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IIposedeno onpedenenue Huskux cooepxcarutl (<0,0005% (no macce)) mviubsika 6 crodxic-
HONE2UPOBAHHBIX 00PA3YAX HUKELEBbIX CHAABOE MEMOOAMU MACC-CNEKMPOMEMPUU ¢ UHOYK-
mugHo cesazannou naazmou (MCI-MC) u amomno-abcopbyuonnoii cnekmpomempuu (AAC) ¢
anexmpomepmuyeckou amomuzayuei. Memooom UCII-MC onpedeneno makaice cooepaicanie
MBIUBAKA 8 XPOME, AGTAIOUWEMCSL Te2UPYIOWUM KOMNOHEHMOM HUKeNeblX cniagos. Ilpusede-
Ha Memoouxka pacmeopenus npoovl u no02omogku ee K anaiusy. Cnexmpanvhvie unmepge-
PEeHYUuU YCmpaueHvl ¢ NOMOWBbIO UCTIONb308AHUS YPAGHEHUN MAMEMAMU4ecKol KOppeKyuu,
PEaKyUOHHO-CMOIKHOGUMENbHOU AYeliKU U ¢ NPUMEHeHUueM Koppekmupylowux dobasox. [lpa-
BUTLHOCTD NOTYYEHHBIX PE3YIbmamos NOOMEEPHCOeHA AHATUZOM CePMUPUYUPOBAHHBIX CIAH-
0apmHbIxX 00paA3Y08 HUKELEe8bIX CHAAB08 U XPOMA.

Knwuesvie cnosa: macc-cnekmpomempusi ¢ UHOYKMUBHO CEA3AHHOU NIAIMOU, AMOMHO-
abcopOYUOHHAs CheKmpoMempusi, HuKejlesble CNasbl, Onpedeienue 6PeOHbIX npuMecetll, aHaau3
Xpoma, MUKPOBOIHOBASL NPOOONOO2OMOBKA.
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DETERMINATION OF LOW CONTENTS (LESS THAN 0,0005%0)
OF ARSENIC IN NICKEL ALLOYSBY ICP-MS AND AAS
METHODS WITH ELECTROTHERMAL ATOMIZATION

In this work, the determination of low contents (less than 0,0005 wt. %) of arsenic in com-
plex alloyed samples of nickel alloys was carried out by means of inductively coupled plasma
mass spectrometry (ICP-MS) and atomic absorption spectrometry with electrothermal atomiza-
tion. Also, the ICP-MS method was used to determine the arsenic content in chromium, which is
an alloying component of nickel alloys. A technique for dissolving a sample and preparing it for
analysis is presented. Spectral interferences are eliminated by applying mathematical correc-
tion equations, a reaction-collision cell and using corrective additives. The correctness of the
results obtained is confirmed by the analysis of certified reference materials of nickel alloys and
chromium.

Keywords: inductively coupled plasma mass spectrometry, atomic absorption, nickel alloys,
determination of harmful impurities, chromium analysis, microwave sample preparation.
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BBenenue
)I(aponquHLIe HUKCJICBBIC CIIJIABBI SABJIAOTCA OAHUMHU U3 OCHOBHBIX MaTepI/IaJ'IOB HpI/I
MIPOU3BOJICTBE COBPEMEHHBIX Ta30TypOMHHBIX JIBUTATEJCH, UCMOIB3YEMBIX B PA3IUYHBIX 00-
JAcTSIX TEXHUKH, OCOOEHHO B aBHAaCTPOCHHMM. TakHue XapaKTepUCTHKHU, KaK TEPMOCTONKOCTD,
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KapOMPOYHOCTh, UIUTENbHASI MEXaHU4YECKash BBIHOCIMBOCTH, MO3BOJISIIOT JaHHBIM MaTepua-
JaM paboTaTh B 3KCTPEMANBHBIX YCIOBUSAX, B TOM YHCJIE MPU TeMIepaTypax pabouero rasza
1640-1940 K. ITocTostHHO BemyTcsi pabOTHI 1O MaJbHEUIIEMY YIyUIIEHUIO CBOWCTB CILJIABOB
JUISL CO31aHUsI HOBBIX 00pa3IoB TeXHUKH [ 1—4].

Heo6xoauMbIM yclioBHEM NMPOU3BOACTBA KAYECTBEHHBIX CILIABOB SIBJISIETCS MPOBEICHUE
X XMMHUYECKOTO aHalin3a, B OCOOCHHOCTH OIPEICIICHUE BPEIHBIX MPUMECEH, OKa3hIBAOIINX
HEraTUBHOE BJIMSHUE Ha CBOMCTBa MarepuanoB. OmpeneneHue mpuMecei cienyer mpoBOIUTh
KaK B TOTOBOM MPOJYKIIMH — HUKEJICBOM CILJIaBe, TAK M B MICXOIHBIX JICTUPYIOMIUX T00aBKaxX —
B YacTHOCTH, B xpoMme [5]. B maHHO# paboTe MpOBOAMIN ONPEICICHUE MBIIIbIKA — BPEIHON
MPUMECH, U KOTOPOM yCTaHOBJIEHBI JocTaTouHo Hu3kue (<0,0005% (mo macce)) mpenesb-
HBIC 3HAYEHUS] B COBPEMEHHBIX HUKEJIEBBIX KapPOIPOUYHBIX CIIJIaBaX.

