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HEMHOI'O ICTOPHMU...
A BIT OF HISTORY...

PaspaboTka ¥ mpoOM3BOJCTBO CTAHIAPTHBIX 00-
pasmoB (CO) marepuanoB 4epHOM METAIYPIHH B
CCCP nauatsr B Otfiesie XUMUK U 3aBOJICKUX J1a00-
paropuii (mosxxe — Jlaboparopus craHIAPTHBIX
00pasioB!) YpalibCKoro MHCTUTYTA YEPHBIX METAJI-
q0B B 1933 r.

IlepBoie 12 ob6pasioB (¢ arrecrarueit 28 sie-
MeHToB) paspaboransl Ormemom B 1934 r.: CO gu-
HAMHOU U YIJIEPOIUCTOM CTAJH, APEBECHO-YTOIbHO-
ro 4yryHa, Oyporo :kejae3HdKa, PyIbl KEPUEHCKOH u
np. Ilepsorit Kommiexr sramounoB (CO) cramu musa
CIIEKTPAIBHOTO aHaIu3a paspaboran Jlaboparopueit
CTaHJAPTHBIX 00pasioB B 1942 r.

«3a ToclefHWe MATh JeT CTaHJapTHbIE 00-
PasIbl HACTONBKO MMPOYHO W IIUPOKO BOIILIM B 06H-
X0f, 94T0 paboraTs 6e3 HUX B HACTOAINEE BpeMs He
MIPECTaBIAETCA BO3BMOKHBIM» — MHIIYT B 1944 r.
M. U. Axnaun? u B. H. Ilonocos, corpyauuku Jla-
6opaTopuy CTAHZAPTHBIX OOpPA3IOB ¥ PAIBbCKOTO
MHCTUTYTA YEePHBIX METAIOB. HamucawmHas wumwu
6pomropa «CranmapTabie 00pasibl U WX IPHUMeEHe-
HUe» HOA peq. mpod. mokt. xuM. Hayk C. B. JIlununa
(M.: Meramnyprusgar, 1944) sBiagercd OITHUM U3
MEePBBIX HM3JAHUH, TOCBANIEHHBIX IPUMEHEHUIO
CTAHIAPTHBIX 00PasIioB B AHAIUTHYECKHUX J1a00-
paTopusx.

ABTopsbl chopMmyaupoBatu TpebOBAaHUA, TPEID-
sasiasgembie K CO, npaBuia npumenenns: CO, mpuse-
JeHbl JIAHHBIE 10 ATTECTOBAHHBLIM XapaKTEPUCTHU-
kam CO. B paboTe paccMoTpeHb! 3amaqu, peiraeMble
¢ mpumenennem CO, KOTOpbIE OCTAIOTCH AKTyalhb-
HBIMHU ¥ B HACTOSAIIlEE BPeMs:

1) paspaboTka HOBBIX WX BHAOH3MEHEHUE CTa-
PBIX METOJIOB XUMHYECKOTO aHAIN3a,

2) TeKymHH KOHTPOIb 3a MPABUILHOCTBHIO BBI-
IIOTHEHUS aHAIN3a;

1 B 1963 r. na 6ase Jlaboparopuu CTaHZAPTHBIX 00PA3IIOB
6611 co3maH BcecorosHbIN HayYHO-HCCIENOBATEIbCKHAN HH-
CTHTYT CTaHIAPTHBIX 06PA3IIOB U CIIEKTPATIHHBIX STATOHOB
(BHHUUCO), B macrosuiee epems — 3AO «HUucruryr cran-
ApTHBIX 06PasI0B».

2 B umeromemcsa B SAO «MHCTHTYT CTaHAAPTHBIX 06Pa3II0B»
aK3emIuIsipe 6pouropsr dpamunnsg M. Y. Axknanzga samrpu-
X0BaHa, OH OBbLI perpeccHpoBaH B KoHile 40-x rofos.

FRAABYP ANMCT HUNM CLCP

TNACOPATOPIA CTAHJAPTHMIX OLEAJUDE NEw  YPATBCHOM HUWCTHTSTE

F T = i e S —
4

|

l ; £

| Y E P B MW A NMETA-Z X008

M HoATTARA
B. if. NONOCOD

CTAH/IAPTHBIE ObPA3UDI
U

HX NPUMEHEHHE

METAAAYPTHIAAT
1041

3) BBINOJIHEHHE 3SKCIIPECC-aHAIN30B, OCHOBAH-
HBIX Ha OIIpeaeIeHun HEM3BECTHOM BeJIMYMHBI Iry-
TEM CPaBHEHHUS C TATIOHOM.

B mepBoit yacTu mpuBenena uudopMarms 06
ysKe BBIIYIIIEeHHBIX U INIAHUPOBABHINXCA K BBIILYCKY
CO, a Bo BTOPO¥ YaCTH PACCMOTPEHBI IPABUIIA TIPH-
veneruss CO — 4eTko chopMyIUpOBaHHBIE, ACHBIE
U He [OTEPSBIIIe aKTYATBHOCTH II0 CeH JIeHb.

Bropyto yacTs 6poIopsl MbI IIyOIUKyeM HUKE.

Hupexmop 3AO «Hncmumym
cmandapmmbvLX 06pa3y08»
B. B. Cmenanosckux

Valerii V. Stepanovskikh
The Institute for Certified Reference Materials,
Yekaterinburg, Russia
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CTAHIAPTHBIE OBPAS3IIbI N UX ITPUMEHEHHUE
© M. . Axkaann, B. H. Ilonocos

REFERENCE MATERIALS AND THEIR USE
© M. 1. Akland, V. I. Ponosov

IIpexucraoBue

SHaveHne aHAIUTHYECKON XMMHHU U €€ POJb B COBPEMEHHOH IIPOMBIIIIEHHOCTH CeHYac TPYAHO Iepeore-
HHUTb. OTO 0COOEHHO OTHOCHUTCH K YEPHOH METAJLIYPTHH. B 5T0# 06j1acTH HET TaKOM CTaJuu IIporiecca, Hauu-
Had ¢ moa00pa ChIPhIX MATEPHAIOB M KOHYAS BBIIYCKOM TOTOBOTO IIPOAYKTA, e MOKHO OBLIO OBI 000MTHCH
0e3 yuacTus XUMHUKA U 6e3 yuera MOJyJYeHHbBIX UM Pe3yJIbTaToB.

ITomorih XUMUKA-aHATTUTHEKA Hy;KHA IPU BCAKOM M3MEHEHHWH TEXHOJOTHYECKOTO IIpollecca, IpH OCylile-
CTBJIEHUN MepOHpI/IHTI/IfI, HaIllpaBJE€HHBIX K IIOBBIMIEHHWIO Ka4yeCTBa MPOAYKIINN, CHUKEHHUIO II0TePb, HHTEHCHU-
d)HKaL[I/II/I IIPOM3BO/JCTBA HUJIX IIPU BBIITYCKE HOBBIX BUIOB MaTepuajioB 1 H3JIeJIHﬁ.

Pemas psig BOmpocoB, BOSHUKAIIIUX B IIOBCEAHEBHON paboTe, XUMHUE BCEe Yallle TOJIb3yeTCs CTAHIAPT-
HBIMH 00pasiiaMu, KOTOPbIe OKA3bIBAIOT €My 3HAYMUTEILHYIO [IOMOIb. 3a IOCIeAHNe IATh JeT CTaHIapPTHbIe
06pasIbl HACTOJIBKO IIPOYHO U IIIHPOKO BOIILIK B 0OMXO/, 4TO paboTaTh 63 HUX B HACTOSIIIEEe BpeMs He IIpej-
CTABJISETCS BO3MOKHBIM.

OcobeHHO BO3POCIO 3HAYEHHE CTAHJAPTHBLIX 00PasIloB B YCIOBHUIX BOGHHOrO BpeMeHu. Bo-miepBrix, Bemes-
CTBHE€ U3MEHEHHUI HOMEHKJIATYPhI IIPOAYKIITUHU 3aBOJOB 3aBOJACKHE XUMUKHU 6bIJII/I BBIHYHIEHBI B KpaT‘IaﬁI.HHe
CPOKH OCBAMBATDH AHAJIM3 HOBBIX BHU0B MATEPUAJIOB. B 9TOM OTHOIIIEHWH TOJBKO CTAHIAPTHBIE 00PA3IILI MOT-
JIN CIIY3KUTh KPpUTEPHEM IIPAaBHILHOCTH IT0JIydaeMbIX pesyIbTaToB. Bo-BTOPBIX, 3aBO/ICKHE XUMUKH, HE OTCTa-
Badg OT pabOTHHUKOB JAPYIHX MPO(QEeCcCHii, MOBBIIIAIIINX IPOU3BOAUTEIBHOCTh TPYAA HA BCEX yYACTKAX IIPO-
M3BOJICTBA, CTPEMSITCS YCKOPHUTH KOHTPOJb ITPOM3BOJCTBA, 3aMEHss JJIUTENbHBIE METOAbI aHanwsa 0Ooiee
OBICTPBIMH; U 3€Ch CTAHIAPTHBIE 06PA3IIbI JAIOT 3aBOACKOMY XHMHUKY FAPAHTHIO B JOCTATOYHON HAIEKHOCTH
U TOYHOCTH BHOBB IIPHMEHAEMBbBIX YCKOPEHHBIX METOJ0B aHaJIHu3a. B-TpeTLI/IX, B CBA3U C I[e(i)I/IT_[I/ITHOCTbIO paga
XUMHAYECKUX PEaKTHBOB, XUMUYECKOH IOCYAbl U APYIHX MATEPUAJIOB 3aBOACKOM XUMHUK B pPsjie CIydaeB BbI-
Hy:IeH B XOJe aHaJIu3a 3aMeHATh OTAelbHBIC olepalnu ApyruMu. M 3mech HAWIydIINM KPHTEPHEM IIpa-
BHJILHOCTH PabOThI SIBIIAETCS IPOBEPKA HOBOTO X0/[a aHAJIM3A HA CTAHAAPTHOM 06pasIie.

Hsnanne Hacrosiiei OPOIIOPHI ABISETCA II03TOMY BIIOJHE CBoeBpeMeHHBIM. [lenab ee — 0O0bsICHUTD 3HA-
YeHHue CTaHJapPTHBIX 06p3.3]_IOB, IIPUHITUAIIBI, HA KOTOPBIX OCHOBAHO UX IIPDUMEHEHHE, U O6paTI/ITb BHUMAHHUE Ha
o01111e OJIOKEHHS, KOTOPBIE CIEAyeT UMETh B BUIY IIPH HOJb30BAHUM HMHU.

Bce 3ameuanus, ocHOBaHHBIE HA OIbITe PA6OTHI CO CTAHAAPTHBIMH 00pasiiaMu, W yKa3aHWsd HA BCTpeda-
folrecsd IIPH 9TOM 3aTpyAHeHud OyayT npuHaTel daboparopueit C. O. ¢ 6i1aroqapHoOCThIO.

Hau. aabopamopuu I'. ®. Ilpockypsxosa
Cm. urnac. uccned. nabopamopuu M. H. Axaarnd
Cm. urnac. uccned. nabopamopuu B. H. Ilonocos

I. 3az[a'{n 3aBOJACKOIro XMMHKAa-aHAJIUTHRA 3) BBIIIOJTHEHHE JKCIIpeCC-aHaJINn30B, OCHOBaH-
HBIX Ha OIIpeaejIeHUun HEU3BECTHOU BEIMYHUHBI IIy-

Sap;atm, KOTOpbIE€ 3aBOACKOU XHMUK-aHAJTUTUK TeM CPaBHEHHS C 3TATIOHOM.

peitiaer, mpuberas K IOMOIIM CTAaHAAPTHBIX O00-
pasIoB, MOTyT OBITH PA3OWTHI HA TPH I[MHPOKHUX

TPYIIIBL: II. Yro Takoe craHgapTHBIH oOpasen?

1) paspaboTka HOBBIX WJIH BHAOW3MEHEHUE CTa-
PBIX METOIOB XUMHYECKOTO aHAIN3A,;

2) TeKyIIMH KOHTPOJbH 3a MPABHJIBHOCTHIO BbI-
[IOJIHEHUS aHATH30B,;

Craugaprasiii oopaser; (C.0.) — 310 mpakTu-
YECKH OHOPOIHBINM B OTHOIICHUH CTAHIAPTH3UPYE-
MBIX JIEMEHTOB Marepuas, OObIYHO B BHUIE MEIKUX
sepeH. Comepskanre 3JIeMEHTOB B HEM OIPeeIsaeTCs
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IyTeéM MHOTOKPATHBIX AHAIW30B C MPHUMEHEHUEM
Pa3IUYHBIX METOJOB. ¥ CTAHOBJIEHHOE COMEpIKaHue
CTAHIAPTU3UPOBAHHBIX SJIEMEHTOB YKA3BIBAETCI B
CBHJIETEIILCTBE, puaraemoM K ganaomy C.O.

C.O. city:KuT 3TaJIOHOM IIPH OIPEIeIeHINH XUMHU-
YeCKOT0 COCTaBa TOTO BHUA MaTepuasa, u3 KOTOPOTO
OH IPUTOTOBJIEH. B MeTofax aHann3a, 0CHOBAaHHBIX
Ha CpaBHEHUU HCKOMOM BEJIMYUHBI C U3BECTHOU, OH
ABJIAETCA CBOEOOPA3HBIM MEPHUIOM XHUMHUIECKOTO CO-
CTaBa, IIOJIb3YSACh KOTOPBHIM IIPOBOASAT H3MEPEHUS
COoJIeP:KaHUs OIIPEeEesIAeMOro dJIeMeHTa.

Ilpumeuarnue. llpakTudecKn OTHOPOMHBIH IIO
CTaHAAPTU3UPYEMBIM DIEMEHTAM MaTePHas CIefyeT
IIOHUMATh B TOM CMBICJIE, YTO CYIIECTBYIOIIAI HEOJ-
HOPOIHOCTH 06pasIa IPUHATHIMH METOIaMU aHAJIH-
3a mpu npuHATHIX HaBeckax (OCT) ue obHapy:xuBa-
ercs, TaK KAK OHA MeHbIIIe IOIPEIIHOCTH, IPUCYIIeH
caMoOMy METOJY aHaIu3a.

II1. Ilono:xeHnsa, HA KOTOPBIX OCHOBAHO
IpUMEeHEHHE CTAaHAAPTHHIX 00pa3IoB

IIpumenenue cTaHgapTHHIX 00PABIIOB OCHOBAHO
Ha CJIeIYIOIIUX UCXOHBIX ITOJIOKEHHUIX.

1. CoBuagenne pesynbTaTOB aHAIN3a, BBIMOJ-
HEHHOTO I10 METOY, IPUHATOMY [IJI JAHHOTO CTaH-
IapTHOTO 00pasiia, ¢ JaHHBIMH CBHUIETENHCTBA IIO-
3BOJIET PACCUUTHIBATE HA TO, YTO HTOT METOJI, Oy1y-
Yy IMPUMEHEH K aHaJu3y HEeM3BeCTHOTO MaTepHaia
OJIM3KOro cocraBa U (PM3UIECKON HPUPOMALI, JACT Pe-
3yJIbTAThI TOH K€ CTEIIEHU TOYHOCTH.

Ucxonma u3 9TOrO, IpPU HOMOIIH CTaHIAPTHOTO
obpasIia IPoBOAAT MIPOBEPKY METOA aHAIN3A.

2. Ecau gBa marepuana, OguH W3 KOTOPBIX —
CTAHAAPTHBIA obOpasell, a APYrold — HEW3BECTHBIH,
HO OJH3KHI II0 COCTaBYy, IPOBEAEHBI MAPAIIEIbHO
yepes BCe HTAIBI JAaHHOI0 aHAJUTHYECKOTO MEeTOo/a,
¥ TPU DTOM JJIS OIPEesseMOoro 3JieMeHTa B CTaH-
JApTHOM 00pasIiie MOJIYYNM Pe3yIbTaT, COBIAIAI0-
UM C JAHHBIM B CBHIETEIbCTBE, TO MbI MOKEM Pac-
CUHMTBHIBATH, UTO PE3YJhTAT OIPEIEIEHUSI TOTO JKe
9JIEMEHTA B HEM3BECTHOMH IIPo6e TaK:ke 0TBEYaeT ero
HCTUHHOMY COIEP:KaHMUIO.

Ha stoM ocHOBanwu crasmapTHbIE 00pPa3IlbI
MPUMEHAIOT [JI KOHTPOJIA MPABUIBHOCTH Pe3yJib-
TaTOB IIPU aHAIN3Ee HEN3BECTHHIX MATEPHUATIOB.

Ilpumeuanue. llom coBmameHmeM pesyabTaTa
aHA/M3a C JaHHBIM B CBHIETEILCTBE II0pasyMeBa-
eTcd CXOAWMOCTD B IIpefieNiax MOILyCTHMOM IOTPeIl-
Hoctu (OCT), CBOMCTBEHHOM JAHHOMY METO/Y .

Ecnu pesynbrarel aHamnsa CTaHAAPTHOTO 006-
pasiia He COBIANAIOT C JAHHBIMH CBHIETEIHCTBA,
MIPUYEM PACXOMKIEHUS [IPEBIIIAI0T IOy CTUMBbIE I10-
TPEIIHOCTH OIpeNeIeHNH, XUMUK 0093aH BHIICHUTD
[IPUYUHBI STUX PACXOKICHUH.

HNwmes B C.0. Hage:KHbIE 3TATOHBI XHMHYECKOTO
coCTaBa, XUMUKH IIHPOKO IIPUMEHSIIOT UX B METOIax

aHaju3a, OCHOBAHHBIX HA CPABHEHWM OIpefelse-
MO BEJIWYMHBI C U3BECTHOH (Komopumerpusd, (poTo-
KOJIOpMMETpHUs, moJsaporpadgus, CHEeKTPAIbHBINA
aHaJIu3 U TP.) VIS pacyera COAEpPIKAHWSI HUCKOMOTO
9JIeMEeHTa B WCCIIEeyeMOM Marepuale IO Coaep:Ka-
uuio ero B C.0., a Takxe A/ yCTAHOBJICHUSI SMIIH-
PUYECKHX THTPOB B 00BEMHO-aHATUTHUYECKUX METO-
Jlax aHaIu3a.

Iloapsysice C.O. Kak sTaoHaAMU I8 CPABHEHUS
U IS YCTAHOBJIEHUA SMIIUPUIECKUX TUTPOB U IIPO-
Beld UX UYepes Bce Olepallii aHAJIHU30B [apaljiellb-
HO C HCC/IeAyeMO# Ipoboi, B M3BECTHOM CTEIIeHH aB-
TOMATHYECKH HCKIIIOYAETCS 3HAYUTEIbHAS YacCTh
CHCTEeMaTHYEeCKUX MOTPEIIHOCTeH onpeneneHus (Me-
TOAUYECKUX, UHCTPYMEHTANBHBIX W JHYHBIX), IIO-
CKOJIbKY OHH omuHakoBbl u st C.O., u 1y mpoo6sL.
O6s3aTenbHBIM YCIOBUEM MIPABUIBLHOCTH PE3yIbTa-
TOB SIBJISETCS MPABUILHOCTD CAMOTO METO/1a OIpeie-
JIGHUSA W ero OJuHAaKoBoe BbInogHeHue. Kpurepuem
MPABUJILHOCTH B 9TOM CJIy4ae CIAYIKUT MapajjIebHO
npoBegeHHbId anaaus Broporo C.0. B kKayecTBe KOH-
TPOJIBHOTO.

Ilpumeuarnue. Ilpu paspaboTke HOBOTO H IIPO-
BEpPKe CYIIECTBYIOIIETO METOJA 3aBOACKUN XUMUK
yale BCEro He paclojiaraeT BpeMeHeM, HeoOXOmu-
MBIM [JIi MCCJIENOBAHHS MHOTHX OOCTOATEJILCTB,
BIMAIOIIUX HA TOYHOCTD ONPEIeIeHHS.

Hawubosee Baxuble U3 HUX: 3arpsi3HEHUE Peak-
THBOB, PACTBOPUMOCTH CTEKJISHHON IIOCY[ABI, IIO-
TPEIIHOCTH BECOB, PA3HOBECOB W MEPHOH IOCY/IbI;
OIepaTuBHLIE OIIMOKH, HAMPUMEDP, HEpPaBUIbHAS
TeMIlepaTypa CKUTAHUA WIN MPOKATUBAHUA; METO-
IUYEeCKHe OIIMOKHU, KAK TO: PACTBOPHUMOCTDH OCAIKa,
BIMSIHUE IPYTUX JEMEHTOB (COOCaKIeHNEe WA BO3-
MOKHOE KaTaJIUuTHYECKOe JEeUCTBHE), MHAYIMPOBAH-
HbIe WU M0O0YHBIE PEAKIIMH B JaHHOU cucreme, 06-
paTuMOCTh peaKIuii, HeollpeeJIeHHBIN cocTaB oca-
KOB IIOCJIe TTPOKATHUBAHUS, CyObEKTUBHEIE TTOTPEII-
HOCTH, HAIPUMEP JAIbTOHU3M, M HAKOHEIl, CIyJaii-
HBIE TIOTPEIITHOCTH OIPEeeIeHuUs.

Bmecro Toro 4robbl OmpemenuTh KAMKIBIA W3
9TUX (PAKTOPOB B OTAENBHOCTH, XUMHUK, AHATUZUPYS
CTAHJAPTHBIA o6paser, MoOeT (32 WCKIIOYEHHEM
CIIy4aiHBIX MOTPEIIHOCTEeH) YCTAHOBUTh WX COBMeE-
CTHOE BIUAHWE B Kpardaiiinil cpok. Kcru HadneH-
Hoe comep:kanme snementa C.0. coBmamaer c yka-
3aHHBIM B CBH/IETEJIbCTBE, XMMHUK MOKET OBITH yBe-
PEeH B TOM, YTO COBOKYITHOCTE TIEPEYUCICHHBIX (haK-
TOPOB B mporecce BbimosHenus ananusza C.0O. me
BBI3BAJIA ITOTPEIITHOCTH W YTO METOJ fABJISETCA Ha-
NEKHBIM, YTO TOYHOCTD €r0 JIEKHUT B Ipefeaax pac-
XOMIEHUN MEKIy MOMyYeHHBIMU pPe3yJbTaTaMu MU
NAHHBIMH CBHIETEIHLCTBA W YTO OH IPHUTOAEH I
aHA/IM3a HEM3BECTHOI0 MaTephaja II0H00HOro Co-
cTasa.

Bouto 6b1, KOHEUHO, ITeIeco06pasHo, YTOOBI 3a-
BOJICKMH XMMHK MMeJI B CBOEM PACIIOPSIKEHUH CTaH-
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JapTHBIE 00pA3Ibl JJIS KaKIOr0 BHAA Pa3IHYHBIX
MAaTepuaioB, KOTOPbIE eMy IPUXOAUTCA aHATHU3UPO-
Barb. Hampumep, Ha MeTA/UIyprAYECKOM 3aBOje
HY:KHBI He TOJIbKO CTAHIapTHbIE 00pasIlbl BCEX BH-
OB CBIPBIX MATEPHUAJIOB, HO TaK:Ke 00pasI(bl BCEX
BUIOB HPOIYKITUH, IIOIy4aeMOH pasHBIMH IIPOIEC-
caMmu, 10 PAAY MapoK B KaXKI0M TpyIIIe.

OnHAaKO IPaKTUYECKH 9TO HEBO3MOKHO, a B PAIe
CJIy4aeB B IIOJIHOM CXOJ[CTBE CTAHIAPTHOrO oOpasia
¥ WCCJIEAYEeMOT0 MaTepuaia HeT HeOOXOTUMOCTH.

IV. IlpaBnia mpuMeHEeHUA
CTAHJIAPTHHIX 00PAa3IOB

Yro6p! HE BOACTh B OUIMOKH IIPU IIOJb30BAHUM
CTaHJAPTHBIMHU 00pasiiamMu, HeoOX0AUMO COOII0AATh
clIenyIolre IPaBUAa.

IIPABHJIO 1. Ilpu anaause kakoz0-aubo ma-
mepuana ¢ npumernenuem C.0O. sceramenvrno noo-
6upams 6au3kue no muny obpasybvt, m.e.: a) no Ka-
YeCMBEeHHOMY XUMUYECKOMY COCagy 8 yeaom; 6) no
KOAUYECTNBEHHOMY COO0ePHCAHUIO UCKOMO20 IAeMEH-
ma; 8) no ux gpuuteckoi cmpyxmype.

OTKIOHEeHHe OT 3TOr0 OOIIEero IIPaBHIA MOIKHO
IOILyCKATh JIMIIB ITOCJIE TIIATEIbHOT0 00CY:KIeHUs B
KaKIOM KOHKPETHOM CIIydae.

a) Ilomoxenne, 4TO CTaHOAPTHBIA 00paser] Mo-
JKET MPUMEHATHCS JIUIIb IIPU aHAIN3e MaTePHAJIOB,
6IM3KHUX 110 KAaueCTBEHHOMY COCTABY, BeChMa CyIIle-
crBenHo. Hampumep, B psife ciiyuaeB HeIb3s IpUMe-
HATb CTAHAAPTHBIA 00paselr] JeTHPOBAHHON CTAIN
IpU KOHTPOJIe aHaIN3a IIPOCTOM yIIepoiuCcTON cTa-
JIi ¥ HA060pOoT.

[Tpwu omnpenenenuu cofep:KaHus Maprauia B Jie-
THPOBAHHOM CTAJX BCIIEICTBUE BIIUAHUS MOTYIIHX
MPUCYTCTBOBATh B 3HAYMUTEIBHOM KOJUYECTBE XPO-
Ma, BaHaausA, Boab(paMa, HUKeId Uixd KobaabTa He
MOKEeT HMPUMEHSThCH IS KOHTPOJS WJIH IJIA ycCTa-
nopnenus turpa C.O. yriepogucroi cramu. ToduHo
rak e C.0. He MOKeT CIy:KUTh ITAJIOHOM Ha (oc-
op 1 gpyroro marepmana, €CliM B OTJIHYHE OT
HETO MCCIIeyeMbIHd MaTepPHUas COMEPIKUT 3HAUNTEh-
Hble KOJIMYEeCTBA MbIIIbIKA, BaHAAWI, BOJAbgpama,
KpeMHWs, TuTaHa wiu Iupkonua. Comep:xanue
Cephl, ONpe/eIeHHOe METOJI0M OTTOHKH B JIBYX pas-
HBIX 00pasIax, He COOTBETCTBYET IeHCTBUTEILHOMY,
ecv OUH u3 00pasIioB COMEPIKUT AJTIOMUHUU, TH-
TaH, BOJAbgpaM, MOJTUGIEH WIN 3HAYUTENTHHO OTIIU-
Yyaercs OT APYTOTO II0 COAEP:KAHUIO YITIepOoaa.

CrangapTHbli 06pasel] JeTHPOBAHHOM CTAIHN He
MOKET IPUMEHATHCA IIPH KOHTPOJE COMEP:KAHUS
yriiepojia IpoCTON yIIEPOAUCTOMH CTAIU WM Ha000-
pOT, IIOTOMY YTO TAKOM 00pasel], 0COGEHHO B CiIy4ae
BBICOKOJIETHPOBAHHOM CTAJIH, YACTO TPeOyeT CIelu-
AIBbHBIX YCIOBHH 00pabOTKH, YTOOBI O0ECIIeYUTH
MOJIHOTY Cikurauus. T'OYHO TaK ke cTaHgapTHbIe 06-
PAasIibl IETHPOBAHHOMN CTAIU OJHUX MAPOK HE MOTYT

MIPUMEHATHCA 0€30r0BOPOYHO JJIST KOHTPOJIS APYTHUX
MapoK JIerTMPOBaHHOU cTamu. Hampumep, comep:xa-
HYe HUKeJIS B HUX MOKHO CPaBHUBATD JIUIIIb IIPHU YC-
JIOBHM OTCYTCTBHSI WJIH OJUHAKOBOIO CONEPIKAHUSI B
HUX KO0AIbTa U ME[H.

IIpuBenenHoe mpaBWIIO He ABIAAETCA, OTHAKO,
6esoroBopounbiM. Tak, Hampumep, mpu (POTOKOIIO-
pUMeTpHYeCKOM oIlpenenenuu ¢ocdopa B Ierupo-
BAaHHOW CTajJ M [J IIOCTPOEGHHS KAJIHOPOBOYHOM
KpuBOU MO:kHO moab3oBarbea C.O. yriepomucroi
cranu. [Ipu sTom HAMO ydecTh MOIpPaBKy Ha COOCT-
BEHHYIO OKPACKy PacTBOPA, CBA3aHHYIO C HAIMYHUEM
JIETHPYIOIIUX IIPUMeceH, UIU CTPOUTh KaJIHOPOBOY-
HyI0 KpUBYIO mias ¢gocdopa B KeJIe3HBIX pyAax IIo
C.O. mpocroii cTanu uix 4YyryHa.

6) Cpemu HM3BECTHBIX CIy4aeB HEIPABHUIBHOTO
MIPUMEHEHHUsI CTAHIAPTHBIX 00pasiioB HAUOOJIbIIIEe
YUCII0 00BSICHAETCA OIIMOKAMU, BHISBAHHBIMU IIPH-
MeHEHHEM CTAHAAPTHBIX 00Pa3I[0B, CXOIHBIX C KOH-
TPOJTUPYEMBIM MaTEepPHUaIOM BO BCEX OTHOIIEHHUSIX,
KpoMe KOJHMIECTBEHHOTO COJeP:KAaHUA OIPeIeisieMo-
ro sneMeHTa. B 3aBOjCKOi TpaKTHKe 3Ta OMHUOKA
YacTO IMOJIy4aeTcs MPHU YCTAHOBJIEHWM WU KOHTPO-
Jie TUTPa pacTBOpa IO CTAHAAPTHOMY 00pasIly C Co-
Iep:KaHueM, HalpuMep, Maprauia, gocdopa wumu
cepnl, mpeBbIMIamuM B 1,5 — 2 pasa comep:xanue
WX B TeX MaTepuajiax, AJd aHaTu3a KOTOPBIX 3TOT
TUTP HpPUMEHseTcsa. JTOro ciexyer wsberatb. AHa-
JIUTUK BCEraa MOJKEH cTapaTbei Hoao0paTh CTaH-
JapTHBIA o0Opasell, cofep:Kalllhi OIpeaeIIeMbIi
9JIEMEHT B KOJIMYECTBe, OJIU3KOM K €r0 COMEPI:KAHUI0
B HccaenxyeMoM Matepuadie. [IpakTudecku mouTu He-
BO3MOJKHO 00€CIIeYuTh XMMHKA HAO0OPOM CTaHIApPT-
HBIX 00Pa3I[0B C HEMPEPHIBHO MEHSIOIIMUMCS COZIep-
JKaHWEeM OCHOBHBIX 3JIEMEHTOB. Bor mouemy mHOTIA
MIPUXOIUTCH CTAJKUBATHCI CO CIyYasiMH, KOTHA IJIsT
KOHTPOJIA MaTepuaia He HaXOJAT CTaHJAPTHBIX 00-
pasIoB ¢ TPeOyeMbIM COEPKAHUEM OIIPENEIIeMOTO
ajeMeHTa. BBIATH U3 3aTpygHEHHS Y4acTo yIaeTcsd,
€clIy B3dTh JBa 00pasiia, ONuH — C 060Jiee BBICOKHM,
a Ipyroi — c 6ojlee HU3KUM COIEpP:KaHreM OIpee-
JIIEMOTO 3JIEMEHTA, UeM OKHUIAI0T B aHAJIHU3HUPYEMOH
mpobe. Heobxommmoe comep:xaHue IeMEHTA IIOJY-
YalT TOTJA OTBEIIMBAHUEM IIPOIIOPIIHOHAIBHBIX
KOJIMYECTB KAKIOTO M3 MCXOTHBIX CTAHJAPTHHIX 00-
pastos. Hanpumep, eciiu Heo6X0UMO MMETH COfiep-
skaume cepbl 0,045 % u onpeneneHue DOMKHO OBITH
MPOBEIEHO W3 HABECKW 5 T, TIATENHHO HABEIINBa-
eM B KosOy (wmu crakan) 2,500 r C.0. Ne 85 62 (cepni
0,025 %) u 2,500 r C.O. Ne 15 6 (ceps1 0,068 %), ato
maer 5,00 r cmecu c comep:xammem cepbl 0,046 %,
JIOCTATOYHO OJIU3KUM K TpeOyeMoMy.

Pasymeercda, Hemb3d CMEIINBATH Pa3IHIHbIE
CTaHJAPTHBIE 00Pa3Ilbl U HUCXOIUTH U3 DTOU CMECH

3 3mech W jasee MPUBOLATCA HOMepA CTAHIAPTHBIX 00pas-
o (C.0.), npumensembix B 1940-x rogax.



«3aBoackada saboparopusa. [[marnocruka marepuanaos». 2018. Tom 84. Ne 1(IT) 9

IUIS B3ATHUS HABECKH; HAaBECKY CMeECH ¢ TpebyeMbIM
coZiep:KaHueM OIpPeAeieMOro 3JeMeHTa Haao Co-
CTABUTH U3 B3ATBHIX OTIEIbHO HABECOK KAMKIOr0 006-
pasta.

