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Cmamws nocesiwena papabomre 3majioH08 CPAGHEHUsL 8 8ude Memaiios evicoxou yucmomst (Ag, Cd, Co, Cr, Cu, Fe,
Ge, Mn, Mo, Ni, Pb, V, Zn). Oyenxa maccosoii 0onu ocHoenoeo komnonenma (MIAOK) evinonnena kocgenHvlM cnoco-
oom (100 % mumnyc cymma npumecetr). [lpumecrulii cocmas Mmamepuaios SmaioH08 CPAGHEHUs ONpedeieH Memooamu
Macc-cnekmpomempuu ¢ UHOYKMUGHO-CEA3AHHOU NIA3MOU, 60CCMAHOBUMENbHO20 U OKUCIUMENbHO20 NIABNCHUS.
¢ npumenenuem I ocydapcmeenno2o nepsutHo2o SMaiona eOUHUY MAcco8oll (MOAAPHOLL) 00U U MACCOBOU (MONAPHOL)
KOHYEHMPayuu KOMIOHEHMA 6 HCUOKUX U MEepObLX Geujecmeax u mamepuanax na ocnoge kyionomempuu I'9T 176.
Omnocumenvras pacuupennas Heonpeodenennocmo MJJOK (k=2, P=0,95) 6 smanonax cpagueHus cocmasuia me-
nee 0,01 %, 6 epagumempuuecku npuecomo8IeHHbIX pacmeopax 3maiona cpasnenus—menee 0,05 % 6 bonvuuncmese
cayyaes. Pacmeopvl smanonos cpasienus ObLiu UCHOIb30BAHBL NPU ONPEOeNCHUU AMMECTNOBAHHBIX 3HAYEHUL MAC-
€060 D0 U MACCOBOU KOHYEHMPAYUU MEMALI08 6 CMAHOAPTHBIX 00PA3YAX COCMABA MOHOINEMEHMHBIX PACMEO-
P06 ymeepaicOenHvlx munos. OmHocumenbHas pacuupernas HeonpeoeieHHOCnb ammecmo8anHuix snavenul (k=2,
P=0,95) cmanoapmnuix obpasyos cocmasuna om 0,22 % 0o 0,54 %. Taxum obpazom, ObL1a NPOOEMOHCMPUPOBAHA
B03MOINCHOCTb UCNONB30BANHUSL MEMALI08 8 KAYecmee dMAI0H08 CPABHEHUsL OISl XPAHEHUs eOUHUYbL MACCOBOU
001U OCHOBHO20 KOMNOHEHMA U ee nepedaiy npu Xapaxmepusayuu CmasoapmHuulx 00pa3yos cocmasa pacmeopos
COOMEEeMCMBYIOWUX XUMUYECKUX dNieMeHmos. Paboma evinoninena 6 pamkax HayuHo-ucciedo8amenbckoi pabomol
«lIposedenue uccredoseanuii 6 oonacmu usmMepeHul GUUKO-XUMULECKO20 COCMABA U CEOUCTNE elecms no paspabom-
Ke 20CY0apCmeeHHbIX 9MAIOHO8 CPAGHEHUS 6 8UOE BbICOKOUUCHIBIX 6elyecme OJis OCHPOU3BEOeHUs U nepedadil eOUHUY
BEUYUH, XAPAKMEPU3YIOWUX XUMUUECKULL COCMAE MEepoblx selyecmey noo wugpom «9ucmomay (2015-2016 2e.)
U onvImMHO-KOHCMPYKmopckot pabomul «lIposedenue ucciedosanuii 6 obracmu uzmepenuti PusuUKO-XuMu4ecKo2o
cocmasa u ceolicme gewecmes no paspadbomke 2ocy0apcmeeHHblx dMAlI0H08 CPAGHEHUS 8 8UO€ GbLCOKOYUCTNBIX

Ccbinka npu LUTUPOBAHUMK:

Kononenbko J1. A., Murans M. B., Co6uHa E. 1. PagpaboTka 3TanoHOB CPaBHEHWA B BULE METann0B BbICOKON YncTOThbl // CTaHAapTHbIE
o6pasubl. 2019. T. 15. Ne 2. C. 15-24. https://doi.org/10.20915/2077-1177-2019-15-2-15-24.

For citation:

Konopelko L. A., Migal P.V., Sobina E. P. Development of transfer measurement standards in the form of high-purity metals. Reference
materials. 2019; 15 (2): 15-24. https://doi.org/10.20915/2077-1177-2015-15-2-15-24 (In Russ.).

*PaboTa BbINo/IHEHA B paMKax HAy4HO-MUCCNeA0BaTeNlbCKO paboThl Nog wudpom «4uctota» (2015-2016 rr.) u 0NbITHO-KOHCTPYKTOPCKOM
paboTbl NoA Wwudpom «4uctota-26» (2017-2019 rr.)