B HopmaTuBHOM noKyMeHTe [6] mpuBeneHO ONMpeeICHHE MBIIIbAKA B HUKEICBBIX
CIIaBax METOJOM crHekTpodoToMeTpuu B nuamnazoHe conepxkanuii ot 0,0005 mo 0,05%
(mo macce). Metoanka OCHOBaHA Ha IMOJIYYCHHUU MBIIIBSIKOBO-MOJIHOICHOBOTO KOMIUICKCA
yTeM PacTBOPEHHUS HABECKU MPOObI B a30THOW KHUCIIOTE M J00aBJIEHUS COOTBETCTBYIOIIETO
KoryiekcooOpaszoBatens. Jlanee naHHBI KOMIUIEKC BOCCTAHABIMBAIOT JO MBIIIBSIKOBO-
MOJIMOICHOBOM CHHU U U3MEPSIOT ONTUYECKYIO MIOTHOCTH MpH 750 unu 660 HM, pacCUUTHI-
Bas MCXOJIHOE COJIEpP’KaHHME MBIIIbsKa. K KIIacCHYeCKUM METO/JaM aHajin3a MOXXHO OTHECTH
TUTPUMETPUYECKUI aHaTN3, MO3BOJIAIOMIMN OMPEIENATh MBIIIbSIK B JUANa30He COICpKaHUI
ot 0,1 mo 1% (1o macce). MeTorKa OCHOBaHa Ha BOCCTAHOBJICHUH MBIIIbSKa rUOpochurom
HaTpud. J{ajee B pacTBOp BHOCST U30BITOK HO/AA, KOTOPBIN TUTPYIOT CyiabhuTOM HaTpus [7].
OpnHako JaHHBIC METOJUKU HE MO3BOJISIOT OMPEICIISATh MBIIIBSIK B HEOOXOAMMBIX COJEpKa-
HUSIX, & TAKXKE OYEHb TPYJOEMKH U JUIUTEIbHBI.

AMITEpOMETPUYECKUI METOJI JAOIMYCKAET OMPEEICHUE MBIIIbAKA B JUara3oHe CoJlep-
xanuii ot 0,01 1o 0,2% (mo macce). HaBecky npoObl pacTBOPSIIOT B a30THOM KHUCIIOTE, MIPUITHU-
BaIOT CEPHYIO KUCIIOTY, YIIapUBAIOT, pa30aBIsIIOT BOJOW M BHOCAT TUAPA3UH C OPOMUCTBIM Ka-
naueM. Jlanmee pacTBOp MEPETrOHAIOT B MPUOOpE MUCTUIUISIUN MBIIIbSIKA C H30BITKOM COJISTHOU
KHUCJIOTBI. 3aTeM IMPOBOASAT aMIIEPOMETPUUECKOE TUTPOBAHHUE MOJYYEHHOTO PACTBOPA CMECHIO
OpOMHOBATOKHUCIIOTO ¥ OpoMucToro kanusa. Cuiay Toka U3MEPSIIOT C TIOMOIIBI0 YyBCTBUTEIBHO-
r0 TATbBOHOMETPA, ONPEIENsisl TOUKY SKBHBAJICHTHOCTH IO MEPECEUCHUI0 IBYX MPSIMBIX B KO-
OpAMHATaX «TOK—00BeM pacTBopa TUTpaHTa» [8]. K anmekTpoXuMu4eckuM MeToiaM aHalln3a
TaK)K€ OTHOCHUTCS TIOTEHIIMOMETPHS. MeTOoMKa C UCTIOJIb30BaHUEM JTAHHOTO METO/1a TTO3BOJISIET
OTIpeNIeNATh CXOXKHE AUATa30Hbl coAep kanuil Mpltbsika — ot 0,05 10 0,2% (o macce). Mpliib-
SIK OTJIEJISIFOT OT OCHOBBI TAK)KE€ IMyTEM JAUCTUUISILIMK B BUJIE XJIOPUJIA B MPUCYTCTBUU THAPA3H-
Ha ¢ OPOMHUCTBIM KaJHleM, a 3aTeM MPOBOJAT MOTCHIIMOMETPHUUYECKOE TUTPOBAHHE OPOMHOBATO-
KHUCITBIM KaJHeM JI0 TOJTy4YeHHs CKauka MOTEHIMaa, MOCJIe YeT0 PaCCUYMTHIBAIOT UCXOTHOE CO-
JIep>KaHue OIPENEIIIEMOro 3JIEMEHTA M0 KOJIMYECTBY M3PACXOJOBAHHOIO TUTpaHTa [9]. lanHble
METOJIMKH TaKXKe JUTUTEIBbHBI U TPYIOEMKH M XapaKTePU3YIOTCS HEIOCTATOYHBIMU JIMAIia30Ha-
MU ONpeAeNIeMbIX COJIEP>KaHUM MBIIITbSKA 1711 aHATH3a COBPEMEHHBIX CILIABOB.