B) Merani, moay4eHHBINH Pa3HBIMH TEXHOJIOTH-
YEeCKHMHU IIPOIIECCAMHM, MOJKET COMEpPIKATh pPasiud-
HbIe KOJHUYECTBA KOMIIOHEHTOB, HE OIpeIessieMbIX
OOBIYHBIM AHATU30M (ras3bl, OKUCIBI, CHIUKATHBIE
BRJIIOYEHWS U T.11.). Hanmmame oTAenbHBIX CTPYKTYP-
HBIX COCTABIAINNX (KapOuabl, Cynbduabl, pocdu-
IIbI, OKHCIIBI) M XapaKTep UX BbIIEIeHHUH MOTYT Tpe-
60BATh M3BECTHBIX BApHAIIUH B XMMHYECKOH obpa-
06oTKe MaTepuaia (METOABI PA3IOKEHHA IJId IIepe-
BOZIA B PacTBOP, TEMIIEpaTypa C:KUTaHus, He0OX0Iu-
MOCTb JJOOABKY IUIABHEH IIPH CIKUTaHWU U T.1.). Tax,
0011IeM3BECTHBIM ABJsAETCA (PAKT, YTO MPU OIpee-
smerun cepbl MeromoMm lllymbre 3akaneHHBIE TPOOHI
AI0T TOHMKEHHOEe COJep:KaHue cephl MO CpaBHe-
HHIO C OTOK:KeHHBbIMHU. [losTOMYy He peKoMeHIyeTcs
npumenenue C.0. 6esoro 4yryHa ajisi KOHTPOJIS OII-
peleneHus cepbl B CEPBIX UyTyHAX TUM METOIOM.
AHajioruunbie ciydand Mbl ©HMEEM IIPH OIpeeleHun
yIraepoaa mo Orrepily WiH Ipu (POTOKOIOPHUMETPH-
YEeCKOM OIpefeleHUH KPEeMHHUA, KOTAa JJIUTENb-
HOCTBH PACTBOPEHHS MPOOBI, 3aBUCIIAA OT (PU3HIe-
CKOTO COCTOSHUA MaTrepuajia (KpyIHOCTb YaCTHII,
CTPYKTypa H T. II.), IBJIIETCI BecbMa Ba:KHBIM (DaK-
TOPOM aHAIW3a U MO3TOMY periamentupoBana. Ox-
HaKO II0CJIe TIOJIHOTO IEPEBoia MpoObl B PACTBOP, C
KOTOPBLIM BejeTcd AajbHeHInas pabora, CyIeCTBO-
BaBIIIas PA3HUIIA B UCXOMHBIX CTPYKTypaxX MaTepua-
J1a TepseT 3HAYEHUE.

BosmoskHOe BnMsSHHWE YHOMSAHYTHIX (PaKTOPOB
clieyeT UMeTh B BHY ¥ YYUTHIBATH UX MPU IIPUME-
HeHuu Tex wiu uubx C.0.

IIPABHJIO 2. Iloav3ysace o0nuM u mem oce
Mmemodom onpedenenus, acezda Hado bpams 00uHa-
Ko8ble HaBeCKU cmardapmmozo obpasya u uccae-
dyemoti npobuot.

OObIYHO KaKoasd aHAIUTHYECKAsT MeTOJHKa
MPUMEHSIETCS YCIEITHO JIMIIThL B M3BECTHBIX IIpefe-
JlaX COoJep:KaHusa OmpeaesrsieMoro snemenTta. llpwm
3HAYUTEbHBIX OTKJIOHEHHSIX B COIEP:KAHHHU dJle-
MeHTa HeoOXOTUMO M3MEHATh JIu00 aHATUTHIECKUH
MeTOJ, IN60 BEeJIUYNHY HABECKH. OMIINPUYIECKHE Me-
TOABI B CPABHEHHUH CO CTEXHOMETPUIECKHUME 0COOEH-
HO YyBCTBUTEIbHBI K M3MEHEHHUSIM KOJIMYECTBA WC-
KOMOTO 3JIEMEHTa, CBI3aHHOIO C BEIIMYMHOM HABEC-
ku. Ompenenenvie cepbl B YEPHBIX MeTaJIax IIO
Illynsre, cepebpaHo-mIepCyIb(PATHBIN METOM OIpe-
IeJeHUsI MapraHiia u OOBIUHBIN ANTKAIHMETpUYe-
CKHMI MeToj ompeneineHus ¢gocdopa IPUMEHUTENb-
HO K OIpeeeHui0 0ojiee 3HAUYUTENIHHBIX COMEP:Ka-
HHH STHUX DJIEMEHTOB SABISIOTCA TUIIHYHBIMHI [IPHMe-
paMu BIUSHUSA HABECKU. THUTP HA cepy, yCTAHOBJIEH-
HBIA M3 HABECKU B 3 I, HEe MOKeT ObITh IIPUMEHEH K
MaTepuay, aHaIn3 KOTOPOIO BeleTcsd W3 HABECKH B

5. ToyHo Tak Ke THUTP HA MapraHell, ompeieeH-
HBIM u3 HaBeckdu B 0,25 T, oTIMYAETCI OT TAKOBOTO
u3 HaBecku B 0,5, Tak Kak B IIOC/IeIHEM Clydae
MapraHila B HaBecKe 00Jjbllie, 4YeM MOKeT ObITh B
AHAJIUTUYECKUX YCIOBUIX, YCTAHOBJIEHHBIX MPUMe-
HUTeIbHO K HaBecke B 0,25 r. UToObI n30exaTs CBs-
3aHHBIX C 3TUM OIIUOOK, HAIO MPUIEPIKUBATHCI H3-
JIOKEHHOTO BBINlIE IPABHUJIA O PABEHCTBE HABECOK
CTaHAAPTHOTO 00pasIa u mpookL.

IIPABHJIO 3. CmandapmHuuvie obpasywvt pyo,
wAaKo08, ¢iocos, ozrneynopos u dpyzux nodobHblx
Mmamepuanos, nodsepzaembvlx MOHKOMY U3Meabye-
HUIO, 8 STNOM COCMOSHUL S8ASLIOMCA 2UZPOCKONUYe-
cxumu u 00axcHbL Oblmb 8bICYULeHbL neped UX npPu-
MeHeHueMm.

Pynbr u mpyrue TOHKO M3MebYeHHbBIE CTAHIAPT-
Hble 00pasIbl TUIPOCKOIINYHBI B PA3IHYHON CTelle-
HH. ['urpockonmyeckas BIaKHOCTh B HUX 3aBHUCUT B
OCHOBHOM (IIpHM IPOYUX PABHBIX YCIOBHUAX) OT TOH-
KOCTH MaTepuajia, yCIOBHHM U IJIUTEILHOCTH XpaHe-
Hus. B cBA3M ¢ M3MEHUYMBOCTHIO STUX (DAKTOPOB THT-
POCKOTIMYECKasa BIAKHOCTb STUX MATEPHUAIIOB HE AB-
Jsgercs cTabMIbHOM W MOMKET MEHSATHCI W30 IHS B
JIeHb, 0COOEHHO KOrjga 0aHKa CO CTaHIAPTHBIM 006-
pasioM pacrevyaraHa. PasHuia B HECKOIBKO IeCs-
TBIX TIPOIEHTA B TMTPOCKOIUYECKOH Bjare BLI3bIBA-
eT 3HAYUTETbHbIE PA3BHOCTH B OIPEIeIEHUH UCKOMO-
ro sJIeMEeHTa, 0COOEHHO IIPH COAEepP:KaHUH ero 6ojee
50 %, Kak 3TO YaCTO MMEET MECTO B JKEJIE3HBIX PY-
Iax. 1o TpeboBaHUe YCIOKHIETCA TEM, YTO He Bce
MaTepHuajbl OAUHAKOBO JIETKO OTIAIOT I'MTPOCKOIIH-
yecKyio Baary. [[01oMuThI, N3BECTHAKY U TTOL00HBIE
MM MaTepuayibl BBICYIIUBAIOTCA TOBOJIBHO JIETKO,
sKeJIe3HbIe PYAbI — TPYIHO.

Bo Becakom ciyuae, craHmapTHBIA obpaserr w3
IJAHHOU TPYTIIIbI MATEPUANIOB TI€pe yIoTpebaeHreM
IOJKeH OBITH BBICYIIIEH JI0 IOCTOSTHHOTO Beca MPH
TOH Ke TeMmIiepaType, IIPH KOTOPOH OH ObLI BBICY-
IIIeH B TIEPBOHAYAIBHOM aHaIM3e. JTa TeMIieparypa
BCeTZla yKazaHa B CBU/IETEILCTBE.

BssaTre HaBeCcKH CyXOT0 T'HTPOCKOINYECKOTO Ma-
TepHasa clieyeT IIPOU3BOIUTE C COOII0IeHreM BCEX
MIPUEeMOB, pa3spaboTaHHBIX B AHATUTHIECKON MIPaK-
tuke. MosxkHO 6paTh HABECKU U U3 BO3LYIITHO-CYXOMH
po6BI, IPOBOA MAPAJLIEIBHO OIpeeieHre IUrpo-
CKOITMYECKOH BJIATH W3 OTAEILHOU HABECKH, B3ATOU
13 TOM 3Ke GAHKHU B TO K€ BpeMs.

ITIPABHAJIO 4. Ileped npumenenuem C.0O. nado
muamenvbHo nepemeuLams codepacumoe 6aHKU.

XoTs B XOfe IPUTOTOBJIEHUS CTAHIAPTHBIX 00-
PasIOB IPUMEHSIOTCS BCe MepbI I 0OecledyeHus
UX OJHOPOMHOCTHU, BCE K€ YACTHUIILI, UX COCTABIIAIO-
mue (0co0eHHO MUHEpPATbHBIE KOMIIOHEHThI PYIbI),
MOTYT 3HAYUTEIHHO OTIANIATHCS 110 IIJIOTHOCTH U 00-
HAPYKHUBATH II03TOMY CKJIOHHOCTb K CETperaifuwu.
JTa CKIOHHOCTH YCHJIMBAETCA IIPU BCTPAXUBAHUH,
0COOEHHO B YCJIOBHSAX II€PECHUIKH; BOT IIOYEMY IIe-
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pexn yrmoTpebieHreM CTaHIapTHRIN obpaser] Heobxo-
IUMO TINATENbHO TepeMemniaTh. J[isg sToro mocra-
TOYHO IOBEPHYTH OAHKY HECKOJBKO pa3s (4ToObl 06-
JIETYWTH TIepeMelnBaHne, OAHKN HUKOTIA He 3aI10I-
HAKTCA TOJHOCTHIO).

HcknroueHneM W3 9STOT0 IPABWIA SBJSIOTCA
CTaHJIApPTHBIE O00pasIlbl CEPOro YyryHa, KOTOpPbIE
HeJIb351 BCTPAXUBATH BO H30€KaHUe BbIJeIeHUA Irpa-
¢ura u, crmemoBaTeIbHO, W3MEHEHHS B COCTaBe
(cMm. mpaBuio 9).

IIPABHJIO 5. Xumux-anaiumuk Hukozda He
dosorcer ucxodumyv u3 0pyz020 nPoyeHmHozo codep-
HCAHUA dNeMeRMa 8 CMaHOapmMHOM 0bpasye, Kpo-
Me KaK U3 «yCMQHOBAEHHO020 COOEPUCAHUS», YKQ-
3aHH020 8 coomgemcmayrwell zpage ceudemenn-
cmea, npuaazaemozo Kk O0aHHOMY CMaHOQpPMHOMY
obpasyy. Toavko ama seaununa seasemcs 06a3a-
meavHol 015 NPUMEHEHUS.

[IpuBoguMBbIE B IepedHEe COCTABLI BHOBH BBIITYC-
KaeMbIX CTaHIAPTHBIX 00pAasIlOB YACTO SBJISIOTCS
MPEIBAPUTENHHBIMHI, TPUOIMKEHHBIMUA [H(PPAMH,
€0o00111aeMBbIMH 7151 OPHEHTUPOBKH MOKYIATENA. JTH
1udphI, AIOIIKe TOJTHKO IPUMEPHBIN COCTAB UCXO]I-
HOTO MaTePHAJIA, HE MOTYT MPUMEHSIThCA [P IOTh-
30BaHUU CTAHAAPTHLIM 00pAasIoM. ¥ CTAaHOBJIEHHOE
COZIepIKaHNe ITAJIOHUPYEMOTO 3JIEMEHTa IIOC/e ero
M3TOTOBJIEHUS J[AeTCsi TOJIBKO B CBHIETENbCTBE,
BBIJJAHHOM IIPH BBHIMIYCKE CTAHAAPTHOTO 00pasIia.
Jlanuble APYTrUX WMCTOYHUKOB SBJISIOTCA HEHAEHK-
HBIMA ¥ HUKOT/Ia He JOJLKHBI IPUMEHATHCA. XOTS
B CBHJETEIbCTBE YKA3aHBLI PEe3yabTaThl aHAIW3a
C.0. ¢ pas6uBKOH 1O METOJaM, 3TH Pe3yJIbTAThI
(umerorie MH(POPMAIIMOHHBIN XapakTep) He MOTYT
3aMEeHATh 00S3aTeJIbHbIE YCTAHOBIEHHBLIE BEIUYH-
HbI (HE3aBUCHUMO OT TOTO, KAKO¥ ObI METOJ HU IIPH-
MeHsa1 XuMuEK). [IpwumHa 9TOrO CTAHET BIIOJIHE
FACHOM, eclIy IIPUHATH BO BHUMaHWE, UYTO BCAKUU
MEeTOZl MOKET ObITh MCTOYHMKOM CHCTEMATHIECKUX
MTOTPEITHOCTEH, BAUAHUA KOTOPBIX MOXKHO u3be-
JKATh, €C/IM B3ATh CPENHUH pe3yabTaT IBYX WK
6oJiee METOIOB.

IIPABHUJIO 6. Hukoz0a He caedyem HQ OCHO8Q-
HUL OMKAOHEHUS HAUOeHH020 cO0epICcaHUsL dNe-
Menma om O0aHHBIX céudemenbcmaa 8800umbv no-
npasKy K pe3yavbmamy, noayienHomy 8 npobe, ara-
AUSUPOBAHHOU MmeM dce Memodom, ¥mo U CMaH-
dapmmuiii o6pasey.

[Tpu HecoBmameHWU Pe3yNbTATOB AHAIN3A CTAH-
JIapTHOTO 00pasiia, IPOU3BEJeHHOTO ITPOBEPEHHBIM
METOIOM, C JaHHBIMHU, IPUBEICHHLIMHU B CBUIETEb-
cTBe (B mpeenax MOMyCTUMOM IMOTPEITHOCTH MEeTO-
I1a), Jale BCero MOKHO MOJararh, 4TO JUOO AOIy-
II[eHbI OMMOKK IPY MIPOBEJIEHNUN aHAIN3a, Tu60 caMm
MeTO[[ He MPUTO/IEH K AHATU3Y JaHHOTO Marepuaa.

CrnyuaiiHble pacXoKIeHUs BbI3BIBAIOT COMHEHUS
B TEXHUKe BBIMIOJHEHUS AHATN3a; PACXOMKIECHUS
ITOCTOSIHHOM BENWYMHBI TOBOPAT O HEMPHUTOJHOCTH

METOIUKH I JAHHOTO Marepuajia. Bo Beakom ciry-
Yyae, OTCYTCTBYIOT JOCTOBEPHBIE OCHOBAHUS JJIS BBE-
IEHUsI TONPABKY HA OCHOBAHHU IIOJ[y4aeMOIO OT-
knoHeHnsa. OCHOBHBIM HAa3HAYEHHEM CTAHIAPTHOTO
obpasma saBiagercd obeciieueHre KOHTPOJIS 3a IIpa-
BUJIBHOCTBIO IPUMEHAEMbIX AHAIUTAYECKHUX METO-
OB ¥ 3a MPaBWIHLHON pPaboTOd aHAJIWUTHKA, a He
YCTAHOBJIEHHE IIONPABOK K HEBEPHOH TEeXHUKEe aHa-
JIW3a ¥ HEIPUTOMAHOMY [JIS JAHHOM e/ METOLIY.

B oTmenbHBIX, HCKIIOYNTENHLHO PEIKNX, CAydaax
HEBOCIIPOU3BOANUMOCTh 3HAYEHUM, HMPUBOTUMBIX B
CBHUIETEILCTBE, MOKET OBITH OTHECeHA K CAMOMY
cTaHgapTHOMY 00pasily. OTO Te CiIydau, KOTJa IJIH-
TeJIbHOE XpaHeHWe MPHBOIUT K HEKOTOPBIM H3Me-
HEHUAM B COCTaBe WIH (DOPME COCTUHEHHUH OTAENb-
HBIX KOMIIOHEHTOB CTAaHIAPTHOTO 00pasiia B CpaBHe-
HHUM C UCXOTHBIM COCTAaBOM, YCTAHOBJIEHHBIM B TO
BpeMs, KOrZma OH ObLI M3TOTOBJIEH, MPOAHATH3HPO-
BaH ¥ BbIimyieHd. OMHUM U3 HauboJiee Cephe3HbIX U
TPYAHO YCTPAHHMBIX CIy4aeB, HJIIOCTPHUPYIOLINX
CKa3aHHOe, ABJISETCS IIOBEJeHNE CePhl B YEPHBIX Me-
TajIax npu ompenpeinernun ee mo meroxy lllymbre.
XopoI110 U3BECTHO, UTO HE BCE COPTA UyTyHOB H CTa-
JIel, maxe B CBEXKHUX IP00ax, BHIAENSIIOT IIOJIHOCTBIO
COZIeP:KAIIyIOC B HUX Cepy B BHIE CEPOBOIOPOAA
IIPH PACTBOPEHUHN B COJSAHON KHCIOTE, TAK KAK IIPU
9TOM BBIZIEJISETCS TOJNBKO YaACTh CepPbhl, HAXOAIIeHCs
B Bume cyabdumo. C apyro# cropousl, obiee co-
IepKAHuEe Cephbl B CTAJIH U PAMOBBIX COPTAX YyTyHA
ocraercs MOCTOSHHBIM U MOMKET OBITH OIIpeesieHO
OOBIYHBIM BECOBBIM METOHOM (WM METOMOM CIKH-
rauuss B Kuciopone). IloHu:KeHHBIE pe3yJIbTaThl,
mHOrAa maBaemble Meromom Illynwbre, uarme Bcero
mosyJaroTcs (MCKII0Yas HEKOTOPhIe MAPKH JIETHPO-
BAHHOM CTAJHd W YyryHA) IPU CONEP:KAHUU CEpbI
Beimie 0,06 % u B mpobax, xpaHuBImIHXCA gosiee 1 — 2
mer. HeBocnpousBoguMoCTh IEPBOHAYATILHOIO CO-
IEepP:KAHUA Cepbl B OTHUX MaTepuajiaX MeTOI0M
Illynsre oO0BsACHSIETCA TEM, YTO B YUyTryHE M CTAJIH
C IIOBBINIEHHBIM COIEP:KAHMEM Cepbl IPHU IOJIOM
XpaHeHUH YacThb CepPbl, BUIUMO, OKUCISAETCS IO CO-
eIUHEHN, He BhIAEIAIIINX CEPOBOA0POaa IO Aei-
CTBHEM COJITHOM KHUCIOTHI.

IIPABHJIO 7. Hedonycmumo nodsepzrymos
cmandapmuvle 00pa3yvbt Kakoi-1ubo 0onoauu-
menvHol obpabomke, 0COOEHHO MeXQHUYeCKOl, C
Yeabio USMEHUMb pasmep 4acmuy Ual SHEULHUL
eud obpasya.

CranpapTable 00pasibl UMEIOT pa3Mep YaCTHII,
o0ecreunBaIInX OJHOPOLHOCTh IPOOLI B OIpee-
JICHHOW MHMHUMAILHON HaBecke. Takum o6Gpasom,
IJIST B3SITHSI HABECKH He TpedyeTcs JOMOTHUTEIHHO-
ro usMenbyeHuA nOpoObl. Beakad ke MOMOTHUTENb-
Hasg MeXaHWYecKas o0paboTKa MOKeT BHECTH 3a-
Ips3HEHHE, II03TOMY HEIOIIyCTHMA.

Yr06bI yCTPAHUTL BO3SMOKHOCTD PACIIO3HABAHUS
CTAHZAPTHOTO 06pasIa, KOrjaa OH JaeTCsI B KauecTBe
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KOHTPOJIBHOM IIPOOBI, IO IITHQPOM, JIydIlle I0Ib30-
BaTbCad CMEIIAaHHbBIMHM HaBE€CKaMH, OIIMCAHHBIMH B
[MyHKTe IpaBuia 1, yeM mpoGoBaTh MEHSATHh BHEIII-
uui Bux C.0. myrem MexaHU4IeCKOI 00paboTKH.

IIPABHJIO 8. CmardapmHubie 06pa3ybt 0044c-
Hbl XPOHUMBCA 8 HUCTNOM U CYXOM NOMeUeHUU,
€c800600HOM OM NBLAU, 2PA3U U BbL3BLBAIOUUX KOPPO-
3U0 2a308.

CranpapTable 06pasIbl SABIIIOTCI I[IEHHBIM
MaTepuajoM, IPUTOTOBJIEHHE KOTOPOrO BemeTcs
¢ GOJIBIIION TINATEIHLHOCTHIO B YCIOBHUAX O0CO6OIH
YUCTOTHI. MHOrO BHUMAHHUS YIEIIeTCS TOMY, 4TO0bI
HOTpe6I/ITeJIb IIOJIYyYXWJI MX B HEHM3MEHEHHOM BHJE,
cBobonHbIMY OT 3arpasuenwus. fdcuo, uro C.0. Heob-
XOIMMO XPaHUTh B HAJIEIKAIINX YCIOBUIX, HE3ABH-
CHMO OT TOro, HaXogATCA I OHH B OpHI‘HHaJIBHOﬁ
YIAKOBKe WIH mocaenHsas 6bpuia Hapyuiena. OnHako
9TO TpeOOBaHME He BCETrAa BHITIONHIETCS 3aBOACKH-
mu xuMmukamu. V3Becren psn ciydaes, xorma C.O.
XPaHWINCh B CBIPHIX ITOMEIEHHUSIX, HA3HAYEHHBIX
1151 60Jiee CTOMKMX MaTepPHUAJIOB, IIOKA OHHU He Jeja-
JINCh HEeTONHBIMH JJId puMeHeHusa. Eire 6osee yac-
THI CJIydau, KOIJla HAXOAAIIMHICA B IIOCTOSHHOM
MTOJIb30BAHWH CTAHJAPTHBIN 00pasel] moBepraeTcs
NIEHUCTBUIO aTMOC(ephl, COAEPIKAIeH KHCIOTHBIE
mapbl ¥ cepoBoopof. BoT mouemy pexomemmyercs
oce KaMKIO0ro yImoTpeGaeHus IUIOTHO 3aKpPHIBATH
6auky ¢ C.O. u ybupars ee B MeCTO, Iie¢ OTCyTCTBY-
IOT OIIMCAaHHBbIE BBIIIIC BJIUAHUA.

Ocobennasi 3abora MOKHA OBITH IIPOSBIIEHA,
I{TO6I)I IIbLJIb U I'PA3b HE IIoIIaJaid B CTaAHOAPTHBIE
00pasIibl.

ITIPABHJIO 9. Bcezda neobxodumo nposepumb,
Hem AU CReyuaabH020 YKA3QHUSL NO NPUMEHEHUIO
cmandapmnozo obpasya. Takue ykazanus mozym
6bimb nomewenvt 8 ceudemenvcmee kK OaAHHOMY
cmandapmruomy 06pasyy uUal HAK/AeeHbl 8 ude 0m-
deavHoll smukemku Ha barke, 8 KOMOPOIU Yynako-
s8ar cmandapmHublii o6pasey (cm. npasuio 4).

ILJIH TapaHTHHU UX OJHOPOMTHOCTHU CTaHAapPTHBIE
00pasIfbl TOTOBAT B BHUE€ MEJIKHX 3€PeH IIPUMEPHO
OIMHAKOBOM BEJTUUMHBI, 00ECIIeUNBAIOIIEH X0POoIIee
rmepemernuBanue 06pasia 1 ero 0JHOPOIHOCTb B He-
KOTOPOH MUHUMAJIBHOM HABECKE 34 CYET JOCTATOIHO
GOJIBIIIOTO YHCIIA YACTHI] B 9TOH HABECKE.

IIo dopme C.O. ornmuaercsa OoT 3aBOACKUX IIPOO
MeTaJIa, KOTOpble O6epyTcd OOBIYHO CBEpPJIEHHEM B
BHJle 60JIee MIUPOKOM, HO 3aTO 60JIee TOHKOM CTPYH-
ku. Pasuuna B pasmepe m dopme uacruiy C.O. u
CTPY:KKM 3aBOJACKHX MPO00, KAK IPABHUIIO, HE OKa-
3bIBaeT BpexHOro BiausHus Ha npumenenwme C.O.
OmHAKO MHOTAA C TUM CBA3AHBI YCIOBUS IPOU3BOJI-
CTBA aHAJIN3A, O YEM B ITHX CIIy4asxX JAIOTCH CIIEI[H-
agbHbIe YKasaHWs, NpujaraeMble K CTaHAAPTHHIM
obpasmam. C:xuranve 06ojiee TOHKOU CTPYKKH IIPO-
TeKaeT ObIcTpee U pu 60Jiee HU3KUX TeMIepaTypax,
yeMm Gosiee KpynHbIx 3epeH HekoTopbix C.0O. ITocmen-

HUe TOPAT MeJJIeHHee W WHOTIA P 60j1ee BBICOKOMH
temmneparype (C.O. 40 — deppoxpom). ITosTomy
YCTAHOBKA TUTPA HA CEPy MPHU CKUTAHWH 10 METOLY
Kaccnepa Mo:ker maTh HeBepHbBIE PE3YJIbTATHI, €CIH
IIPUMEHATh JTOT METOJA K MaTephaiaMm, II0 KpPyIl-
HocTH yactull oryrrdarmmMces ot C.0., B3STOro mjist
ycranoBKM TuTpa. TOT e (PaKTop MOMKET CKa3aThes
MIPU OIIPE/IeJIEHUH YIIePoa, 3aTPyIHAI MOJydeHrne
cpaBHEMBIX pe3dyabraToB B C.O. u 3aBoAcKux mpo-
6ax. PasHuiia B CKOPOCTH PacTBOPEHUS YACTHII, pas-
Mepbl KOTOPBIX CHJIBHO OTJINYAIOTCA APYT OT ApyTa,
TOKE MOKET OKasaTh 3HAYMUTENbHOE BJIHUIHWE Ha
MMPUMEHUMOCTh CTAHIAPTHBIX 00pasIioB Ipu pabdo-
Tax MO0 KAKOMY-TH00 SMIIMPHYECKOMY HJIHA CTPOTO
CTAHIAPTU3UPOBAHHOMY METOAy aHanu3a, Kak, Ha-
npumep, merox lllynsTe msa onpeneneHus cepsl.

Ilpumenernue 0buecor3uvix cmandapmmblx 00-
pasyos, svinyckaemvix aabopamopueil cmandapm-
HblX 00pasyos npu YHUM, na ocHo8aHUU NOCMAHO08-
aenus IKOCO npu CHRK CCCP 3a M 290 om
3/IV-39 2. sensemcsa obazamenbubiM RPU NPOU3BO0-
cmee XUMUYeCKUX GHAAU308 3a800CKOU NPOOyKYUU
U 8HYMPU3AB00CK020 KOHMPOS.

Ilenp o0s3aTenbHOT0 MPUMEHEHUS OOIIECOI03-
HBIX CTAHJAPTHBIX O06OPa3I[0B — YCTAHOBIEHUE
eMuHO00Pasusa pesyabTaTOB XMMHYECKOTO aHAIM3a.
HeobxogumocTs ero BbI3BaHA TeMu coobOpaske-
HUSMH, YTO YHU(PUKAIUSI METO0B XUMUIECKHUX aHa-
JIX30B, KOHTPOJb TOYHOCTH XHUMHYECKHX METOHOB,
COKpAallleHue Yucia apOuTpaKHbIX AHATU30B U JIyd-
mas yBsaska ¢ pasauaabiva OCTamu — Bce 9T0 MoO-
JKET OBITH JOCTUTHYTO JIWIIIh B TOM CJIydae, eCIH pas-
JIMYHbIE JIa00PaTOPUHU OYAYyT IPUMEHSTh OTUH U TOT
JKe CTAHJAPTHBIA o0pasel] IPU BBIMOJHEHWH TeX
pasnIuYHBIX (PYHKIUH, [Jd KOTOPBIX OHH IIpef-
HasHaueHnbl. CiiemoBaTesbHO, 3aBoiCKad Jabopa-
TOPUS HU IPH KAKUX O0CTOSTENbCTBAX HE MOMKET
MPUMEHSATh CBOM COOCTBEHHBIE CTAHAPTHBIE 06pas-
IIbI, 38 HUCKJIIOYEHHEM TeX CJIy4yaeB, Koraa JJisd JaH-
HOTO Marepuayia HeT O6IIEeCOI3HOTO CTAHIAPTHOTO
o0pasiia WIN eciiv OH ellle He BBIMYIIEH.

V. Hekoropsle cnemuduyeckne Ciaydaun
IIPUMEHEHHs CTAHIAPTHBIX 00pPa3IoB

1. O6wvemHnoe onpedenerue yzaepoda

B ocobwix cimyuasx, Hampumep, KOrjga HeEIb3sd
MMEeTDb HAJeKHbIe JaHHbIE 0 6APOMETPUIECKOM IaB-
JIGHUH, MOJKHO IIPUMEHHTH CTAHIAPTHBIA ob6paserr
IUI AaBTOMATHUYECKOTO yYeTa BIHAHUI TeMIIePaTyPhl
U JABJIEHHSI B 00EMHOM METOIe OIPee/IeHus yIie-
poma ma mpubopax IllTponeiina uau Bropma. s
9TOTO CpejHee U3 TPeX KM YeThbIpeX HEeKOPPEeKTH-
POBaHHBIX, HO CXOIAIIUXCA MEKIY C000I orpeje-
JICHWH, MOJYYEHHBIX CIKUTAHWEM CTAHAZAPTHOTO 006-
pasila B OMMHAKOBBIX YCIOBHUAX, IPUHUMAIOT IIPO-
MOPITHOHATBHBIM HEKOPPEKTHPOBAHHOMY Pe3yJIbTa-
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Ty C:KHTAHHS HCIBITYEeMOH IpPOOBI C COAep:KaHueM
yriaepona, OJU3KHM K CTAHAAPTHOMY 06pasIry.

Hampumep, cpemnee m3 Tpex CXOASIUXCA pe-
3yJbTATOB, IOJIyYEHHBIX CKHUTAHHEM OIHOTPAMMO-
BBIX HABECOK craHmapTHoro obpasma Ne 13 a, co-
nep:kariero 0,21 % yraeposa, HOIYyYHIOCH PABHBIM
0,225 %.

IIpm cxuranmm omHOTO TpaMMa HEM3BECTHOH,
HO OJIM3KOM 10 COIeP:KAHUI0 YIIepoaa IIPoObI, CKOP-
PEeKTHPOBAHHBIA OTCYET II0 MHPHOOPY MOAydYEeH B
0,26 %. HWcnpaBneHHBIH pe3ysbTaT OIpeNesIeHUs
yIiepoia B Ipobe MOKET OBITh PaCcCIUTaH OTCIOA
CJIEAYIOIAM IIyTEM:

021 X

-2 . X =024%.
0,225 0,26

OmnucaHHBIA METOI KOHTPOJIS C IIOMOII[bIO CTAH-
JApTHOrO 00pasia He PEKOMEHAYEeTCA IJIs IIOCTOSH-
Horo mpumenenus. OH MoKeT OBITH HCITOIB30BaH
JIUIIb TOIZA, KOIZa 3aBEefOMO HM3BECTHO, 4YTO BCA
YCTAHOBKA HAXOMHUTCA B XOPOIIEM COCTOSHHH, U Pa-
00Ta IIPOBOAUTCS MPABWILHO M IIPH HAIIEKAIeH
TeMIeparype.

2. KoHTpoOJIs MPaBHIBHOCTH
MeToJa aHAIN3a IIyTeM IIPUMEeHEeHUs
«BHYTPE€HHHUX 3TAJIOHOB»

IIpumenenue crangapTHbIX 00Pa3I0B B KOH-
TPOJIbHBIX OMIpPeNeeHUusIX SBJIIeTCS OOIIerpU3HaH-
HBIM ¥ ONPAaBIAJIOCh HA MpaKkTHKe. Bce e OHO Mo-
JKeT OBITh MOJBEPTHYTO CEPhEe3HON KPUTHKE, XOTS
recienyeMas mpoba W CTaHIAPTHBIA ob6paser; Impo-
BOAATCA IApajjieJbHO Yepes3 BCe CTAIUM aHaJIu3a,
TEeM He MeHee HeJIb3d 6bITb YBEPEHHbBIM B TOM, 4YTO
BCe BIHAMIOIINE (PAKTOPHI B PABHOM CTEIEHH CKa-
JKyTCA HA TOMW uiau apyrou mpobe. Kaxk ke ycrpauuTsb
ot comHeHusa? Jad 3TOro MOKHO B H3BECTHBIX
YCIIOBUAX IIPOBECTH AHAJIU3 JIBYX CJIOKHBIX HABECOK,
COCTABJICHHBLIX KaKIasd N3 HEM3BECTHOH IIPOObI U
OIHOTO W3 IBYX CTAaHAAPTHBIX 00pasmoB. [locmen-
HHe, BXOJSd B COCTAB HCIIBITYEMOU IIPOOBI, IPOXOST
BMECTe C Hell BCe CTaAVu aHAIN3a. BhIToIHAsS ompe-
IeJIeHe B TOYHOM COOTBETCTBUH C METOAMKOL, HA-
JIeM HMCKOMOe cojepskanue. IIpu 5ToM MOKHO OBITH
YBEPEHHBIM B TOM, YTO M CTAHAAPTHBIA 0Opaselr,
¥ caMa mpo0a aHATU3WPOBAIKUCH B CTPOTO HIEH-
TUYHBIX YCIOBHUAX, YTO BCe (DAKTOPBI, BJIUSIOIINE
Ha TOYHOCTDH OIpee/IeHus, CKa3ajuch COBEPIIIEHHO
OJWHAKOBO HA 000MX Marepuaiax. lIpuMmeHeHwne
BHYTPEHHEr0 9TAJ0HA OTHIOAb He HCKII0YaeT 00bId-
HBIA KOHTPOJILHBIN aHAIW3 CTAHAAPTHOIO 00pasIa,
a TOJIBKO JIOIOJHSET MOCIeIHUM, 3HAYUTEIHHO yBe-
JIMYUBAS CTEIIEHDb JOCTOBEPHOCTH OIPEIeICHH.