Reference Materials Vol.15. N22, 2019 E



. OPUTMHAJIBHBIE CTATBI / 3TanoHsl

sewecms 0Jisi 60OCNPOU3GEOeHUsL U nepedad eOUHUY GeIUYUH, XAPAKMEPUZVIOWUX XUMUYECKUT COCTNAE MEePObiX
U JHCUOKUX Beuyecme u paspabomra pehpepernmuolx Memooux uzmepenuily, wugp «Yucmoma-2» 6 obracmu ¢uzu-
KO-XUMUYECKUX USMEPEHUTl COCMABA U CBOUCTNE HEOP2AHUYECKUX KOMINOHEHMNO8 8 MEepOblX GeujeCmeax (Memaiivl
u conu) u nokazameJieil nuwesol bezonachocmuy noo wu@pom « ducmoma-26» (2017-2019 22.).
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The article studies the development of transfer measurement standards in the form of high-purity metals (Ag, Cd, Co, Cr,
Cu, Fe, Ge, Mn, Mo, Ni, Pb, V, Zn). The evaluation of the mass fraction of the main component (MDOK) is performed by
an indirect method (100 % minus the sum of impurities). The impurity composition of the reference measurement standard
materials was determined by mass spectrometry with inductively coupled plasma, reductive and oxidative melting using
the State primary measurement standard of mass (molar) fraction and mass (molar) concentration of the component
in liquid and solid substances and materials, based on coulometry, GET 176. The relative expanded uncertainty of
MDOK (k = 2, P = 0,95) in the reference measurement standards was less, than 0,01 %, in gravimetrically prepared
solutions of the reference measurement standard it was less than 0,05 % in most cases. The solutions of the reference
measurement standards were used in the determination of certified values of metal mass fraction and mass concentration
in reference materials for composition of mono-element solutions of approved types. The relative expanded uncertainty
of certified values (k = 2, P = 0,95) of reference materials varied from 0,22 % to 0,54 %. Thus, it was demonstrated that
metals can be used as reference measurement standards for storing a unit of the mass fraction of the main component
and transferring it during characterization of reference materials for composition of solutions of the corresponding
chemical elements. This work was performed within the research project «Research in the field of measurements of
physicochemical composition and properties of substances, aimed at the development of State transfer measurement
standards in the form of high-purity substances for reproduction and transfer of the units, characterizing chemical
composition of solid substances» under the code «Purity» (2015-2017) and research and development project «Research
in the field of measurements of physicochemical composition and properties of substances, aimed at the development of
State transfer measurement standards in the form of high-purity substances for reproduction and transfer of the units,
characterizing the chemical composition of solid substances and the development of reference measurement proceduresy
under the code «Purity-2» in the field of physicochemical measurements of composition and properties of inorganic
components in solid substances (metals and salts) and food safety indicators under the code «Purity-2by (2017-2019).

Key words: transfer standard, uncertainty, pure substances, traceability, mass fraction of the main component, mass
spectrometry with inductively coupled plasma
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Wcnonb3yemble B CTaTbe COKPaLLeHus

C - mexpyHapogHas cuctemMa eanHuL BennyuH
MJOK —maccoBas 0N 0CHOBHOr0 KOMMOHEHTa
M3 —TocyaapCTBEHHbIA NEPBUYHBIN TANOH

BeepeHue

[eaTenbHOCTb MEXAYHAPOAHbIX METPONOrNYECKNX Op-
raHn3aunil, Taknx Kak KoHCynbTaTiBHbIA KOMUTET M0 KO-
nuyectsy Bewectsa MexayHapogHoro Komuteta Mep
n Becos (KKKB MKMB), KOOMET n HaunoHamnbHbIX Me-
TPOJIOrMYECKNX MHCTUTYTOB HanpassieHa Ha o6ecrneyeHne
e[IMHCTBA N3MEPEHWNIT 1 NPOCNEXNBAEMOCTI PE3ynbTaTOB
N3MEPEHU K MEXAYHAPOAHOW CUCTEME eUHUL, BENn-
4nH (CM) [1]. OCHOBHOI M 04€Hb BAXXHON HaCTbH CUCTEMDbI
NPOCNEXNBAEMOCTN PE3ynbTaToB U3MEPEHUI ABNAIOTCH
mMaTepuansl C M3BECTHbIM (CEPTUDULMPOBAHHLIM) 3HAYE-
HUEM COLePXaHNs KOMMOHEHTOB 11 YCTAHOBJIEHHBIMU HEO-
NpefeneHHOCTAMY 3TUX 3HAYEHUI (CTaHLAPTHbIE 06pa3Lbl
YTBEPXXAEHHOr0 TMNA). [1n ux co3aaHns Heo6Xo4uMbl Yu-
CTble BELLECTBA, aTTECTOBAHHbIE HA 00/ BLICOKOM —3Ta-
NIOHHOM YPOBHE, T.€. 3TAJIOHbI CPABHEHUS.