CoBpeMeHHbIE METO/Ibl aHau3a, OJHUM U3 KOTOPBIX SBJISIETCSI aTOMHO-IMHUCCHOHHAS
CHEKTPOMETpHsI ¢ UHAYKTUBHO cBs3aHHOM mmiazmoil (MCII-ADC), mo3BoNSIOT ONnpeaenuTh
MacCOBYIO JIOJIO MBIIIbSKA B Pa3IMUHBIX cIlaBax. Tak, B pabore [10] mpoBoauiu onpenerne-
HUE MBIIIBSAKA B TUTAType «Kele30—Bolb(pam» MyTeM MPeIBapUTEIbHOTO OCAKIECHUS OCHO-
BBl B Buge PbWO, u NasFeFs u ¢ mocnenyronuM aHaIu30M OTIEJIEHHOTO pacTBopa. [lpu
TOM MHUHHMAaJbHOE MOJYYEHHOE cojepikaHue Mbiiibska coctaBuiio 0,0018% (mo macce).
MeHnbie conepkaHusi ONPEeAeNaTh 3aTPYAHUTEIBHO W3-32 HU3KOW WHTEHCUBHOCTH CIICK-
TpanbHON nuHUM (189 HM) sMuccuu Mblmbika. OJAHAKO K HEQOCTAaTKaM JaHHOTO METOoJa
MOXXHO Tak)Xe€ OTHECTH Halu4due OOJBIIOr0 KOJHUYECTBA CIEKTPAIBHBIX HHTEp(EepeHIHiA
(Hamo>xeHui), UTsl Yero U MOTPeOOBAIOCH OTACIEHUE OCHOBHBIX KOMIIOHEHTOB JTUTATYPHI.
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B HukeneBbIX cIiaBaXx MaccoByro Joiit0 Mblbsika <0,0005% (mo macce) MOXKHO
onpeaensats ¢ momombio MCIT-ADC B rpadurosoii ktoBere. B TOCT 24018.6—80 ommcana
Takas METO/AMKA, KOTOpas MO3BOJSET ONpeneisaTh coiep:kaHue Mmplmbsika oT 0,0001% (mo
Mmacce). HaBecky mpoObl pacTBOPSIIOT B CMECH COJISTHOM U a30THOM KHCIIOT, 3aT€M MPOBOJIST
JUCTWIISALMIO, OTJENSIST MBIIIBSAK B BHUJE Xjopuja. Jlanee alMKBOTHYIO YacTh IOJIyYEHHOTO
pacTBopa BBOAAT B rpadUTOBYIO KIOBETY U M3MEPSIOT BeIMYMHY noromenus (npu 193,7 um),
10 KOTOPOH PacCUMTHIBAIOT COJEpKaHWE MbIIbsika B ciiaBe [11]. Takum obpazom, maHHas
METOAMKA UMEET CIOKHYIO U JUIUTENbHYI0 TPOOOTIOATOTOBKY.

B xumuueckoit nadoparopun McnwirarensHoro nenrpa AO «CtynuHcKas MeTautyp-
ruueckas kommnanus» (AO «CMKy») paspaborana u ycnemno npumensercs MU Ne04-17
«Metoauka U3MEPEHHUI MacCOBOM JTOJIM MUKPOIIPUMECEN XUMHUYECKUX 3JIEMEHTOB B CILIaBax
Ha OCHOBE HHUKEJS Ha aTOMHO-a0COPOLIMOHHOM CHEKTPOMETPE C AJIEKTPOTEPMUUYECKON aTo-
MU3aLKEN», TO3BOJISIONIAs U3MEPATh MAaCCOBYIO JOJII0 MBIIIbSKA B CIIJJaBaX HA OCHOBE HUKE-
JIS TIOCJIe PacTBOPEHUSI HABECKU 00pasiia B CMECH COJISTHOM U a30THOM KHUCIIOT U pa3BECHU 5
pacTBOpa BOAOW AJis J1aOOPAaTOPHOrO aHaiIM3a BTOPOI CTENEHH OUMCTKH, 0€3 MpOBEICHUs
JOTIOJIHUTENbHBIX MPOLEAYp C pacTBopaMu. V3mepeHus BBIIOJIHSAIOT Ha aTOMHO-
a0COpOITMOHHOM CHEKTPOMETpEe ¢ 3JeKTpoTepmuueckoi atomm3anuen |ICE 3400. AtomHO-
abcopbuumonnas crexkrpoMerpusi (AAC) sBISETCS OJHOIIEMEHTHBIM METOJIOM, C TTOMOIIBIO
KOTOPOr'0 MOCJEI0BATEIbHO U3MEPSIETCSl COAECPKAHUE Ka)I0Ir0 3asBJIEHHOTO XMUMHUYECKOTO
3JIeMEHTa. JTO YBEIMYUBACT BPEMs [IPOBEICHUS aHAIIN3A.