Xop aHanusa ¢ MIPUMEHEHHEM BHYTPEHHEro 3Ta-
JIOHA 3aKJII0YAEeTCs B TOM, YTO OEepyT IBe CIIOKHBIE

HaBECKH, OJHA M3 KOTOPBIX COCTOUT M3 IPOOBI U
CTAaHJAPTHOrO 00pasIia, KelaTelIbHO C HECKOJIBKO
MEHBIIIMM COIeP:KaHreM MCKOMOTO 3JIEMEHTa, a BTO-
paa — u3 mpobsl u C.0. ¢ HECKOJBKO OOJBIIAM
coZiep:KaHueM 9TOTO DJIEMEHTa, 4YeM B caMoi mmpobe.
Ilo pesymbraTramMm aHaAIM30B STHX [BYyX HAaBECOK
MOKET OBITh PACCUMTAHO COAEPKAHHE KCKOMOTO
anmeMenTa B mpobe. MOKHO U B 9TOM CiIydae B3SATb
MapajiIeJibHO CTAHIAPTHBIN 06pasel] Tak:xKe B BHIE
CJIOKHOHM HABECKHU U3 000HX 00pasIioB.

Huxe IIPUBOOUTCS IIPUMEP pacdeTa aHalInu3a.

Omnpenesnsiercs XpoOM B HU3KOJIETHPOBAHHOM CTa-
JIU ¢ TPeAIojaraeMbIM COfep:KaHueM OKoio 1,5 %.
Amanus TpPOU3BOMAT cepebpAHO-IepCyTbhaTHBIM
MEeTOIOM C THTPOBAHHEM IlepMaHraHaToM. B kade-
CTBe BHyTpeHHHX 3TanoHOB Bhibupaercsa C.0. Ne 30
¢ comep:kanueM xpoma 0,92 % u C.O. Ne 27, comep-
sgamuu 3,45 % xpoma.

CocraBnstorca HaBecku 1mo 2 Noel m3 omHOTO
rpaMma Hem3BeCTHOU mpoObl 1 oxuoro rpamma C.0O.
Ne 30; maBecka Ne 2 3 ogHOro rpamma IpoObI U Of1-
uoro rpamma C.0. Ne 27. Hasecku GepyTcst TOUHO.

B maBecke Nel ma oOpaTHOe TUTpPOBaHHE IIO-
nwto 22,60 My pacTBopa mepMaHTaHaTa, B HABECKE
Ne 2 — 6,60 Mu1; HA BOCCTAHOBJIEHHE XpOMa B 000HX
ciaygasx 610 B3aTo 1Mo 50 M pacteopa coxu Mopa,
skBuBaseHTHbIe 38,30 M pacTBOpa IIepMaHTaHATA.
O61ee conepsxkanue xpoma B HaBecke Ne 1 sKBHBa-
senTHO 38,30 — 22,60 = 15,70 Mz pacTBOpa mepMaH-
ranara, B HaBecke Ne 2 — 38,30 — 6,60 = 31,70 mur.

Eciu A o6o3Hauaer 4uCI0 MHJLIHIATPOB pac-
TBOpa IepPMAaHTraHATa, SKBUBAJIEHTHOE COAEP:KAHUIO
XpoMa B Heum3BecTHOU mpobe, B; — obiiemy cozmep-
JKAHWUI0 XpoMa B HaBecke Ne 1 (B maHHOM cirydae
15,70 1), a B, — obiieMy comep:KaHHUIO XpoMa B
HaBecke Ne 2 (manHoMm ciyuae 31,70 mir), TO MBI II0-
JIlydaeM ClIeLyIolee COOTHOIIEHNE:

B,-A ~ B,-A
%CrsC.0. N30 %CrsC.0.N27’

W3 sTux BeaIWuWH HaM HEM3BECTHA JIUIIL BEJIU-
yuHa A. Iloxcrasindasa ykasaHHble JaHHbBIE W PEIIUB
ypaBHeHue, noixydum A = 9,87 My, KoTOpble SKBH-
BAJIEHTHBI HEM3BECTHOMY KOJIHMYeCTBYy xpoma. Pas-
HocTs (B;-A) =(15,70-9,87) = 5,83 M1 u pas-
HocTh (By—-A) = (31,7-9,87) = 21,83 M u cooT-
BETCTBYET KOJIMYECTBAM XpOMa B BYX BHYTPEHHUX
sramonax. KEciu o603HauuTh depe3 X MPOIEHTHOE
cofiep:KaHne XpoMa B aHAIM3HPYeMOH mpobe cramiu,
TO IOJy4YaeTcd CIeAyoIee COOTHOIIEHUE:

A B -A A B,-A
X %CrsCO.N30 X %CrsC.O.N27"
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IlogcraBisia 4dmcieHHble 3HAYEHUS H3BECTHBIX
BEJIMYMH W Pelas OJHO M3 YPABHEHHU OTHOCHTEIb-
Ho X, nMeeM:

9,87 _853 987 _2183
X 092 X 346
13 IIePBOT0 YPaBHEHU A
_9,87-0,92
583

otkyna X = 1,56 %.

Bropoe ypaBHEHHE MOKET CILYKUTH [IJIA IPOBED-
KM NIPABUJIBHOCTH PEIIeHH.

Kax BuaHO U3 M3I0KEHHOTO BHIIIE, B 00BEMHOM
oIlpefie/IeHUH HET HeOOXOAMMOCTH 3HATH THTP IIPH-
MeHSIeMoro pacTtBopa. THTp MoxKeT ObITh pacCIuTaH
U3 IIOJIYyYEeHHBIX NaHHBIX, €CJIh, PaCCYUTaB II0 9TOMY
TUTPY NapaJIeIbHO IPOBEIEHHYI0 IPo0y CTaHAaPT-
HOTO 00pasIa, MbI IOJIYYUM JJId IIOCIETHEr0 BeJH-
YUHY, CXOAAINYIOCA C JaHHBIMU CBHAETE/IbCTBA, TO
YBEPEHHOCTh B TOYHOCTH pe3yibTaTa aHaINu3a
HCCIIelyeMOH Po6bI HEOCIIOpUMA.

Meron BHYTpPeHHHX 9TaJIOHOB MOMKET IIPH-
MEHATbCA W B BECOBBIX ompeneneHusx. OCHOBHOM

HEJIOYeT HTOr0 METOJIa COCTOUT B TOM, YTO He BCeraa
MOKHO IOf00parTh ABAa MOAXONAIIMX CTAHIAPT-
HBIX obpasma. Kpome Toro, oH mpembsaBiaseTr 60Ib-
e TpeOOBAHHUSA K KAuyeCTBy CAMHUX CTAHIAPTHBIX
06pasIioB.

VI. YUro menarh, KOrga HET IIOAXOIAIIEIO
cTaHAapTHOro o6pasma?

Ecnu orcyrcTByeT moAXOmSIINE CTAHAAPTHBIR
obpaselr, KOTOPBIH ABJIJICA ObI JKeIaTeIbHBIM II0 CO-
IEPIKAHUIO OIPeNeIseMoro 3JIeMeHTa, TO MOKHO B
HEKOTOPBIX CIIy4asx MIPUMEHATH CMEeIIaHHyI0 HaBec-
Ky, cocrosamyio u3 a8yx C.0. mo npumepy, nanHoMy
B 1. B) mpasmia 1.

B npyrux ciydasx MOKHO IIPUTOTOBUTH PACTBOP
u3 Oojiee WM MEHee ITOIXOISAINEero CTaHIAPTHOTO
obpasia, K KOTOpOMY 3aTeM IMPUOABUTH HY:KHOE KO-
JIMYECTBO OIpPeNe/ieMOro 3JieMeHTa B BHJE CTaH-
maptaoro pacrsopa. CraHIapTHBIN PacTBOP IIPHUTO-
TOBJIAETCA JTUOO M3 YHUCTBIX COJIeH, JTuU00 U3 APYTHUX
CTAHAAPTHBIX 00pasioB (HAmpuMmep, A Kejesa
moxkHO ymorpeomsats C.O. Ne 48, mms amoMuHus
C.0. Noe 74, nna memu C.O. Ne 71, gna aukena C.O.
Ne 91).
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NHCTUTYTY CTAHIJAPTHDBIX OBPASIIOB — 55 JIET!
PASPABOTEKA M ITPOU3BO/ICTBO CTAHIAPTHBIX OBPAS3IIOB
MATEPHWAJIOB METAJIJIYPTUYECKOI'O ITPONU3BO/ICTBA

© Banepuii BacuaseBuu CTenmaHOBCKHX

3AO «MucTuTyT crangapTHBIX 00pasios», r. Exarepunbypr, Poccus; e-mail: vstepanovskikh@gmail.com

Cmamus nocmynuaa 24 okmsabps 2017 2.

B mapre 2018 r. 3AO0 «Mucrutyr crangaptabix 06pasios» (SAO «MCO») ucnonnsercs
55 ner. Pacemorpensr pesyiabraTe! gearensrocTd 3AO «CO» mo pazpaboTke ¥ IpOU3BOACT-
By cTaHAapTHbIX 06pasros (CO) chIphbd U MaTEpUAIOB METAUIYPTHIECKOTO IIPOM3BO/ICTBA 33
nocnenuve narh jger. Homerxnarypa CO, mpoH3BOAMMBIX HHCTUTYTOM, BKIIIOYAET CBHIPHE
(pyzbI 1 KOHIIEHTPATHI, (bepPOCILIABhI U JHUTATYPhI, (PIIIOCHI, OTHEYIIOPHI), METALTbI (IyTyH,
CTaJIb, CIUIABBI HA HUKEJIEBOM OCHOBE) U OTXO/bI METAJUIyPrUIeCcKoro mpoussoacrsa. Uucru-
TYT aKKpequTOBaH Kak npousBogureas CO B COOTBETCTBUY C TPEOOBAHMAMY MEKIYHAPOIHO-
ro craggapra ISO Guide 34. Hcnbrrarensubii ananutrdecknii meHtp 3AO «MCO» (UIT)
TIPUMEHSIET KaK KIACCUIeCKre XUMIIECKHe, TAK U COBPeMeHHbIe (PU3UKO-XUMUIeCKre U (hu-
smdyeckue meropbl amammsa. M akxkpemwroBan B coorBercrBuu ¢ I'OCT MCO/MOSK
17025-2009 B HarmoHaJIbHOM cucTeMe akkpemuranuu. KommerentHocts VcnbrraTenbHOro
ITenTpa HEOTHOKPATHO IOATBEpP:KIEHA YIaCTHEM B Me:KIA00PATOPHBIX HKCIEPUMEHTax II0
arrecraruu CO 3apy6exHoro mpousBoacTBa, B ToM gucie, CO Esponetickoro cooza (ECRM).
OpraHusaiuio MexIa00paTOPHBIX CPABHUTENBHBIX (cmauTenbubix) ucnbitanuil (MCH) BoI-
nonuser nposaiinep MCHU 3AO «MCO», akkpenuroBanusiii B HanmoHnanpHO# cucteme ax-
Kpenuraruu Ha coorBercTBue Tpedoanusm 'OCT MCO/MSK 17043:2013. B crarwe obCys-
JIeHbI IPOTHBOPEYHS B HOPMATHBHOM U IIPABOBOM PETYIHPOBAHUY U BO3HUKAIOIIKE IIPH HTOM
TPYAHOCTH B JIeATEIHLHOCTH [IPOM3BOAUTENEH CTAaHIAPTHHIX 00pasuos B Poccuu. YTeep:xae-
are CO, npuMeHHMBIX B cpepe roCyAapCTBEHHOIO PEryJHpPOBAHUsS 00ECIIeueHUs eJUHCTBA
unsmepernit (I'CO), BO3MOKHO TOIBKO HA OCHOBAHHH ITOJIO/KUATENBHBIX PE3YJILTATOB UCIIBITA-
aui. [lansas nporenypa (ucnbrtanws CO B 1enax yTBep:KAEHU THIIA) He HIMeeT aHAJIOTOB B
Muposoii npaktuke. B 2015 r. 3A0 «MCO» mponuro akKpeauTanuo Ha IPaBo BHIIIOIHEHUA
pabot o ucosrranuam CO B nemnsax yreepsxaenus Tuna. B 2013 — 2017 rr. MactutyTom pas-
paborano u arrecroBaso 7 xommutekroB CO cranu u 3 kommutexkra CO uyryHa A8 ClIEeKTpaIb-
HOTO aHaIw3a (MOHOJIHUTHI), a Takxke 46 CO 111 XMMUIEeCKHUX METOI0B aHa/IK3a (B [UCIIEPCHOM
dopme), B ToM uncie, yraepoguctoi u serupopanHoi CO cranu, dyryHa, (peppocIiaBoB, pya
¥ KOHIIEHTPATOB, METAIIJIyPrHIECKUX IILIAKOB.

KixoueBnlie ciioBa: craHmapTHBIE 00pasibl; MATEPHAIBI YePHON METAJLIyPIUM; YTBEPIKIe-
HYe CTaHJAPTHBIX 00PasIIoB; KOHTPOJIb XUMUYECKOTO COCTABA.

THE INSTITUTE FOR CERTIFIED REFERENCE MATERIALS MARKS THE 55th
ANNIVERSARY OF FOUNDATION. DEVELOPMENT AND PRODUCTION
OF CERTIFIED REFERENCE MATERIALS FOR METALLURGICAL PRODUCTION

© Valerii V. Stepanovskikh

The Institute for Certified Reference Materials, Yekaterinburg, Russia; e-mail: vstepanovskikh@gmail.com

Submitted October 24, 2017.

The Institute for Certified Reference Materials (ICRM) is going to celebrate the 55th anniversary in
March 2018. The results of the ICRM activities in development and production of the certified refer-
ence materials (CRM) of raw materials and materials of metallurgical production over the past five
years are considered. The nomenclature of the CRM produced by the ICRM includes raw materials
(ores and concentrates, ferroalloys and ligatures, fluxes, refractories), metals (cast iron, steel,
nickel-base alloys) and waste of metallurgical production (slags and metallurgical fly ashes). To ap-
prove the competence, the ICRM has been accredited as a producer of reference materials (RMP) in ac-
cordance with the requirements of the International Standard ISO Guide 34 : 2009 (ISO Guide 34).
Testing analytical center of the ICRM (TC) applies both classical methods of chemical analysis (meth-
ods of “wet chemistry”) and modern physicochemical and physical methods. T'C is accredited in accor-
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dance with GOST ISO/IEC 17025 —2009 in the National accreditation system. The competence of
Testing Centre has been repeatedly approved by the results of inter-laboratory comparative tests for
certification of reference materials produced abroad including those from the European Union
(ECRM). The inter-laboratory tests (proficiency tests — PT) are performed by the Provider, ICRM ac-
credited in the National Accreditation System for compliance with the requirements of GOST ISO/IEC
17043 : 2013. We consider and analyze contradictions in the statutory regulation and resulting difficul-
ties encountered in the activities of producers of reference materials in Russia. The approval of refer-
ence materials to be used in the state system for ensuring the uniformity of measurements is possible
only on the basis of positive test results. This procedure (RM testing for type approval purposes) has no
analogues in the world practice. In accordance with the Russian legislation, the ICRM has got accredi-
tation to perform RM testing for the type approval purposes in 2015. In 2013 — 2017 the Institute de-
veloped and certified 7 CRM sets of steel and 3 CRM sets of cast iron for spectral analysis (solids), and
46 CRM for chemical analysis (in dispersed form), including carbon and alloyed steel, cast iron,
ferroalloys, ore and concentrates, metallurgical slags.

Keywords: certified reference materials; standard samples; materials of ferrous metallurgy; approval

of standard samples; control of chemical composition.

B 2013 r. MuCcTHTYT CTaHAApPTHBIX 00pPA3IIOB OTME-
tun 50-meruuit 1ob6umeit [1]. 1 BoT B Bo3pacTe uH-
CTUTyTa IOSBUJIACH €Ille OfHA IATEpKa: B MapTe
2018 r. uHcTuTyTy HMcnoauserca 55 jer! Ilpu Ha-
CTYIUIEHUM OOUIEHHBIX [aT HPUHATO PACCKAa3hI-
BaThb 00 ycrexax M JOCTHKEHUAX, TeNIUThHCS IIaHa-
vu Ha Oymymee. 3AO «HMucTHTYT cTraHZapTHBIX
00pasIoB» — He WUCKIIOUEeHUe, U JaHHAA CTAThdA II0-
CBAIlleHA OOCYKIEHUI0 HTOTOB eATENIHHOCTH IIO
paspaboTKe W TPOM3BOACTBY CTaHIAPTHBIX 00pas-
IIOB 3a MIOCJIeTHUE MIATH JIET.

3A0 «MCO» 3ammMaer YCTOHYHUBYIO II03H-
U0 KPYIHEUIIero MIpPOU3BOMUTENA CTAHIAPTHBIX
00pasIioB ChIPhA U MATEPHUATIOB METAJILY PTUIECKOTO
mpousBozicTBa B Poccum: karasmor Briouaer Goiee
500 tumoB CO (www.icrm-ekb.ru, pasmen «xaramor
CO»).

Homenkaarypa CO, mpon3BOIHMBIX
3A0 «AHCTHUTYT CTAaHAAPTHBIX OOPAa3IOB»

O6nacty mearensuHOocTH 3AO «MCO» mo pas-
paboTKe ¥ TPOM3BOACTBY CTAHAAPTHBIX 00pPA3IIOB
OXBaTBHIBAET BECh CIEKTP MaTEPHAJIOB YEPHON Me-
TAIyPTAX — OT CHIPbs (PyAbl M KOHIIEHTPATHI,
deppociuTaBel ¥ IUTATYPHI, (DIFOCHI, OTHEYTIOPHI) 710
MeTaioB (4yTyH, CTajlb, CIVIABHI HA HUKEIEBOM
OCHOBE) M OTXOJ0B METAJLIYPTHYECKOTO IIPOU3BOJI-
CTBa, HETATUBHO BO3JEHCTBYIOIUX HAa OKPY:Ka-
0Iyl0 cpeny (IIUIAKW, MHUIL METAJLIYPTAYECKUX
arperaros).

HucruTyT BBIMyCKaeT cTaHgapTHLIE 00PA3bI:

B JHCIEPCHOM BHe (IIOPOIIOK, CTPY/KKA) A
TPAIUIMOHHBIX XUMWYECKHX METOMOB aHalW3a u
ompenenenus razoodpasymoiux npumecei (C, S, N)
MEeTOMaMM CXKUTAHWUA HJIH BOCCTAHOBHUTEIBHOTO
IUTABJICHUA,

B BHJIe KOMIAKTHBIX 00PasIoB (CTEpKHU, IU-
JWHAPBI) I OIpeeeHus KUCIopoaa U a3ora Me-
TOMAMY BOCCTAHOBUTEIBHOTO ILIABICHUS;

B BHJI€¢ MOHOJHUTHBIX 00pPA3IOB I CIIEKTPAIb-
HBIX METO/IOB aHAJIU3A.

Howmenxmarypa CO, BbIyCKaeMbIX WHCTHTYTOM
u BRaoueHHbIx B Katasor CO 2017 r. mokasana Ha
pHUCYHEE.

B 2016 r. mamu CO mpuobpeno 560 mpexmnpu-
aruii Poccun, crpan 6amnaero (Kasaxcrawn, Ykpau-
Ha, Benapycs, ['pysus) u nansuero sapybesxns (Ku-
tatt, I'epmanusa, Amnonwms). O6beM SKCIOPTHBIX
rnmocraBok CO yBemwuwmica 3a IIOCIENHUE TOIBI,
OHAKO cocTaBisgeT He Ooiiee 5 % ot ob1ero ooneMa

BBIPYYKH.

IloaTBep:kIEeHNE KOMIIETEHTHOCTH
3AO «I/ICO»

s obecrieuenns ¥ COXpAHEHUs CBOETO CTATyca
HucruryT obecriednBaeT U PeryasapHO MOATBEPIKIA-
eT KOMIIETEHTHOCTh B CBOEH 00JIACTH JeATETLHOCTH.

B 2015 r. 3AO «HMCO», y:xe MOBTOPHO, IIPOIILIO
aKKpPeIUTAIlI0 B COOTBETCTBHH C TPEOOBAHUIMU
MexayHapomHoro craugapra «Pykosogcteo MCO
34:2009» (ISO Guide 34). OpramoM 10 akKKpeau-
ramuu AAIL] «Ananmurtura»! ObUIM MOATBEPHKIEHBI
TEeXHUYECKAs KOMIIETEHTHOCTh B 3asSBJIEHHOHU 00-
JIACTH aKKpeOuTallui U (PYHKIIMOHHPOBAHHUE CHC-
TeMbI MEHEJKMEHTA KaueCTBa IIPOU3BOIUTEIIS CTAH-
OApTHBIX 00pasioB (arrecTrar AaKKpPeIUTALIUN
Ne AAC.RM.00173).

B orcyrcrBHe sTanoHa MO M JOCTATOYHO HA-
IEKHBIX (M MOCTYIIHBIX) IIEPBUYHBIX METONOB XHUMHU-
YeCKOro aHAJIM3a MEeTO] MeKIa00paTOPHOM arrecra-
UK SBJsgeTCI Hawbojiee IPUEMJIEMbBIM CIIOCO00M
YCTAHOBJIEHHUS METPOJIOTHYECKHX XAPAKTEPHUCTUK
craHaapTHBIX 00pasmos. [Ipu ycranoBienuu cozmep-
JKAHUSA 9JIEMEHTOB B TAKHMX CIOKHBIX MATPHIAX, KAK
MeTajlyprudeckre warepuaibl, MJIO asBisercs
eIuHCTBEHHBIM cmocobom arrecramuu CO, mpwu-
MEeHAEMbIM B OT€YEeCTBEHHON W MHUPOBOU IMPAKTHUKE.

1 AAIl «Amanutmra» — accoruupoBasHbIN wien ILAC —
International Laboratory Accreditation Cooperation u
unmen APLAC — Asia Pacific Laboratory Accreditation Co-
operation.
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IIsmeBsi6pocs
MeTaILLyPriudecKux
arperatos (4)
Orneynopsr (11
Drocsr (6) -
Pynsr u '
KoHIeHTparsi (31)

CrutaBsl Ha l.

ocuoe Ni (15) ~ Crnaser
nperu3uoHHbIe (8)

Crans (132)

YyryH (25)

Crauns (185)

" Cruiasb Ha OCHOBe
Ni u Fe-Ni (10)

Howmerxrnarypa CO B gucnepcHoit hopMe u B Buzie CTep:KHEH
¥ MUINHAPOB JId XUMHAYECKUX MEeTONO0B aHajlu3a U olpee-
JIeHHs Ta3000pasyoIux IpuMeceii (@) ¥ B MOHOJIUTHOH (Pop-
Me JIJIsI CIIEKTPAIILHBIX METO0B aHanusa (6)

IIpoBenenre wusMepeHHWi B pAAe HE3aBUCUMBIX
KBaTU(PUITUPOBAHHBIX J1a00paTOPUH Pa3IHIHBIMU
MeTOaM¥ TI03BOJAET TOIy4YUTh Hauboiee TOCTO-
BEPHYIO OIIEHKY 3HAUEHWH aTTeCTyeMBbIX XapakTe-
puctug CO. Opranusanuio MexIa00PaATOPHBIX
CPaBHHUTENBHBIX  (CIMYUTENHHBIX)  WUCIBITAHUH
(MCH) semonusaer nposaiizaep MCU 3AO «HMCO»:
o pesyiabraTaMm akkpezutanumu B 2015r. moz-
TBEpKIeHO ero coorBercTBHe TpeboBamuam ['OCT
HUCO/MSK 17043:2013 (arrecraT aKkKpemguTaIdN
Ne RA.RU.430194). E:xerogumo 8 MCHU 1o ycrauos-
nenwnio arrecryeMbix sHadeHuit CO yuacrByer mo 90
AHATTUTUIECKUX JTaO0PATOPHUI.

KonmuecTBeHHBIN aHamM3 Ha BCeX IJTamax
npousBoactea wmarepuasnoB CO swimomaser Hec-
neITarenbubli ananuTuaeckui meaTp SAO «HMCO»,
akkpenuToBaHHBbII B coorBerctBum ¢ ['OCT
HCO/MSK 17025-2009 (aTTecTtaT axkpemguTaIN
Ne POCC RU.0001.510008)2. Hapsgy co cranmapTu-
30BaHHBIMM METOAMKAMHM IIEHTD MpPUMEHseT Ooiee
400 aTTecTOBaHHBIX METOIUK U3MEPEHU, OCHOBAH-
HBIX HA PA3THYHBIX KIACCHYECKUX XUMHYECKUX
MeToZiax aHajIu3a, B KOTOPBIX ObecredyeHa MeTpo-
JIOTHYECKas MPOCIEKUBAEMOCTD /10 YHUCTHIX METAJI-
JIOB U COEJUHEHHUH CTEeXHMOMETPHYECKOTO COCTaBa.
Muorue meToguky 3aperucTpUpPoOBaHbl B (pemepaib-

2 Ucnwrrarenvubiii ananutudeckuii nearp 3AO «MCO» B
2010 r. cran naypeatom npemuu AAIl «Amanutura» «Ce-
PeOPSIHBIN MOJIb» KAK JIydIlas JadopaTopus rogaa.

3 http://icrm-ekb.ru/fckeditor/files/4201.jpg,
http://www.fundmetrology.ru/06_metod/2list.aspx

HOM HH(OPMAITHOHHOM (UOHIE II0 O0ecIedYeHuo
enuHCTBa M3Mepenuit Poccrammaprad. Jlnma mpume-
HEHUS (PU3UKO-XUMUUECKUX U (PU3UIECKUX METO/IOB
aHaJIu3a IIeHTP UMEeEeT B CBOEM apCeHasie COBPeMeH-
HOE aHAJIIUTHYECKOe 060pyI0BaHME:

SMHUCCHOHHBIH CIIEKTPOMETP C MH/YKTUBHO-CBSI-
sauHoi mmrasmoi iCAP 6500 (Thermo Fischer
Scientific, CIIIA);

aTOMHO-a0COPOIIMOHHBIN CIEKTPO(OoTOMETDP
Solaar S4 ¢ mpuCTAaBKOH [jiA reHepaliy THAPHUIOB
VP 90 (Thermo Electron Corporation, CIITA);

uckposoii cmexrpomerp SPECTROLAB Mi11
(SPECTRO, I'epmanus);

uckpoBoii  cmexkrpomerp MAGELLAN Q8
(Bruker, I'epmanms);

crrexkrpometp JJPC-500 (OKB Cmexrrp, r. Caukr-
IlerepOypr);

crekrpodoromerp Helios Delta (ThermoScien-
tific, CIITA);

cruexkrpodoromerp “IOnmro 21007
Products and Instruments, CIITA);

BOJIbTAaMIIEPOMETPUYECKHE aHamuzaTtop TA-4
(OO0 HIIII Tompanamnur, r. Tomck);

aHamusaTop suaroctu “Orcmepr-001-3-0.17
(OO0 9xouurc-srcoepr, r. Mocksa);

anammsaTop cepbl u yriepoga CS-600 (LECO,
CIITA);

amamusaTop yriaepoga u cepei METABAK
CS-30 (OKCAH, r. M:xeBck);

9Kcmpecc-aHaiuzarop Ha yriaepony AH 7529,
AH 7560 (3aBom wu3MepHUTEIbHBIX IIPHUOOPOB,
r. l'omenn);

aHAIM3aTOp TrasoB B TBEPAbIX MaTepHaax
ELTRA ONH 2000 (ELTRA, I'epmanwus);

amausaTop asora u kuciaopoga TC-436 (LECO,
CIIIA).

KommnerentHocTs McnbITaTeIbHOTO AHAIATHIE-
ckoro 1earpa SAO «MCO» HeogHOKPATHO ITOATBEP-
JKIeHa yJYacTHeM B MeK/I1ab0paTOpPHBIX CPABHUTEIb-
HBIX HCHBLITAHUAX. 1[eHTp peryaspHO y4acTByeT B
MeKIa00PaATOPHBIX HKCIIEPUMEHTAX M0 aTTECTAINHI
CO zapyb6exHoro mponsBoaCcTBa, B ToM uyucie, Espo-
netickoro corosa (ECRM) [7]. IlonyuenHbre wCIIbI-
TaTeJIbLHBIM IEHTPOM Pe3yJIbTaThl XOPOIIIO COTJIACY-
0TCA C JAHHBIMH €BPOIEHCKHX J1abopaTophii, 4To
MOJKET CIY:KMTBH JOTOJHUTEIbHBIM MOATBEPIKICHN-
eM KadecrtBa paspabarbiBaeMbix SAQ «HMCO» cran-
IapTHbIX 00pasmoB. Ilepeuens o6pasioB 3apybes-
HOTO TIPOW3BOJICTBA, B aTTECTAIMM KOTOPBIX B IIO-
ciemHue roabl yuacTBoBas McnbITaTeIbHBIN [EHTD,
npejacTasieH B Tadu. 1.

C 2006 r. MuCcTHUTYT ABAAETCS TUCTPUOBIOTOPOM
YeICKON HAIMOHAIBHON MPOrpaMMbl IIPOBEPKHU
kBamuduranuu (Proficiency tests — PT), opranu-
syemoii kommanued Ing. Iva Bogumska — SPL
(r. Borymun, Yexusa) B Poccuiickoii Pemeparum.
B mesxxnynaponuasix PT mocrosmuo yuacTByroT 1a60-

(United
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paropun Yexuwm, CnoBakuu, Iloapmmu, ['epmanum,
Benurpun u gpyrux crpas, a ¢ 2004 r. — Hcnsbrra-
TeJIbHbIM aHATUTUYECKUHN LEeHTP U PAA POCCUUCKUX
maboparopwii [8].

Me:xnyuapoguasie MCH BEKIOYAIOT HCIIBITAHUS
PaBIUYHBIX METAUIyPTHYECKUX MAaTepHUajioB Kak
KJIACCUYECKUMHU XUMHUYECKUMHU, TaK U CIEKTPATbHBI-
MM METOJaMU aHajdusa. PesynbTaThl y4acTua IMOf-
TBEPIKAAI0T BHICOKHH YpOBeHBb KBamuuranwu He-
MBITATEILHOT0  aHAaJIHUTH4YecKoro IeHTpa SAQO
«CO».

Pa6orbr mo arrecranuy METOIUK M3MEPEHUH U
METPOJIOTHYECKOH SKCIIEPTH3e JAOKYMEHTOB, B TOM
yucie, MaTepuaiaos mo paspadorke CO ocyiecTsiis-
er Merpomoruueckasn ciy:x6a MHCTHTYTa (aTTecTar
axxpenuraruu Ne 01.00034-2012).

HcnelTanusa CTaHIAPTHBIX 00pPa3IoB
B IeJAX YTBEPKIECHUA THIIA

learenpuocTs B 06sacTu paspabOTKH W IIPO-
uspozgcrea CO B 2013 — 2017 rr. 6bL1a coOmpsizKeHAa
C OIpe/ie/IeHHBIMH TPYAHOCTIMHU B CBS3H C yCHJIe-
HHEM aIMUHHCTPATHBHBIX 0ApPbEPOB HPH YTBEP:K-
meunu Tuma CO. PemepanbHBIM 3aKOHOM OT
26.06.2008 Ne 102-®3 «O0 olecrieueHun enuH-
cTBa uaMmepenuii» [2] (cr. 8, m. 2) ycraHOBIEHO, 4TO
«B cpepe TOCyIapCTBEHHOTO PeryJIHpoBaHus obec-
MeYeHHUsA eQUHCTBA U3MEPEeHUN IIPUMEHAIOTCI CTaH-

IapTHBIE 00pasibl yTBEP:KIEHHBIX THUIIOB». Kare-
ropus «TrOCyJapCTBEHHBIN CTAHAAPTHBIN 00paser; —
I'CO» (mo T'OCT 8.315) 6mina mepenMeHOBaHA
B Poccun B «crammapTHBIN 06paser yTBep:KIeHHOTO
tuna (I'CO)». YraszauubiM PenepasbHbIM 3aKOHOM
BBEJI€H HOBBIN MOPSAI0K YTBEP/KICHUA CTAHIAPTHBIX
00pasIoB «... HA OCHOBAHUHU IOJIOKUTENIHHBIX pPe-
3yJBTATOB HWCIBITAHWUN CTaHAAPTHBIX O00pPAas3loB B
1eJIAX yTBEP:KIeHUA Tuma» [2].