JTaNoHbl CPaBHEHNA NPeLCTaBNAoT co60M TBEPLblE
YUCTble HEOPraHNYECKME BELLECTBA C YCTAHOBEHHbIM 3Ha-
4eHMEM MACCOBOI 0NN OCHOBHOrO KomnoHeHTa (MOK)
C HaWBbICLLEA TOYHOCTLIO UMW C TOYHOCTBIO, A0CTATO4HON
AN nepefa4u efuHuLbl BENUYUHbI 0T f0CYAapCTBEHHOO
nepsuyHoro atanoua (M3) cnepyLwnm 3BeHbAM NOBE-
POYHON CXeMbl. ITaNOHbI CPABHEHUS UCCIIEAYIOT B CO-
OTBETCTBUM C METOAMKAMMU BOCNPOU3BEACHUSA eANHNL
BENWNYUH, XapaKTepu3syLLnx CoLepKaHne KOMNOHEHTOB
C Ucnonb3oBaHnem foCyAapCcTBEHHbIX NEPBUYHBIX U BTO-
PUYHBIX 3TNOHOB, BKII0YaKOT B cocTas M3.

0630p nuTepartypbl

B mokymeHTe [2] AaHbl peKoMeHJauuu no Bbi6opy
mMartepuana 3tasioHa CPaBHEHUS M CNOCO6Y OLEHKN Y-
CTOTbI Ucxonsd u3 uenesoil HeonpepenenHoct MOOK.
JTOT JOKYMEHT COCTABJIEH C Y4ETOM MEXAYHAPOLHbIX
TEHAEHUMA B 06/1aCT METPOSIOTUYECKOr0 NPUMEHEHUS
YMCThIX BELLECTB [3—5] M onpo6OBaH C UCMONIb30BAHN-
em [oCy[apCTBEHHOr0 NEpPBUYHOr0 3TanoHa efuHuL
MacCOBOW (MONAPHON) SO U MACCOBOW (MONAPHON)
KOHLEHTPALMN KOMMNOHEHTA B XUAKNX U TBEPLbIX BeLLe-
CTBaX 1 MaTepmanax Ha 0CHoBe KynoHomeTpun 3T 176!

TT3T 176-2017 locynapCTBEHHbIN NEPBUYHbIA 3TaNOH eANHNLL
MaccoBOM (MONAPHOI) J0ONW U MAcCOBOW (MOIIPHOM) KOHLEHTpa-
UMM KOMNOHEHTA B XXMOKMX W TBEPAbIX BELECTBAX U MaTepuanax
Ha OCHOBE KynoHomeTpumn // ®eaepanbHbii NHPOPMALMOHHBINA
hoHa no obecneyeHnto eanHcTBa uamepennii [cant]. URL: https://
fgis.gost.ru/fundmetrology/registry/12/items/397860.

OPUTMHATIBHBIE CTATBW / 3TanoHsbl .

Abbreviations used in the article

Sl—the international system of units
MDOK - mass fraction of the main component
GGE - State primary etalon

B cnunyenuax GCCQM-P107.1 «Purity of Zinc with respect
to six defined metallic analytes» [6], CCQM-P149 «Purity
determination of zinc to be used as primary standard for
zinc determination» [7] (NpeAcTaBfieHbl pe3ynbTathl, No-
NyYeHHble KOCBEHHbIM cnocobom) u COOMET 645/RU/14
«[TnN0THbIE CNNYeHns B 06NnacTn U3MEPeHUs MaccoBom
0NN MeAu U npumecen B 6eCKMCNOPOIHOM MeHON Ka-
TaHke Mapku KM6 MO0016 ans onpejeneHns 4ucToThl
mean» [8] (npeLCcTaBneHbl pe3ynbTaThl, NOMYYEHHbIE KaK
NPAMbIM, TaK KOCBEHHBIM CNOCO6OM).

3TanoHbl CPAaBHEHUS, KaK U UX 3apy6eXKHble aHanoru:
Primary reference material; primary material [9], npuHum-
NUANbHO OTINYAKOTCA OT YUCTbIX MaTepuanos, NpeacTas-
NEHHbIX Ha PbIHKE, JOCTOBEPHOCTLIO M MOSTHOTON Onpege-
nenns MOOK n moryT 6b1Tb NCMOSIb30BAHbI KAK OCHOBA
Ans 06ecrneveHns NpoCcexXmBaemMocTi U3MEPeHUI eauHuL,
BEJINYMH, XapaKTepM3YIoLLNX COCTaB BELLECTB 1 MaTepua-
no.. C y4yeTom MexayHapoaHoro onbita [1,10] sBnsertcs
LLenecoo6pasHbiM CO3JaHMe UEPAPXUYECKON CUCTEMbI
nepefadn eAuHUL BESINYNH BO rNaBe C TasOHaMM CpaB-
HeHus 1 fanee Yepe3 ux pacteopbl (Primary calibration
solution; primary elements olutions [11]) K koMMepYecKum
CTaHAapTHbIM 06pasLiam, C NOMOLLbK KOTOPbIX NPOBOAAT
KafiMbpOBKY aHANMTUYeCKOro 060py0BaHNA B UCMbITa-
TenbHbIX N1abopatopusx (puc. 1).

