u Cd u cOOTBETCTBEHHO CHHM3HUTbH Hpeesbl X OOHapyxe-
HUS Ha OJIMH-/IBA MOPSIKA 110 CPAaBHEHHIO CO CTaHAAPTHBIM peXUMOM m3Mmepenws. L{emnecooo-
pasHocts mpuMmeHeHus pexxuma KED monrTBepxieHa pe3yiabTaTaMH HCIBITAHHH METOIOM
«BBEJICHO—HANWJICHO», IPABUIBHOCTh PE3yJIbTaTOB B CTAHJAPTHOM PEXHUME XY)Ke U3-3a HeCTa-
OMIIBHOT'O BBIXOJ1a OKCUIHBIX HOHOB.

MexanemMeHTHass Koppekuus B coueTanuu ¢ pexumoM KED momoraer ycTpaHuthb
BIIMsIHUE OKCHIHBIX HOHOB Cr, Zr u Mo npu onpenenennu Zn, Ag u Cd, Tem He MeHee moJy-
YEeHHBIE PE3YJIbTaThl TPEOYIOT MOATBEPKACHUS APYTUMH METOJaMU U3MEPEHUH.

ITpu pa3zpaboTke METOIUKH OTIpENIeIeHus COJIepKaHUs BPEAHbBIX MpUMeceil B HuoOue-

BBIX CIIIaBax CJICAYCT YUHUTHIBATH JONMYCTUMBIC YPOBHH MCIIAIOLICTO BJIIMAHHA IO KAXKIOMY



U3 JIETUPYIOIIUX 3JIEMEHTOB, MIOCKOJIbKY OT 3TOTO 3aBUCST MpPeesibl 0OHAPYKEHUS OIpeneis-

C€MBIX JJICMCHTOB.
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