Hcnbrranus craHgapTHBIX 06pAasIioB B IIEIIX yT-
BEPIKIEHUA TUIA — 3TO PAOOTHI II0 OIPEHeICHHUI0
(7) MeTpoJOTHYECKNX U TEXHUYECKUX XapaKTepH-
CTUK ONHOTHIIHBIX CTAHIAPTHBLIX 00pAasI[OB, KOTO-
phble IPOBOIATCS OPUANUYECKUMH JIUIAMHU, aKKPeIH-
TOBAaHHBIMHA B COOTBETCTBUM C 3aKOHOIATEILCTBOM
Poccuiickoit @eneparinu 06 aKKpeguTaIy B HAITHO-
HAJIBHOM CHCTEME AKKPENUTAIUM Ha BbIIOJHEHUE
HUCHOBITAHUH B Ieadx yTBep:knenua tuna [2]. [lomsa-
THe «HucublTaHud» i CO He mMeer cMbIcia, Tak
kak xaparrepucturu CO ycTaHaBIMBAIOT H3rOTO-
BuTenu (IPOM3BOAUTENHN) B X0/[€ CHEIIHAILHOM IIPO-
nenypsl (XapakTepUsaluu), LeJIbl0 KOTOPOM ABJIfA-
erTcid He IPUHSATHE PEeIIeHus «TOJeH — He TOIeH»,
a obocuoBanHoe npunucbiBanre CO sHayeHus Be-
JIMYUHBI, KOTOPYIO OH IOJLKEH XPAHWUTH W BOCIIPO-
M3BOAUTh. Takas xapakTepusanusa ABASETCI HEOThb-
eMJIeMOH JacThio mmporiecca mpoussoacrea CO u Bce-
rma BbINOJAHSETCA wuU3roToBureneM. lIpomemypa
HCIBITAHUH [I0PAa3yMeBaeT CyIlleCTBOBAHUE aKKpe-

Ta6auna 1. Ilepeuens sapy6e:xunix CO, B arrecTanuu KOTOPHIX MPUHUMAI ydacTue VcublTaTeabHbIN aHAIUTHIECKAN [EHTD

3A0 «HICO»
H Ton
aunmenosauue CO IIpoussogurens CO
YTBEPIKACHUT

Heneruposaunas crans 1.0335 The German Iron and Steel 2017
EURONORM-CRM N 083-2 CRM Working Group
Heneruposauuas crans EURONORM-CRM N 077-3 The German Iron and Steel CRM Working Group 2017
HKenesunaa pynra EURONORM-CRM N 691-1 ArcelorMittal Maizieres Research SA 2017

(pambire in “IRSID”)
Beicokoneruposannas cranb 1.4571 The German Iron and Steel 2016
EURONORM-CRM N 284-3 CRM Working Group
Boicokompounas crans 1.8928 The German Iron and Steel 2015
EURONORM-CRM N 194-2 CRM Working Group
BricoknerupoBanHas cTaib The German Iron and Steel 2015
EURONORM-CRM N 269-1 CRM Working Group
Kpemuucras cranre EURONORM-CRM N 196-2 SWEREA |KIMAB (Illserus) 2014

Armomepar xenesopynusiii CRM IMZ 3.43

Instytut Metalurgii Zelaza im. Stanistawa Staszica 2014

(Institute for Ferrous Metallurgy, ITonbia)
Cmiasel Ha HukenesBoi ocaose CRM IMZ 202, IVZ 203

0,5 %-uas yrnepogucras crars EURONORM-CRM N 055-2 Bureau of Analysed Samples Limited (Aurmus)
Yyryn, kommwrext 1 — 8 CRM CZ 02033

Cranb Beicoroneruposananags CRM IMZ 196

Instytut Metalurgii Zelaza im. Stanistawa Staszica 2014
(Institute for Ferrous Metallurgy, [Tonbia)

2013

Czech Metrology Institute, cy6mogpsgunr SPL 2012

Bohumin (Yeruckas Pecriy6auka)

Instytut Metalurgii Zelaza im. Stanistawa Staszica 2010
(Institute for Ferrous Metallurgy, ITonbia)

The German Iron and Steel CRM Working Group 2009

Oxcur :xenesa Fe, 05, Lurgi EURONORM-CRM N 687-1
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QUTOBAHHBIX «HCIBITATENEH», KOTOpbIe pa3pabarhl-
BAIOT MPOTPAMMY HCIBITAHUM, OMPENEIII0T METPO-
moruueckue xapakrepuctuku CO (moBTOpHO, mOCTE
paspaboTyrKa) U IIPH HOJIOKUATEIBHBIX PE3yIbTaTax
oopmistroT mmpoTokos ucmbiTanuii CO, akT UCIIBI-
tauuit CO u onucanue tuna CO.

IIpuraszom Munnpomropra Poccun ot 25 uioHa
2013 1. Ne970 [4] ObuT yTBep:KIEH aIMHUHHCTPA-
THUBHBIN PErjiaMeHT, KOTOPhIM YCI0KHUI U 0e3 TOTO
HempocTyio cutyaruio ¢ yreep:xaenuem CO. Oguaro
¢ nartsl BBeneHud B gercrsue 102-@3 (30.12.2008)
u 1o cepenunabl 2014 r. akKpenuTanusa B yKa3aHHOH
obmactu He mpoBoauiack. CrnpaBeanwBOCTH pagu
clefyer OTMETHUTh, YTO B CBA3H C OTCYTCTBHEM B
Poccun «ropuguaecku auil, akKpeIUTOBAHHBIX B CO-
OTBETCTBUH C 3aKoHomareabcTBoM Poccuiickoi Pe-
neparuu 00 aKKpeIuTaIiy B HAI[HOHAIBHOM CHUCTe-
Me AKKpPeIUTAI[MH HA BBINOJIHEHWE WCIBITAHUH B
nensx yreep:xaenus tuna CO» [2] meficTBoBan Bpe-
MeHHBIH mopsaaok yreepxaerus CO, mpu KoTopoM B
KadecTBe pe3yJbTaTOB HCHBITAHUH HTPUHUMAINCDH
merposioruyeckue xapakrepuctuku CO, ycraHOB-
JIEHHBIE €T0 Pa3paboTIUKOM.

Ilopsimok u KpuTepun aKKpPeIUTAIMH B 00JIACTH
obecrieyeHrs eIUHCTBA H3MEPEHHWH HA BBIMOIHE-
uue ucnbiraguii CO B 1endax yTBep:KIEHWS THUIIA
ObLTH yCTAHOBJIEHBI TOJABbKO B miosne 2014 r. mocie
BBefieHusA B geiictBue PefepalbHOTO 3aKOHA OT
28.12.2013 Ne 412-®3 «O6 axkpemuTaiuu B HALHO-
HaAJIbHOHU cHCTeMe aKKpenurTanuu» [3]. AKKpenura-
M0 TIPOILIM HECKOJIbKO TOCYyAapCTBEHHBIX HAyd-
HBIX MeTrposorndeckux uHcTutyToB (I'HMM) Poc-
crangapra, omHako yteep:xmenwe CO B 2014 1.
ObLIO IPAKTHYECKH OCTAHOBJIEHO.

s pelitenust yKasaHHBIX IPOOJIEM C YTBEPIKIE-
uueM paspabarsiaembrx CO B 2015 r. 3AO «UCO»
MPOILIO aKKpenuranuio B HarmonanpHOM cucTeme
aKKpequTaIuu «B 06Jaactu obecriedeHUs eTHHCTBA
W3MEpPEeHHUH Ha MPaBO BHIMOJIHEHUA PabOT 10 UCITHI-
rauuam CO B 1ensx yTBepsKaeHusA Tuma» (arrecrar
akkpemuraruu Ne RA.RU.311182).

Beenenne ucnwitanuniit CO B nemsax yTeep:ie-
Hus Tuna B Poccuu BISBIBAET OIpeeieHHbIe TPY/I-
HOCTH y 60sbIuHCTBa paspadborunkoB CO, KoTopbie
HEOMHOKPATHO OTMedYanu abCypAHOCTh yKAa3aHHOH
MPOIeAYpPhI (OTCYTCTBYIOIEH B MUPOBOU IPAKTHKE).

B oxrs6pe 2015 r. B agpec Munmpomropra 05110
HAIPaBIE€HO OTKPBITOE MUCHMO mTpousBoauTesnei CO
¢ mpoceboit ormenuTh ucnbiTanus CO [5]. ITucemo
ocrajoch 6e3 oTBera...

B Hosi6pe 2015 r. KomuTerom 1mo KadecrBy Ipo-
IyKIuu TOoproBO-IpOMBIIIIEHHON manaThl Poccun
ObLI TIPOBENEH «KPYTJIbIH CTOJM» C y4acTHeM IIpe-
craBuTenel opramusamuii — mnpoussoxutesei CO,
rOCy/lapCTBEHHBIX HAYYHBIX METPOJIOTHYECKUX WH-
crutyToB Poccrangapra u MunnpomTopra Ha Temy
«Obecrieuenne emuacrBa usmepenuit (OEM) xak

OCHOBA KAaueCTBa MPOAYKIIUH U HAITMOHAIBHOM 0es-
OIIACHOCTH: COCTOSHNE M IIepCHeKTuBbl» [6]. B peso-
JIIOIAY, TIPUHATON YYaCTHHKAMH, OTMEYEHO IIPe/iIo-
JKeHMe OTMEHHTh mporenypy yreep:xgenua CO mo
pe3yabTaTaMm UCIILITAHUU.

B cenrsa6pe 2016 r. B mporokosne I Bcepoccnii-
CKOro chesna umsroropureneid u morpedureneir CO
(Exarepun0ypr), oprauusoBanuoro Poccranmaprom,
OBLIIO OTPAKEHO IIPEAJOKeHHe OTMEHHUTDH WCIIBITA-
mus CO? Pemenue cwesma Poccrampapr ocraBmi
6e3 BHuManus, 6osee Toro, B oruere Poccranmapra
3a 2016 r. HeT gaxKe YIIOMUHAHUS 06 9TOM ChesJe.

B urone 2017 r. Bommpoc 0 IPOBEJeHNN UCIIBITA-
unii CO 6buT paccMoTpeH Ha 3acemanuu Paboueit
TPYOIBL II0 BOIPOCAM CTAHJAPTHU3AINH, METPOJIO-
I'WH, KAYeCTBA, OIEHKH COOTBETCTBHUSA U OOpAICHUS
MPOIYKI[UY, BBENEHHUSI CEPTU(MUKAINN IEePCOHATIA
npu KoucynsrarusaoMm cosere Munmcrepersa mpo-
MBIIIJIEHHOCTH ¥ TOPToBIu Poccuiickoir Peneparum
B paMKax o0cy:xaeHus Bomnpoca «Paszsutme Hanwmo-
HaJIBHOM CHCTEMBI 000pOTa CTaHZAPTHBIX 06pas-
0B — YCJIOBHE METPOJIOTHYECKOTO 06ECIeueH s 13-
MepeHUii». B 1.4 NPUHATOrO pelleHUus YKa3aHo:
«CuuraTh HEOOXOMUMBIM IMIOBTOPHO OOCYAHWTDH AaH-
HBII Bompoc Ha 3acemannu PI' ¢ yuacruem 1mm-
POKOTO Kpyra 3aWHTEPECOBAHHBIX CTOPOH IIOCTIE
30.08.2017».

CO yrBepxmennbix TunoB — ['CO nmpumeHaoT
B cdepe TOCYyJApCTBEHHOTO PETyJIHPOBAaHUA obec-
meuenns emuHcrBa wusmepenwit [2]. Ilpomemypa
yrBepskaenus CO Poccranmaprom He yiaydinaer ux
METPOJIOTHYECKUX XAPAKTEPUCTHUK, ITOCKOJBKY JIJIf
WCIBITAHUHN B IEJIIX YTBEPIKIEHUA THIA paspaborT-
YUK IIpeaocTaBisgerT MaTepuaisl mo paspaborke CO
C YTBEPIKIEHHBIM IIACIIOPTOM, B KOTOPOM Y3Ke yKasa-
HbI MeTposorudeckue xapakrepuctuku CO. «Mcnbr-
TaTexb» OPOPMIIAET aKT, B KOTOPOM (hOpPMYJIHPYyeT
BBIBOJIBI 10 PE3YJIHTATAM HUCIIBLITAHWH (IIOJ0KUTETh-
Hble HWJIH OTpPUIIATEIbHbIE), W MPOEKT OMUCAHUI
munna CO — OpuioKeHUs K CBHUAETEILCTBY 00
yrBepigaerun Tuna CO. Ucnerranua CO u yTBep:&-
nenwne ux B kagectse 'CO ciy:xar memu obecreduThb
COOTBETCTBHE TPEOOBAHUAM, YCTAHOBJIEHHBIM IS
usmepenuit 102-®3. Oxpnaro peecrp I'CO, mpwm-
BeZleHHEIH Ha carite Poccranmapra, comep:xut 6oiee
LIIMPOKUH IlepeuyeHb MaTepuasoB.

Tun «I"CO» cran cBoero poma GpeHIOM, U IIO-
TpeOuTeNnw, HEe3aBUCHMO OT cgepsl IIpuMeHe-
HuA, crapaiorcsa npuobpectu umenso ['CO. 3a mou-
T 50-7eTHIOI KCTOPUIO CYI[ECTBOBAHHS pasfiena
«Cranmaprable 00pasibl» l'ocygapcTBeHHOro pee-
CTpa CpEeICTB M3MEPEHUH AHATUTUYECKHUE U HCIIbI-
TaTeIbHbIe Ta00pATOPUN HPUYUYEHBI K MBICIH, YTO
I'CO — »sro kauectBo m mocroBepHOCTb. OmHAKO
ananus3 wH(opMaluu, mpeacraBienHoir B Depe-

4 http:// gsso.ru/2016/10/27
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panbHOM wHQpOPMAaIMOHHOM (OHIe II0 obecrede-
HUIO €JIMHCTBA u3MepeHud B pasuene «CBegenus oo
YTBEPKIEHHBIX THIIAX CTAHAAPTHBIX 00pPA3I0B»,
CBUETEILCTBYET O HEKOTOPOM CHUIKEHWHM METpPO-
smorugeckoro yposus ['CO.

CocroaHne HOPMATHBHOM 0a3bI B 00JIaCTH
paspadoTku u nmpomussoacrea CO

B mearensroctu mmo mpoussoactey CO B Poccun
HaOJI0ZIaeTca «IIEePEeXOAHbIA IepHuof», KOTOPBIH
MOKHO OXapaKTepPHU30BATh HAINYHEM MHOKECTBA
MPOTHBOPEYNN M HECOTJIACOBAHHOCTH B HOPMATHB-
HBIX U TeXHUYECKHMX JOKYMEHTAX B YACTH TEPMHUHO-
smoruu u knaccuduranuu CO, TpeboBanuil K paspa-
00TKe, MCCIeTOBAHUAM HX METPOJOTUIECKUX XapaK-
TEPUCTUK U YTBEPIKICHHUIO.

B Poccuu mporcxomuT moCcTeneHHOe BHEAPEeHue
TpebOBaHUI M MOHATHN MEKIyHAPOMIHBIX TOKYyMEH-
TOB. B KauecTBe HAIMOHAIBHBIX W MEKIOCYyIApP-
CTBEHHBIX CTAHIAPTOB BBeaeHbl cranxapTol [SO:

I'OCT 32934-2014 (ISO Guide 30:1992). Cran-
IapTHbIE 00pasibl. TepMHUHBI ¥ OIpemesIeHus, uc-
MOJIb3yeMble B 00JIaCTH CTAHIAPTHBIX 00PasIloB;

I'OCT ISO Guide 31-2014. CrammaprHbie 006-
pasubl. Comepixanue cepTrudUEATOB (IACIIOPTOB) U
STHUKETOK;

I'oCTP 8.691-2010 (Pykosomcrso HCO
31:2000). I'CH. CranmapTHbie 06pasiibl MaTepHa-
m0B (BemectB). Cojep:xaHue HACIOPTOB U DTUKE-
TOK;

I'OCT ISO Guide 34-2014. O6mue TpeboBaHus
K KOMIIETEHTHOCTH W3TOTOBHUTENEH CTaHIapPTHBIX
00pasIos;

I'OCT P 8.824-2013/ISO Guide 34:2009. I'CH.
Ob61ire TpeboOBaHUS K KOMIIETEHTHOCTH H3TOTOBUTE-
JIe# CTaHIApTHBIX 06PAasIioB;

I'OCT ISO Guide 35-2015. CrammaprHbie 006-
pasusl. O6Ie U CTATHCTUYECKUE IPHUHITUIIBI Ccep-
TU(UKALUY (ATTECTALIUN).

B kauecrBe 6a30BO# KiaccH()HKAIMH BBEIEHBI
Hosswle mousaTus (Kareropun) CO: reference materi-
al (RM) u certified reference material (CRM) [ISO
Guide 30:2015].

B coorsercteuum ¢ I'OCT 32934-2014° cram-
DapTHbI oOpasen (reference material) CO
(RM) — marepuain (BeliecTBO), JOCTATOYHO OHO-
POAHBIA M CTAGHMJIBHBIA IO OTHOIIEHHIO K OXHOMY
WM HECKOJBKUM OIpeNeJeHHBIM CBOHCTBAM, KOTO-
pble OBLIH yCTAHOBJIEHBI MJIS TOTO, YTOOBI HCITOIb30-
BaTh €0 10 HA3HAYEHHIO B U3MEPUTEIHHOM IIPOIec-
ce (mpumeuanusa: 1) craHmapTHBIA o6pasel — 9TO
ob1riee MMOHATHE; 2) CBOMCTBA MOTYT OBITH KOJIHYe-
CTBEHHBIMH WJIN KAYeCTBEHHBLIMU (HAIIpUMeEp, HIeH-

5 TOCT 32934-2014 (ISO Guide 30:1992) Craugaprubie 06-
pasusl. TepMuHbL U OIpeneIeHus, UCIOIb3yeMble B 06rac-
TH CTaHJAPTHHIX 00Pa3IIoB.

THYHOCTH BEII[eCTB WM OOBEKTOB); 3) HCIIOIb30Ba-
HHE MOMKET BKJIIYATH KAIHOPOBKY (IpagyHpOBKY)
M3MEPUTEIHHOM CHCTEMBI, OIEHHUBAHUE IIPUTO]I-
HOCTH METOAWKM W3MEPEHWi, MPUITNChIBAHKE 3Ha-
YeHUY CBOMCTB IPyTUM MaTepuajgaM U KOHTPOJIb Ka-
yecTBa; 4) oguu u ToT ke CO He MOKeT HCIIOIB30-
BAThCA U I KaTuOPOBKHY (TPagyHupOBKH), U IJI Ba-
AWMU Pe3yabTaTOB B OMHON M TOH K€ METOIUKe
W3MEpPEeHHUIt).

CepTudunupoBaHHBINH CTAHAAPTHHIH 00-
pasen, CCO (aTTecToBaHHBIN CTAHIAPTHBIN
oopasen, ACO) (certified reference material,
CRM) — craugaprusrii o6paser (CO), omHO niu He-
CKOJIBKO OITPE/IeIEHHBIX CBOMCTB KOTOPOTO YCTAHOB-
JIEHBI METPOJIOTHYECKH 000CHOBAHHOM IPOIIELyPOi,
compoBo:kmaembrii ceprudurarom CO, B KOoTOpOM
IIpUBeleHO 3HaUYeHHe ITOT0 CBOMCTBA, CBA3aHHOU C
HUM HEONPEeNeJeHHOCTH, U YTBEPKIEHHE O MEeTpPO-
JIOTUYECKOM MPOCTIEKHBAEMOCTH.

Hapsny c ykasaHHBIME HAITMOHATBLHBIMU U MESK-
rOCylapCTBEHHBIMHU CTAHAAPTAMH IIPOAOJLKAET IeH-
CTBOBATh MeKrocymapcrBeHusiii crapmapr ['OCT
8.315%, B xoropom ocuoBHoe memenume CO mpowuc-
XOIUT TI0 KATErOPHSIM, OIPEeIeIIeMbIM YPOBHEM
yrBepigaenus (wnm npusuanus) CO: wmexrocy-
napcreeaabie CO (MCO), rocymapcrBenmbie CO
(I"CO)7, orpacnessre CO (OCO) u CO mpennpuaTwii
(COID).

B coorBercTBuu ¢ I'OCT 8.315 naa I'CO Bmecto
MPUHATOTO B MHPOBOH npaktuke Ceprudurara mpe-
nycMoTpero oopmiaenwue Tpex (1) mokymenTtos: Cep-
tudukara o6 yreep:xaennu tuna CO (8 Poccun —
CeuzerennctBa 06 yreepsxaenunn tuna CO), omuca-
uua tuna CO (mpunoikeHrwe K CBHUIETEILCTBY) U
naciopra CO (amasmor 3apy6e:XHOTO cepTudHKaTa
CO). Ilpu sTrom mepBbIe [Ba AOKYMEHTA HE HMEIOT
OTHOIIEHUS K JeATeNTbHOCTH aHAIUTHIECKHUX J1a60-
paropuii, a ciay:xar misa uneHtuduranuun ['CO B
peecTpe W TOATBEP:KIAIOT IIPABO ITPOH3BOIUTEIIA
BeimyckaTh nmaptuu CO B TeueHHe CpoKa MeHCTBUS
CBUJIETEIHCTBA.

Hanwmane tpex moxymentos Ha CO BHOCHT Ompe-
JeJIeHHYI0 IIyTaHully. B cBumerenbcTBe 00 yTBEp-
saerun Tuna CO yKasbIBAalOT CPOK JAEHCTBUSI CBUIE-
tenberBa (11 CO cepuitHOTO BBIIyCKAa — Kak IIpa-
BWJIO 5 JIeT), a B IACIIOPTE — CPOK TOHOCTH JK3EMII-
aspa CO, ycTaHOBJIEHHBIA PaspabOTYUKOM HMCXOIS
n3 wmceaenopanuii crabmiapHocTr Marepumana CO.
ITo oxonuamuu cpoxa geticreusa ceuperenbcrea ['CO
MPOJIOIKAET JIEHCTBOBATH 0 OKOHUYAHHUSA CPOKA €ro
roguoctu (1. 39.1 [4]). B onucaunu tuna CO (mpwu-
JIOJKEHWE K CBUJIETENbCTBY) YKA3BIBAIOT AMAIA30H

6 TOCT 8.315-97. I'ocymapcrBeHHasi cucremMa 00ecredeHus
exuHCcTBa mM3Mepenui. CraHgaprable 00pasubl cocTaBa H
CBOWCTB BelecTB U MarepuaioB. OCHOBHBIE TIOIOKEHU.

7 B Poccuu I'CO — sro ne «rocymapcreernsie CO», a «CO
YTBEPIKIEHHOTO THUIIA».
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aTTeCTyeMbIX 3HAYEHHH U JOIIyCKAEMBIX 3HAYCHHUMH
norperraoctr CO, B macropre — 3HAYEHUS aTTECTO-
BaHHbIX xapakrepuctuk CO u 3HauYeHUs HUX IIO-
I'PeIIHoCTH (HeoIIpeIeIeHHOCTH).

ITomosxenus 'OCT 8.315 HecMoTpA HaA €ro Me:x-
rOCyJApCTBEHHBIN CTATYC ysKe He COIIAacyITCs ¢ Ha-
[MOHAJIBHBIM 3aKoHomareabecTeoM crpan CHI', u Ho-
Bble MEKIOCYyJapCTBEHHBIE CTAHIAPTHI COMEPIKAT
MHOJKECTBO CCBHLIOK I «CrUIAKHBAHUI» HECOOT-
Bercruii: Hanpumep, 'OCT ISO Guide 31-2014
«Cranmaprasre obpasiel. Comep:xkanue cepruduka-
TOB (IIACIIOPTOB) U 3TUKETOK» CONEPIKUT CIELYIOIIHe
CHOCKH:

«Hacrosmuit crangapT npegHasHAYeH s W3-
roroBuTesiel craugapTHbix obopasmos (CO) u ycra-
HABIMBAET PEKOMEHIAIIUN i1 IIOATOTOBKH CEpPTH-
¢ukaros (macmopTos'), mpunaraeMbIx K cepTU(H-
IIAPOBAHHBLIM (ATTECTOBAHHBLIM?) CTAHAAPTHBIM 00-
pasmam (CCO, ACO). Ceprudurar (macmopt!), aB-
asroruiics ocHoBHbIM gpokymenTom CCO (ACO),
IOJLKEH COep:KaTh B OOIeM BHIE BCIO HHQOpMA-
1wpio, Heooxomumyto miist morpeduresns CO.

I B psazne rocynapcrs-wieroB MI'C B cOOTBETCTBHE C HAITHO-
HAJIBHBIM 3aKOHONATEIbCTBOM B of0jacTté obecredeHus
€IMHCTBA U3MEPEHUH IIPUHAT TEPMUH «IIACIIOPT CTaHAAPT-
HOTO 00pasua» (31ech u gaee).

2 B pane rocygapers-unenos MI'C B cooTBeTcTBUU ¢ HAITHO-
HAIBHBIM 3aKOHOLZATEILCTBOM B 001acTH o00ecIedeHus
eIUHCTBA WM3MepeHuU IPUHAT TePMHUH «aTTeCTOBAHHBIM
CTaHAAPTHBIA 06paser» (31ech U Jamee)».

Hapsny c BeilieykasaHHBIME CTAHIAPTAMH, Pas-
paboramubiME HA ocHoBe cranmapTos ISO, B Poccuu
MPOIOJIKAIOT [EeHCTBOBAThL HAITHOHAJIBHBIE M MEXK-
TroCygapCTBEHHbIE CTAaHOAPTBI KW PEKOMEHOallnu,
B KOTOPBIX, KAK IPABHUJIO, HE yUYTEHBI TpeboBaHUSI
CTAHAAPTOB, pPaspabOTaHHBIX HA OCHOBE MEKIY-
HaAPOJHBIX (IIePEUYUCIEHHbIX BhIIIIE):

I'OCT 8.315-97. TocymapcrBeHHas cucrema
obecreuenns enuHcTBa H3Mepenuii. CraHmapTHbIE
00pasIiibl COCTaBa M CBOWCTB BEIIECTB U MATEPHUATIOB.
OCHOBHBIE ITIOJIOKEHHNST;

I'OCT P 8.753-2011. TI'ocymapcrBeHHass cucre-
Ma obecreuenus equHcTBA maMepenuit. Crammaprt-
HbIe 00pasipl MarepuanoB (Berects). OcHoBHBIE
ITOJIOKEHHST;

I'OCT P 8.810-2012. T'ocynapcrBenHas cucre-
Ma obecreueHus eguHCTBa uM3Mepenwmit. Cranmapr-
Hble 00pasmubl. [IporpamMmma u Merommka ompenese-
HHS METPOJIOTHIECKUX XapaAKTePUCTHK;

I'OCT 8.532-2002. I'ocymapcrBeHHas cucrema
obecrieuenus eguHcTBa u3Mepenui. CraHgapTHbIE
o06pasIbl cocTaBa BelllecTB W MaTepuanoB. Me:xia-
6oparopHas MerpoJsorumdeckas arrecramud. Comep-
JKAHMe W TOPSAI0K MpoBeenus pabor;

I'OCT 8.531-2002. I'ocymapcrBeHHas cucreMa
obecreuenus enwHcTBa H3Mepenuii. CraHmapTHbIE
O6pa3IIBI CoCTaBa MOHOJIUTHBIX U THUCIIEPCHBIX MaTe-
puasoB. Crroco6bl OIleHUBAHUSA OTHOPOIHOCTH;

Ta6auua 2. [Tepeyens CO mus crekTpanbHOro aHanusa (MOHOJIUTHI), paspaboranubix B 2013 — 2017 rr.

Hupnexc CO Marepuan Howmep I'CO
Crannb
Kommnexr CO Cranu serupoBaHHbIe THIIOB 10310-2013
HCO JII'65 - 1CO JIT'68 110I"13J1, 4517103, 90I"29109BEM-11T
Kommexr CO Cranu yriaepofucThie U JIETHPOBAHHBIE TUIIOB 10504-2014
HCO ¥TI'0x - UCO ¥yT'9x 13X, 55C2, 05xm, 38X2MIOA, 60C2, 38X2H2MA,
36X2H2M®A, 30XH2M®A, Cs 08XI"2C, 30 u B2d
Kommexr CO Cranu yriaepoaucThie U JIETUPOBAHHBIE TUIIOB 10231-2013
HCO ¥I'120 - ICO ¥yI'124 10XCH[I, 35, 16XCHI, 45, 14I"2
Kommnexr CO Cranu meruposaunsie Tunos 12X18HIT, 08X18H10T, 10756-2016
HCO JIT'70 - UCO JIT'75 10X17H13M2T, 10X23H18, 36X18H25C2, 08X15H24B4TP
HCO ¥yT'125 CO cranu meruposansoi tuma 09I'2C 10811-2016
Kommexr CO CO crauneit nerupoBanubix tTunosB 45X14H14B2M, 09X16H4E, 10744-2016
HCO JII'76 - UCO JIT'82 31X19H9MBET, 20X25H20C2, 10X11H23T3MP u crnasos
Ha Kene30HuKeneBor ocHoBe Tunos 12XH35BT, 06XH28M/[T
Kommuexr CO CO cranu yriaepoucroil U JTerupoBaHHON THUIIOB Ha yrBepxnenuu
HCO yT'0x — UCO ¥T'9n Y12A, 60C2, 05km, 38X2MIOA, 20X1M1D1BP,
45XH2M®A, 10XCHII, 27XH2M®JI, 7XI'2BM®, XI'B
Uyryn
Kommuexr CO YyryHBI XpOMHCTBIE BBICOKOJIETUPOBAHHbBIE TUIIOB 10215-2013
HCO 4Tr'41 - UCO 4I'45 UX9H5, UX16M2, UX22C, UX28]12, UX32
Komrmurexr CO CO 4yryHOB JIETHPOBAHHBIX TUIIOB 10850-2016
HCO 4UT'46 - UCO UI'48 UX1, YHMII, YX2, YHXM/I 11T
Kommuexr CO CO 4yryHOB THIIOB Ha yrBepxnenuu

HCO 4TI’ 50 - UCO 4I'55

AUC-2, I1®3, I11, TIBK3, [1$2, UX1
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Ta6mauua 3. ITepeuens CO masa XMMHUUECKOTO aHAIU3A (CTPY#KKA, ITOPOIIOK), paspaboranubix B 2013 — 2017 rr.

Hupexc CO Marepuan Howmep I'CO
Crans
HnCO ¥216 Cransp yraepogucras Tuma 45 10395-2014
HCO C66 ITopomrok cramu BeicokonerupoBauuoi tumna [IXH28M/IT 10214-2013
HCO YHJI18 Crans meruposannas tuna 09I'2C 10311-2013
HNCO YHJI19 Cranp merupoBannas tuma 38XI'H 10396-2014
Chp Crans yraepogucras Tumna 18J10A 1556-92IT*
Y1lm Cranb yraepogucras tuna 10 1572-911T*
Y3k Crainp yraepopucras Tuna 20 1304-9011*
YHJI2x Cranb yraepoaucras tuna 18J10A 1377-9311*
HCO ¥y22/1 Crans 10808-2016
Y4n Cransp yraepogucras tumna 40 1414-921T*
YHJI4r Crans yraepoaucras tuna M76 1145-9311*
CTx Crans yraepogucras tuna Ct5cn 1632-93I1*
YHJI6r Crans merupoBannasg tuna 12X1MP 1809-911T*
HCO YHJI13s Cranp meruposannas tuna 20XI"21] 10743-2016
HCO C40e Cranb neruposannas Tuna 13X19HOMBBT 10919-2017
CO nna onpeneneHna razoodpasyromux npumeceii B craau (C, S, N, O)
HCO 7-10 Crainp yraepopucras Tumna 60 10312-2013
HCo 7-11 Crans yraepogucras Tumna Ct0 10313-2013
HCO 7-12 Crans nmerupoBannasg tTuna Ce-09X16H25M6AD 10755
HCO 7-13 Crains meruposannas tuna 55X20I'9AH4 0CO 173-2015
HCO 7-14 CO maccoBoii 0TH a30Ta U KMCAOPOA B CTATU 10672-2015
HCO 7-21 CO MaccoBO# 0K a30Ta B CTAIHA 10810-2016
HCO 7-22 CO maccoBoii 1011 a30Ta B CTATH 10810-2016*
HCO 6-1 CO maccoBoii 10/IH yIVIepoaa U CePhbl B CTAIH 10780-2016
HCO 6-2 CO maccoBoii 10U yriiepojia u cepbl B CTAIH 10780-2016*
HCO 7-14a CO maccoBoii I0TH a30Ta U KUCIOPOZa B CTATH 10672-2015*
Yyryn
HNCO 44-1 Yyryn nuredHbIH THHA J15 10776-2016
HnCo 412-1 Yyryn aureiHbi THHA J13 10781-2016
HCO 4156 CO uyryna nerupoBanszoro tTuna YX3T 10747-2016
deppociaaBbl
HCO P47 deppoxpoma BeICOKOyTIepoaucToro Tuna ®X900b 10222-2013
HCO P48 ®depposoabdpama tuna PB65 10223-2013
HCO ®6-1 ®deppomapraner cpexueyraepoauctbii Tuna FeMn80C20 10502-2014
HCO P2r Deppocununus Tuna PC45 10392-2014
HUCO 923-1 ®eppocunuromapraner Tuna MaC17 10809-2016
HCO D50 Deppoxpom azorupoBanusii tuna PXHGE600A 10740-2015
D268 Cunuroxansuwii Tuna CK25 2072-911IT*
®11r ®eppoxpom Tuna ®X0156 1421-8711*
HNCO &g deppomapraners yraepoguctbiii Tuna PMu78b 10918-2017
Pyns1 1 KOHIIEHTPaTHI
HCO P38 Konnenrpar sxenesopyausiit Kocromyxuickoro 'OK 10200-2013
HCO P39 Pyna sxenesunas Kocromyxrmickoro 'OK 10199-2013
HCO P40 TopstuebpurerupoBannoe xeneso Jlebequnckoro 'OK 10503-2014
HCO Pl4r Pyna xpomosasa Tuna IX-1-7 10906-2017
HCO P5x Arnomepar xeme3opynusiii Bercokoropekoro 'OR 10849-2016
HCO P27/1 Pyna xpomosasa Tumna J[X-2 10869-2016
IIlnaku, dparocsr
HCO 11116 Iak qomeHHBIN 10782-2016
HCO II5r Illnak KoHBEPTEPHBIL 0CO 184-2017
HCO 1115 ®roc cBapouHbIi masaensbit Tuna AH-67A 10505-2014

* BplIyck IIOBTOPHON IIAPTHH.
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I'OCT 8.531-85. T'ocymapcrBenHas cucrema
obecrieuenus equHCTBA m3MepeHuil. OIHOPOIHOCTD
CTaHJAPTHBIX 06Pa3IOB COCTABA JUCIEPCHBIX MaTe-
puanos. MeTonuKa BHITIOIHEHNSI U3MEPEHHI;

P 50.2.056-2007. T'ocymapcrBeHHas cucrema
obecrieuenns emuHcTBa u3MepeHui. O6pasubl Ma-
TEpUAIOB U BEIEeCTB CTaHAApPTHbIC. TepMUHBI
oIpeneJIeHusI».