Matepuanbl u meToAbl

B kayecTBe MaTepumanoB 3Taf0HOB CPAaBHEHMSA ObIIN
BbIOPaHbl YNCTbIE METanfbl B BUAE KOMMNAKTHbIX CMUT-
KOB, KyckoB unun gpo6u (Ag, Cd, Co, Cr, Cu, Fe, Ge, Mn,
Ni, Pb, V, Zn 3a ucknto4eHnem monnbaeHa, marepuan
KOTOPOro —MOPOLLOK) A5 MUHUMU3ALNYA MOBEPXHOCTH,
Ha KOTOPOII MOTYT HaKannnBaTbCA NPUMECH U3 OKPYXKa-
toLlen cpefbl. 1ns NPUroToBNEHUS PAacTBOPOB UCMNOMb-
30Banu OYMLLEHHbIE MYTEM HEKUMALWEA AUCTUANALUN
A30THYH M NNIaBUKOBYK KNCNOTbl U AEUOHN30BAHHYIO
BoAy. B3sewwuBaHue NnpoBOAUNN HA Becax | cneyunanb-
HOro knacca To4Hoctu Mettler-Toledo AG, XP205; A&D
Company Ltd., GX-1000.

MpuMecCHbLI COCTaB mMatepumana atanoHa CPaBHEHUS
onpeaensnm MeTogamn Macc-cneKTPOMETPUN C UHAYK-
TUBHO-CBA3aHHOW nnasmon (ICPMS, PerkinElmerinc,
NexION 300D, NexION 2000), BoccTaHoBuTensHoro (CGHE,
EltraGmbH ELEMENTRAG ONH-p) 1 0KUCIUTENIbHOTO NaB-
neHus (CGHE, BrukerElementalGmbH, G4 ICARUS). OueHku
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UcnbiTaTenbHble

naboparopum PacTtBop o6pasua Wx \
Y Y Y ‘ N\ Metoauku
/ v3mepeHuit
Npoussogutenn = —
CTaHAAPTHLIX 06PA3LOB Kommepueckunit pactsop, w
Urei=(0,3-0,7) % Y -~
‘ [/\ McnbiTaHmA ]
' /
BTOpUuHbIii MoHO3/1eMeHTHbIN w
=(0,1- 9 T
3TanoH pacteop, Ur=(0,1-0,3) % \\
Y ‘ [ / Cnanuenne }
[ ranoncpaswennn | _—~
. PactBop umncroro -
rOCWJ,apCTfeHHbIM < Bewecrsa, Ur=0,05 % 1 aBMMETPUYECKOE
NepBUYHbIN 3Ta/IOH
Yucroe BeLLecTso, w npurotosneHne
U,-el=0,01 % <\
‘ [ >OLI,EHKa YMCTOTbI ]

KI' 1 MOJ1b

-

\

Na

Puc. 1. Llenoyka MeTposiorn4eckom npocnexnsaemocT ans ane

MEHTHOro aHanu3a. OHa noka3sbiBaeT CBA3b MacCOBOW 40K

W, 9/1eMeHTa B Hen3BecTHOM obpasue X ¢ G,

roe: N,—noctoannas Asoragpo; U

rel

—O0THOCUTENbHAA paclunpeHHas HeonpeaeneHHocTb (k=2; P=0,95) [12]

Fig. 1. Metrological traceability chain for elemental analysis. It shows the relationship of mass fraction w, of an element in an

unknown sample X with the SI, where: N, is Avogadro constant

MZOK 3TanoHa cpaBHeHuMs (W) 1 ee pacLUNpeHHOon Heonpe-
nenenHoctn (U, k=2, P=0,95) nony4eHbl N0 ypaBHeHNSM
w=100-Y" z-3" 2

i=1""

s

2

Yj
243

r4e x,—maccosas 40na i-il 06HAPYXXEHHOW NpUMecH;

7 —KOJIM4ECTBO 06HAPYXEHHbIX NPUMECEI;

y;—npegen o6HapyXeHua, yCTaHOBMEHHbIA ANs j-i
npumecn No 3o KpUTEpHIo;

7 —KOJIMYECTBO NPe/ienoB 06HAPYKEHUS;

u(X;) —CTaHAapTHas HEONPeaeneHHoCTb N3MepPeHNit
I-N npuUMecH;

+ul, @

U=2e zn:uxi2+§r:

i=1 Jj=1
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; U, is a relative expanded uncertainty (k=2; P=0.95) [12]

rel

U, —OLEHKa CTaHAAPTHOI HEONPe/JeneHHOCTH OT Heop-
HOPOAHOCTH, OLiEHEHHAA No hopmyre

n d d
u, = le./le . Zmax(Se,;SH1)2, (3)
i=1 I=1 =1

rae d —KONM4ecTBO 0GHAPYXEHHbIX MPUMECEN, MO KOTO-
PbIM NPON3BEEH pacyeT HeogHopoaHocTu (I =1...d);

