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B pabome npedcmasnenvt pesyromamol pazpabomxu 5maioH08 CPAGHEHUs 8 BUOE BbICOKOUU-
CMbIX Gewyecms, 8 Mom Yucie ¢ RO3UYUU CPABHEHUs NOOX0008 K OYeHKe YUCTNOMbL ULU MACCOBO
001U OCHOBHO20 BeUjecmBd KOCBEHHbIM U NPAMbIM cnocobom. IIposeden ananus ucmoyHukog He-
onpeoeleHHoCmu XapaKkmepusayuu paspabomanublx dMaioH08 CPAGHEHUs. NO NPUMECHOMY CO-
cmagy (KoceeHuwvlli cnocob), YCmMano8ieHbl OCHO8Hble MPebo8aHUsl K UCXOOHOMY MAmepuaty sma-
JIOHA cpaghenusi u mpebo8anusi K MEmooam usMepeHuti 8 3a8UCUMOCIU Om Yernedol HeonpeoeieH-
HOCMU MACCOBOU 00U OCHOBHO20 KOMNOHEHMA IMATOHA CPABHEHUS.

Tlokazanvl pe3ynbmamuvl MeHCOYHAPOOHBIX pAbOM 8 CMENCHBIX 001acmsax, Komopbvie noo-
meepocoaiom aKmyaibHOCMb UCCLe008AHULL U NOOMBEPHCOAIOM YelecO0OPaA3HOCTL 8blOPAHHBIX
aneopummos u nooxo008.

IIpeonoosicena npuHYUNUATLHAS CXEMA ROCMPOCHUS MEMPOLOSULECKOU NPOCIENCUBAEMOCTIU
KOIUYECMBEHHO20 XUMUUECKO20 AHANU3A C NPUMEHEHUeM pa3pabamvleaemMvliX dMailoH08 CpaeHe-
HUSL.

The paper presents the results of the development of transfer standard as a high-purity sub-
stance, including from the standpoint of comparing approaches to assessing the purity or mass
fraction of the main substance indirectly and directly. An analysis of the characterization uncer-
tainty sources of these standards by impurity composition (indirect method) is carried out. The
basic requirements for the starting material of the transfer standard and the requirements for
measurement methods are determined depending on the target uncertainty of the mass fraction.

The results of international works in related fields are shown. They confirm the relevance of
the studies and confirm the appropriateness of the selected algorithms and approaches.

A schematic diagram of metrological traceability in quantitative chemical analysis with the use
of developed standards is proposed.

Kniouegvie cnosa: smanon cpagnenuss, Rpociescusaemocb, XUMUYECKUll aHaius.
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YucThle BelecTBa IMPOKO MCHOIB3YIOTCS B KauyecTBE HOCUTENEH MHGpopma-
LIMY B KOJMYECTBEHHOM XMMHUYECKOM aHAJIU3€, HAIlpUMED, B BUJIE PACTBOPOB HC-
MOJI3yEeMBIX JJIs1 KaIMOPOBKHM aHAIM3aTOPOB cocTasa [1]. 3HaHuEe O YUCTOTE HC-
XOJIHOTO BEILECTBA WM, MO-IPYrOMYy, O MAacCOBOW JJ0JI€ OCHOBHOI'O KOMIIOHEHTA
(MAOK), no3BoJsier pacrnpocTpaHsaTh MHOOPMAIMIO O MAaCCOBOM J0Jie MM Mac-
COBOH (MOJIIDHOM) KOHLEHTpPALUU LEJIEBOr0 KOMIIOHEHTAa IPU NEPEBOJE ITOTO
BellecTBa B pactBop. [Ipoiie roBops, 4McToe BENECTBO € JOCTOBEPHO U3BECTHBIM
COJIEp’)KaHUEM OCHOBHOI'O KOMIIOHEHTa MOXET CTaTh OCHOBOM ISl MPOCIIEKHUBAEC-
MOCTH PE€3YyJbTaTOB U3MEPEHHUM IIEJIEBOI0 KOMIIOHEHTAa, HAaUMHAs OT U3MEPEHUM
Ha TIEPBUYHBIX JTAJIOHAX M Yepe3 CTaHIapTHBIE 00pa3llbl COCTaBa J0 PYTHHHBIX
U3MEPECHUM.
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Uto e AJ1 3TOTr0 HYKHO?