K MHOrosnemMeHTHBIM METOJlaM ONpENENICHUs NpUMEcell B pazIMYHbIX MaTepuaiax
OTHOCHUTCSI MacC-CIEKTPOMETpUsI ¢ MHAYKTUBHO cBsi3anHoM miazmoit (MCIT-MC) [12], koTo-
pasti MO3BOJISIET OJJHOBPEMEHHO OIPEAEIATh OOJIBIIOE YUCIIO JIEMEHTOB U OTJINYAETCS. HU3KU-
MU TpelieaMu OOHapy>KeHHUs, TPOCTOTON MPOOONOATOTOBKY C MCIOJIB30BAaHUEM MUKPOBOJI-
HOBOT'O PAa3/IOkKEeHUsI MpoObl B cMecu KUCIOT. OJHAKO MPSMOE ONPENCIIEHUE MbIIIbsKa B
CIUIaBax, JIECTUPOBAHHBIX KOOAIBTOM, 3aTPYJHUTEIBHO U3-3a HAJTUYUS CIIEKTPAIbHON UHTEp-
dbepeHun (HaJI0XKEHUS) CUTHAJIA OT »C0'®0" na curnan or °As’ [Ipu onpeneneHUN MbIITb-
sika B XpoMe BosHuKaeT nuTephepenims CArCClt na As’, tak kak jis pactBopenus xpoma
HeoOxoauMa colsiHas kuciota [13]. Pemuts 3TH npo6ieMbl MOKHO IYyTEM MPUMEHEHHSI ITPH-
CTaBKU TUIpHUIHON reHepanuu napoB B coyeranuu ¢ MCII-MC. B mpucraBke npoucxoaut
BOCCTAHOBJIEHHE MBIIIbSIKA 710 JETYYUX TUAPUIOB, KOTOPbIE OTAEISAIOTCS OT OCHOBHI U B BUJIE
MapoB MOMNaaalT B Macc-criektpomeTp [14]. OnHako AaHHAs METOAMKA OCIOXKHSETCS HeoO-
XOJIMMOCTBIO HAJIMYUS MPUCTABKU THMAPUAHON I'€HEpaluu, a TaKkKe TPYIAOEMKOCTBIO MPUTO-
TOBJIEHHsI OOJIBIIOTO KOJMYECTBA PEAreHTOB, KM3HECIIOCOOHOCTh KOTOPHIX HE3HAUMTENbHA.
CrnexTpanbHble HHTEPPEPEHLINN TaK)KE€ BO3MOKHO MPEOO0JETh, UCIIOIb3YSl YpaBHEHUS! MaTe-
MaTUYECKON KOPPEKINH, PEAKIIMOHHO-CTOJIKHOBUTENbHYIO AUelKYy [15] u nmpumeHss Koppek-
TUpYIOLIUE T00aBKH.

Takum oOpa3om, 1edbl0 JaHHON pabOThl SBISETCS HUCCIIENIOBaHUE CXOAMMOCTHU
pe3yibTaTOB HpH ompeneseHnH Hu3kux coxaepxkanuit (<0,0005% (mo macce)) MblIbsiKa
B 00pa3ax HUKEJIEBbIX CILIaBOB, JIESTUPOBAHHBIX KoOanbToM, MeTogamu UCIT-MC u AAC
C DJIEKTPOTEPMUYECKON aTOMHU3aLIUEH.

PaGora BeIMONHEHAa B paMKax peanu3alii KOMILJIEKCHOW Hay4yHOW mpobiemsl 9.1.
«MOHOKpHCTAIJINYECKHE >KAapOIPOYHbIE CYNEPCIUIaBbl, BKJIOYas 3BTEKTHYECKHE U ecTe-
CTBEHHbIE KOMMNO3UTHI» («CTpaTernuyeckue HarpaBlIE€HUs Pa3BUTHUS MATEPHAIIOB M TEXHOJO-
ruif ux nepepadotku Ha nepuoa 10 2030 roxay) [1].

MarepuaJjbl 1 METOABI
Annapamypa
B pabote ucmonb30Badu Macc-CIEKTPOMETP C MHIYKTUBHO CBSI3aHHOW ILJIa3MOM
ICAP Q. Jlns moCTHXKEHHS MaKCUMAJbHBIX AaHAJIMTHYECKHX CHTHAJIOB OIpPEICIAEMBbIX
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9JIEMEHTOB BBINOJIHSIN aBTOMaTHUYECKYI0 HACTPOIMKY MapameTpoB paboThl mpubopa B COOT-
BETCTBUHU CO CTaHAAPTHOH MPOLEAYPOH MOATOTOBKH MprOOpa, 3aJaHHOM MPOU3BOJUTEIEM:

[MapameTp mpubopa 3HaveHue mapamerpa
ITnasmoo6pa3yroruii ras, Ji/MuH 13,2
BcenoMorarenpHblil ras, 1/MuH 0,7
PacnblnuTeNnbHEIN ra3, 1/MUH 0,89
CKOpOCTh IEPHUCTATETHICCKOTO Hacoca, 00/MUH 43
I'my6una mazmootbopa, MM 6
MOoIIHOCTh BEICOKOYAaCTOTHOTO reHepaTopa, BT 1350
Uwnco kaHaJIOB HA Maccy 1
Yuc1o CKaHOB B PEILIHKE 50
Yucno peruk 11 o0pasia 3
Bpewmst unTerpupoBanus, ¢ 0,02
Hampspkenue Ha skcTpakrope, B 159
Hanpsoxenue Ha GokycHol nH3e, B 3,2
Pazpemienue, a.e.m. 0,7
PacnosiuTens MUuKponoTOYHBINA, KOHUEHTPUUECKHUI