S,—CTaHAapTHOE OTKOHeHWe OfHOPOAHOCTY N0 CyM-
Me KBaJpaToB OTKIOHEHWIA OT CPeHNX 3HAYeHN Ans Ka-
XA01 Npoobl;

S~ CTaHAAPTHOE OTK/OHEHNe 0AHOPOAHOCTY MO CYM-
Me KBafipaToB OTKJIOHEHNi CpeaHMX pe3ynbTaToB B Npo6e
0T 06LLEro CPpeaHero.

Mepefaya efMHALLI MACCOBOM JONN KOMMNOHEHTA
0T 3TafOHOB CPaBHEHMS CTaHAAPTHLIM 06pa3Lam pacTBo-
POB 3N1EMEHTOB NPOKU3BE/IeHa HAa OCHOBE KOMMapaTUBHbIX
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N3MEPEHNII OTHOCUTENbHBIX CUTHANOB KOMIMOHEHTA U BHY- Lvanie v Linatvie s~ WHTEHCUBHOCTM 3MUCCUN KOMNMO-
TPEHHEro CTaHAapTa MeTOI0M aTOMHO-3MUCCUOHHOI CNeK-  HeHTa B pacTBOpaX 3TanoHa CPaBHEHWUS U CTaHAAPTHOrO
TPOMETPUM C NHAYKTUBHO-CBA3aHHOM nna3moil (ICPOES,  o6pasua coOTBETCTBEHHO, MB-HM;

PerkinElmerinc, Optima 7300DV) [13]. ins kanu6poBsKu Lyis01s Lpussi o~ VHTEHCUBHOCTI 3MUCCUI BHYTPEHHErO
ObINM MCNONb30BAHLI PACTBOPbI 3TA/IOHOB CPAaBHEHMA,  CTaHZapTa B pacTBOpax 3TasioHa CpaBHEHUS W CTaHLapT-
NPUrOTOBIIEHHbIE TPAaBUMETPUYECKU. HUXKe NpuBEAeHbl  HOro 06pasua COOTBETCTBEHHO, MB-HM;

ypaBHeHMe N3MepeHinii MaccoBOoil 0NN KOMMOHeHTa (W,) K—amnupnyecknii KoadULMEHT, y4UTbIBAKOLLMIA OT-
B mMaTepmasne CTaHAAPTHOro 06pas3La MOHO3NIEMEHTHOr0  KJIOHEHWe NpoLesypbl KOMNapaTUBHbLIX U3MEPEHNIA 0T on-
pacTBopa u ypaBHEHWE ANS OLEHKW MacCOBOW LOMW KOM-  TUManbHbIX 3HAYEHUI;

MOHeHTa (w,) B pacTBOPE 3TasnoHa cpasHeHns [14]: Koty Kiomor Kovap=KOIDDUUMEHTDI, CBASAHHDIE

C BPEMEeHHO CTabusbHOCTbIO, C OAHOPOAHOCTLIO U C BO3-

. mSamp,e‘l . M6 o . IAnalyte.Z . IIntSt.l MOXHbIM MUCNapeHnem pacTtBopa 3TajioHa CPaBHEHUA

w, =W, p” . 7 * K, (4) 5 npowuecce NpUroTOBNEHUS COOTBETCTBEHHO (B pacyeTax
Sample.2  THIniSt.1 = Analyte.l = IntSt.2 NPUHUMAIOTCS paBHbIMK 1, @ X HEONpPeeNeHHOCTH ycTa-
HaBNIMBALOTCA AKCMEPUMEHTASIbHO);
W =K, Ko * Koo ® My, —MACCOBASA 0N KOMNOHEHTA B 611aHKE, %o;
M, —Macca HaBecku 3TanoHa CpaBHeHus, T;
p, m, —Macca pacTBopa 3TanoHa CpaBHeHus, T;
m,ewe| ——1 W —MaccoBas 40N OCHOBHOr0 KOMMOHEHTA B UCXOS-
Wyam + Pr i (5)  Hom matepuane,o;
e &_1 P Py P,y —TNOTHOCTY BO3AYXA, PACTBOPA 1 3TANIOHA
r p, CPaBHEHMS COOTBETCTBEHHO, KI/MP.
rAe Mg, —Macca pacTBOPa 3Tan0Ha CPABHEHNS, T; Pes3ynbratbl uccnegoBaHus
Mg p102~MACCA PACTBOPA CTAHAAPTHOMO 06PA3LA, T; 0606LLEHHbIE pe3ynbTaTbl UCCNEA0BAHNIA N0 pa3paboT-
My,,s; —MacCca BHYTPEHHEr0 CTaHAapTa B pacTBOPe  Ke 9TanoHOB CPaBHEHWUA NpefcTaBeHbl B Tabs. 1,
JTaJI0Ha CPaBHEHUS, T; C y4eTOM TOr0, 4TO OTHOCUTENbHAS paCLINPEHHAS He-
m,,,s,»—Macca BHYTPEHHEro cTaHjapTa B pacTeope onpepeneHHocts MAOK B pacTBope 3TanoHa CpaBHEHNS
CTaHAapTHOro obpasua, r; 00bI4HO He xyxe 0,05%, oTHOCMTeNIbHAA paclunpeHHas