Bo-niepBbIX, HEOOXOAMMO MOHUMATH LEH, JJIsI KOTOPBIX IUIAHUPYETCs OIpe-
JIEJICHUEe YUCTOTHI MaTepHalia U COOOPa3HO ATUM IIeNISIM CTaBUTh 3a1a4u. Tak, s
OOJBIMHCTBA YUCTHIX BEIIECTB, MpeICTaBICHHBIX Ha pbhiHKe, MJIOK oxapaxTe-
pHU30BaHA MO OTPAHUYEHHOMY YHCIIy MPUMECEH, KOTOpPbIE BaXKHbI, HAIIPUMED, IS
TEXHOJIOTMYECKUX MPOLIECCOB WM BEPOSTHBI BBHUAY MPOLEAYP MOJYYESHHUS ITOTO
YHUCTOTrO BemlecTBa. M3-3a 3THX 0COOEHHOCTEH UCTIONb30BaHUE TAKUX BELIECTB 0e3
JIOTIOJTHUTEIbHBIX UCCIEI0BAHUI YpPEeBATO HAKOIJIECHUEM HEKOHTPOJIHUPYEMBIX CH-
cTeMaThyeckux cmemieHuit. CrenoBaTenbHO, JOMOJTHUTENbHBIE HCCIIEIOBAHUS
YHCTHIX BEUIECTB HEOOXOAUMBI /Il METPOJIOTHYECKUX 3a/1a4.

Bo-BTOpBIX, CleayeT OmnpenenuTh JOCTATOYHYIO CTENEHb YUCTOTHI U JOCTa-
TOYHBIM ypOBeHb 1iesIeBOil HeonpenaeneHHocTH oneHku MJIOK. ABTopsl craThu
[1] o6oCHOBaHHO MOJNAraroT, 4TO ISl TOCTOBEPHOW OIIEHKH YUCTOTHI BEIIECTBA
KOCBEHHBIM criocobom (mmo cxeme 100 % MuHyC cymMMma mpumeceii) Heo0X0IuMo
OIICHUTH cojepkanne 91 mpumecH, 4To camo 1o cede 3a7aua He TPUBHAIBHAS U B
CPaBHEHHH C MPSIMBIM CIIOCOOOM 3a4acTyi0 HAMHOTO JOPOXKeE, XOTS U JaeT Ooiee
BbICcOKHe Tokazarenu TouHoctd MJIOK. CnenoBarenbHO, HEOOXOAUMO MPUMEHE-
HUE BBICOKOTOYHBIX METOJOB M3MEPEHUH W/WIM UX COBOKYITHOCTH JJIsl TIPOBEIC-
HUS UCCJIEIOBAHUM YUCTBIX BEIIECTB JIS1 UX MCIOJIB30BAHUS B METPOJIOTMUECKOM
MpaKTHUKE.

B xome pabGor, BeimonHeHHBIX DI'YII « YHHUHM» coBmectHO ¢ DI'VII
«BHUUM wum. .M. Mengeneeay, ®I'VII «BHUUODU» un OI'VII
«BHUMNDTPU», B nepuox ¢ 2015 no 2016 rr. pa3paboTtansl 17 3TaqoHOB Cpas-
Henus (OC) B BUIe BRICOKOYUCTHIX BemlecTB [2] (Tabmuma 1) u psn JOKyMEHTOB.