PFA-ST (400 mx1/MuH)
PacmpuiutenbHas kamepa KBapiieBasi, HUKIOHHASI
C TEPMODBJICKTPHUUECKUM OXJIaXKICHHEM
TemnepaTypa pacupuUIATENbHON Kamepsl, °C 2,7
Camriep CranaapTHBIN HUKEJIEBbI
Cxummep CranaapTHBIN HUKEJIEBbI

CO BCTaBKOM 3,5 MM

ITpu 5TOM JUIS HACTPOEUYHOIO pacTBOpa, coaepskariero Li, In, Ba, Ce, U ¢ konuenrpa-
et 1 Mxr/om®, dyBCTBUTENBHOCT cocTaBIsLIa, (MMIV/C)/(MKr/aMY), He Meree: 60000 — s
7Li, 250000 — mua 115In, 400000 — s 238U, YpOBEHb OKCHJIHBIX HOHOB JOCTHUTall
16Ce0/°Ce=2,0%, a ypoBeHb aByx3apsHbIX HOHOB - Ba’ /**'Ba=2,5%.

PaGota peakiinOHHO-CTOIKHOBUTEIBHOM SUEUKH C TEIHEM B PeKUME AUCKPUMHUHALIUN
no kuHetnyecko ’Heprun (KED) naer BO3MOXXHOCTh M30€xKaTh BOZHUKHOBEHHUSI HOBBIX WH-
TepepeHInii, KOTOpble UMEIOT MECTO NPH HCIOJIb30BAHUU PEAKIIMOHHOCTIOCOOHBIX Ta30B,
YTO B CBOIO OYepe/Ib MO3BOJISET aHATM3UPOBATHL 00PA3Ibl CO CIIOKHON MaTPHIICH U TIEpEMEH-
HbIM coctaBoM [16]. IlpousBeneHa HacTpoika pabOTHl PEAKIIMOHHO-CTOJIKHOBUTEIHHOMN
sueiiku B pexkxume KED c renveM. 3HaueHune HampsiKeHHs] Ha BXOJIe B MacC-aHalU3aTop CO-
cTaBWwIO -16 B, a 3HaueHWe HaNpsHKCHUS Ha BBIXOJE M3 sueiku: -19 B. Pacxon remus gepes
A4eiiKy MojoOpaH BPY4YHYIO U cOocTaBUN 6,1 MI/MUH, MPU 3TOM JOCTUTHYT MUHUMAIbHBII
YPOBEHb OKCHIHBIX HOHOB: ~°CeO/**°Ce=0,4%.

Jlns pacTBOpeHHs MPOoO HCMONIH30BAIM CUCTEMY MHKPOBOJHOBOI MPOOOMOATOTOBKU
MARS 6 ¢ teduionoBbiMu aBToK1aBaMu MARS Xpress Plus o6semom 100 oM, a it MpoBe-
neHus ananusza metogoM AAC — aromHo-abcopOrumonHslid criektpomerp ICE 3400 ¢ asro-
camIuiepoM W OJIOKOM 3JieKTpoTepmMudeckord atromusamuu GFS, rpaduToByro KroBeTy 0e3
MUPOJIUTUYECKOTO TMOKPBITHS, JAMITY C IMOJIBIM KaTOJOM Ha MBIIIBAK (TOK JaMmbl 12 MA).
W3mepeHus npoBOAWIM Ha JyiMHE BOJIHBI 193,7 HM nipu mmpune menu 0,5 HM.

Peacenmul u 06vexmot uccredosanus
Jlnis pacTBOpeHUs: MPOO KCIOJIB30BAIU a30THYIO M COJISTHYIO KHCIIOTHI MapKH «OCY»,
OYHUIICHHBIE C TIOMOIIBIO CUCTEMBI ITeperoHkn 0e3 kunerust BSB-939-IR, a Takxke ¢pTopucto-
BOJIOPOJIHYIO KuCHOTY (40% (mo macce)). B xauecTBe pacTBOpUTENsI IPUMEHSUITA JIEUOHU3HPO-
BaHHYIO BOJy (compoTruBieHrne He MeHee 18,2 MOM), a B KauecTBe BHYTPEHHEro CTaHIapTa,
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KOTOPBI BBOIWJIM BPYYHYIO, — PacTBOPBl MHAMS U €BPOIHUS C KOHIIGHTpalueu 2 MKI/,
MPUTOTOBIICHHBIC U3 CTAHJAPTHBIX PACTBOPOB MHIUS U €BPONHS C KOHIeHTparuei 1 r/n. J{ns
MeTOJIa KOPPEKTUPYIOIIUX J100aBOK MPUMEHSUIM CTaHJApTHBIM pacTBOp KoOallbTa ¢ KOHIEH-
Tpanuei 1 1/, a mpu MOCTPOCHUH TPATYUPOBKH JIJIsI aHATUTUICCKOTO OIMPEICICHHS — CTaH-
JApTHBIA PACTBOP MBIIIbsAKA C KOHIIEHTpanuen 1 mr/i.