Ta6nuua 1. XapakTepucTUKN pa3paboTaHHbIX 3TaJIOHOB CPABHEHNUS
Table 1. Characteristics of the developed transfer measurement standards

anemeHt w, % Cymma x;, % Cymma Vp % u,, % P[=] 0(’1;;)2; %
V 99,9377 0,0554 0,0138 0,0016 0,0084
Cr 99,9875 0,0040 0,0171 0,0008 0,0076
Mn 99,7686 0,2274 0,0081 0,0208 0,0422
Fe 99,9636 0,0358 0,0013 0,0045 0,0094
Co 99,9823 0,0154 0,0047 0,0013 0,0033
Ni 99,9779 0,0191 0,0061 0,0017 0,0061
Cu 99,9919 0,0068 0,0025 0,0002 0,0016
Zn 99,9921 0,0070 0,0017 0,0003 0,0013
Cd 99,9956 0,0001 0,0087 0,0001 0,0053
Ag 99,9618 0,0369 0,0027 0,0021 0,0046
Pb 99,9960 0,0006 0,0067 0,0001 0,0051
Mo 99,7364 0,2636 0,0003 0,0182 0,0368
Ge 99,9966 0,0004 0,0031 0,0004 0,0026
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. OPUTMHAJIBHbBIE CTATbV / STanoHl

HeonpeeneHHOCTb MacCOBOIA 0NN 3TOT0 KOMMOHEHTa
B CTaHAapTHOM 06pasLe cocTaBa pacTBopa byaet nopsaj-
ka 0,3-0,7 % B 3aBMCMMOCTN OT €ro CTabusibHOCTI UK
Ha3Ha4YeHHOro cpoka rogHocTn. MeTponoruyeckne xa-
PaKTepUCTUKN NepPBbIX NapTUi CTaHAAPTHbIX 06pa3L 0B
C HOMWUHANbHbIM 3HAYEHNEM MaCCOBOI KOHLEHTpaLum

1000 mr/am® npecTaBneHbl B Tabn. 2.

TunuyHble 6100XKETbl HEOMPEAENEHHOCTEN MACCOBOIA
L0 KOMNOHEeHTa (w,) B MaTepuane cTaH4apTHOro 06-
paslia cocTaBa MOHO3/1EMEHTHOr0 pacTBopa U MacCoBOA
LONN KOMMOHEHTA (W,) B pacTBOPE 3TanoHa CpaBHeHNs
npueeaeHsl B Tabn. 3 n 4.

Ta6nuuya 2. MeTponornyeckue XxapakTepucTMk pa3paboTaHHbIX CTaHAAPTHLIX 06pa3LoB
Table 2. Metrological characteristics of the developed reference materials

InemeHt Ne F'CO Maccosas gons, MyH" Pl];”b’(g;%/’o M:::L?:: ﬂMKrl;:::EH_ Pliezo’(;‘;z/’o
V 11235-2018 984,3 0,36 1000,0 0,54
Cr 10946-2017 984,0 0,23 1000,1 0,36

Mn 10954-2017 983,7 0,23 999,8 0,36
Fe 10938-2017 983,9 0,23 1000,1 0,36
Co 10950-2017 983,7 0,24 1000,2 0,36
Ni 11247-2018 9879 0,38 999,7 0,52
Cu 10942-2017 983,6 0,22 1000,1 0,44
Zn 11243-2018 989,9 0,39 1000,7 0,54
Cd 11255-2018 984,5 0,33 1000,0 0,49
Pb 11251-2018 988,4 0,39 999,5 0,54
Ge 10926-2017 960,9 0,27 1000,2 0,40

Ta6nuua 3. TMNUYHBIA GHOJ)KET HEONPEAENeHHOCT MAcCOBOI 40NN KOMIMOHEHTA B MaTepuane CTaHAapTHOro
06pasLia cocTaBa MOHO3JIEMEHTHOMO PacTBOPa C Y4eTOM KOPPEnALnuiA Mexxay BeNMYMHamy UHTEHCMBHOCTY