Heob6xomum cpounbrii mepecmorp (6o oTMeHa)
[eJIOTO0 pSfa AeWCTBYIONUX HOPMATHUBHBIX JO-
KYMEHTOB, TIOCKOJBKY pPaspabOTUYMKU BBIHY:KIEHBI
npousBoaguTh CO m obecreumBaTh WX HCIBITAHUSI
B I€JIAX YTBEPIKIEHUA TUIIA B IEHCTBYIONIEM HOPMa-
TUBHO-IIPABOBOM IIOJIE.

CO marepuaior
METa/UIypru4ecKoro Ipou3BOACTBA

ITocneguue mares ger Ovinm mna 3AO «HCO»
VCIEIIHBIMA B YACTH PaspaboTKU U IIPOM3BOACTBA
CO. Ilepeuennr 06pasioB, paspabOTAHHBIX H IIPO-
M3BEJIEHHBIX WHCTUTYTOM 34 IIOCIEe[HHe IATH JeT,
rmpexacraBiaeH B Tabi. 2 (cranb M YyryH IJIS CIIEK-
TpanbHOro ananusa) u Tabia. 3 (mucrnepcusie CO ma-
TEePUAIOB METAJIIypPrUIeCKOTO IIPOU3BOICTBA).

Cpenuuii cpor paspaborku CO 00bI4HO cocTas-
nsger 2 — 3 roga. ITmausr Ha 2018 — 2019 rT. y:®e co-
crasiaennl. Ha 2018 r. 3ammanupoBadbl paboThI 10
arrecraruu CO penbCcOBOM CTAIM ¢ HU3KUM COMEP-
skanveM aomuaua (meree 0,005 %), yriaepoauctoit
CTaH, TIepefieIbHOTO YyTyHA U aTIOMHUHUEBOIH OPOH-
3BI JIUIS CIEKTPATLHOTO aHAIN3a, a TaKXKe 6 TUIIOB
nucnepcubix CO 11 XMMHYecKoro ananmusa (cranb
yIJIEPOAUCTasA, XPOM METAJIMIECKUi, KOHIIEHTPAT
JKEJIe30PYAHBIHN, IIAK CTATIEIIaBUILHbIN).

Hcropusi MHCTHTyTA CTAHOAPTHBIX O0OPA3IOB
MIPOZIOJKAETCA.
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METAJIJIYVPTUYECKHUX MATEPUAJIOB
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Cmamuvsa nocmynuaa 29 agzycma 2017 2.

Paccmorpen onbIT opranuzanyuy MeskIa60paTOPHBIX CIIMIUTETHHBIX (CPABHUTEIBHBIX) UCIIBI-
rauuit (MCH), mpoBogumbix SAO «HUucruryT crannapTabix 06pasmos» (SAO «MCO») B 1e-
JIIX YCTAHOBJIEHWS 3HAUEHUHN aTTECTyEeMbIX XaPAKTEPUCTHK CTAHJAPTHBIX 00PA3II0B W IIPO-
Bepku KBasmuranym naboparopuii. Ilpencrasiens: qanuabe mo MCH, mposenenabmm SAQO
«AACO» B 2012 - 2017 rr., a Taxsxe ungopmanusa o mporpamme MCH ua 2018 r. Pacemorpenst
HEKOTOpPbhIEe BOIIPOCHI, KOTOpbIe BosHUKIN npu akkpeaurarmu SAO «MCO» B KayecTse mpo-
BaiiZiepa MeXIa00PATOPHBIX CIMUUTENBHBIX UCIILITAHNH.

KiaroueBsie ciroBa: MexIab0paToOpHbIe CIIMYEHUST; MEKIa00pATOPHBIE CPABHUTEIBHBIE UC-
BITAHWS; MeKIabopaTopHbie ciauunteiabHble ucnbiranus; MCU; crammaprabii obpaserr,
MeKIab0pATOPHBIN SKCIEPHMEHT; IPOBEPKa KBAIN(UKAIINY J1a60paTopHil; IpoBaiaep Mex-
J1a60PATOPHBIX CANUYUTEIHHBIX UCTIBITAHUM.

INTERLABORATORY COMPARATIVE TESTS OF METALLURGICAL MATERIALS

© Elena K. Kolpakova, Rashida K. Khuzagaleeva, and Valerii V. Stepanovskikh

The Institute for Certified Reference Materials, Yekaterinburg, Russia; e-mail: iso@icrm-ekb.ru

Submitted August 29, 2017.

The experience of JSC “The Institute for Certified Reference Materials” (JSC “ICRM”) in organizing
and conducting inter-laboratory comparative tests (ICT) is considered. ICT are conducted to determine
the values of certified characteristics of standard samples and examine the qualifications of the labora-
tories. Data on ICT carried out by JSC ISO in 2012 — 2017, as well as information on the ICT program
for 2018 are presented. Some issues emerged upon accreditation of the JSC “ICRM” as a provider of
inter-laboratory comparative tests are considered.

Keywords: inter-laboratory comparison; inter-laboratory comparative tests; inter-laboratory test tri-
als; ICT; standard sample; inter-laboratory experiment; testing of laboratory qualification; inter-labo-

ratory test provider.

C nosiBJIeHuA MMEPBBIX CTAHAAPTHBIX 00pasios (CO)
¥ II0 HACTOSII[ee BpeMs OCHOBHBIM CIIOCO60M ycTa-
HOBJICHHUSI 3HAYCHUH aTTeCTyeMbIX XapaKTepPHUCTHUR
ABJIseTca MexaaboparopHbii dKcrepuMent (MJIO)
C IpUMEHEHNEM Pas3INYHbIX METOOB aHaIH3a.

B orcyrcrBHe sTayoHa MO M JOCTATOYHO HA-
JAEeHHBIX (I/I ]_'[OCTyl'[HI:IX) IIEPBUYHBIX METOO0B KOJHU-
YeCTBEHHOI0 XMMHUYeCcKoro anamusa MJID asisercs
Hanbojiee IIPUEMJIEMBIM CIIOCOOOM YCTAHOBJICHHUS
MeTrposoruyecknx xapakrepuctuk CO, mpumense-
MBIM B OTEYECTBEHHOM M MHUPOBOH mparTture. lIpwm
YCTAHOBJIEHUH COAEPIKAHUS DJIIEMEHTOB B TaKHX

CIIOKHBIX MATPHIAX, KK MeTaUlyprudecKue MaTe-
puanbr, MJIO aBmsgercsa caMbIM pacIpoCTPaHEHHBIM
cmrocobom arrecraruu CO.

3a cBow 55-jerHioi0 ucropuio Mucturyr cras-
mapTHBIX 00pasnoB! mpuobpesn craTyc BemyIlero
paspaboTuYnKa CTAHAAPTHBIX 00Pa3I0B MATEPHATIOB
JepHOU MeTamaypruu u ¢ 1963 r. onpenenser arre-
croBauubie CO mo pesyabratam MJIS [1].

CoBpeMeHHBIE CIOCOOBI ILTAHUPOBAHUSA W IIPO-
Benerusa MJIO mosBoiAioT paciimpuTh Kpyr peria-
eMbIX B pe3yJbTaTe 3JKCIEPUMEHTa 3a71ad, BKIIIO-
YWUB B HETO B MEPBYIO OUEpeIb IIPOBEPKY KBATH(U-

1 WuctutyT ocHoBaH B 1963 r. Kak Bcecoo3HbIi HHCTUTYT CTAHJAPTHBIX 00pa3IoB U CreKTpanbHbix sTanonos (BHUHCO), ¢
1974 r. — HucTuTyT CTaHAAPTHBIX 06pasioB [leHTpaabHOr0 HAYYHO-HCCIe0BATEIFCKOT0 HHCTUTYTA YePHON MeTaJuIypruu
um. U. I1. Bapguua (MCO ITHUHWYM), ¢ 1993 r. — 3akpbiToe akimonepHoe 06111ecTBo «HCTUTYT cTaHIapTHBIX 06Pa3IoB»

(BAO «HICO»).
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WEIEPATBHAR CIYEBA MO AKKPEAHTAIIHH

ATTECTAT AKKFEAHTAUMK
RARUA30184 seaas 10 MagrTi

Sanpmaronry ani

)
" FOCT HCOMBK 17043:2013 <
. B EAEcTES Mposaileps MexnadopaTopHe CIMMTIN X HOTMTEHAN

Puc. 1. Arrecrar akkpenuranuu 3AO «1CO»

Kamuy J1abopaTopuil Kak yJacTHHKOB Meskiabopa-
TOPHBIX cpaBHUTENbHBIX ucnbiTanuii (MCH). B uep-
voii meramnypruu CCCP cmoco6 moaTBep:xmeHus
KadecTBa pabOThI J1abOpPaToOpHUil II0 pesysibTaTaMm
MCH («BHeWmIHMI KOHTPOJb» [2]) ObLI BBEOEH B
1980-x romax B CBfA3H ¢ Ha4ajaoM pPaboT IO oTpacie-
BOU aTTecTaliil AaHAIUTHYECKUX JabopaTopuil u
OCYIIIEeCTBIIAJCA HAITUM HHCTUTYTOM 10 2004 r.

B 2004 r. Uuctutyr 6pin mpusnan Pegepans-
HBIM AreHTCTBOM II0 TEXHHYECKOMY peryJIupoBa-
HUI0O W METPOJIOTMH B Ka4YecTBe KOOPAUHATOPA
MCH, a B aBrycre 2011 r. — B KauecTBe IpOBaii-
Iiepa IIPOBEPOK KBATHU(UKAINK JabopaTopuii (B co-
OTBETCTBUHM C TPeOOBAHUSIMU MEKAYHAPOTHOTO
craagapra MCO/MIK 17043:2010).

Axkpenuramusa nposaiinepa 3AQ «HMCO»
B HAIMOHAILHON CHCTEMEe aKKPeINTAIHH

B 2016 r. Uucruryr O6bL1 axkpeguroBan Pe-
nepanbHou ciry:x60# no akkpenuranun (PCA) B ka-
yecree nposaiigepa MCH. B despane 2017 r. ceepe-
uua o 3AO «MCO» kak o mposaiimepe MCH 6buiu
BHECEHBI B peecTp akkpeauToBauHbIx jul PCA.

Ilpu axkkpemuTamuu BO3HHUEK P BOIIPOCOB,
CB3aHHBIX C IIPUMEHAEMOM TepMUHOJIOTHEN U
KPUTEPUIMU AKKpPeAuTAuh B 00/IacTH Me:xIado-
PaTOPHBIX CPABHHUTEILHBLIX HCIbITAHWH. ATTecra-
ToM (puc. 1) mMOATBEP:KIEHO COOTBETCTBHE IIPOBA-
mepa 3AO «MCO» tpeboparuam I'OCT ISO/IEC
17043-2013 [3], ogHako mpu aKKpeauTAIluH HEeoob-
XOJUMO PYKOBOICTBOBATHCSI KPUTEPHUSIMH, yCTAHOB-
JIeHHBIMU TIpukazoM MwumskoHoMpasButus Poccun
ot 30.05.2014 r. Ne 326 [4].

CyI11ecTByIOT HECOOTBETCTBHUSA B TE€PMHUHOJIOTHUH
YKa3aHHBIX JOoKymMeHTOB: wHampumep, B ['OCT

ISO/IEC 17043-2013 wucCmonb3yloTci TEPMHHBI
«MeKIa60paTOPHOE CIMYEHHe»2, «IIPOBAUAEp IIPO-
BEPKH KBaIU(PUKAINK», 4 B mpuraze Ne 326 —
«MeKIa00paTOpHbIE CANYUTEIbHBIE HCIIBITAHUSI>,
«IIpoBaliep MeKIa00pPaATOPHBIX CAUMIUTEIBLHBIX HC-
OBITAHUMN>» U .

B coorBercTBHEM ¢ KpUTEPHUAME aKKpPEAUTAIINH
[4] 3agBUTENb MOJIKEH IIPEIOCTABUTH CBEICHHUA 00
OCHAII[EHHOCTH cTraHmapTHbiMu obpasmavu (CO) u
STAJIOHHBIME  (KOHTPOJBHBIMHE)  MaTepHAIaAMHU.
Hammune CO y 3adgBuTens aBiseTci HeOOXOIUMbIM
YCIIOBHEM, OIPeNeIAaomuM 00JacTh aKKPETUTAIIHH.
IIpu 9TOM SKCIIEPTHI HE YUUTHIBAIM TOT (PAKT, YTO
orcyrcrBytore CO MoryT 6bITH TPHOOPETEHBI WK
paspaboTaHbI P IVIAHUPOBAHUH U PEATU3AIINH CO-
OTBETCTBYIOIIMX MIPOTPAMM IIPOBEPOK KBaIH(HUKA-
uuu naboparopuii mocpeacreom MCH, a omopHbie
3HAYEHUA MOTYT OBITH YCTAHOBJEHBI 10 pesyJbTa-
TaM, mosnyueHHbIM B 9Tux MCH [5].

Ilpyrum TpebGoBaHueMm, MpPUBENEHHBIM B II. 36
KpUTepHeB akKKpequTanuu [4], BHI3BABIIAM HEIO-
yMeHue, ObUIO «HAIUYHe y pabOTHUKOB IIpoBaizepa

WIW WHBIX JIUIl, TPUBJIEKAEMBIX IPOBaHIEpPOM
MeKIa00PATOPHBIX CIIUYUTENbHBIX UCIBITAHUN [IJIA
OpPraHM3aINHU TIPOBEIEHUA MeKIa00PATOPHBIX CIIH-
YUTENbHBIX UCIIBITAHUM: ... OIIBITA PAbOTHI IO Opra-
HU3AIUU TPOBEIEHUA MeKIab0PATOPHBIX CIANYH-
TENbHBIX HCHBITAHWN B 06JaCTH aKKpeIUTAIINH,
YKa3aHHOU B 3asgBIeHHU 00 aKKPeIUTAIINH WIU B
peecTpe aKKpeIUTOBAHHBIX JHIl, HE MEHEE Tpex
Jet». JlanHoe TpeboBaHUe, KaK U TpeGOBaHHE «HA-
IuyuA y TpoBaimepa Memxaa00paTOPHBIX CIHYHU-
TENbHBIX UCIBITAHUH 0 OCHOBHOMY MECTy PaboThI
He MeHee TpexX paboTHUKOB...», orcyrcTByer B 'OCT
ISO/IEC 17043-2013. ABTOpPEI CYMTAIOT, YTO HEOO-
XOMMa TAapMOHM3AIMNSI KPUTEPUEB aAKKPEeINTAINH
[4] u ’'OCT ISO/IEC 17043-2013.

Opranuzanmna u mpoeegenune MCH

Jlna ¢opMuUpOBAHKS IIPOrPAMMBI IPOBEPKH KBa-
mudukanuu aabopaTopuii B KauecTBe 06pasiioB I
npoeepku kBamuduranuun (OK) 3AO0 «MCO» wuc-
norsayer CO yrBep:xaenusix Tunos (I'CO) u paspa-
6arpiBaembie CO. HomeHknatypa BBIIyCKaeMBbIX
Hucruryrom® I'CO BEIIOYAET MIUPOKUU KpPYr Ma-
TEPUAJTIOB METAJUIyPrHIeCKOr0 IIPOU3BOACTBA: PY/IbI
¥ KOHIIEHTPAThI, (DEPPOCIIABBI U JUTATYPbI, (HIIF0-
CBbI, OTHEYIIOPHI, CTATh, UyTYH, CIFIABHI HA HUKEJe-
BOI ¥ K0OAJIBTOBOI OCHOBE, IIIJIAKHA U MBLIEBHIOPOCHI
MEeTaJLIyPTHIECKHX arperaTos.

Jna ycraHOBIEHHA aTTECTOBAHHOTO 3HAYEHUS
CO u mpunucannoro suauenuds OK Hucruryr uc-

2 B coorsercreum ¢ 'OCT ISO/IEC 17043-2013 B Poccuiickoit Peneparuu HAPSALYy ¢ TEPMUHOM «MEKIA00PATOPHOE CITHIEHUE»
TIPUMEHUM TEPMHUH «MeKIa60paTOPHbIE CPABHUTEIbHbBIE UCIIBITAHMUI».

3 3A0 «CO» akKpeauTOBaHO B COOTBETCTBUH C TPeOOBAHUAMHU MeXIyHapoaHoro crannapra Pykosogerso ICO 34 kak komme-

TeHTHBIH npousBogureab CO.
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MIOJIB3yeT Pe3yJIbTaThl, IOAyIEeHHbIE TOIHKO KBAJH-
duruporanubivu  maboparopusvu. Kpurepusamu
oI oTOopa Takux J1abopaTopwil ciy:Kar HHQOp-
Marus 00 UX aKKPeIUTaIlWH, OIIbIT aHAM3a aHaJo-
TUYHBIX MAaTEPUAJIOB, a TAKKE «CTAK» UX YIACTHUI
B MCH. E:xeromso B yCTaHOBIEHHH ATTECTOBAHHOTO
(IpUIIHMCAHHOrO) 3HAYEHHs IPUHUMAET ydYacThe
oxoisio 80 naboparopuii, B TOM 4HciIe, JJa00OpaTOpun
BeIYIINX IPEAIPUATHI YepPHOH METAIyPTHH U Ma-
[IXHOCTPOUTEILHOI0 KoMILIeKca Poccnu, YKpauHsl,
Kazaxcrana, a taxxe ma6oparopuu Yexuu, [loms-
mwu, ['epmannn.

YcraHOBIEHHE AaTTECTOBAHHOTO (IIpHUIKCAH-
uoro) sHavenus 3A0 «MCO» ocymiecTBaser B coOT-
percteuu ¢ CTO 20872050.CMK.CK.09-2013 [6].
B ocuoBy anropurma 06paboTKM Pe3yNbTATOB IIO-
JmoskeHa KoHIenua xapakrepusanuu CO, 6asupy-
foIascd Ha COIJIACOBAHHOCTH Pe3yJIbTaTOB, KOTO-
Ppble ToIyYeHbl PA3HBIMU METOJIAMU B HE3aBUCHUMBIX
smabopaTopHsIX.

AnroputmM 06pabOTKYM pPE3yILTATOB BKIIOYAET
MPOBEPKY CTATHCTHYECKHUX BBIOPOCOB CpPETHHUX
pe3yIbTaTOB U3MEPEHUH C UCIIOIb30BAHUEM KpPHUTe-
pus I'pab6ca, a Takixe MPOBEPKY THUIOTE3 O HOP-
MaJIbHOM paclpefieleHuy CPeIHUuX pesybTATOB W3-
MepeHuii ¢ ucnoiab3zoBanueM Kpurtepud lllamupo —
Yunrka (W-Kputepus) U 0 paBeHCTBE 3HAYEHUA BbI-
OOPOYHOM AMCIEPCHH HOPMAIBHON COBOKYITHOCTH
cpenaux pesyabraroB MCH CO u HOpMHPOBAHHOTO
3HAYEHUA I[O0KA3aTeIs BOCIPOU3BOJUMOCTH C IIO-
MOIIBIO Y 2-KPUTEPH.

ITocme ycranoBmeHUs TMPUIHUCAHHOTO 3HAYEHUS
pesynbTarThl, IOJyYeHHbIE BCEMH YYACTHHKAMHU
MCH, onrennsaroT B coorBercTeuu ¢ 'OCT ISO/IEC
17043-2013. [Ina olleHUBaHUA XapPaKTEPUCTHUKU
dyurmuonuposanua mnaboparopuu HmHCTHUTYT ¥HC-
monb3yer Z-uHpmekc: Z = (x —X)/o, tne x — pe-
3yabTaT ydacTHUKA; X — IPHUIHNCAHHOE 3HAYEHUE;
0 — CTaHAapTHOE OTKJIOHEHWE JJIS OIEHKH KBaJIH-
uranun.

B xauecTtBe cTaHmZapTHOTO OTKJIOHEHWS MIJIS
orieHKU KBamugukauu WHCTUTYT HCHOAB3yeT HOP-
MUPOBAHHOE 3HAUEHHE I0KA3aTeNId BOCIPOH3BOIU-
MOCTH [JI XUMHUYECKUX U CIIEKTPATbHBIX METOIOB

amamusa B coorsercrsun ¢ 'OCT P 54569-2011 [7],
M 20-2010 [8].

Kaxmaa ma6oparopus-yuactHuk moiaydaer CBu-
nerenbcrBo 00 yuacruu B MCH ¢ mpuioxenueM,
COZIEPIKAIMM Pe3yJIbTAThI €€ YYaCTHs, a TaKkKe
otuer 1o pesyiabratam ydactus B MCH Bcex mabo-
paroputi.

Hudopmarius o KonrdecTBe 1a6opaTopuii, mpu-
uumapiux yadactue 8 MCU B 2012 — 2017 rr., mpu-
BezieHa B Tabu. 1.

Exeromno 3AO «MCO» my6aukyer mporpammy
IMPOBEPKH KBAIH(HUKAIINY JIA00PATOPHUHA ITOCPEICT-
BoM MCH Ha cBoeM catite (www.icrm-ekb.ru).

HNudopmarms o mposegennsix MCHU B 2012 -
2017 rr. mpexacrasiena B Tabiu. 2.

IIepeuenrs MCH, npoBemeHme KOTOPBIX TIPEIy-
cMoTpeHo mporpammos B 2018 r., mTipuBemeH B
Tabi. 3.

Cnemyer OTMETHTb, YTO B COOTBETCTBHH C
m. 5.9.1 TOCT UCO/MaK 17025-2009 [9] «mabopa-
TOPUS AOJIKHA PAcIoiaraTh IPOoLeypaMu yIrpaBie-
HUS KaueCTBOM C TeM, YTOObI KOHTPOJHUPOBATH JIOC-
TOBEPHOCTH IIPOBEIEHHBIX HCIIBITAHUA U KaIHOPOB-
KH .... JTOT KOHTPOJb ... MOKET BRJIIOYATH B ce0d ...:
b) ydactme B MexIab0paTOPHBIX CPABHUTEIBHBIX
HCIBITAHUAX WK IPOrPaMMaxX IPOBEPKH KBATH(H-
KaIuH ...», T.e. yuacrue taboparopuu B MCHU :xena-
TeJIbHO, HO Heobs3arenbHo. 3arem [Ipukasom Mun-
sronompasButus Poccun ot 07.09.2016 Ne 570 kpu-
TepUM AaKKpPeIuTaIuu JIa00paTOPUil  OTOIHUIIN

myHKTOM 23.11.1 — «Hajguyue miaHa ydacTHUd B
MeKIa00paATOPHBIX CIWYHUTEIbHBIX (CPABHUTED-
HbBIX) UCIIBITAHUSAX ...». B KoHIte 2016 r. 611 yTBEP-

JKIeHa MOMUTHEKA Pocakkpenuranuu B OTHOIIEHHUH
MIPOBEPKH KBATHU(PHUKAIIUN IIyTEM IPOBEIEHUSI MEXK-
n1ab0paTOPHBIX CAWYUTENIbHBIX (CPABHUTEIBHBIX)
HCIIBITAHHUIH, B COOTBETCTBHH C KOTOPOH «1aboparo-
pus moKHA He peske 1 pasa B TOI IPUHHUMATH y4ia-
crue B mporpammax MCH».

Bosmoixkmo, B cBs3u ¢ atum ¢ 2015 r. Habmogaer-
¢ POCT YMCiIa 3adBOK Ha ydacTWe B IIporpaMMax
MPOBEPKU KBATH(PUKAINH, ITOCTYIAOIINX OT aKKpe-
IATOBAHHBIX Jlaboparopuii (puc. 2).

Ta6auna 1. Konmwyecrso maboparopuii, npuaumasmux yaacrue 8 MCHU B 2012 — 2017 rr.

Ton
C
rpana 2012 2013 2014 2015 2016 201{1 (3?10 gg‘ggf;*)“m

Poccuiickaa Peneparua 59 75 72 67 90 96
Yxpauna 5 5 4 5

Pecniy6nuka Kasaxcran 3 6 6 5 6 5

oOPT — 1 — — 1 —
Yemckas Pecry6iuka — 8 — — — —
Pecny6auxa Ilonbina — 2 — — — 1
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Ta6mauua 2. ITepeuyens u obuiee Konmmuectso MCHU, poBegennbix B 2012 — 2017 rr.

T
Marepuan OK (dopma) e
2012 2013 2014 2015 2016 2017
1. Cranp yraepoaucras U HU3KOJIETHPOBaHHAS
IS XUMHUYECKOT0 aHanu3a (CTPyIKKa) 1 5 4 3
V11 CIEeKTPAJIbHOTO aHaIu3a (MOHOJIHUT) 15 — 1 2
2. Cranp nerupoBaHHAsA
IS XUMHUYECKOT0 aHanu3a (CTPyIKKa) 1 5 9 — 11
IJI CIIEKTPAILHOIO aHau3a (MOHOJIUT) — 4 8 1 8
3. Uyryn
IUIST XUMHIYECKOTO aHau3a (CTPYKKa) 16 — 2 6 4
[I7I1 CHEKTPAIBHOTO aHaIu3a (MOHOJIHUT) 11 5 — — 3
4. ®eppocIuiaBbl I XUMUIECKOT0 aHaIu3a (CTpyKKa) 5 3 1 1 1
5. CnnaBbl Ha HUKEJIEBOH, JKeJIe30HHKEIeBOH OCHOBE
IJIS XUMHUYECKOT0o aHanusa (CTPyIKKa) — — 2 — —
[UIST CHEeKTPAIbHOTO aHaIu3a (MOHOJIHUT) — — 2 — —
6. ChIpbe YepHOM U I[BETHOH METALyPTHUH: PYyIbl, KOHIIEHTPATHI,
arjoMeparsl, OKaThIIIN, KOKC — 2 1 2 2
7. Ulnakwu — 1 — 1 —
8. Orueynopsl — — — — — 1
Bcero OK 39 40 29 31 25 35
Ta6auma 3. IIporpamma MCH na 2018 1.
O6wvexr MCU ITudp obpasua dopwma obpasma OmpenenseMbie 3I€MEHThL Cpoxk nposepenns MCU
Crans yraepogucras HCO 7-146 Hunusapsr N, O Ampens 2017 -
ampens 2018
Cranp merupoBaHHas C51n Crpy:xka C, Si, Mn, Cr, Ni, S, B Cu Amnpens 2017 -
maii 2018
Yyryn nepenenbHbIH HCO UI's56 Crpy:kKa, MOHOJUT As, Sb Amnpens 2017 -
utoub 2018
HCO 4urs57 Crpy:xKa, MOHOJIUT P As Ampens 2017 -
utoub 2018
XpoMm MeTaIndecKuit HCO ®36/1 Tloporor Cr, Fe, Si, C, S, Al, Maix 2017 -
Cu, Ni, V,Ca, N asrycr 2018
Cranb rerupoBaHHas HCO 7-23 Crpyskka N Maii 2017 -
asryct 2018
Crains (penbcoBas) HCO YyT'126 CrpyskKa, MOHOJIUT C, Si, Mn, Cr, Ni, S, P, Hirons 2017 —
V, Cu, Al, Bi, Pb, N cenTsa6ps 2018
HCO yT'127 CrpyskKa, MOHOJIUT C, Si, Mn, Cr, Ni, S, P, Ti, Hirons 2017 —
V, Cu, AL, Bi, Pb, N cenTsa6ps 2018
HCO yT'128 CrpyskKa, MOHOJIUT C, Si, Mn, Cr, Ni, S, Hirons 2017 —
BV, Cu, AN cenTsa6pn 2018
HCO ¥yT'129 Crpy:xKa, MOHOIHUT G, S, Al Hirons 2017 —
cenTsa6ps 2018
Konnenrpar :xeme3opyaHbIi Plg ITopomioxk Feys,, FeO, Si0,, CaO, Asrycr 2017 —
MgO, Al,O,, S, P oKTsA6ps 2018
Illnak craneniaBuIbHBIA 4y Ilopomiox Si0,, CaO, MgO, Al,Os, Centsi6pn 2017 —
MnO, Feq,,, FeO, TiO,, S, P HOs10pb 2018
Crains yraepogucras HCO ¥T'130 Crpy:kxKa, MOHOJHUT C, Si, Mn, Cr, Ni, S, B, Cu, As OxTs6pb 2017 —
nmexabps 2018
Cranb merupoBaHHas HCO ¥yT'131 CrpyskKa, MOHOJIUT C, Si, Mn, Cr, Ni, S, B Cu, N OxTs16pb 2017 —
nexabpn 2018
Crainn yraepogucrast HCO yT'132 CrpyskKa, MOHOJIUT C,Si, Mn, Cr, Ni, S, B, Cu, N Hos6ps 2017 -
suBapb 2019
Bponsa amromunnesas HCO BP1 CrpyskKa, MOHOJIUT Al, Fe, Mn, Ni, Si, Sn, Pb, Zn, P Ierabpp 2017 —
despainb 2019
HCO BP2 CrpyskKa, MOHOJIUT Al, Fe, Mn, Ni, Si, Sn, Iexabpp 2017 —

Pb, Zn, As, Sb, P

despanb 2019
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HNCCJIEJOBAHUE TOYHOCTHU CIIERKTPAJIBHOI'O OIIPEAEJIEHUSA
AJIIOMMHUA U HUREJISA B CTAJIN 110 PESYJIBTATAM MCH

© dama HuccomosHa Koraapescrkasa, Upuna 'emnagreBaa Komuna,

Enena Ann6eproBHa JlaménoBa

3AO «MucTuTyT cTaHIApPTHBIX 00pasIoB», I. Exarepunbypr, Poccus; e-mail: metrolog@icrm-ekb.ru

Cmamuvs nocmynuaa 29 agzycma 2017 e.

Paccmorpens! pesysbraThl OLIEHKH TOYHOCTH CIIEKTPATIBHOIO AHAJIN3A CTATH II0 AaHHBIM
MexIaboparopubix camuuTenbHbx ucnbiranwii (MCH), npoBoguvbix 3AO «MCO» B memsax
aTTecTaI[ul CTAHJAPTHHIX 00PAsI0B U MPOBEPKH KBaIu(uKanuy taboparopuii. [IpuBenenst
JAaHHbBIE TI0 UCCIETOBAHUIO COIJIACOBAHHOCTH PE3y/IbTATOB CIIEKTPAIBHOTO aHAIN3A C PE3YIIb-
TaTaM#, IOJyYEHHBIMHA XAMHUYECKHMM METOIAMW, W UX COIOCTABIIEHHI C AHATIOTHIHBIMHI
nmauubivu MCHU szapy6eskubix CO.

KmroueBnle cioBa: Mmexnaboparopubie ciauuntenbHble ucnbrranus (MCH); crammapt-
were obpasmbl (CO); cpemuersamparmyeckoe orinonerue (CKO); koHmeHTparmoHHbIE
3aBUCHMOCTH.

STUDY OF THE ACCURACY OF SPECTRAL ANALYSIS
IN DETERMINATION OF ALUMINUM AND NICKEL IN STEEL
BY THE RESULTS OF INTER-LABORATORY COMPARATIVE TESTS

© Ella N. Kotlyarevskaya, Irina G. Comina, and Elena A. Lashchenova

The Institute for Certified Reference Materials, Yekaterinburg, Russia; e-mail: metrolog@icrm-ekb.ru

Submitted August 29, 2017.

The results of estimating the accuracy of spectral analysis of steel according to inter-laboratory com-
parative tests (ICT) conducted by JSC “ISO” to attest standard samples and examine qualification of
the laboratories are considered. Data on the consistency of the results of spectral analysis and data of
chemical methods and their comparison with analogous data of ICT of foreign standard samples are
also presented.

Keywords: inter-laboratory comparative tests (ICT); standard samples (SS); root-mean-square devia-

tion (RMSD); concentration dependencies.