Tabmuma 1

Perucrpanuonsslit
HOMED HaumenoBanue Mertposnoruueckue XxapakTepuCcTUKU

9C-1.3-176-001- | Dranon cpasaenus meau | MJIOK (99,9918+0,0015) % (indirect)
2016-Cu BBICOKOM YHCTOTBI MJIOK (99,994+0,012) % (direct)
9C-1.3-176-002- | Oranon cpasHenus mua- | MJAOK (99,9921+0,0013) % (indirect)
2016-Zn Ka BBICOKOH YHCTOTBI MJIOK (99,98+0,14) % (direct)
9C-1.3-176-003- | DOranon cpaBHeHHUs xke- | CBeZIeHU CKPBITHI 0 3aBEpIIEHUS
2016-Fe Jie3a BBICOKOM YMCTOTHI COOMET 672-RU-15

B nokymenre [3] maHbl peKOMEHAAMU N0 BBIOOPY MaTepuaia 3TajlloHa CPaB-
HEHHMS M CIOCOOY OIEHKH YHMCTOTBI, MCXOJS W3 IEJCBOW HEOIpeeIeHHOCTH
MJIOK. DTOT TOKYMEHT corjlacyeTcsi C MeKAyHapOIHBIMU TEHACHIMSMU B 00JIa-
CTH METPOJIOTMYECKOT0 MPUMEHEHHsI YUCTHIX BemecTs [1] u onmpoboBaH npu yda-
ctun B cimueHusix CCQM-P107.1 «Purity of Zinc with respect to six defined
metallic analytes», CCQM-P149 «Purity determination of zinc to be used as
primary standard for zinc determination» (mpeacTaBieHbl pe3yIbTaThl, MOTYYECH-
Hble KOcBeHHBIM criocobom) 1 COOMET 645/RU/14 «IlunotHble CIUYEHUS B
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o0nacTu U3MepeHuss MACCOBOW JOJM MEIU U TpuMeceld B OECKUCIOPOIHONU Me-
Ho katanke mMapku KM6 MO016 nnst onpeneneHust YUCTOTH Menn» (IpeacTaB-
JICHbI pe3yJIbTaThl, MOJYUYCHHbIE KaK MPSIMBIM TaK KOCBEHHBIM CIIOCOOAMN).

1,0002

1,0000

1 2 3 4 UNIIM 6 7 8 9 10 11 12 13

Pesynapraret CCQM-P149, w(Zn), xr/kr (k=1)

Haunbonee pa3HOCTOpPOHHUE M TIOJIHBIE WCCIIEAOBAaHUS OBUTH MPOBEACHBI IS
OLIGHKU YUCTOTHI LIMHKA, T.K. 3Ta paboTa cTaja MWIOTHOH BMECTE C MOJArOTOBKOM
cHauana kK CCQM-P107.1, 3atem k CCQM-P149 u mocne 3Toro npu pa3paboTke
3C-1.3-176-002-2016-Zn. IIpu ocyIIecTBICHUU 3KCIIEPUMEHTAIBHBIX paboT ObI-
JIY 3aJIeCTBOBAHBI CIIEAYIOIINAE METObI U3MEPECHUI:

«HE» — ropsuas sxctpakuust (GCHE) — rpymnmna MeTo0B, OCHOBaHHBIX Ha ILIAB-
JeHun obpasna ¢ MOCIeIyIOIUM XpoMaTorpaduyeckuM pasJesieHHeM Ta30BOU
(a3pl U IETEKTUPOBAHUEM Ha OCHOBE MH(paKpacHOro WM AETEKTOpa MO TEerJo-
IIPOBOJAHOCTH;

«ICP MS» — mMacc-ciekTpoMeTpHs ¢ UHAYKTUBHO CBSI3aHHOM IJIa3MOM;

«GDMS» — macc-cneKTpoMeTpHs TIACIOIIETO pa3psiaa.