IMUCCNN KOMMNOHEHTA N BHYTPEHHET0 CTaHAapTa

Table 3. Typical uncertainty budget for mass fraction of a component in a reference material for composition
of mono-element solution, correlations between the values of emission intensity of the component and the

internal standard taken into account

NcTounuk
3HayeHue u Enutmua c (u-cy Bf?au,

Onucanue 0603HayeHue BEJUYHHbI /o
MaccoBas 00114 OCHOBHOI0O
KOMMOHEHTa B pacTBOPe 3TanoHa w, 999,95 0,24 MnH" 1,000 58-10% | 3,37
CPaBHEHUS
Macca pactsopa atanona Mgyt | 25063 | 0,0002 r 399,0 64-10° | 0,37
CPaBHEHUS p
Macca pactsopa cTakaapTHoro Mges | 25020 | 0,0002 r -399,7 64-10° | 037
o6pasua i
Macca BHyTpeKHero cTanaapta m,, | 209754 | 0,0002 r 47,68 91-10% | 0,01
B pacTBOpe 3Tasi0HA CPaBHEHUA
Macca syTperHero craraapra My, | 20,6651 | 0,0002 | 48,40 9,4-10° | 0,01
B pacTBOPE CTaHAapTHOro o6pasua
NHTEHCUBHOCTb AMUCCUN KOM-
MOHEHTa B PACTBOPE 9TasnoHa Liatyer - |1714930 | 1187 MB - Hm -6-10~ 48-10" | 28,0
CPaBHeHUs
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MpopnonxeHue taén. 3
Table 3 continuation

OPUTMHATIBHBIE CTATBW / 3TanoHsbl .

WeTovHmnk

Onucanue

0603Ha4eHue

3HaveHue

Eaunnua
BEJINYUHDI

(u-c)

Bknap,

/IHTEHCUBHOCTb AMUCCUN KOMMO-
HEeHTa B PaCTBOpPE CTaHAAPTHOIO
o6pasua

1

Analyte.2

1713523

1110

MB - HM

6-10-

4,2.10"

24,5

VIHTEHCUBHOCTb SMUCCUN BHY-
TPeHHero cTaHaapTa B pacTBope
3TanoHa cpaBHeHNs

I]ntSt.l

1260433

770

MB - HM

810~

3,7-10-1

21,8

IHTEHCUBHOCTb SMUCCUM BHY-
TPEHHEro cTaHgapTa B pacTope
3TanoHa cpaBHEHMs

Myisi2

1242715

695

MB -HM

-8-10+

341-10-

18,3

IMANPUYECKIU KOS ULMEHT,
YYUTbIBAKLLNIA OTKNOHEHNE NPOLLE-
AyPbl KOMNAPATUBHbIX U3MEPEHNI
0T ONTUMANbHbIX 3HAYEHNI

1,99-10-

1000,1

4,0-10-2

2,32

[ToBTOPSIEMOCTB

Wy

1000,10

0,13

MJTH

1,6-10-?

0,96

KoathhuLuneHT Koppensaunum nH-
TEHCUBHOCTE 3MUCCUI KOMMO-
HEHTA M BHYTPEHHEro cTaHaapTa
B PacTBOpE 3TafN0OHA CPABHEHMS

r(l,

IIntSt. 1)

nalyte.1>

0,94824

9,1-10°

5107

-8,0-10-

-46,8

KoathhuuneHT Koppensauum nH-
TEHCUBHOCTE 3MUCCUI KOMMO-
HEHTA M BHYTPEHHEro cTaHaapTa
B pacTBOpE CTaH4apTHOro o6pasua

r(IAnalyte.Z;
I]ntSt.Z)

0,93265

7,7-10°

-5.107

-6,8-10"

-39,5

CTaHaapTHas HeoNpeaeNieHHOCTb
Tuna A

N

0,3514

MmN

CTaHaapTHas HeonpeaeNieHHOCTb
Tuna B

Up

0,3321

MJTH™

CymmapHas cTaHgapTHas
HeonpezeNeHHOCTb

u (W)

0,48

MJTH

PacwmpeHHas HeonpegeseH-
HocTb (k=2, P=0,95)

U(w,)

0,97

MJTH

Ta6nuua 4. TUNUYHbLIA OHOLXKET HeONpPeaeneHHOCT MaCcCOBO JOIM KOMMOHEHTA B pacTBOPe 3TasioHa
CPaBHEHMSA MeJy BbICOKOW YACTOTHI
Table 4. Typical uncertainty budget for mass fraction of a component in high-purity copper solution
of a transfer measurement standard