B mocnemmue rombl 1abopaTOpUH MeETAJIypryde-
CKUX TPEANPUITHH aKTHBHO MEPEeXOJAT OT KIIACCH-
YEeCKUX XUMHUYECKHUX K CIeKTPAIhHBIM METOAaM aHa-
r3a, 00eCIIeYNBAONINM SKCIIPECCHOCTh U BBICOKYIO
MPOU3BOAUTENHHOCTD.  McObITaTeNbHBIA  IEHTDP
HucTuTyTa OCHAINEH COBPEMEHHBIM CIIEKTPAIBHBIM
000pys0oBaHUEM — ONTHYECKUMH OMHUCCHOHHBI-
mu coerkrpomerpamu SPECTROLAB M11 u Q8
MAGELLAN, B KOHCTPYKIIMH KOTOPBIX YYTEHBI BCE
HOBeHIre paspaboTKu. ITO MO3BOJISIET OMPEIENIITh
KOHTPOJIHPYeMble KOMIIOHEHTHI METAJJIOB B IIHPO-
KOM JHana3oHe COeP:KaHmH.

CoBpeMeHHbIE CHEKTPATbHBIE METOIBI HAPALY
C TPAAWIIHOHHBIMM XUMUYECKUMU IIPUMEHIIOT IS
arTecTanuy CTAHAAPTHLIX 00pasIloB KAK B HAIIEH
CTpaHe, Tak U 3a pyOemxoM. Takas mpakTUKa MIPUHI-
ta u B 3A0 «MCO» mpu arrecrantuu CO marepua-
JIOB METAJIIyPTUYeCKOTO MIPOW3BOJICTBA U YCTAHOB-
JICHUY TPUIHUCAHHBIX 3HAYEHUH 00pasIioB A/ KOH-

TPOJIA, IPUMEHAEMBIX B IeJISIX MPOBEPKU KBAIU(U-
Kaluu J1abopaTopuil B paMKax MeKIab0opaToOpPHBIX
cpaBuuTeNbHBIX ucnbiTanui (MCH).

O0beM HAKOIIEHHOM WH(OPMAIIMKM IT03BOJIKII
OLIEHUTb TOYHOCTh PE3yJIbTATOB CIEKTPATHLHOTO
ananusa cranu no ganaskiM MCU, uccnemoBath ux
COTJIACOBAHHOCTh C pEe3yJIbTATaMH, MOAYyIEeHHBIMU
XUMUYECKUMHU METOAaMH, a TAKKe COTIOCTABUTH HX C
anamornyubivu ganabiMa MCH sapy6esxuansix CO.

Il OLeHKM TOYHOCTH PEe3yIhTATOB HMUCCHOH-
HOTO CIIEKTPATIBHOTO M PEHTTEHOMIyOPECIIEHTHOTO
aHanusa ucmoab3oBantu pesynbrarel MCHU, mpose-
neHHbIXx SAO «MMCO» B mensax arrecTralnydy CTaH-
IAPTHBIX 00pA3II0B YIIEPOAUCTHIX U JIETHPOBAHHBIX
crameir UCO ¥YI'120 - UCO ¥YI'124, UCO YTOx —
HCO ¥I'9x, UCO ¥T'108 - UCO ¥T114, HICO
¥I'115 - UCO ¥T'119 u UCO JIT'65. B rammgom sxrc-
mepuMeHTe yuactBoBaso oT 10 mo 20 mabopartopuii.
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Puc. 1. Kouuenrparnuonsusie 3asucumoct CKO Bocmpons-
BOAUMOCTH PEe3yJabTaTOB OIIpEeNe/IeHUusa aJIIOMUHUS, II0JTydeH-
uble npu MCH u Hopmuposauusie 'OCT P 54569-2011

Oo6muit 06beM BBIOOPKH cocTaBmi 0Koio 600 cpex-
HUX Pe3yJIbTATOB aHAIN3A.

UccnemoBamu pesynbTaThl ONpeJieNeHUus Aaiio-
MUHHUA U HUKEIA B [AWaNa30oHaxX COAEPKAHUHU OT
0,005 mo 1 % u ot 0,005 1o 3 % coOTBETCTBEHHO.

IIpu o6paboTke SKCIIEPUMEHTATHHBIX AAHHBIX
ObLIH TOJIy4YeHBI BHIOOPOYHBIE OIEHKH CPEIHEKBAJ-
paruueckoro orknonenus (CKO) Bocrpoussommmo-
CTH CIIEKTPAJIbHBIX MeTOq0B aHamusa (Sp.) u ycra-
HOBJIEHBI WX KOHI[EHTPAIMOHHBIE 32BUCUMOCTHU
(puc. 1, 2). Ha sTux xe pHCyHKaX IIpeACTABIEHBI
KOHIIEHTPAIMOHHBIE 3aBUCUMOCTH HOPMHUPOBAHHBIX
suavenuit CKO BocrpousBoguMoCTH IJIsT XMMUYeE-
CKuX (0p,) ¥ CHEKTPAIbHBIX (0p,) METOIOB aHAJIN3A,
permamenTupoBanubix ['OCT P 54569-2011 [3].

U3 puc. 1 u 2 BUAHO, YTO MOJIyYEHHbIE OIEHKH
CKO He mnpeBplnaoT HOPMHPOBAHHBIX KaK I
CHEKTPANbHBIX, TAK W [JI1 XWUMHYECKMX METO/OB
aHaIu3a.

Il comocTaBiieHus MOMYYEHHBIX Pe3yIbTAaTOB
C aHAJIIOTUYHBIMH 3aPYyOEIKHBIMU JAHHBIMU OI[EHUIN
TOYHOCTH CITEKTPAJILHOTO AHAJIW3A II0 Pe3ysbTa-
tam sapyOexubix MCH, mpoeemenmbix Brammer
Standard Company, Inc. g arrecramuu CO, a Tak-
ske MCHU, opranuszoBannbix kommauweir Ing. Iva
Bogumeska-SPL (Uexus) B pamMKax 4emicKoH IIpo-
rpaMMbl TIPOBEPKM KBAINU(DHUKAIIUK JIa00paTOpUii
(mox pyxoBoxctBoM Yerrickoro MucTuTyTa AKKpeau-
Tamuu) [10 — 15].

B kaxxmom sKcneprMeHTe y4acTBOBAIO OT 15 1o
30 naboparopuii. Q0K 00beM BHIOOPKH COCTABUII
okoJio 600 cpegHUX pe3yIbTAaTOB aHATNU3A.

Ilonyuenunsrie BoIOOpOuHBIE OreHKM CKO BOC-
HPOU3BOAUMOCTH  (Sp sapysens) M HX KOHIEHTPA-
IMOHHBIE 3aBUCHUMOCTH, KOTOPBIE COIOCTABJIECHBI
¢ ycraHoBieHHbIMH 10 pesyiabratam MCH, mpose-
neuabix 3AO «MCO», mpuBemenb! Ha puc. 3.

Pucynox 3 pmeMoHCTpHMpyeT YIOBIETBOPHUTEID-
HYI0 COTJIACOBAHHOCTH OIIEHOK CIIy4aHHOM cOCTaB-
JIAIOIIEH HOTPeIIHOCTH CIIEKTPAIBHOTO aHaIn3a, yc-
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Puc. 2. Kounenrpauuonnsie 3asucumoctu CHO Bocmpous-
BOIMMOCTH Pe3yJbTaTOB OIpeIe/IeHUs HUKEJIA, IOJIyYeHHbIe
upu MCH u nopmuposauusie ['OCT P 54569-2011
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Puc. 3. Kouuenrparnuonusie 3asucumoct CKO Bocmpons-
BOJMIMOCTH PE3yJIbTATOB OIpPEIeIeHNs aIOMUHU (@) U HU-
gens (6), ycraHosieHHble mpu 3apyb6exusix MCHU u mpose-
nenHbIx SAO «MICO»

TAHOBJIEHHBIX MO JaHHBIM 3apybesxkubix MCU u
nposBegeHHbIXx 3AO «UCO».

ABTOpBI OLIEHWIU TPABUIHHOCTH CIIEKTPATb-
HOT'0 aHa/IM3a ¢ JOBEPUTEIbHON BepoATHOCTHIO 95 %
JUUIS CHCTEMATHUYIEeCKOU COCTaBJIAIONIEN TOTPEITHOCTH
MeToJia B COOTBETCTBUH C aJTOPUTMOM, OITMCAHHBIM
B 'OCT P UCO 5725-4-2002 [4]. B kauecTBe mpu-
HATOTO OIOPHOTO 3HAYEHWS BHIOPAHO ATTECTOBAH-
uoe suauenne CO.

Pesynbprarhl OllEHKM NpPaBUIBHOCTH, IIOJIyYeH-
uble o gauabiM MCH, nposemerarabiM SAO «MACO»,
MIOKa3ajIy, YTO CUCTeMaTHYecKad IMOTPeIIHOCTh 3Ha-
YyuMa TIPU OIpEeIeJeHWH HU3SKUX COAep:KaHUM
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Puc. 4. KOHTpOJILHaﬂ Kapra paCXO}I{I[eHI/If/‘I MexEAy CpeJHUMU pedyabTaTaMU CIIEKTPAJIbHOI'0 U XUMHUYECKOI'0 OIIpeeJIeHus ajro-

MuHuA (o) 1 HuKens (6)

(~0,006 %) amtomunHuA B AByX U3 26 IpoaHaTH3U-
poBauubix CO, Hurena — B yerwsipex us 27 CO.
Bo Bcex BBISBIEHHBIX CIydasx 3HAYMMOH CHCTEMa-
THYECKOH TOTPEITHOCTA ATTeCTOBAHHBbIE 3HAYEHUS
CO 6puTH TIOIy4eHbI METOOM CPABHEHUS C HUCIIONIb-
30BaHMEM XMMHWYECKHMX METOJ0B aHAIM3A.
3apy0Oe:KHble JAHHbLIE IIOATBEPIMINA BO3MOMK-
HOCTH CHCTEMaTHYECKOTO CIBHIa B pe3yiabTrarax

CIEKTPAIBHOTO OIpefeseHnsa HU3KUX CONEPIKaHNN
AMIOMUHWS ¥ He TOATBEPAWIM €ro HajJuduWe B pe-
3yJbTATaX OIpeneIeHNd HUKeI.

Ilanee wmccrnemoBamy COTIACOBAHHOCTD CPEIHUX
Pe3yIbTaTOB XUMHUYIECKOTO U CIIEKTPATHLHOTO aHAIHU-
3a, moinydenHbix mpu MCHU, mposemenubix 3AQO
«CO». l151 9TOTO TTOCTPOMIN KOHTPOJIbHBIE KAPThI
PacXOKIeHUH MEKIy CpefHHMH pe3yibTaTaMu
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CIEKTPAIbHOTO W XUMUYECKOTO OIPEIeeHHsI ajio-
MUHHA U HUKesa (puc. 4).

ITpu mocTpoeHny KOHTPOJIBHBIX KAPT IOIyCKae-
Mble TPAHHUIBI ITOTPEIITHOCTH OBbLIN OIpPEeIeTeHbI
CIIeAyIoNIAM 06pa3oM:

-X
1,965 —— e <+1,96,
ORe ORx
Nr{pm{ Nr{an.x
N, N,
— 1 Jrre e S— 1 mpuH__
X = X, X, = X.
N 1 X N 1294
npuH =1 npuH.X =1

e X;, X;, — pesyIbTaThl CIeKTPATLHOTO B XHMHYe-
CKOTO aHajInW3a COOTBETCTBEHHO, IMOJyJYEeHHBbIE I-U
nabopatopuedt; Ny, Nipun YHUCIO IIPHUHA-
TBIX CPEIHHUX PEe3yJbTATOB, IIOJIyYEHHBIX METO-
JaMH XUMHUYECKOTO U CIEKTPAJIHHOTO aHaIu3a
COOTBETCTBEHHO.

AHnanmus KOHTPOJBHBIX KapT (cM. puc. 4) mo-
Kasajl, 4T0 W3 PACCMOTPEHHOTO MACCHUBA JAAHHBIX
(25 u 27 map cpegHHX Pe3yJIbTATOB OIPeneIeHHUs
QTIOMUHUS W HUKEJId COOTBETCTBEHHO) 24 Tmaphl
cpeqHuX pe3yabTaroB mius amomuuus (96 %) u 27
nap asa Hukeas (100 %) orBedaioT yCIOBHUAM COTJIA-
COBAHHOCTH.

PaccmoTpenne pacxoxgeHUN MEXAY CpPeIHUMU
pesyibTaTaMu XUMUIECKOTO U CIIEKTPAIBHOTO OIpe-
JIeJeHus aTIOMUHUA W HUKeJId II0 JaHHBIM 3apy-
oe:xupix MCH Takike IIOATBEPAHIO HMX COIJIACO-
BaHHOCTb.

Takum o0pasoM, MPOBEIEHHBIE KCCIETOBAHUI
OTEYECTBEHHBIX W 3apyOeKHBIX JAHHBIX ITOKA3AIU
11eJ1eCO00PABHOCTh HCITOJIB30BAHUS CIIEKTPAIbHBIX
METOIOB aHA/IV3a VI ATTECTAIUHA CTAHJAPTHBIX 00-
pasioB craje.

Y IOBIETBOPUTENbHAA  COIVIACOBAHHOCTH  pe-
3yJIbTATOB CIIEKTPATBLHOTO ¥ XMMHUYECKOTO aHaIn3a
MM03BOJISIET OOBEAWHATh UX MPH YCTAHOBIEHUU aT-
TECTOBAHHBIX COEPIKAHWI AQTIOMUHUA W HUKEJT
B CO.

Opmako ciemyeT OTMETUTBH, UYTO C yIETOM BO3-
MOKHOTO TIOABJIEHHUA CHCTEMATHYECKOTO CABUTA
B pesyJbTaTax CIeKTPAIBHOTO OMPEIeIeHI MAIbIX
COZIeP:KaHU BJIEeMEHTOB (HAa YPOBHE THICAYHBIX
IOJIeH TPOIleHTa) [JIA IIOJNIy4YeHUS [JOCTOBEPHBIX
pes3yn1bTaTOB HEOOXOTUMO JOCTATOUHOE KOJIHUIECTBO
CTaHAAPTHBIX 00PA3I[0B C ATTECTOBAHHBIMHU COZIED-
JKAHUSIMU COOTBETCTBYIOIIHX DIIEMEHTOB. JTO obec-
MIEYUT BO3MOJKHOCTH YTOYHEHHUA TIPaLyUPOBOUHOM
3aBHCHMOCTH M KOHTPOJII TOYHOCTH PE3YIbTATOB
aHAIM3a B 9TOM [HUAIla30HEe COIePIKAHU.

B mHacrosiiee BpemMa onpenenaTh TaKHue HU3KWE
CoZiep:KaHusA aTIOMUHUA HEOOXOIUMO, B YACTHOCTH,
IIpU aHajJIu3€e pPeIbCOBOM CTAlW: B COOTBETCTBUU
¢ 'OCT P 51685-2013 [1] ¢ mocTaTo4YHOM HOCTOBED-

HOCTBI0O HEOOXOIUMO OIIPeIeIATh THICAYHBIE IOJIH
nporenra amiomunua (memee 0,004 %). B cBasu
¢ stuM HHCTUTYT HpHCTYyIHMI K paspadOTKe KOM-
miekra CO penbcosoii cranu MCO ¥I'126 — UCO
¥T'129, B KOTOPOM ILTAHUPYETCSA aTTECTOBATH COlep-
skamue amoMuaud B guamnasone 0,001 — 0,008 %.
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PASPABOTKA HOBBIX ROMIIVIEKTOB CTAHJIAPTHBIX OBPA3ITIOB
CTAJIEM JIJISI CHIEKTPAJIBHOT'O AHAJIM3A
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HucruryToMm cTaHaapTHBIX 06pasIioB BhIILYIEHBI KOMILIEKTHI CTAHIAPTHHIX 00PasIlOB yTBEpP-
skpennoro tumna (I'CO) myist CrieKTpaIbHOTO aHAIN3a HEPKABEIOIUX CTAIEH U CIIABOB HA JKe-
nesouukeneso ocaose CO JIT'70 - CO JII'75 (I"CO 1056-2017), UCO JII'76 — 1CO JIT'82
(I"CO 10744-2016), yrnepoaucrbix u Huskomerunpopanubx craieit 1CO YT'0a-UCO YI'9a.
ITokazaHa BO3MOMKHOCTH TTPHUMEHEHMs STHX KOMILUIEKTOB JJIS TPAJYyMPOBKHA ATOMHO-3MUC-
CHOHHBIX ¥ PEHTTeHO(IYyOPECIIEHTHBIX CIIEKTPOMETPOB U KOHTPOJISI TOYHOCTH PE3yJIbLTATOB
aHanu3a. BBIIOIHEH SKCIEPUMEHT II0 HCCIENOBAHUIO COTJIACOBAHHOCTH IAHHBIX KOM-
IJIEKTOB ¢ 00pasiiaMy MPeIbIAYIIHX BBIIYCKOB W aHAJOTMIHBIME 00pasnaMu 3apy0eskHOro
IIPOM3BOJICTBA.

KiroueBnlIe cIoBa: IpoCieKUBaEMOCTh; KATHOPOBKA (TpagyHpoBKa); CTaHAapTHLIE 06pas-
IIbI; KOMILIEKTHI CTAaHIAPTHBIX 00PA3II0B YTBEPKIEHHOTO TUIIA; CTAIb; ATOMHO-3MUACCHOHHBIA
¥ PEHTTeHO(IIyOPECIIEHTHBIN CIEKTPATIbHBINA aHAJINS.

ELABORATION OF THE NEW SETS OF CERTIFIED REFERENCE MATERIALS

OF STEELS FOR SPECTROMETRY

© Mariya V. Tretiakova, Tatiana I. Ignatenko,
Elena A. Lashchenova, and Alevtina G. Trofimova

The Institute for Certified Reference Materials (ICRM), Yekaterinburg, Russia; e-mail: spectral@icrm-ekb.ru
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A number of new sets of certified reference materials were produced by the Institute for Certified Ref-
erence Materials (ICRM) for spectral analysis of stainless steels and iron-nickel alloys (LG70 - LG75
and LG76 — ISO LG82) and non-alloyed and low-alloyed steels (UGOI — ISO UG9I). These sets of certi-
fied reference materials may be used for calibration and accuracy control in x-ray fluorescence and
atomic-emission spectrometry. An experiment was carried out to study the consistency of the data ob-
tained with the new sets and those previously released by ICRM and foreign manufacturers of certified
reference materials.

Keywords: traceability, calibration; certified reference materials; sets of certified reference materials;
steel, atomic emission spectrometry; X-ray fluorescence spectrometry.

OgHUM U3 OCHOBHBIX TpPeOOBAHWH, IPENbABIIE-
MBIX K aKKpPeJUuTOBaHHBbIM JIaGOpaTOpI/IHM B CHCTe-
Me MEHEeIKMEHTA KA4ecTBa, periaMeHTHPYeMOn
HUCO/MSK 17025 [1], saBasercsi MeTpPOJIOTHIeE-
CKas IIPOCIEKUBAEMOCTh PE3yILTATOB H3MEPEHHUM.
IIpocnexnBaeMoCTh U3MEPEHHIH — 3TO «CBOUCTBO
pesyJabraTa u3MepeHUs, B COOTBETCTBUU C KOTOPHIM
pesyabTaT MOXeT ObITh COOTHECEeH C OCHOBOM JIJIf
CpaBHEHHS Yepe3 MOKYMEHTHPOBAHHYI HEIpepbhIB-
HYI0 IIellb KaJTHOPOBOK, KAMIAA U3 KOTOPBIX BHO-
CHUT BEKJIAJ B HEOMIpPeNeIeHHOCTh H3MepeHwui» [2].
[IpumeHUTETBLHO K METOJAM XUMHUYIECKOTO aHAIN3A,
Korga KanubpoBKA HE MOMKeT ObITh BBIIOJHEHA
B equaunax CHU, oua mosmxHa obecrieduBaTh JOCTO-
BEPHOCTh W3MEPEHWH IIyTeM Iepefadd pasMepoB

@IUHHI[ OT COOTBETCTBYIOIUX STAJOHOB €IUHHUII
dusuuecknx Benmumua. UCO/MIK 17025 mpeny-
CMATPUBAaeT B TAKHUX CIyd4asX «HCIIOJIb30BAHUE
CTaHJapTHBIX O6p3.3]_IOB, IIpeagoCTaBJI€HHBIX KOM-
MTETEHTHLIM ITOCTABIIUKOM, 4YTOOBI IIOJIyYUTh Ha-
OeKHbIE 3HAYEHUA (PU3NYECKUX WIH XUMHYECKHUX
XapPaKTEePUCTHUK>.

B macroamee Bpema 3A0 «MCO» sasasercs
KPYIHEHIINM IIPOU3BOAUTEIEM CTAaHJAPTHBIX 00-
pasIioB MaTepuaioB 4YepHOoM Meramrypruu. OmHO
73 OCHOBHBIX HAIIPABICHHHU MEATEIHHOCTH HHCTH-
TyTa — BBIIMYCK KOMILIEKTOB CTAHAAPTHBIX 00pas-
OB JJIA CIEKTPAIBLHOTO aHANN3a, IO3BOJISIOIIUX
obecrieunBaTh Kak rpagynupoBKy (KAIHOPOBKY) CIIEK-
TPaTbHBLIX YCTAHOBOK, TAK W KOHTPOJIb IPABUILHO-
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CTH pe3yabraroB usmepenui ¢ momoinbio ['CO. Or-
IeIbHOH 3a7a4yeii, KOTOPYIO CTaBaT Iepes coboii co-
TPYIHUKHA WHCTUTYTA, ABJISETCA 00ecredyeHne moy-
YeHUd eINHOU IpaZyupOBOYHOM 3aBUCHMOCTH IIpU
KCIIOIb30BAHUY HOBBIX KOMILIEKTOB CTAHIAPTHBIX
00pasIoB HAPALY C yiKe BBIMyIeHHbIMHU, J[j1s1 9T0T0
B 1a00paTOPUM CIIEKTPAIBHOTO aHAIN3A MIPOBOIAT
CIIEIIUAJIFHBINA SKCIEPUMEHT II0 HCCIIeIOBAHUIO B3a-
VIMHOM COTJIACOBAHHOCTY HOBBIX U paHee BbIMMYIIEeH-
Hbix KoMmiuiekToB ['CO.

B 2015 r. UactuTyT crangapTHbIX 00pasiioB BbI-
nyctun asa kKomiuiekra I'CO HepskaBeomwux cra-
ey W CIIIaBOB Ha Keyne3oHHKeneBoi ocHoBe VICO
JII'70 — MUCO JII'75 u UCO JII'76 — UCO JII'82,
oxBarbiBawIux periaamentupyembrii ['OCT 5632
JUATIA30H OIPEeJIeIIeMbIX COJeP/KaHN SJIEMEHTOB B
cransax. MaccoBbie [0IM 37I€MEHTOB (B IIPOIIEHTAX),
aTTEeCTOBAHHBIE B YKA3aHHBIX KOMILJIEKTAX, IPHBE-
IeHsbl B Tabm. 1, 2.

Ilo cBoemy cocraBy nanHbIe 06pa3Ilbl OIU3KH K
BRINyIleHHOMY pamee kommuiekry ['CO JII'66 -
JI'64 (I'CO 8876-2007). OcobeHHOCTHI0 HOBBIX
KOMILJIEKTOB fIBJISIETC IIOJIHOE COOTBETCTBHE 00-
PasIoB OIpejeleHHbBIM MapKaM CTajJed U CILIABOB,
YTO ITO3BOJIAET WCIIOIB30BATH DTU KOMILIEKTHI KaK
71 TPAAyUPOBKU CIIEKTPOMETPOB, TAK U JJIA KOH-
TPOJIT TPABUIBHOCTH W3MEPEeHUU [pPH aHAIHU3e
cTajiell W CILUIABOB KOHKPETHBIX MAPOK: KOMILIEKT
HCO JII'70 — UCO JII'75 — nna amanmsa craiei
mapork 12X18HIT, 08X18H10T, 10X17H13M2T,
10X23H18, 36X18H25C2, 08X15H24B4TP, a rowm-
mrekr CO JII'76 — UCO JII'82 — pna amamusa
cramesi  mapoxk  45X14H14B2M, 09X16H4B,
31X19H9MBBT, 20X25H20C2, 10X11H23T3MP
M  CIJIABOB  HA  JKEJIE30HUKENIEBOM  OCHOBE

12XH35BT, 06XH28M/T.

IIpu moaroTOBKE KOMILIEKTOB K BBIILYCKy B SAQ
«MCO» 6bLT IIPOBEEH CHEITNAIbHBIN SKCIEPUMEHT,
MTO3BOJIAIOIUHA OIEHUTH, BO-TIEPBBIX, BO3MOKHOCTD
MOJIyYEeHHsT MOHOTOHHBIX 3aBHCHMOCTEH MpPH Tpa-
IyUPOBKE CITEKTPOMETPOB € HUCIIOIb30BaHUEM 00pas-
mos MCO JIT'70 - I1CO JIT'75 u UCO JIT'76 — UCO
JII'82 wu, BO-BTOpBIX, COTIACOBAHHOCTH HTHUX KOM-
IUIEKTOB C paHee BBIOYI[EHHBIM KOMILIEKTOM
JIT'56 — JIT'64.

HccnemoBanme MTpPOBOAWIN C KCIONB30BAHHEM
amuccuonuoro cruegrpomerpa SPECTROLAB M11
(SPECTRO, I'epmanusi) u peHTT€HOBCKOI0 CIIEKTPO-
merpa CPM-25 (Hayunpu6op, Poccus).

Ha pmc. 1 mpepacraBieHbl MOCTPOEHHBIE C WC-
MMOJIb30BAHMEM HOBBIX KOMILJIEKTOB M PaHEe BHIILY-
muterHoro Komiuiekra JII'56 — JI['64 rpamyupoBod-
HBIE€ 3aBUCUMOCTH JJISI AaTOMHO-OMHUCCHOHHOTO OITpe-
JeJIeHus yIiiepoa U HUKEeA C MOMOIIBI0 CIIEKTPO-
merpa SPECTROLAB M11, a ma pwuc. 2 — mia
PeHTTreHO(IyOPECIIEHTHOTO OIIPEeIeIEHU HUKENII U
Maprasfiia ¢ momoinbio crexkrpomerpa CPM-25.

Kpome Toro, uccrnemoBamyu Bo3MOKHOCTH COBMe-
cTHOTO TpuMeHeHHus oOpasnoB komruiekToB ['CO,
BoimyieHHbIX SAQO «MCO», u 06pasiioB 3apyOe:KiHo-
T0 MPOM3BOJICTBA, B YacTHOCTH, Komiuiekta NCS HS
21702-1 — NCS HS 21702-6 (Kurait). Ha puc. 3
MIPUBEEHBI OJIyJeHHbIE C IPUMEHEeHNEeM KOMILIEK-
toB UCO JIT'70 - UCO JII'75, UCO JII'76 — UCO
JII'82 u NCS HS 21702-1 — NCS HS 21702-6 rpa-
IyUPOBOYHBIE 3aBUCHMOCTH JJII ATOMHO-3MUCCUOH-
HOTO OIIpeeJIeHus YIIepoaa U HUKEJS ¢ MOMOIIbIO
crexrpomerpa SPECTROLAB M11.

Takum obpasom, 6aaromaps coOBpeMeHHOMY 0060-
PYIOBAaHHUIO ¥ IPOTPAMMHOMY O00€CIIeYeHUI0, KOTO-
poe T03BOJIAET YYUTHIBATh B3AUMHbBIE BIUSHUS DIIe-
MEHTOB B 06pasiiax, MOMKHO YCIIEIITHO aHAJIU3UPO-

Ta6auma 1. ArrecroBaHHble 3HAYEHUS MAaCCOBOM 10 3ineMeHToB (%) B kommierxre MCO JII'70 — UCO JII'75
Huperc CO C Si Mn Cr Ni w Mo Ti Cu Al Co S P N

HCOJIT'70 0,042 0,382 0,834 17,10 9,17 0,0053 0,096 0,305 0,062 0,029 0,209 0,0020 0,042 0,0134
UCOJIT71 0,064 0,602 1,33 17,63 10,40 0,048 0,161 0,473 0,204 0,072 0,188 0,0072 0,032  —
UCOJI'72 0,072 0,334 1,32 16,36 124 0,077 2,07 057 0,306 0,089 0,090 0,0050 — 0,0073
HWCOJIT73 0,098 0570 1,26 22,60 17,74 0,018 0,061 0,0022 0,140 — 0,247 0,0073 0,019 0,0319

ucoJir74 0,373 249 0962 1830 23,66 0,062 0,104 0,030 0,093 0,035 0,031 0,0049 0,024 0,030
HCOJII'75 0,027 0,298 0,728 14,80 24,5 4,14 0,052 1,76 0,029 0,113 0,019 0,0026 0,0046 0,0044

Tab6auma 2. ArrecToBaHHBIE 3HAYEHHUA MAaCCOBOM 10U 3i1eMeHTOB (%) B kommiaekre MICO JII'76 — UCO JIT'82

Wunexe CO C Si Mn Cr Ni W Mo Ti Vv Cu Al Nb S P N
HUCO JI'76 0,445 0,455 0,342 13,77 13,39 2,38 0,263 0,020 0,041 0,098 0,034 — 0,0076 0,021 0,031
ucoJar77 o,101 0,44 0,34 1567 4,32 0,006 0,020 — 0,022 0,116 — 0,109 0,0021 0,0149 0,054
nucoJri78 0,074 058 1,60 14,71 354 3,16 0,061 1,31 0,020 0,053 0,15 0,004 0,0017 0,017 0,0062
nucoJr79 0,313 0,703 1,28 19,23 8,72 1,16 1,18 — 0,049 0,065 0,059 0,47 0,0036 0,017 —
HCO JIT80 0,097 2,15 0,709 24,7 19,38 0,029 0,086 0,015 0,032 0,166 0,025 — 0,0029 0,025 0,064
ncoJrsir 0,104 0,231 0,29 11,51 225 0,012 1,22 293 0,040 0,088 0,409 0,004 0,0014 0,0121 —
nCcoJrs2 0,056 0,69 0,308 232 273 0,116 2,95 0,85 0,060 2,89 0,076 0,037 0,0027 0,023 0,0076
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Puc. 2. I'pagynpoBouHbIe 3aBUCUMOCTH A1 PEHTTEHOMIIYO-

PeCLIeHTHOTO ompeaeneHus HUKes (o) u maprauna (6), moiry-
4JeHHbIE C UCI0JIb30BanueM crexrpomerpa CPM-25

IOM aTOMHO-DMHUCCHOHHOM CIIEKTPOMETPUH, TaK U
METOZIOM PEHTTeHO(IYOPECIIEHTHOTO aHAIN3A.

B 2017 r. HucruryT craHmapTHBIX 06pasIoB
wraHupyet BoIinyck Komimiekra CO yriepogucTbix u

Tao6auma 3. ArrecroBaHHbBIE 3HAYEHUA MAaCCOBOM 10U 37aeMeHTOB (%) B kommiaekre MCO ¥T'0x — MCO YI'9a

Wunexc CO C Si Mn Cr Ni w Mo Ti A\
¥YT'0n 1,161 0,233 0,196 0,163 0,114 0,0032 0,0115 0,004 0,0035
YI'ln 0,607 1,74 0,667 0,108 0,08 — 0,0067 0,0047 —
¥YI'2n 0,0203 0,075 0,0238 0,0205 0,0045 — — — —
yT'3n 0,30 0,406 0,906 1,538 0,132 0,175 0,220 0,153 0,064
¥T'4n 0,212 0,285 0,593 1,211 0,173 0,0092 0,872 0,034 0,776
¥YT'5n 0,445 0,292 0,638 0,912 1,40 0,049 0,269 — 0,148
YTI'6n 0,091 0,965 0,691 0,757 0,640 — 0,0082 — 0,0075
YI'n 0,164 0,387 0,293 1,307 2,09 0,385 0,298 0,202 0,208
YT'8x 0,728 0,307 1,97 1,736 0,291 0,70 0,624 — 0,181
¥YT'9n 0,943 0,312 0,895 0,985 0,354 1,31 0,094 0,0104 0,048
Hnunerc CO Cu Al Nb Co S P Sn N

YT'0n 0,134 0,0086 — 0,0109 0,0078 0,0054 0,0051 0,0055

YT'ln 0,155 0,0319 — 0,0195 0,0111 0,0098 0,0035 0,0100

¥YI'2n 0,0120 0,0340 — — 0,0031 0,0029 — 0,0067

¥YT'3n 0,187 0,89 — 0,072 0,0032 0,056 — 0,0217

YTdn 0,074 0,0315 0,071 0,0108 0,0069 0,0244 — 0,0204

YI'b5n 0,146 — — 0,0195 0,0037 0,0099 0,0047 0,0119

YT'6n 0,449 0,0107 — 0,0392 0,0224 0,0276 — 0,0083

YI'in 0,468 0,276 — 0,291 0,0062 0,0045 — 0,0137

¥YT'8n 0,160 0,0103 — — 0,002 0,0362 0,0058 0,0138

YT'9n 0,163 0,039 — — 0,0085 0,0265 0,0064 0,0119
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Puc. 3. I'pagynpoBounble 3aBUCUMOCTH IJIs ATOMHO-IMHC-
CHOHHOTO oIpezesienus yriaepona (a) u Hukess (6), IoIydeH-
HbIe ¢ ucnoab3oBanuem cruekrpomerpa SPECTROLAB M11
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Puc. 4. I'pangynpoBouHble 3aBHCHMOCTH I ATOMHO-3MHC-
CHOHHOTO OIIpefieNieHus yriepoa (a) u xpoma (6), moiydeH-
HBIE ¢ ucnonb3oBanueM crekrpomerpa Q8 MAGELLAN

uuskroserunposauubix crameir MCO YI'0n — HCO
YT'911, oxBaTHIBAMOIIETO AUATIA30HBI OMPEIEIIeMbIX
comep:xanuit 17 amemenTos (Tabdi. 3).
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Puc. 5. I'pagyupoBounbie 3aBUCUMOCTH [JI PEHTTEHO(IIYO-
PeCIIeHTHOTO oIpesiesienus xpoMa (a) u Hukes (0), MoJIydeH-
HbIE C UCIIOIb30BaHueM crekrpomerpa CPM-25

CranpapTable 00pasibl JAHHOTO KOMILIEKTa
MpeTHA3SHAYEHbI IS IPafyHPOBKH ATOMHO-3MHCCH-
OHHBIX U PEHTTEHOBCKUX CIIEKTPOMETPOB U KOHTPO-
JI1 TOYHOCTH Pe3yJIbTATOB M3MEpPEHUH, BBIMOIHsIE-
mbix B coorBercTBuu ¢ ['OCT 54153-2010 u I'OCT
28033-89.