Kpome Toro, as MoJIHOTBl XapaKTepU3aluu ONPEAESIEH KPYyTr JIEMEHTOB, KO-

TOpbIE HE MOTYT IIPUCYTCTBOBaTh B MaTepuaine DC B TOCTATOYHOM ISl I€TEKTHU-
poBaHus KonnuecTBe. Cpeny HUX:
1. Bnaropoaubie rasei: Ne, Ar, Kr, Xe, KoTOpble NMpaKTHUYECKH HE B3aUMOJCH-
CTBYIOT C APYTMMHU XUMHUYECKHUMHU 3JIEMEHTaMHU, T.€. MOTYT IIPUCYTCTBOBATh B Ma-
tepuane DC TONbKO B pacTBOpeHHOM Bujie. M3 Bcex 01aropogHbIX ra3oB, KOTO-
pble MOTYT OBITh 3a/IeHiCTBOBAaHBI B TEXHOJIOTMYECKOM IIPOLIECCE, MOXHO BBIIC-
JHUTh TOJBKO aproH. OAHaKO, MCXOJsS M3 O0COOEHHOCTEH MPOU3BOJACTBA MEIHOU
KaTaHKU (BaKyyMHas IJIaBKa C MPOKATHIBAHHEM B MPYTOK), U €ro KOJIMYECTBO
JOJI’KHO OBITH KpaifHe MaJio.
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2. Pagnoaktusneie anemenTsl: Tc, Pm, Po, At, Rn, Ra, Ac, Pa, kotopsie He MoryT
HaxoauThcst B Matepuanie JC B KonmuecTBe Ooee 1-107 % u3-3a CPaBHUTEIBHO
HeOO0JIBIIOT0 Neproia noiaypacnanaa [4].

Takum 00pa3oM, MpH OLEHKE YUCTOTHI KOCBEHHBIM CIOCOOOM, OBUIO yYTEHO
BO3MO>KHOE COJIEP’KAaHHUE ITUX AJIEMEHTOB B quamnaszone ot 0 1o 1107 % mst Ne,
Kr, Xe, Tc, Pm, Po, At, Rn, Ra, Ac, Pa u ot 0 10 5107 % nos aproHa B BHUJE
TEOPETUYECKUX OIICHOK MPEIEIOB OOHAPYKEHUSI ITHX JJIEMEHTOB C paBHOMEp-
HBIM pacCTpeIeICHUEM B YKAa3aHHBIX TPAaHULIAX.

Pe3ynbTaThl H3MepeHUi MacCOBOM JT0JIM BCEX OOHAPY)KEHHBIX MPUMECEH MpH-
BEJIEHBI B Ta0IHILE 2.

Tabmumna 2
1\:2;1; Mertox W, % U (1(,(/0_2)’ Onemenr | Meron W, % U (10(/0_2)’
Fe ICPMS | 1,90E® | 434g™ Mn ICPMS | 495E® | 1,79™®
Pb ICPMS | 1,90E® | 1,91E™ Ni ICPMS | 3,11E® | 1,75E®
cd ICPMS | 1,67E® | 3,35E™ Cl GDMS | 3,00E™ | 2,40E™
H HE 4,70E™ | 8,00E™ Sb ICPMS | 6,70E™ | 1,31E™
Cu ICPMS | 426E™ | 1,04™ Co ICPMS | 6,60E™ | 1,59
Tl ICPMS | 2,87E™ | 3,06E® Bi ICPMS | 1,30E® | 2,76E"
Ag ICPMS | 1,67E™ | 2,58E™ P GDMS | 1,00E® | 8,00E®
0 HE 1,LOE™ | 3,00E”

Taxum o6paszom, B oreake MJIOK 3aneiicTBOBaHbI ClieAyIONINE JaHHBIE:

KOJIMYECTBO OIPEACIIAEMBIX JJIEMEHTOB -91;
KOJINYECTBO OOHAPYKEHHBIX 3JIEMEHTOB (1) - 15;
KOJIMYECTBO IPEJIEIOB OOHApY)eHUS (T) —76;
CyMMa OOHApYKEHHBIX JIEMEHTOB (D X;) —0,00705 %;
CyMMa IIpeJiesIoB oOHapyxeHus (2 y;) —0,00172 %;
cymmapHoe CKO HEOTHOpPOIHOCTH —0,00026 %.