NcTo4HuK Eum.mua
3HaveHue u c u-< u-c,%
Onucanue 0603Ha4eHue BEMUYHHbI
Maccosas Rond OCHOBHOTO KOMAOY .| 699940 | 0,060 | % | 10-10% | 60.10% | 127
HEeHTa B UCXOAHOM MaTepuane
Macca HaBecku m, 1,0019 | 0,0002 r 1,0 2,010 | 421
Macca pactBopa m, 1000,901 | 0,002 r -1,0-10-° 1,5-10-¢ 0,3
[TNOTHOCTb BO3AYXa P 11336 | 0,0079 Kr/m? -8,7-10+* 6,9-10-¢ 1,5
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. OPUTMHAJIBHBIE CTATBI / 3TanoHsl

fpopoonxeHue Tabn. 4
Table 4 continuation

WeToYHMK
3Hayenue u Enuruua c uc u-c,%
Onucanue 0603Ha4eHue BE/UYHHDI
[TNOTHOCTb MCXOHOTO MaTepuana P, 8920 500 Kr/m® -1,4.10-8 71-10-¢ 1,5
noTHOCTL pacTeopa P, 1017 5 Kr/m? 1,1-106 55-10-¢ 1,2
MaccoBas fons KOMNOHeHTa " 0 5,010 %o 10 5,0-10-5 10,5
B 6/1aHKe
Bo3moXHas HeOAHOPOAHOCTh - 1 1,0.10°5 %o 10 1,0.10-5 21
pacTBopa
CtabunbHOCTb pacTBopa® b 1 3,3-10-5 %00 1,0 3,3-10°5 7,0
Bo3moXHOe ncnapeHme pactaopa Ko 1 1,0-10- %00 1,0 1,0-10 21,1
Maccosas fons B pactsope w, 0,99995 Yoo
CymmapHas cTaHaapTHas uc(w,) 0,00024 %o Mo noTepe mMaccol B 6yTbIJ‘IKaX3
HeonpeaeneHHocTb Nalgene BMecTUMOCTbIO 125 CM
PEHD 3a 1 mecsy,
PaclimpeHHas HeonpeeneH- 0
HocTb (k=2, P=0,95) Utwy) 0,00048 Voo

O6cyXaeHne 1 3aKJIYeHUs

Ha 0CHOBaHUM M3NT0XKEHHOO BbILIE MOXHO CAenaThb
CliefytoLLne 0CHOBHbIE BbIBOABI.

1. Pazpa6otaHbl 13 3TafI0HOB CPaBHEHUSA B BUAE YNCTbIX
METasnoB, KOTopble B 6ONbLUMHCTBE C/y4aeB NO3BONAT
xpaHuTb eauHuy MAOK ¢ 0THOCUTENbHOW pacLUNpPEHHON
HeonpegeneHHocTbio (k=2, P=0,95) He xyxe 0,01 %.

2. 3TanoHbl CpaBHEHWA BKIIIOYEHbl B COCTaB
[ocyaapCTBEHHOr0 NePBMYHOr0 3Tan0Ha efuHUL, Macco-
BOW (MOMAPHON) AOMW 1 MACCOBOWN (MOMAPHON) KOHLEHTPa-
LM KOMMOHEHTA B XWUAKMX W TBEPLbIX BELLECTBAX U MaTe-
puanax Ha ocHose KynoHomeTpuun 3T 176.

3. [paBUMeTpMYECKOe NPUroTOB/IEHE PACTBOPOB 3Ta-
NOHOB CPaBHEHWS C OTHOCUTENbHON PaCLUNPEHHON Heompe-
neneHHoctbio (k=2, P=0,95) He xyxe 0,05% no3sonser
nepefatb eAUHULY MAcCOBOW JONU KOMMNOHEHTA CTaH-

JINTEPATYPA

1. K BONpocy 0 NPpUMEHEHNN YUCTbIX HEOPTaHNYECKNX
BELLECTB B METPONIOrMN aHANNTUHECKUX N3MEPEHNT /

C.B. Measenesckux [u ap.] // CtaHaapTHbie 06pa3ubl. 2014.
Neo 3. C. 58-67.

2. MIN 3560-2016 PekomeHnpaums. [CW. OueHka
HeonpeaeneHHoCTN N3MEePEHNI A MaccoBO LONU OCHOBHOIO
KOMMOHEHTa B HEOPraHNM4eCKNX BeLLecTBax.
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[apTHbIM 06pa3Lam cocTaBa pacTBOPOB 3/1EMEHTOB C OT-
HOCMTENbHOM pacLUMPeHHO HeonpeaeneHHoCTb (K=2,
P=0,95) nopsgka (0,1-0,3)%.

Bknap coaBTOpOB

KoHonenbko J1. A.; KOHLEeNUuMa 1 nHuumaums uccnemo-
BaHWA, MeToANYecKas nogaepxka, obuiee pykoBoacTeo
paboTamu, aHanu3 pesynbTaTos.

Mwuranb 1. B.: onpeaeneHne 3ambicia n METOA0NOM N
CTaTbi, aHANN3 NUTEPATYPbI, NOy4eHne 1 06pabOTKA 3KC-
nepuMeHTanbHbIX AaHHbIX, paboTa C TEKCTOM CTaTbM.

Co6uHa E. T1.: aHanu3 nutepaTypbl, KPUTUYECKUIA aHa-
N3 pe3ynbTaToB, OPaboTKa TEKCTA CTaTby.

Bce aBTopbI MpOYUTANN M OFOOPUIU
OKOHYaTe/bHbII BaPUAHT PYKOMUCH.
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