ITo cBOoeMy cocraBy maHHBIE 00pa3IlbI TOBTOPS-
0T KOMIUIeKTHI cepun ¥YI'0 — YI'9, BhImyckaemble
uHCTUTYTOM B Teuenue 6omee 40 ner [3]. OcoberHo-
CTHI0 HOBOTO KOMILJIEKTA SBIIAETCS IIOJIHOE COOTBET-
cTBHE O00Opa3IOB OIpEefeNeHHbIM MapKaM Ccrajed,
YTO T03BOJIIET HWCIIONIB30BATh KOMIUIEKT Kak [
IrPafyHPOBKN CHEKTPANBHBIX YCTAHOBOK, TaK U IS
KOHTPOJIA TPABUIBHOCTH W3MEPEHUH MPU aHaIn3e
crajell KOHKPEeTHBIX MapokK.

Jl1s1 OTIeHKY BO3MOKHOCTH TOJIYYEHU MOHOTOH-
HBIX 3aBHUCHMOCTEN TIPU TPAAyHPOBKE CIEKTPATh-
HBIX YCTAHOBOK C mcmojb3oBanuem obpasmos MCO
YT'0x — MCO ¥I'91, a Takmke COOTBETCTBHUS ITOIO
KoMIuieKkTa panee BbimyienHomy HMCO YI'0x -
HCO ¥yI'9x (I'CO 10504-2014) yxaszaHHBIE KOM-
IUIEKTHI IPOAHATHU3UPOBAIA C HCIOIb30BAHUEM
amMucCcHOHHOTO crmekrpomerpa Q8 MAGELLAN
(Bruker, I'epmanusda) u peHTTEHOBCKOTO CIIEKTPO-
merpa CPM-25. Jl;1s1 onpenesieHus Beex 2J€MEHTOB,
aTTeCTOBAHHBLIX B JAHHBIX KOMILIEKTAX, MONYYEHBI
eIUHbIE TPAJyHPOBOYHBLIE 3aBHCHMOCTH: HA pucC. 4
IPUBEEHBI TPAAYHPOBOYHBIE 3aBHUCHUMOCTH IS
aTOMHO-3MHUCCHOHHOTO OIpeJeIeHus yriepoia u
XpoMa C HCIOJIb30BaHWEM creKTpomerpa Q8
MAGELLAN, a ua puc. 5 — g5 pearrenodyopec-
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Puc. 6. 'pagyupoBouHble 3aBUCHMOCTH JISI ATOMHO-DMUC-

CHOHHOTO OIpejeneHus yriepoaa (a) u mapraumna (6), moiy-

yeHHble ¢ ucnoiab3oBanueM crexrpomerpa SPECTROLAB
M11

IIEHTHOTO OIpEeAeNeHUsI XpOMa U HUKENS C HCIIOIb-
3oBanueM cuexrpomerpa CPM-25.

ITo cBoemy cocraBy 1 06aCTH TPUMEHEHUS KOM-
mekTsI 'CO cepuu Y10 — YT'9 anamoruuns! BeImyc-
raemomy CRD Technical Laboratories (Hexwus) xom-
IUIEKTY CTAHAAPTHBIX 06PA3I[0B COCTABA CTAIHA HU3-
ronerupoBannoir CRM cet 180 -189 A, B, C, D, E,
00pasiibl KOTOPOTO HCIOJB3YIOT MPH TPAIyHUpPOBKE
SMHUCCHOHHBIX CIIEKTPOMETPOB 3apy0esKHOT0 IPOU3-
BozicTBa. (/IS OLIEHKM B3aMMHOM COTJIACOBAHHOCTH
gommiekroB MCO YT On — UCO ¥yT'91 u CRM cet
180 — 189 O6bLT BBIIOJIHEH CHEIUAIBHBIN SKCIIEpU-
MEHT C MPUMEHEHHEM SMUCCHOHHOTO CIEKTPpOMeTpa
SPECTROLAB M11 u peHTreHOBCKOIO CIIEKTPO-
merpa CPM-25. B pesynbrare ncciemoBaHus mMOKa-
3aHa BO3MOKHOCTH IIOJ[yYEHHUS €JUHBIX TPagynupo-
BOYHBIX 3aBHCHMOCTEH C WCIIONH30BAHHEM YKa3aH-
HBIX KOMILJIEKTOB [[JII BCEX ATTECTOBAHHBIX DJIEMEH-
TOB: HA PHUC. 6 TPUBEIEHBI TPAJyUPOBOYHBIE 3aBU-
CHMOCTH JJII ATOMHO-3MHCCHOHHOTO OIPEIeIeHUS
yIiIepoia ¥ MapraHiia ¢ MPUMEHEHUEeM CIeKTPOMET-
pa SPECTROLAB M11, a ua puc. 7 — 1y peurre-
HO(IyOPECIIEHTHOTO OIpPeIeIeHus MeIu W MOJIHO-
IeHa ¢ mpuMeHeHueM crekrpomerpa CPM-25.

W3 BhIIIEN3TOKEHHOTO CIEAYyeT, YTO HOBBIE
romirekThl CO yriiepoaucThiX ¥ BICOKOJIETHPOBAH-
HBIX HEP!KABEIOIINX CTAJEH, BhIMylIeHHble WMHCTH-
TYTOM CTaHIAPTHBIX 0OPA3I[0B, MOKHO MPUMEHSTH
KaK JIJIs CAMOCTOSITeTbHON TPAyMPOBKHU CPEJICTB M3-
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OTHOCHUTEeTbHAA HHTEHCUBHOCTD

Puc. 7. I'pagynpoBouHbie 3aBECUMOCTH AJIA PEHTTeHOQIIyO-
peclieHTHOTO ompenenenus Menu (a) u monubaeHa (6), moiy-
JeHHbIE ¢ UCII0JIb30BanHueM crexrpomerpa CPM-25

MepeHUuH, TaK U I JOIOJHEHU YiKe IIOCTPOeHHbBIX
C HUCII0JIb30BAHMEM OTEYECTBEHHBIX M 3apPyOe:KHBIX
00pasIoB TI'pPaJyupoBOUYHBIX 3aBuUcHMOcTei. Kpome
TOr0, IIOCKOJIBKY CTAHIAPTHBIE 00PAa3IIbl YKA3AHHBIX
KOMIIJIEKTOB COOTBETCTBYIOT OIIPeleJeHHBIM Map-
KaM cTajed U CIIaBOB, UX MOKHO HCII0JIb30BAThH JIJII
KOHTPOJIT TPAaBUIBHOCTH H3MEPEHUH IIPU CIEK-
TPAJBHOM aHAIN3€e CTAJIEH HIIMPOKOTO Kpyra MapoK
Ha MPeAIPUATHUAX YePHON MEeTAILIYPIUH U MAIIIHHO-
CTPOEHHUS.
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HNCCJIEJOBAHUE MATEPUAJIA HOBOI'O KOMIIJIERTA
CTAHIJAPTHBIX OBPA3IIOB MCO 4rs0 - UCO 4rss AJisd
CIIERTPAJIBHOI'O AHAJIM3A UYI'YHOB

© Mapusa BukropoBHa TperbakoBa, Enxena Anr6eproBHa Jlaménosa

3AO «MucTuTyT crangapTHBIX 00pasos», r. Exarepunbypr, Poccus; e-mail: spectral@icrm-ekb.ru

Cmamuvsa nocmynuaa 10 okmsabps 2017 .

B 2017 r. MucTuTyT CTaHIapTHBIX 00PA3II0B BBILYCTHI HOBBIM KOMILIEKT CTAHAAPTHBIX 00-
pastos (CO) g ciekrpansuoro ananmusa uyrynoB MCO UI'50 — UCO YUI'55. O6pasiibr qaH-
HOTO KOMILTEKTa M3TOTOBJIEHBI 10 HOBOM TEXHOJIOTHH, YTO IIO3BOJIUT ONITUMAJIBHO HUCIIOIH30-
Batb 00beM MaTepuana CO. 711 OIeHKH BKIa/Ia MOTPELIHOCTH 0T HEOTHOPOAHOCTH MaTepHa-
s1a B 06111y10 mmorperHocts CO mpoBemu CoeruanbHbIi SKCIEPHUMEHT 10 UCCIET0BAHUIO OHO-
poxsoctr. OLEHWIN COINIACOBAHHOCTH ATTECTOBAHHBIX XAPAKTEPUCTHEK HOBOTO KOMILIEKTA
CO uyryHa co 3HaueHHAMH 1Jis1 00pasIOB M3 paHee BBIMYIIEHHBIX KOMIUIEKTOB. [lokazana
BoaMoskHOCTh mpuMenenua Komiuiekra UCO UI'50 — MUCO UI'55 mis rpaayupoBKH aToM-
HO-3MUCCHOHHBIX U PEHTTEHO(IIyOPECIIEHTHBIX CIIEKTPOMETPOB.

KaroueBbie cIoBa: YyryH; aTOMHO-3MHCCHOHHBIA CIEKTPAIbHBIA aHAIN3; PEHTTEeHO-
(hiIyopecIieHTHBIH CHEKTPAIbHBIA aHAIN3; CTAHJAPTHBIE 00Pa3ibl; KOMILIEKT CTAHAAPTHBIX
00pasIos.

STUDY OF THE NEW SET OF CERTIFIED REFERENCE MATERIALS ICRM
CHG50 - ICRM CHG55 FOR SPECTRAL ANALYSIS OF ALLOYED CAST IRONS

© Mariya V. Tretiakova and Elena A. Lashchenova

The Institute for Certified Reference Materials (ICRM), Yekaterinburg, Russia; e-mail: spectral@icrm-ekb.ru

Submitted October 10, 2017.

A new set of certified reference materials (CRM) of alloyed cast irons CHG50 — ICRM CHG55 has been
developed in 2017 at the Institute for Certified Reference Materials. Novel technology thus used pro-
vided optimal use of the CRM volume. Special experiment was carried out to evaluate the contribution
of heterogeneity to the total uncertainty of CRM. Study of the compatibility of the certified characteris-
tics of the new set with the values of previously released cast irons sets revealed the possibility of using
cast iron set CHG50 — CHG55 in x-ray fluorescence and atomic emission spectrometers.

Keywords: cast iron; atomic emission spectrometry; X-ray fluorescence spectrometry; certified refer-

ence materials; set of certified reference materials.

CucreMa CTaHIAPTHHIX 00PA3IOB JIA CIIEKTPATBHO-
ro aHanW3a, peajn3oBaHHAA (ojlee COpOKa JeT Ha-
3a/ B HaIlIe# CTpaHe, 10 CHX [IOp He yTPaTUiIa CBOeH
aktyanbHocTH. OHA IIPOROIKAET JKUTh W Pa3BH-
Barbesd [1]. TpeGoBanus K cTaHmapTHBIM 00pasam
CTaHOBATCA TOJBKO BBIIIE, KAK C TOYKHA 3PEHHSI UX
XapaKTepU3aIlii, TAK U C TOYKH 3PEHUT SKOHOMIYe-
CKO# BBITOABI: MI000H ITOTPEOUTENh 3aMHTEPECOBAH
B MCITOJIb30BAHWHN MaKCHMAIBHOTO 06beMa Marepua-
J1a CTAHJAPTHOTO 06pasIia.

OcuoBy moBoro rommiekra CO uyrywoB s
cnekrpansroro ananuza UCO UYI'50 - UCO UI'55,
BBINyIeHHOTO B WHCTHTYyTE CTaHAApPTHBIX 00pas-
I[OB, COCTABJIAIOT 00pasIbl IEepelenbHOr0 UyryHa
mapok 1103, 111, IIBK3, I1®2. Jlna pacurupenus
IUAIAa30HA OIpeeseMbIX COIePKAaHUA 3JIeMEHTOB

KOMIUIEKT [[OTIOJTHEH 00pasiiaMu dYyryHa MapokK
AYC-2, UX1. Bruepsrie B romiuiekre CO 4yryHOB
aTTecTOBAHBLI KOOAJIBT, CBUHEIl, IIMHK W BOJb(pPaM.
ATrTecToBaHHbBIE 3HAUEHUS MACCOBBIX JIOJIEH DJIEMEH-
TOB B o6pasmax komrmrexra MCO UI'50 — UCO 4UI'55
IIPUBEIEHBI B TA0IHUIIE.

Kax mpaBmmo, crangaptHbie 06pasIbl Yyry-
HOB [JIA CIIEKTPAJILHOTO AHAJIN3a HUMEIOT OTPaHH-
YEeHHYI0 II0 BBICOTE pPabouyio 30HY € OTOEIeHHOMH
CTPYKTYPOH M YCAJOYHYI0 PAKOBHHY B BEpXHEH
yacTu oOpasia [2].

O0pasIbl HOBOrO KOMILIEKTa BBIILIABIEHEI B Ye-
xuu. [Ipu ux H3roToBjeHWHM ObLIA KCIIOIb30BAHA
aIbTEepPHATUBHAS TEXHOJNOTHUS PA3IUBKA METAIIa
yepes 03aTop B 0CoObIe TUTEHHbIE (DOPMBI, PACIIO-
JIOYKEHHbBIE MEKIY ABYMS MACCUBHBIMHU BOTOOXJIAMK-



«3aBoackada saboparopusa. [[marnocruka marepuanaos». 2018. Tom 84. Ne 1(IT) 39
40 2 45 R2 = 0,9997
R* = 0,9955 4 =0,
’ 40
—~ 35 — 35
- / 3 x
2 . ; 2+ 30
2E 30 g e el
g : / 8 ¢ 2
SR z IS /
oM o8 20
S N 25 3 N /
TS 3]
20 gz 15
©E / S -E o~
E 20 F E . /
a - 8
15 0
15 2 2,5 3 3,5 45 5 0 0,5 15 2,5
C, % C, %
4
ig R? = 0,9995 0 R2 = 0,9992
0 w 35
i —
A A A
5530 - 55 % o
=S 25 5§20
5 H / S /
520 e £5 15
= &
Sgld el S £ 10 P
10—~ i 7
g < [7] / 2
0
0 0,5 1 15 2 2,5 3 3,5 0 01 02 03 04 05 06 07 08 09
C, % C, %
+COUI'50-UCOUr55  +Ul24 —4Ur28 = MCO Ul'46 - UCO UT'48  * CKD 241-249B,C.D

Puc. 1. I'pagyupoBounble XapaKTEePUCTHKH AJIT AaTOMHO-9MUCCHOHHOTO OIpeenenus yriaepoaa (a), kpemuus (6), maprasna (8)
u docopa (2), momyuennsie ¢ ucnonab3osanueM crekrpomerpa SPECTROLAB M11 (SPECTRO, N'epmanust)

ArTecroBaHHbBIE 3HAYEHUS MACCOBOM JOJIN DJIEMEHTOB, %

Visgexc CO SIIeMeHThI

Si Mn Cr Ni S P Cu Al Mo
qrs50 3,54 1,47 0,351 0,085 0,146 0,0840 0,0087 0,175 0,0282 0,0077
qrsi1 4,26 0,329 0,743 0,193 0,093 0,0348 0,377 0,072 0,0275 0,0377
qrs52 3,90 0,802 1,255 0,0150 0,0079 0,0134 0,0522 0,0065 0,113 0,0020
qrs3 4,59 0,154 2,001 0,031 0,047 — 0,0273 0,0080 0,0056 0,0021
qrs4 3,80 0,601 0,157 0,250 0,221 0,0385 0,79 0,350 0,0603 —
qrss5 3,21 2,28 0,528 0,735 0,052 0,0041 0,089 0,0246 0,0240 0,0133
Psexe CO SI1eMeHThI

Ti Co As Sn Sb Pb A Zn
qrs50 0,0238 — 0,0172 0,0100 0,071 0,0067 0,0117 0,0092 0,0313
qrs1 0,293 0,113 0,052 0,027 0,039 0,0298 0,028 0,024 0,0184
qrs52 0,0049 0,0101 0,0015 — 0,0041 — 0,0135 — —
qrs53 0,137 0,0136 0,0289 — 0,0015 — — — —
4rs4 0,054 0,082 0,0074 0,047 0,0176 0,0098 0,0110 — 0,0113
qrs55 0,073 0,284 0,0246 0,0047 0,0093 — — — —

IaeMbIMH ILTUTaMH. BricTpoe oxnaskeHue OTINBOK
II03BOJIMJIO TIOJIYYUTh CTPYKTYPY OTOEIEHHOTO YyTy-
Ha C IByX CTOPOH 3arOTOBKH. 3aTeM I yIyqlIeHusI
KadecTBa pab0uuX MOBEPXHOCTEH MeTall ImogBepra-
I MeXaHWdIecKod obpaborke. B mrore 6putn momy-
JeHbI 9K3eMIIIAPBI MaTepHasa CTaHIapTHHIX 00pas-
I[0OB YyIyHa IHIMHIPHIECKOX (DOPMBI, HMEIOIe
IBe paboure IIOBEPXHOCTH — CBEpPXy H CHHS3Y.

Mapxruposka ¢ uagekcom CO manecena Ha 60KOBYIO
IIOBEPXHOCTb.

B cBsasu ¢ tem, uro obpasisr kommiekra UCO
Urs50 — UCO UI'55 umeror aBe paboume MOBEPX-
HOCTH, O0BEM SKCIIEPUMEHTa II0 HCCIeLOBAHUIO
OZHOPOAHOCTH B J1a00PATOPUH CIEKTPAIBLHOTO aHa-
muza HI] 3AO0 «MCO» mnpuuLIOCh YBEIHIUTH.
UccnenoBanve 0JHOPOAHOCTH IIPOBOJUIH /IS MaTe-
puana raxmoro tuma CO B coorsercrBuu ¢ CTO
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Puc. 2. I'pagynpoBouHble XapaKTEpPUCTUKU I PEHTTEHO-
dyopecrienTHoro onpenenenus Kpemuus (a), maprauma (6)
u ¢ocopa (8), MOIyIEHHBIE C UCIIOIH30BAHUEM CITEKTPOMET-
pa CPM-25 (Hayunpub6op, Poccus)

20872050.CMK.HI1.08-2016 [3]. daa Toro, 4To6bI
MIOATBEPAUTH HE3HAYMMOCTh HEOIIPEIEeIeHHOCTH OT
HEOJHOPOIHOCTH MaTepHuasa Ha (poHe IMOrPeIrHOCTH
MeTojia, CHAYa/Jia PACCYUTAIM II0KA3aTeln Heo.-
HOPOZHOCTH IJIsi KaMKIOM pabodyedl IIOBEPXHOCTH,
a sareM — I O0OOIIEHHOr0 MACCHBA JAHHBIX.
Ilo COBOKyITHOCTH ITOJNyYEHHBIX PE3yILTATOB IIPH-
A K BBIBOAY 00 OZHOPOMHOCTH MaTepHUaja U ero
IalbHeHNIed TPUTroAHOCTH A U3TOTOBJIEHUA CTaH-
IapTHBIX 00pasioB yrBep:xmenHoro tuma (I'CO).
Oguopomuocts Marepuana CO wmcciemoBaaun MeTO-
JaMH aTOMHO-dMUCCHOHHOM CIIEKTPOMETPUH U PEHT-
reHo(IyOopecIeHTHOTO aHAIN3a, YTO [O3BOJIIET pe-
koMmengoBaTh manubie CO M Kammoro us3 ykasaH-
HBIX METOJIOB.

Cormacao PMI" 56-2002 [4] nenbio B3auMHOTO
cruuenus naByxX koMmiuiekToB CO sBisiercs olieHKa
BO3MOKHOCTH WX B3AMMHOM 3aMEHBI IIPH IIOCTPOE-
HHWH TPAIyHPOBOYHBIX XapAKTEPUCTHK JJIS CPEICTB

HM3MEPEeHNH KOHKPETHBIX THNOB. [l 9TOro mpoBo-
oar B3aumHoe ciumdenue xKomiuiekroB CO B ciayuae
Bbimycka ouepenuoir naptuu CO yTBep:xIeHHOTO
THIA WIW Tpu yTBep:xaeHun Hooro tuma CO B3a-
MeH paHee yTBEPKIEHHOTO.

3A0 «HMCO» crasut mepes coboi 6osiee MIKPO-
KyI0 3a1a4y — 00eCIIeduTh He TOJIBKO B3auMO3aMe-
HSIE€MOCTh KOMILIEKTOB, HO M BO3MOJKHOCTH HX CO-
BMECTHOTO IPUMEHEHUs, T. €. [I0Ka3aTh, KaK OIUH
KOMILIEKT JOIOJHAET Apyroi. Kpome Toro, ogHOBpE-
MEHHO€ COIIOCTaBJIeHne (HCCIeOBAHNE COTIACOBAH-
HOCTH) [1Ji GOJIBIIIEr0 YKMCIa KOMILJIEKTOB IIO3BOJIUT
yOeIUTHCSI B TOM, UYTO MPUMEHEHHEe HOBOTO KOMILIEK-
Ta IJI TPALyHPOBKHU CIEKTPOMETPOB IA€T BO3MOK-
HOCTBH [IOIIOJHHUTh TI'PaIyHPOBOYHBIE 3aBHCHMOCTH,
mocTpoenHsie ¢ ucmonb3oBanueM CO apyrux Kom-
wiekToB. [109TOMy SKCIEPHMEHT IT0 HCCIIeOBAHUIO
COIVIACOBAHHOCTH IIOCTPOCH MHAYE, YeM OIMCAHO B
pykoBojacrse [4].

Taxk kax xomrurexr CO YI'50 — UCO YI'55 Bei-
MyIlleH BIEPBbIE, HCCIEIOBAHUE COTJIACOBAHHOCTH
IIPOBOAUIX C paHee BLIMMYIIEHHBIMHU KOMILJIEKTaMK
CO uyrynos UI'24 — 4I"28 (I"CO 8887-2007) u UCO
Ur46 - MCO 4I'48 (I'CO 10850-2016), tak:xe
U3roToBIeHHbIMU B Yexuwu. J[OMOTHUTEIBHO B HC-
cJIefloBaHME COTJIACOBAHHOCTH ObLI BKJIIOYEH KOM-
IUIEKT 4yryHOB 3apyb6esxHoro mpomssoacrea CKD
241 - 249 B, C, D (Uexwus). HccnenoBauue mpoBo-
OAIA C WCIOJIb30BAHUEM ATOMHO-IMHUCCHOHHOTO
cuekrpomerpa SPECTROLAB M11 (SPECTRO,
l'epmanus) u peHTreHO(IyOPECIIEHTHOTO CIIEKTPO-
merpa CPM-25 (Hayumnpu6op, Poccus). Ilomyduen-
HbIe IPaLyuPOBOYHEIE XaPAKTEPUCTUKHY /IS OIIpee-
JIGHHUSA PsIa 2JIEMEHTOB IPUBEIeHBI HA pHcC. 1, 2.

U3 puc. 1, 2 BUAHO, YTO KOMIIJIEKTHI XOPOIIIO CO-
IJIACYIOTCA MEXAY Co00#, U IPH HEOOXOTUMOCTH HX
MOKHO HCIIOJIb30BATh COBMECTHO JJI TPaIyHpPOBKH
CIIEKTPOMETPOB.

CyMMuUPYsT BBIIIIEU3IOKEHHOE, MOYKHO IIPEAIO-
JIOXHUTH, 9YTO BbInyeHHbli KoMmiekT I'CO uyryHoB
HCO UI'50 — UCO UI'55 maiiger muapoxoe IpuMe-
HEHUE KaK /I aTOMHO-dMHCCHOHHOTO, TaK U PEHT-
reHo()IyOPECIIeHTHOTO aHAIN3a YYTYHOB OCHOBHBIX
MapoK, a HAJW4Yhe ABYX pab0uyMx MOBEPXHOCTEH Y
gaxmoro CO mocaysxur Hambomee 3(eKTHBHOMY
HCIIOIb30BAHUI0 MaTepuaa CTaHJAPTHOrO obpasia
yyryHa.
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OBECIIEYEHME ITPOCJIEXKMBAEMOCTHU U3MEPEHUI
ITPA OITPEJEJIEHNUN I'ASOOBPA3YIOIIIUX 9JIEMEHTOB B CTAJISAX

© Tarpana CepreeBna Iduaeoepsda, I0mua Hukonaesna Illaxosa,
Nuana HukonaesHa 3aropomHoBal; 2

1 3AO «MHCTHTYT CTAHIAPTHBIX 06pasmos», r. ExarepunOypr, Poccus; e-mail: analitik@icrm-ekb.ru
2 B pabore npunumana yuactue E. A. Axmerosa.

Cmamus nocmynuaa 30 agzycma 2017 2.

B nensax obecrieueHus IpOCIeKUBAEMOCTH H3MEPEHHI IPH OIpeesieHuH yIJIepoaa, Cepsbl,
a30Ta ¥ KHCIOPOoJa B CTAIAX A IPaAyHPOBKY aBTOMATHYECKIX aHAIN3aTOPOB HCIIOIb30Ba-
HBI KapOOHAT HATPHs, CyIb(aT HATPUA U HUTPAT KAJIUA COOTBETCTBEHHO. [laHHbIH IIpreM I0-
3BOJIAET IIOCTABUTH METOAbI CIKUTAHUSA U BOCCTAHOBUTEIHHOTO ILUIABIEHHS B TOKE HHEPTHOTO
rasa B OfMH PAZ C TPAAUITHOHHBIMA XUMUIECKAMH METOJAMH aHAIH3a, BKIIOYAIOIIAMHY IIPO-
LeAypy IPaAyUpPOBKY II0 BEIECTBY IIOCTOSHHOTO CTEXMOMETPHYECKOTo cocTaBa. IIpuBenenbl
pesyabrars yaactus McnbiratensHoro anamuTudeckoro nentpa SAO «MuctutyT cranaapt-
HBIX 00pasIioB» B MEKIA00PATOPHBIX SKCIEPUMEHTaX IO OIPENeSIeHHI0 ra3000pasyIonux
SIIEMEHTOB B CTaHAAPTHBIX obpasnax craned u uyrynoe EURONORM-CRM.

KiroueBslie c10Ba: mpoCIeKUBAEMOCTD; Ta3000pasyIolye 3JIeMEeHThI; IPaJyupoBKa; aBTo-
MaTHYECKHe aHAIM3aTOPbI; CTAaHJAPTHBIE 00pPa3IIbL.

PROVISION OF THE TRACEABILITY OF MEASUREMENT
UPON DETERMINATION OF THE GAS-FORMING ELEMENTS IN STEELS

© Tatyana S. Endeberya, Yuliya N. Shakhova, and Inna N. Zagorodnova

The Institute for Certified Reference Materials, Yekaterinburg, Russia; e-mail: metrolog@icrm-ekb.ru

Submitted August 30, 2017.

To ensure the traceability of measurements upon determination of carbon, sulfur, nitrogen and oxygen
in steels sodium carbonate, sodium sulfate and potassium nitrate, respectively, are used for calibration
of automatic analyzers. This approach places the methods of combustion and reductive fusion in the
flow of inert gas on a par with the traditional classical chemical methods of determination which in-
clude the procedure of calibration by the substance of constant stoichiometric composition. We present
the results of participation of the Test Analytical Center of the “Institute for Certified Reference Mate-
rials” in the inter-laboratory experiments on analysis of gas-forming elements in standard samples of
steels and cast iron EURONORM-CRM.

Keywords: traceability; gas-forming elements; calibration; automatic analyzers; standard samples.

BiIeHUd (a30T W KHCJIOPOX) C IPHMEHEHHWeM aBTO-
MaTudeckux aHanusaropoB. OmpenendiomuM sTa-
IIOM TAKOTO aHalW3a ABIAeTcAd IIpoleAypa rIpa-
IYUPOBKH.

Tak HaspIBaeMble Tra3o00pasylolire DIeMEeHTHI
OLIpeNeAIoT B Marepuanax MeTalIyprudecKo-
ro IIPOM3BOJCTBA B OCHOBHOM METOJAMHU CIKUTaA-
Hua (yriepoj, cepa) U BOCCTAHOBHUTEILHOTO ILIA-
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B oreuecrBenHo¥ mpakTHKe mpu pabore ¢ aBTo-
MaTHU4YeCKHUMHU aHa/lIu3aTopaMu IIpeuMyIIeCTBEHHO
KCIIONB3YIOT TPAAYMPOBKY TI0 CTAHJAPTHBIM 00pas-
nam (CO). OxgHaro y:Ke CeromHsa B PAJ HAIUOHAIb-
HBIX CTAHJAPTOB HA METOMAbI OIpEIeNIeHHs raso-
00pasyoImux 3JIeMEHTOB B CTAISIX B KAa4eCTBe IPH-
JIOYKEHUM BKIIOYEHBI TEKCTHI MEKIyHAPOIHBIX CTAH-
napros (ISO), Koropble mpeaycMATpUBAIOT MIPOBE-
JeHre TPaJyHUPOBKH II0 BEIECTBAM ITOCTOSTHHOTO
CTEXHOMETPUYIECKOTO COCTaBa, YTO OOecIednBaeT
MIPOCIIEKMBAEMOCTD PE3yIbTaTOB H3MEPEHUM.

Taxk, 'OCT 12344-2003 «Cranu merupoBaHHbIE
¥ BBICOKOJIETHPOBaHHbIE. MeTombl oOIpeneneHus
yriaepoga» B KadecTBe 0053aTeIbHOTO IMPUIOKEHHUS
comep:xur Texker ISO 9556:1989 [1], B koTropoMm

B nuanasone 0,003 — 4,5 % npenycMOTpPeHO HUCIIOJb-
30BaHIe I'PAJyHPOBKHU IIO caxapose, KapboHATy Ha-
tpuda unu 6apud; 'OCT 12345-2001 «Cranu neru-
pOBaHHBIE U BBICOKOJETHpPOBaHHBbIE. MeTombl ompe-
IeleHus cepbl» comepxuT Tekcr 1SO 4935:1989
[2], B KOTOPOM OITHMCAHO IIPOBEAEHHEe I'PaLyHPOBKU
mo cyiabgary kanua B auamnasone 0,002 - 0,10 %;
I'OCT 17745 «Cranu u cinasbl. MeToabl onpemese-
HUS Ta30B» IPeLyCMATPUBAET NPOBEIeHUe IPafyu-
poBkr mo CO wmim mo TpPagywpoOBOYHBIM Ta3am
(Tabm. 1).