Pacuer MIOK npoussenen 1o (1), neonpeaenennocts M/IOK ouenena o (2).
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n r
w=100—ZXi—Z%, (1)
i=1 j=1

n r
1
Uk=2)=k-u.=2" Zu(xi)2+z-2y]-2+uh2, 2)
i=1 ji=1
A€  X; — pe3yJbTaT BOCHPOM3BEICHUS MAacCOBOM MONM i-i OOHapyKEHHOUH

npumecH, %

u. — crangaprtHas HeonpeaeneHHocTs MJIOK, %;

N — KOJIMYECTBO OOHAPY)KEHHBIX MPHUMECEIH;

u(x;) — crangapTHast HCOIPEAEIEHHOCTD i-if OOHapyKEHHO# pumecH, %;

yj — Ipeaen oOHapyKeHus j-i mpumecH, %,

I — KOJIMYECTBO TIPUMECEH HIKE Mpejesia 00HapyKeHNUS;

Uy, — CTaHAapTHasl HEONPEIEIICHHOCTh HEOJHOPOTHOCTH, %, KOTOpasi BBIYHCIISICT-

Cs KaK
n d d
Uy = Z Xi/z X] | Z maX(Sel; SHI)Z, (3)
i=1 1=1 1=1

d — xonmu4ecTBO OOHAPYKEHHBIX MPUMECEH, 10 KOTOPHIM MPOU3BEICH pacyeT He-
OJIHOPOJHOCTH;

Sel — CTaHIAPTHOE OTKJIOHEHUE OJHOPOAHOCTH IO CYMME KBaJpaTOB OTKIOHEHUN
pe3yJIbTaTOB U3MEPEHUN OT CPEAHUX 3HAYCHUN IS KaXKI0U TPOOHI;

SHi — CTaHAAPTHOE OTKJIOHEHUE OJHOPOAHOCTH II0 CyMME KBaJIpaTOB OTKIOHEHUN
CPEIHMX PEe3yJbTAaTOB IS KaXA0H MpoObl OT cpelHEero apu(METHUECKOro BCeX
pe3yabTaTOB.

BriBonl

Pa3zpaOoTanHble 3TaJIOHBI CPABHEHUS MPUHLIUIHAIBHO OTJIMYAIOTCSA OT YMCTHIX
MaTepHaloB, MPEICTaBICHHBIX Ha PBIHKE, MPEXKIE BCETO TOCTOBEPHOCTHIO U IMOJI-
HOTOM ONpeAeseHUs MacCOBOM J10JIM OCHOBHOT'O KOMIIOHEHTA M MOTYT OBbITh HC-
MOJIb30BAHbI KaK OCHOBA Ui 00ecreueHus MPOCIeKUBAEMOCTH U3MEPEHUN e/u-
HUI[ BEIUYMH, XapaKTEPHU3YIOUIMX COCTaB BEILECTB M MAaTEPUAIOB. YUYHUTHIBAS
MEXIyHapoAHbIN onbIT [1], mpencraBisercs pasyMHBIM CO3JlaHUE HepapXuye-
CKOM cHCTeMBI Mepejaun eAMHUI] BEJIMYUH BO IJ1aBE C 3TAJIOHAMU CpaBHEHUs (3a-
pyOexxubie ananoru: Primary reference material; primary substance) u nanee de-
pe3 ux pactBopsl (Primary calibration solution) Kk KOMMepYeCKHM CTaHIAPTHBIM
o0pasmaM, ¢ MOMOIIBIO KOTOPBIX, MPOBOAAT KaTMOPOBKY aHAIUTHYECKOTO 000pY-
JIOBAHUS B HCIIBITATENILHBIX TaOOPATOPHSIX.
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