UccnenoBanu ceprudunpmpoBaHHbiid cTaHAapTHBIA 06paszelr (CO) cocTaBa HUKEIIEBOTO
craBa — H6 (mo peectpy Ne59-17), cranmapthsiii oopaszenr AO «CMK» u ceptudunmpoBaHn-
Heiii CO cocraBa xpoma — ['CO tuna X97,5(D8). [IpoBenu Taxke aHaiu3 Tpex 00pasIoB
IIPOM3BOJICTBECHHBIX IUIABOK HHKeJeBoro cruiaBa (1, 2 u 3) u aByx o0OpasioB xpoma (4 u 5),
UCIIOJIE3YEMOTO MPH MPOU3BOACTBE PA3IMYHBIX MAPOK HUKEIIEBBIX CIUIABOB.

B macc-criektpomeTpe B KauecTBe MJ1a3MO00pa3yrolIero, pacubUTUTEIBHOIO U BCIIO-
MOTATENLHOIO T'a3a UCIOJIb30BAJIM aproH ¢ YucToTo 99,998%, a B kauecTBe ra3za peakuoH-
HO-CTOJIKHOBUTEIIBHOHN SUCHKH — Teuil ¢ YucToTOi 99,999%.

B aTtomMHO-a0COpOIIMOHHOM CIIEKTPOMETPE B KaueCTBE 3AlIMTHOTO M TPAHCIIOPTHUPY-
FOLLIETO Ia3a UCIIOIb30BAIM aPTrOH ¢ YUCTOTON 99,998%.

Ilpobonoozomosxa obpasyos

s npoeaenus ananuza merogoM MCII-MC ucnonb3oBanu 00pasiibl HUKEIEBBIX
cruiaBoB Maccoi 1o 0,5 r (1o 4 nmapajienbHble TpoObl KaKA0r0), KOTOPbIE PacTBOPSUIN B pac-
TBOpe cocTaBa: 20 MJI BOJIBI + 8 MJT a30THOM KUCIIOTHI + 2 MJI IJIABUKOBON KUCIOTHI. OOpa3iibl
XpOMa pacTBOPSIM B pacTBOpe cocTtaBa: 13 M Bobl + 15 M1 cosisiHOM KMCIOTHI + 3 MIT a30T-
HOU KucnoTHl. [lomydeHHsiii pacTBop HoBoawn A0 oobema 100 Mt 1 pa3daBisuv 10 KOHIICH-
Tpauuu 0,5 1/1 Mo MaTpule, Jajiee UCI0JIb30BAIN HETTOCPEACTBEHHO /ISl U3MEPEHMUSL.

CO6op u 00pabOTKy JaHHBIX MPOBOAWIN C UCIIOJIH30BAHUEM MPOrPAMMHOT0 obecreye-
HUsS Macc-criekTpoMeTpa Qtegra. 3a pe3ynbTaT U3MEpeHUil NpUHUMAIN cpeiHee apupMeTH-
YecKOoe 3HAaYeHHE MACCOBOM JOJIM MBIIIBSKA, TIOTYYEHHOE U3 BYX MapallIeIbHBIX H3MEPEHHN
obpasria.

Jlia npoBenenus ananuza merogoM AAC HaBecky oOpasua Maccoit 100 mr pactBopsi-
mu B emecu consinoit (TOCT 3118-77) u azotnoit (TOCT 4461-77) kucnor.

TeMnepaTypHa;I nporpamMmma pa6OTBI aTOMHO'a6COP6HI/IOHHOFO CIICKTPOMETpPA
B PCIKUMCE ONPCACIICHHA MbBIIIbSIKA:

Pexxum onpenenenus Temneparypa, °C
Cymka 100
Ozonenue 1200

AroMu3zanus 2750

N3mepenune npoBOIMIM B IOTOKE aproHa ¢ OTKIOYEHHUEM €TI0 Ha CTaUU aTOMHU3aLUH.

MaccoByl0 00 MBIIIbSIKA BBIYUCISIN 1O JABYXTOYEYHOMY TI'PagyHpOBOYHOMY
rpaduky. 3a pe3yabTaT U3MEpEeHHI MPUHUMAIHN CpeaHee apupMeTHIecKoe 3HaueHHue Macco-
BOI1 10JIM MBIIIBSIKA, [TOJIyYEHHOE U3 JIBYX NapajulebHbIX U3MEpPEHH 00pa31ia.

Pe3yabTaThl U 00cyxKI1eHUE

B tabnuue npeacraBiaeH U30Ton Mblibsika 1 aHanusa merogom UCII-MC, a takxe
OCHOBHbIE HHTEP(PEPEHLIMHU U CIIOCOOBI UX MOJaBICHUS.

Taxkum 00pa3oM, NpH ONpeAeICHUH MBIIIbsIKAa B HUKEJIEBBIX CIUIaBaX, JETMPOBAHHBIX
KOOaJIbTOM, BO3HMKAeT CIEKTpalbHas HMHTepQepeHlus (HaJllo)KeHHE) CHTHajda OKCHIa KO-
OanbTa Ha CUTHAN MblIbiKa. [IpeosoneTs AaHHy0 npobiaeMy MOKHO IMYTEM HCHOJIb30BAHUS
PEaKMOHHO-CTOIKHOBUTENbHOU siueliku B pexume KED c renmem, a Takxke mpUMEHEHHEM
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KOppeKTHpyromux n100aBok. [Ipu aHanmu3e XxpoMa Ha cojep:KaHUe MBIIIbSKAa HHTEPHEPEHTOM
SIBIISIETCSL XJIOPUJ aprOHa, MIPH 3TOM CIIEyeT TaKXKe HCIOIh30BaTh PEKUM PabOTHI mpubopa
KED u marematnueckyro KOPpeKITHIO.

M30Ton onpenesnsieMoro 3j1eMeHTa, OCHOBHbIe HHTepdepeHIIUH U cI0CO0bI UX NOAABJICHUS

Omnpene- | Uzoton | Pacmpoctpa- Memato- Pacnpocrpanesn- Cnocob
JISIeMBbIH HEHHOCTb e HOCTh MOHA- NoJaBJIeHUs HHTEpdEpeHINN
3JEMEHT n3oTona, % HOHBI uHrepdepenra, %

As As 100 >Co™0* 99,76 1. U3mepenue B pesxume paboThI

nipudopa KED.

2. M3mepeHue ¢ UCIoIb30BaHUEM
KOPPEKTHPYIOUTX T00aBOK
PAreClt 75,77 1. MaTtemaTudecKkas KOPPEKIIHs:
PAs="As-k-CArCI",

rae °As u “Ar¥’Cl* - unrencus-
HOCTH 1ipu M/z=75 u 77 cooTBeT-
crBenHo; k=3,13 (ko3 puitreHT
noao6paH MPOrpamMMHO).

2. M3mepenue B pexxume paboTh
KED

OnpeoeneHue MblubAKA 8 HUKENe8bIX CHIABAX

Jnst mog0Oopa ycloBHiA aHaIM3a M MPOBEPKH MPABUIBHOCTH MPOBEACHO OINPEIEICHUE
Mmelibsika B CO HukeneBoro cruiaBa H6 ¢ ucnonb3oBanuem pexuma KED, koppexktupyromux
n00aBOK ¥ 0€3 HUX B CTaHAApTHOM pekume pabotsl (STD). [l cpaBHEHUs AaHHBIE 0Opasia
TakkKe mpoaHanu3upoBain MeTogoM AAC ¢ 3JIeKTPOTEPMUYECKON aTOMU3alliel, TaK KaK Mpu
UCTIOJIb30BaHUM JIaHHOTO METO/a HeT WHTep(EepeHIUi W BO3MOXKHO IMOJIY4YHTH Hamboee
TOYHBIE PE3YJIbTATHI.

Pesynbratel onpenenenus Meimbsika B CO HukeneBoro cmiaBa H6 mpu pa3inuuHbIX
ycnoBusx ananusa (N=4, P=0,95):

YcnoBus aHanmsa Maccosas gosst AS, MI/Kr
STD 28+3
KED 35+4
Koppekrupytromnue qodaBku 10+2
AAC 8,1
ATTecTOBaHHOE 3HAYCHUE 8,4

Kak Buano, npu pexumax aHanuza STD u KED nonydensl cuiibHO 3aBBIILICHHBIE pe-
3yJIbTaThl, @ IPUMEHEHHE KOPPEKTUPYIOIUX JOOABOK MMO3BOJISET MOIYYUTh TOUHbIE 3HAYCHUS
CoJiepKaHNN MBIIIbSKA (ATTECTOBAHHOE 3HAYEHME TOMAJaeT B JOBEPUTENIbHBIM HHTEPBAT MO-
Jy4eHHOro 3HayeHus1). TouHble pe3ysbTaThl TaKXKE IMOJIYYEHbI MPH KCIIOJIb30BAHUU METOJa
AAC ¢ 3eKTpOTepMUYECKON aToMHU3alueil.

Taxkum oOpa3oM, A ONpeneseHUs] MbIIIbsIKa B HUKEJIEBBIX CIUIaBaX, JIETMPOBAHHBIX
K00aJIbTOM, HE00XO0AUMO UCIOIB30BATh KOPPEKTUPYIOLINE JOOABKH.

Jlasiee mpoBeNU onpeiesieHue MBIIIbsKa B TpeX o0pasiax MpoU3BOACTBEHHBIX IJIa-
BOK HuKeneBoro cruiaBa (1, 2 u 3) meronamu UCIT-MC u AAC ¢ 3J1eKTpOTepMHYECKO
aTOMM3aIUEH.

Pe3ynbTaThl onpeneneHust MbIIbsKa B TpeX o0Opasiiax MPOU3BOJICTBEHHBIX IIABOK
HukeneBoro cmiasa (1, 2 u 3) merogamu UCIT-MC u AAC ¢ 3IeKTpOTEpPMHUIECKOM aTo-
muzanuei (n=4, P=0,95):
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MeTob1 Maccosast monst AS, MIr/kr, B 00pasiax
1 2 3

HCII-MC 8+1 7+1 4+1

AAC 8,1 7 3,4

[TonyueHHbIE pe3ysbTaThl CBUAETENBCTBYIOT O BO3MOKHOCTH OIPEAEIICHUS] HU3KUX
coaep:xkanuit (<0,0005% (mo macce)) MbIIIbSKA B HUKEJIEBBIX CIJIaBaX, JIETUPOBAHHBIX KO-
6anbTom, mMeTtonoM MCII-MC, uto moarBepkaaercs OIM3KUMHU pe3ysibTaTaMH I JBYX
METO/IOB.

Onpeoenenue MblubAKA 8 XpoMe
Jnst mogbopa yciaoBUM aHalW3a M MPOBEPKU MPABMIIBHOCTU IPOBENU OINpPENEICHUE
MbIbsika B CO xpoma X97,5(®8) ¢ ucnonszoBanuem pexxuma KED, Mmatemarnueckoi kop-
pekiuu 1 6e3 Hee B pexume padotsl STD. [{nst cpaBHeHUs qaHHBIM 00pasel Takke MpoaHa-
nu3upoBaiu MeTooM AAC ¢ 3IEKTPOTEPMUUECKON aTOMU3AIMECH.
Pesynbrarer onpenenenus mbimbika B CO xpoma X97,5(D8) npu pa3iauuHbIX yCIIo-
Busx ananusa (n=4, P=0,95):

VYcnoBus aHaauza Maccosas gons AS, MI/Kr
STD 1,7+0,5
KED 0,3+0,1
Martematuyeckasi KOppeKIHs 0,8+0,2
AAC 0,3+0,1
ATTecTOBaHHOE 3HAUECHUE 0,3+0,1

Kak BunnO, mpu pexkxume aHanuza STD u ¢ UCHONb30BaHUEM MaTEMaTHYeCKOH KOp-
PEKIIMH MT0JIyYEeHbI 3aBbIIICHHBIE Pe3yJIbTaThl, a IPUMEHeHUe pexxuMa padotel KED no3Bons-
€T HOJYyYUTh TOYHbIEC 3HAYEHUS COJIEP’KaHUMN MBIIIbsKA (ATTECTOBAHHOE 3HAUYEHUE MTONA1aeT B
JIOBEPUTENbHBIN MHTEpBaJ MOJIyY€HHOTO 3HaueHHs). TouyHble pe3ysibTaThl TAKXKE MOIYYHIIN
npu ucnoiib3oBaHuu MeTos1a AAC C 2JIEKTPOTEPMHUUECKON aTOMU3AIUEH.

Takum o6pazom, 111 onpesieNieHns: MbIIIbsKa B XpoMme npu cojepskanusax <0,0005% (mo
Macce) Heo0X0IMMO HCII0JIb30BaTh pexxUM padoTsl mpubdopa KED.

Janee nposenu onpezaenenune mMpibsika merogom UCIT-MC.

Pe3ynbrathl onpeneneHus Mellibska B IByX oOpasnax xpoma (4 u 5) merogom UCII-MC
(n=4, P=0,95):

MeTtop MaccoBas nomast AS, Mr/kr, B o0Opasiiax
4 5
HUCII-MC 72 1543

[TonyuyenHble pe3ynbTaThl CBUIACTEIHCTBYIOT O BO3MOKHOCTH OMPEIEICHUS HU3KHX
conepskanuit (<0,0005% (mmo macce)) Mplbska B xpome Metonom MCIT-MC.

3akiro4yeHusn
Ha ocHoBe npojenanHoii paboThl MOKHO CAENIATH CIAEAYIOIINE BBIBOIBI:

—wMeron UCIT-MC no3BoJisieT mpoBOJIUTE OMpezieieHre Hu3kux coaepkanuit (<0,0005% (o
Macce)) MbIIIbsIKa B HHUKEJIEBBIX CIUIaBax, JIETHPOBAHHBIX KOOAJIbTOM, a TaKXe aHaIHu3
XpoMa;

— IIPH aHAJHM3€ HHUKEJIEBBIX CILUIABOB CJIENYET MCIIOJIB30BATh KOPPEKTUPYIOIIHE T00aB-
KM, a IPU aHaJIM3e Xxpoma — pexxuM padbotsl KED;
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— IPaBWJIBHOCTh PE3YyJbTAaTOB aHallM3a MOJATBEP)KICHA aHAIW30M CEepTU(UIMPOBAHHBIX

CTaHJApPTHBIX 06pa311013 HUKCJICBLIX CIUIABOB U XpOMa,

—meton AAC ¢ 3JEKTpOTEPMUYECKON aTOMM3AaIMEH IMO3BOJISIET OMPENECIsITh HUZKHUE

coaepxanus (<0,0005% (1o macce)) MblIlIbsKA B HUKEJIEBBIX CIIaBaX U XPOME.
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