B mensax obecrmeueHuUs MPOCTIEKUBAEMOCTH pe-
3ylBTATOB OIIpefeJieHUus Ta3000pasyIoIlux 3Je-
MEHTOB C IIPUMEHEHHEM BeIlleCTB IIOCTOSHHOTO CTe-
XHOMETPHUYECKOTO COCTABA B AHAIUTHYECKOH Ja-

Ta6auna 1. CnocoObI IpoBegeHus TPAAyHPOBKY IIPK OLIPeeIeHUH YITIEPOa, CEPhL, a30Ta U KUCIOPOa B CTATH, ONIMCAHHEIE B
mexxrocynaperBerubx ('OCT) u mesxaynaponusix (ISO) crangaprax

HaI_II/IOHaJII)HI)Ie CTaHOapPThI

MesxnyHaponHbIe CTaHIAPTHI

Maccosas

Bemecrso

Maccosas

SIIeMeHT T'OCT/ Merton I1SO/ Merox BemectBo nis
AOJId dJ1e- JJId Tpa- JOJIA dJ1e-
Marepuan \erTa. % aHanIu3a P — Marepuan terTa. % aHaIH3a IPagyupOBKHU
Yraepox 22536.1-88/ 0,01 - Kynounomerpu- CcO 9556:1989/ 0,003 — HK-abcopbrmmonnsbiii, Nay,COs,
CraJs yrie- 5,0 qeckuit, UK-a6- Cranb 45 CXKUTAHWe B MHAYK-  caxaposa
poapucrasn COPOLMOHHBIH [MOHHOM 11eIH BaCO,
12344-2003/ 0,002 - Kymnomo- CcO
Crasu neru- 2,0 METPHUYECKHU
POBAHHBIEM (01 —  HK-aGcopb- CcO
BBICOKO- 2,0 [MOHHBIH
JIETUPOBAHHbBIE
Cepa 22536.2-87/ 0,002 - Kynonomerpu- CO 4935:1989/ 0,002 - HK-abcopOupoHHBIH, K,SO,
Crainb yrie- 0,30  ueckwuit, UK-a6- Cranb 0,10 ckuramve B MHIYKIU-
poxucrasn COPOIIMOHHBIH OHHOI TTeun
12345-2001/ 0,002 — Kynowno- CO
Cranu meru- 0,50 METPHUYIECKHH
POBAHHBIEM (001 —  HK-a6copb- CO
BBICOKO- 0,50 IMOHHBIH
JIETUPOBAHHbBIE
— 10701:1994/ 0,0003 - ®oromeTpuuecKuit K,S0,
Cranb 0,01 (MeTHIeHOBAasI CHHbD)
Asor 123459-99/  0,002-  Poromerpm- (NH,,SO, 4945:1977/ 0,002- dPoromerpuueckuii (NH,),SO,
Cranu yrie- 0,01 ueckwuit (peakTuB Cranb 0,050 (auTpompyccus
POIHUCTHIE, Heccnepa) HATPH)
JIETHPOBAHHEIE () 005 - NMucrwmmana-  Na,CO, 10702:1993/ 0,002 - Oucrumnamuonso- HOSO,NH,
M BBICOKO- 0,50 OHHO-aIUAN- Crane 0,5 aruIuMeTPUIeCKU
JIETUPOBAHHbBIE MeTpIecki
17745-90/ 0,0005 - Boccranosu- CO, 15351:1999/ 0,002 - TepMOKOHIYKTOMET- cO
Cramnu 0,8 TenbHOE IJIABNIE- TpaIyH- Cranb 0,6 PUYECKHH,
¥ CIIABBI HUE B BAKyyMe PpPOBOYHBIA BOCCTAQHOBUTEIHHOE
WU B TOKE ras IJIABJIEHUE B TOKE
MHEPTHOTO rasa MHEPTHOTO rasa
— 10720:1997/ 0,0008 — TepmoxoHIYKTOME- KNO4
Crann 0,5  TpHUeCKHH, BOCCTAHO-
BUTEJIBHOE IUIaBIEHHE
B TOKEe MHEPTHOTO rasa
Kucno- 17745-90/ 0,0005 - Boccranosu- CO, 17053:2005/ 0,00075 HK-a6copOIiuoHHbIIHA, KNO,
pox Cranu 0,2 TeIbHOE IJIAB-  TPaayH- Cranb - BOCCTAHOBUTEIBHOE
U CILIaBbI JIeHHe B BaKyyMe POBOYHBIN 0,01 IIaBjIeHue B TOKe

WX B TOKE ras
WHEPTHOTO rasa

WHEePTHOTI'Oo rasa
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6oparopuu U1l 3AO «<MUCO» 6bLI IIpOBEIEH P HC-
clefloBaHUH 110 pa3paboTKe W COBEPIIEHCTBOBAHHUIO
KAk KJIACCUYECKMX XMMHYECKHUX, TAK U (PU3UKO-XH-
MHYeCKuX (CKMTaHWe W BOCCTAHOBHUTEIHHOE ILIAB-
JIEHHWE) METO/IOB OIIPeNesieHuA ra3000pasyroiinux
2JIEMEHTOB.

bout paspaboran poromeTpuyecKui METOH OIl-
penenenus azora ¢ 6ucnupasoaonom [3] mocie muc-
THUIAIIUN a30Ta B BUJe aMMHaKa (B KadyecTBe Iep-
BHYHOTO CTAHZAPTHOTO BEI[eCTBA HCIIOIb30BaH
xjmopun ammoHus [4]), ycosepiiencrBoBaH (OTO-
MeTpHYeCcKHui Meron omnpemenenus cepbl ¢ N,N-mu-
verui-n-peaunenguamuaom (JIMIIDIIA) [5] mocae
IUCTWLIAIMU CEphbl B BHJIE CEPOBOJoOpona (B Kade-
CTBe MEPBUYHOIO CTAHAAPTHOIO BEIECTBA HCIIONb-
30BaH cyiabdar marpus [4]).

Hna ompenenenus yriepoma, cepbl [6], asora
[7, 8] u xumciaopoma [8,9] ¢ momoIbi0 aBTOMATH-
YEeCKHX aHAIM3aTOPOB ObLIM BHEIPEHbI U paspa-
60TaHbI BapHUAHTHI TEOPETUYECKOH TIPaLyUpPOBKU
[0 BeIIeCTBAM IIOCTOSHHOIO CTEXHOMETPHYECKOTO
cocrasa.

IlogroToBKy M amamus CTaHAAPTHBIX MMPOO IJIsT
TPAJyUPOBKY aHAIU3ATOPOB HPOBOAUIN IO CIIELY-
IoIIlel cxeMe:

BBICYIIIMBAHUE CTAHIAPTHOTO BeIeCTBa: Kap-
6onara marpus (ocu) — mpu temmeparype 280 °C,
cynbpara HaTpud (0C4) HIM HHUTpaTa Kaausd
(99,995 %, Merck) — mnpu temmneparype 100 -
105 °C B Teuenwe 2 u4;

0TOOp HABECOK CTAHAAPTHOTO BEIeCcTBa Ha aHa-
muTHYecKnx Becax Sartorius CP 1248S;

IIPUTOTOBJIEHNE HCXOMHOTO PACTBOpPA CTAaHIAPT-
HOTO BelllecTBa C He0OX0TUMOM KOHIIEHTPAIIHEHH;

[IPUTOTOBJIEHHWE CTAHAAPTHBIX MMPOO A II0-
CTPOEHUS TPATYUPOBOYHOU KPUBOU B 3aIaHHOM HH-
TepBajie OIpeeaseMbIX coaep:xauuii (oT6op ¢ mo-
MOIIBI0 MEXaHUYIECKOTO 03aTOPa MM MUKPOITUIIET-
Ku anukBoT obbemom 0,1 wiam 0,2 cM® B mpexsapu-
TEJILHO IIOJTOTOBJEHHbBIE OJIOBIHHBIE WM HUKEJe-
BBbI€ KaIlCyJIbl, BHICYIIIMBAHUE KAIICyJ C PacTBOPOM
npu temueparype 90 — 95 °C B Teuenue 2 u);

ompesieieHe 3JIEMEHTOB B CTaHIAPTHBIX IIPO-
6ax: yriepona u cepbl — MK-a6copOIiuoHEbIM METO-
IIOM ¢ mcrojb3oBanueMm ananusaropa CS-600 xom-
maunu LECO, azora u Kuciopomga — MeTOIOM BOC-
CTAHOBHUTEJIHHOTO ILJIABJIEHUS C WCIIOJIb30BAHUEM
anamuzatopa TC-436 (LECO) wmmm ONH-2000
(ELTRA).

CHu:KeHMe CHUTHAJIa KOHTPOJBHOTO OIIBITA IJIS
CTAHIAPTHBIX P06 GBIIO JOCTUTHYTO I[yTEM IIPHUMe-
HeHusA OUIUCTUIIMPOBAHHON BOABI (IIPK IIPUIOTOB-
JIGCHUU CTAHIAPTHBIX PACTBOPOB) ¥ BBEIEHHUA METAJI-
JINYECKOTO Kejie3a BBICOKOM YMCTOTHI (IIpH CiKHUTa-
HVH WX ILUIABJICHUHN).

CyMMapHas IOTPeIHOCTb IIPOIEAYPhl IIPHUIO-
TOBJIEHUS CTAHIAPTHOM MPOOBI IS TOIYyIEeHHT KakK-

IIO¥ TOYKY IPaAyHPOBOYHOIO rpaduKa He MpeBhIiia-
er 1/3 moBepuTEIBHON TPAHUIILI MMOTpernrHocT +A
(P =0,95) nisa cOOTBETCTBYIOIUX AHAIIA30HOB CO-
nep:xanuit yriepoma (I'OCT 22536.1-88, I'OCT
12344-2003), ceper (I'OCT 22536.2-87, T'OCT
12345-2001), asora u kuciaopoxa (I'OCT 17745-90)
B CTaJIAX.

Ilocmpoenue zpadyuposournozo zpagura 044
onpedenenus yeaepoda B guamnasone 0,001 — 0,50 %
C HCIOJIb30BAHWEM CTAHAAPTHBLIX P00, IPUTOTOB-
JIGHHBIX U3 KapOoHaTa HaATpWsd, IPUBEIEHO B METO-
muke HIW 01.01.02.03.04.06.38-2013 (PP.1.31.
202014.17613), paspaboTaHHOW ¥ AaTTECTOBAHHOMH
3A0 «MCO», cBumerenncrBo Ne 01.00034/01.95-
2013 ot 27.12.2013.

Ilocmpoenue zpadyuposounozo zpagura 011
onpedenenus cepul B ruamnasore 0,001 — 0,10 % c uc-
MMONb30BAHWEM CTAHAAPTHBIX I1IPO6, IIPUTOTOB-
JIEHHBIX U3 CyabdaTa HATPUS, IPUBEIEHO B METOIU-
ke HIW 01.01.02.03.04.36-2014 (DP.1.31.2014.
17615), paspaboranmoii um arrecroBanHoW SAQO
«MCO», cBumerenncteo Ne 01.00034/01.104-2014
or 03.03.2014.

Ilocmpoenue zpadyuposournozo zpagura 044
onpedenenus azoma B puamaszone 0,001 - 0,50 %
C HCIOJb30BAHWEM CTAHAAPTHBIX P06, MPUTOTOB-
JIGHHBIX W3 HHUTpATa Kajus, IPUBEIeHO B METOIH-
ke HIM 01.01.02.03.156-2016, paspaboraHuoii u
arrecroBanuoii 3A0 «HMCO», cBumerenbCcTBO
Ne 01.00034/01.184-2016 ot 25.10.2016.

Ilocmpoenue zpadyuposournozo zpagura 044
onpedenenus rucaopoda B muamasone 00,0005 -
0,02 % c ucroIb30BaHMEM CTAHAAPTHBIX P00, IIPH-
TOTOBJIEHHBIX M3 HUTPATA KalWsd, IPHUBEIEeHO B pa-
6ote [9].

Ciremyer OTMETHTD, YTO HA MPAKTUKE BBHITOIHE-
HUE TPaJyHPOBKY AHATHU3ATOPOB IO CTAHIAPTHBIM
mpobaM, MPUTOTOBJIEHHBIM K3 BEIeCTBA ITOCTOSH-
HOTO CTEXMOMETPUYIECKOTO COCTABA, XapaKTepH3sy-
eTCsl 3HAUYMTENHHOH TPYAOEMKOCTBHIO U COIPSIKEHO
C CyII[eCTBEHHBIMH 3aTPaTaMi PAaCXOIHBIX MaTepHa-
710B u BpeMenu. I1ogo0HbIH ITOAX0 A OIpaBAAH JIUIIb
B 0COOBIX CIy4asX, a UMEHHO, IIPH ATTECTAIINU CTaH-
maptHbeIx obpasmos [10], xorma meoOxommmo obec-
[EYUTh MPOCIEIKUBAEMOCTh PE3YILTATOB H3Mepe-
HUU K U3BECTHOMY penepy.

Paccmorpennbie cnoco6bl TPagyupOBKY aHAIU-
3aTOpPOB m03BOJIAIOT IIpH arrecranuu CO mocraBUThH
METOMbl CIKUTAHUS ¥ BOCCTAHOBHUTEIHLHOTO ILIABIIE-
HHS B OUH DAL C KIACCHISCKHUMU XUMUIECKUMH Me-
TOAAMU OTPEIEIEHUS CePhI ¥ a30Ta, BKIIOYAIOIIAMHU
MpOIeypPy TPAIYHUPOBKH 110 BEI[ECTBY HOCTOSHHOTO
CTEXMOMETPHUYECKOT0 cocTraBa (Cyabgary HaTPHUio
WJIH XJIOPULY aMMOHUA).

Bce sro sBuioCh HameKHON 6a30H M yIaCTUSI
3A0 «UCO» B Me:xmabopaToOpHBIX CPABHUTEIHHBIX
ucnbiTanuax (MCH) mo xapakrepusaruu CO Epo-
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coo3a (EURONORM-CRM), paspabaTbiBaeMbIX
o srupoit EBpometickoro xKoMuTeTa IO CTAaHAAP-
tusaruu uyyryHa u cranu (ECISS) B corpyauuuect-
Be c¢ mpomsBogurenamu CO — xoopauHaTOpaMu
MCHU: BAM (I'epmamwms), BAS (Bemurobpura-
uus), IRSID/CTIF (®Ppanmnus), Swerea/KIMAB
(IlTserus).

B mepuox 2009 — 2017 rr. aHamuTHYecKas Jia-
6opaTopua HHCTUTYTA IPUHAIA yIACTHE B XapaKTe-
pusamuu 10 ECRM. Bce npencrasmenHbie pesysib-
TaThl, 6€3 HCKJIIOYEHUs, MPOIUIH CTATHCTHIECKYIO
OLIEHKY U ObLIM HPHUHATHI B pacyeT IJid XapakTe-
pU3anMH  COMEPIKAHMN ATTECTyeMbIX JJIEMEHTOB
(rabi. 2). B macrosiee Bpems HaxogaTcsi B obpa-
00TKe pe3yJabTaThl OIpPeneeHus yIiaepoaa, Cepbl u
asora 8 CRM 083-2 (BAM, I'epmanus) u CRM 111/1
(BAS, Benukobpuranwusi).
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ITPOCJIESKUBAEMOCTD ATTECTOBAHHBIX 3HAUEHHUH
CTAHJIAPTHBIX OBPA3IIOB ITPEJIIIPUSITUHN U OTPACJIEN
MATEPHAJIOB METAJIJIYPTUYECKOI'O ITPOU3BO/ICTBA

© Oana HucconoBHa Koriaapesckasa, Enxrena Hukonaesna BammaxmeroBa

3AO «MucruryT crangapTabix 06pasios» (A0 «FCO»), r. Exarepuntbypr, Poccus; e-mail: metrolog@icrm-ekb.ru

Cmamuvs nocmynuaa 9 cenmsabps 2017 2.

Bre cdepsI rocy1apcTBEHHOTO PeryIMpOBanus 00eCedeHus eIUHCTBA N3MEPEHUH Py aHa-
JIU3e MATEPHUAIOB METAIYPIUMYECKOr0 IIPOMU3BOCTBA IIIMPOKO MPUMEHSIOT CTaHIaPTHbIE 00-
pasusr orpacieit (OCO) u mpennpusaruii (COII), koropble mpeacrasasaoT coboii HauboIee
MHOTOUYHCJIEHHYIO TPYIILY CTAHAAPTHBIX 00pasioB. B craTrbe paccMOTPEHBI CXEMBI aTTecTa-
mrm OCO u COII, ob6ecneunBaroiye IpoCIe;KuBAEMOCTh UX aTTECTOBAHHBIX 3HAUCHU.

KiaroueBnie cJioBa: mpoCIeKABAEMOCTD; CTAHAAPTHBIE 00pA3Lbl YTBEPIKIEHHBIX THUIIOB;
CTaHIapTHbIE 00Pa3Iibl IPEIPUATHHA M OTPACIEH.

TRACEABILITY OF THE CERTIFIED VALUES OF THE REFERENCE MATERIALS
OF THE BRANCHES AND IN HOUSE REFERENCE MATERIALS
OF THE MATERIALS OF METALLURGICAL PRODUCTION

© Ella N. Kotlyarevskaya and Elena N. Valiakhmetova
The Institute for Certified Reference Materials (ICRM), Yekaterinburg, Russia; e-mail: metrolog@icrm-ekb.ru

Submitted September 9, 2017.

Reference materials of the branches (RMB) and in house reference materials (IRM) of the materials of
metallurgical production are widely used out of the scope of the state control of ensuring the unifor-
mity of measurements. The latter represent the most numerous group of reference materials. We dis-
cuss the schemes of certification of RM which ensure the traceability of their certified values.

Keywords: traceability, reference materials of approved types, in house reference materials (IRM),

reference materials of the branches (RMB).

Orpacnessie crangaprabie o6pasiel (OCO) u cran-
naprabre oopasmsl npexnpusaTua (COII) mpempcras-
JAI0T co00¥ Hanboiee MHOTOYUCIEHHBIE KATETOPUN
craugaptHeix o6pasnos (CO), mpuMeHsieMbIX B Ha-
IIIed CcTpaHe BHe cephbl TOCYyIAPCTBEHHOTO PEryJIH-
poBaHud obeclieueHUA €IUHCTBA HU3MEPEHUH. ITU
CO ycmerHo HCHONIB3YIOT B AHAJUTHIECKHUX JI1a0o-
PATOPHUAX I TPAAyUPOBKU U KATUOPOBKHU CPECTB
M3MEPEeHuH, BaIUAAIldd W aTTeCTAllMH METOIHUK
HU3MEepEeHuH, KOHTPOJIS TOYHOCTH Pe3yIbTaTOB U3Me-
peHuii, BHyTPUIa60paTOPHOTO KOHTPOJIA Pe3ysibTa-
TOB M3MEPEHH U JIp.

IIpenmyiiecTBoM Takux 00pPAasIOB ABJISETCA
OIIEPaTUBHOCTh WX CO3JAHWS HEMOCPEICTBEHHO HA
OPeNIpUATAHA, PAaCIoJaramniieM Heo0X0[UMbIMHI
pecypcamu. Ilpm 3TOM mOABIAETCI BO3MOMKHOCTH
y4ecTb 0COOEHHOCTH H 3a/1a4i KOHKPETHOH Jiabopa-
ropun. HemanoBaskHbIM (haKTOPOM BBICTYIIAET KO-
HOMMYECKAS 11eJ1eC000Pa3HOCTb.

Oco6yro poxs OCO u COII urparor B merpo-
JIOTUYECKOM O0ECIIeUeHUN CIEKTPATbHBIX METOIOB

aHau3a, Iie BaHa OJM30CTh IPUMEHAEMbBIX CTaH-
JapTHBIX 00pa3I0B K aHATH3UPYyEMbIM Ipobam
(KOMMyTATHBHOCTB!), 4TO He Beerga MOryT obecrie-
YUTH CTAHAAPTHBIE 00PA3IbI yTBEP/KIEHHBIX TUIIOB
(I'CO).

B peecrpax OCO u COII, xoropsie Beger 3AO
«HMucTutyT crangaptabix 06pasmnos» (3AO «MCO»),
sapeructpupoBano okomo aByxcor OCO wu Gomee
mecruaanatu teicty COIl marepuanoB merammyp-
THYECKOTO MPOU3BOJICTBA.

Pacnpenenenne COIl mo Bumam maTepuasos
IIPUBEEHO Ha puc. 1.

OcuoBuyio moaw B peecrpe cocrasisior COIL
IUUIST CIEKTPAILHOTO AHAIN3a; OCTAIbHbIE — JIJIA XU-

I KoMMyTaTHBHOCTH — CBOHCTBO CTAaHZAPTHOTO 06pasma,
XapaKTepHusyleecs GIM30CTHI0 COOTHOLIEHNUS MEKLY pe-
3yJbTaTaMHi HW3MEPEeHHH OIpe[eIeHHOM BEeJIWYUHBI IS
9TOr0 06pasna, MOJIYyIEeHHBIMH 10 [BYM HAHHBIM METOIH-
KaM M3MEpPeHUH, K TAKOMY ke COOTHOIIEHUIO Pe3yIbTaToB,
TIOJIyYEHHBIX I IPYTUX OIpeieIeHHbIX 06pasmos [1].
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Puc. 1. Pacnpenenenne COII o Bumam marepuaios

MHUYECKHUX METO/IOB aHAIU3a, KOHTPOJIS (PU3UIECKUX
¥ MEXaHUYIECKUX METO/OB.

OCO u COII mpoxogaT MeTPOIOTUYECKYIO DKC-
neptusy B SAO «MCO», o pesymbraTraMm KOTOPOMH
ux BHOCAT B peectp. 3A0 «MCO» akkpeauToBaHO B
obmact  obecrieyeHUs ~ €JUHCTBA  W3MEPEHUH
(puc. 2). ObaacTh aKKpegUTAIINN BKIIOYAET METPO-
JIOTUYECKYI0 SKCIIEPTHU3y TEXHOJOTHIECKOH [OKYy-
MEHTaIluu 0 pas3paboTKe M H3TOTOBJIEHUIO CTaH-
JApPTHBIX 00pAasIloB MATEPHUAIIOB METaJLIyPrudecKo-
ro IPOM3BOJICTBA.

Ilopsamox paspaboTKM U METPOJIOTHYECKOH DKC-
MEePTU3bI CTAHAAPTHBIX 00pPA3IOB IPEANPUITHH U
oTpacieyl  periaMeHTHpPOBAH  PeKoMmeHparuei
M 25-2015 [2], paspaboranuoit 3AO «M1CO» ¢ yue-
tom Tpebosauumii 'OCT P 8.871-2014 [3].

Opuum u3 BaskHbIX cBoiicTB CO saBmsgercs mpo-
CIIESKMBAEMOCTD €r0 ATTECTOBAHHBIX 3HAYEHWH, KO-
TOpas 3aKII0YaeTci B BO3MOKHOCTH €r0 COOTHece-
HUAS C TPUHATHIMH perepamMH, HUCIOJIb30BAHHBIMU
IPH YCTAHOBJEHHUH arTTecToBaHHBIX 3Hadenuit CO
[4]. 9tumu penepamu moryT 661Th CO ¢ ycTaHOBIEH-
HOM IPOCIEKMBAEMOCTHIO, TOBEPEHHBIE CPEICTBA
M3MEPeHHul, CTaHIapPTU30BaHHbIe WKW aTTECTOBAH-
HbIe METOIWKN M3MEPEeHHUH, KOPPEKTHOCTh BHIGOpA
KOTOPBIX OIEHUBAETCA IPH METPOJIOTHYECKOH HKC-
nepruse goxkymentanuu Ha OCO u COII.

Pexomenmanua [2] mpemycmarpuBaer ciemy-
omme cxembl arrecramumu OCO m COII, ob6ecre-
YUBAIOIIHAE IPOCIEKUBAEMOCTh IIyTEM HUCIIONb-
30BAHUA:

CO c ycTaHOBIEHHOM TIPOCIEKUBAEMOCTHIO (Me-
TOJ CPABHEHHUS C MEPOIL);

CTaHJAPTU30BAHHBIX UJIH aTTECTOBAHHBIX METO-
IUK H3MepeHHui, 00eCIeYynBaIoIIUuX IIPOCIeKUBAe-
MOCTb JI0 CTEXHOMETPHUIECKUX COEAMHEHUH, YNCTHIX
MEeTaJJIOB U T. II. ¢ IPUMEHEHHEM IIOBEPEeHHBIX (Ka-
JUOPOBAHHBIX) CPEICTB M3MEPEHUM, B TOM UYHCIIE C
HCIIOJIb30BAHUEM MEIKIa00paTOPHBIX  CIUIUTEh-
ueIx ucnbrtanui (MCH).

Meros cpaBHeHHA ¢ MepoH (mamee — MeETOJ
CpaBHEHHS) IIPEACTABIIET CO00M CpaBHEHHE OIpe-
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Puc. 2. Arrecrar akkpeguranuu 3AO «MCO» B obmactu
ofecrieueHns eMHCTBA U3MEPEHUN

JIeIsIeMOM BEJIMYUHBI C BEJIUYMHOM, BOCIPOU3BOIU-
MoOi Mepoi [5].

IIpu arrecramuu CO mpumensior guddepeH-
MUATBHBIA METOJ, SBJIAIONIANCI Pa3sHOBUIHOCTHIO
MeTo/la CpPaBHEHUA W OCHOBAHHBLIA HA CPABHEHHUH
ompepenseMoi Beamuuubl B artectyemom CO c of-
HOPOIHOW BenwuuHOM B coorBercrByomem I['CO
wm OCO U HAXOXKIEHWH PA3HOCTH MEKIy HHUMHU
[5]. Ilpu 9TOM MOKHBI COOIIOAATHCS CIIELYIOIIHe
YCIIOBUSA:

CO orHOCATCA K OJHOMY BHAY MaTepHaia;

COZIEPIKAHUS aTTECTYEeMOT0 KOMITOHEHTA B TOM U
IpyroM obpasile He OTIHYaIOTCI (oslee 4yeM B JBa
pasa;

MaTepuaj aTTecTyeMoro o6pasia I0CTATOUYHO
OJTHOPOJIEH;

HAIWYWe IMPOYUX KOMIIOHEHTOB, IIOBEIEeHHe
Marepuwajga B IIpollecce HU3MepeHui (Hampumep,
PACTBOPHUMOCTD) HE IMPEIMATCTBYIOT UCITOIb30BAHMIO
OIHOM U TOM 3Ke METOAUKU M3MEPEHUH.

Hu:xe mpuBemeH aaropuT™ yCTAHOBIECHUS aTTe-
cryembix xapakrepuctuk COII (mnu OCO) nude-
peHIHaIbHBIM MeToIoM [2].

YcraHoBeHWe 3HAYEHWH ATTECTyEMbIX Xapak-
tepuctuk COII BeimonusaroT gBa oneparopa. Ilapai-
menbHO ¢ aHamusoM Kaxmoit naBecku COII Bocmpo-
M3BOMAT 3HAYEHHME COOTBETCTBYIOIIEH aTTeCTOBaH-
Holi xapakrepuctuku B HaBecke ['CO. Kamxpupii ome-
paTop IIPOBOAUT J[BE CEPUHU OIIpeJIeIeHUI aTTecTye-
moii xapakrepuctuku B COIl u I'CO mo mares map
B KQJKIOH, 110 Pe3yIbTaTaM KOTOPHIX BHIYUCIISIOT:

1) pasHOCTH pE3yILTATOB OIpEAENTeHUH i
KaKIoM - mapbl mpob B k-1 cepuu:

Ey = C - CFCO, kis

roe Cy; pesyaprar i-ro (i =1,5) ompeaereHus
arrectyemoii xapaktepucturu COIl B k-it cepunm
(k =1,4); Crco, i — PesynbTaT i-TO BOCIIPOH3BeNe-
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HUA B3HAYEHUSI COOTBETCTBYIOIIEH AaTTecTOBAHHOU
xapaxrepucturu 'CO B k-ii cepuu;

2) cpeaHee 3HAYEHWE PA3HOCTH pPE3yJIbTATOB
map orpeaeaeHun

. 1 4 5
:ng; ki

rae N — 9uCiIo pe3yabTaToB OIpeeIeHIH.
3HaueHWe AaTTeCTOBAHHOH  XapaKTePUCTUKU
COII paccuuTsBaloT Kak Agor = Argo + E.
ITorpemHocTh yCTAHOBJIEHHUSI AaTTECTOBAHHOM
XapaKTEePUCTUKH (71 JOBEPUTEIHHOH BEPOATHOCTH
0,95) cocrasnser: A o = KSy, e

_ 2’1SE +Arco ‘
SE +AFCO/J§

Sy = /AZFCO/3+S%;

Arco — XapaKTepHCTHUKA IIOTPEIITHOCTH, yKa3aHHAL
B nacriopte ['CO;

4 5
S_ = _B)2.
E N(N 1)§§ w0

Paccmorpennas cxema SIBASETCS MIPEIIIOYTH-
TEJIbHOMU, TOCKOJBKY O6eCrIeurnBaeT MHUHUMU3AIIHIO
CHUCTEMAaTHYECKOH MTOTPEITHOCTH Pe3yIbTaTOB OIpe-
JeJIeHuA 3a CYeT WCIIOIb30BAHUSI PA3HOCTH BOCIIPO-
U3BeleHHbIX 3HAUeHUU aTTeCTOBAHHOU XapaKTepu-
cruku B 'CO u COIL.

B cnyuasax, korga orcyrcrsyer CO yrBep:meH-
noro tuma (I'CO) mu6o OCO c TpebyembIiMu Xapak-
TEPUCTUKAMU I Tepefadyd H3MEpPUTENbHOU HH-
dopmaruu k paspabarsiBaemomy CO, mpegycmorpe-
uHa Bropas cxema arrecranmu OCO u COII, ocuo-
BaHHAsI HA IPUMEHEHWW CTAHAAPTH30BAHHBIX WU
aTTeCTOBAHHBIX METOIWUK W3MepeHuu, obecre-
YUBAIOIUX MTPOCIEKUBAEMOCTh JI0 CTEXHOMETPHYIE-
CKMX COEIWHEHHWH, YHWCTHIX METAJJIOB W T.II. TIPH
WCIIOTB30BAHUN ITOBEPEHHBIX (KATMOPOBAHHBIX)
CPEeICTB U3MEePEeHHH.

Ha sToii sxe cxeme ocHOBaHA MexRIa00paATOPHAS
arrecranusa IMyTeM MeKIa60pATOPHBIX CIUIUTETh-

ubIx ucnbiranuit (MCH), B ToM umcite, B pasHbIX Jia-
60paToOpPUAX OTHOTO MPEAIPUATHAS IPH UCIOIH30Ba-
HHH METOIUK HM3MEPEHHIH C IOMOIILI0 Pa3IHYHBIX
METOJIOB.

[IpuMeHeHMEe METOAUYECKHX CXE€M YCTAHOBIIE-
HuA Merposoruuecknx xapakrepuctuk OCO wu
COII, usnoxennnsix B Pexomenmamuu [2], 11o3Bos-
er arrecroatrb OCO u COII marepmanor merai-
JIypTUYECKOTO IIPOU3BOJICTBA C YCTAHOBJIEHHOH MET-
POJIOTHYECKOM IIPOCIEKUBAEMOCTHIO.
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ATOMHO-3MHUCCHOHHOM CIIEKTPOMETPHH C
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HccenoBanbl BO3MOKHOCTH METOJA ATOMHO-3MHCCHOHHOM CIEKTPOMETPHH C HHIYKTHB-
Ho-cBsa3aHHOH wiasmoit (ADC-UCII) mns onpenenenns nuskux comepsxanwmii (0,001 - 0,01) %
IIOMIHISA B CTAIAX. BpIOpaHbl aHATTUTHYECKUE JIMHUY aJTIOMUHUA U CII0c00 IIPOOOIOATOTOB-
KW, HAHJIeHbI ONITUMAJILHBIE OIIEPAllMOHHbBIE IIapaMeTPhI ero onpezenenus. Paspaborana me-
TOIUKA OIpENeIeHUs ATIOMAHNAS B CTAHIAPTHBIX 00pasIax yriIepOAMCTHIX M HU3KOIEIHPO-
BaHHBIX cTasiei. [lokazaTenu TOYHOCTH MTOyYeHHBIX PE3YIHTATOB COOTBETCTBYIOT HOPMATHB-
HBIM TPEOOBAHUAM, IPEIbIBITEMbIM K TOYHOCTH OIIPEIeIeHNS ATIOMIHIS B IPOAYKI[UH Yep-
HOU MeTaJLIyprHuu.

KroueBsIie cI0Ba: alfOMUHUN; ONPEIEICHNE; ATOMHO-3MUCCUOHHAS CIIEKTPOMETPUS C UH-
IYKTUBHO-CBA3AHHOH ILIA3MOH; CTaHAAPTHBIE 00pa3Iibl; IOKA3ATEIN TOYHOCTH; CTab.

DETERMINATION OF ALUMINUM IN STEEL BY INDUCTIVELY COUPLED
PLASMA-ATOMIC EMISSION SPECTROMETRY (ICP-AES)

© Galina N. Popkova, Veronika V. Bazyanova, and Yuliya N. Shakhova

The Institute for Certified Reference Materials, Yekaterinburg, Russia; e-mail: metrolog@icrm-ekb.ru

Submitted September 1, 2017.

Potentialities of the method of inductively coupled plasma-atomic emission spectrometry (ICP- AES) in
determination of the low content (0.001 — 0.01%) of aluminum in steels are studied. Analytical lines of
aluminum and optimum operating parameters of Al determination are specified along with the choice
of the sample preparation procedure. A technique for determination of the mass fraction of aluminum
in the standard samples of carbon and low alloyed steels is developed. Indicators of the accuracy of the
obtained results match the requirements specified for the accuracy of Al determination in the products
of ferrous metallurgy.

Keywords: aluminum; inductively coupled plasma-atomic emission spectroscopy; reference materials;

accuracy indices.

B uepHOIl MeTa/Iypruy ajlOMUHUU HAXOAUT IIPU-
MeHEeHHe B KadecTBe JIETHPYIOIIero KOMIIOHEHTA,
a TakKe I CHIDKEHUS COJEP:KaHUA KHUCIOpOAa U
VIAYUIIeHU MEXaHUYEeCKHUX CBOMCTB cTanu. B Bume
IIPUMECH ATIOMHUHUH COJNEPIRUTCA BO BCEX CTAJAX,
B TOM 4YHCIE, NMPUMEHAEMbIX HIPHU H3TOTOBJIEHUU
PeIbCoB MJIA Kee3HOJOPOKHOTO TpaHcmopra. Ka-
YeCcTBO BBIIIABIAEMON pEIbCOBOM CTalH CyIle-
CTBEHHO 3aBUCHUT OT CTPOTOTO COOTBETCTBHUSI HOP-
MATHBHBIM TPEOOBAHUAM TI0 COJEP:KAHUI0 OCHOB-
HBIX KOMIIOHEHTOB ¥ IIpUMeceH, IPUBEIEHHBIM
B 'OCT P 51685-2013 «PenbChl KeIe3HOIOPOIK-
uble. O6miue TexHudyeckne yciaoua» [1]. Comepixa-
HHUE QJIIOMUHUA B PEILCOBOM CTAIH HE NOJLKHO IIpe-
Boimars 0,004 %, 4o obecriednBaeT YUCTOTY METAaJI-
Jla 0 BKJIIOYEHUAM aliOMHUHATOB. llpeBbIeHue

9TOr0 3HAYEHUA HPUBOIUT K YXYIIIEHUIO CBOMCTB
CTaiu, TO3TOMY HEOO0XOAUM CTPOTHH AaHAIUTHIE-
CKUH KOHTPOJIb TAKUX MaTEePUAJIOB.

g onipeesieHuA MaIbIX KOJUIECTB aTIOMUHUA
B CTalIIX B OCHOBHOM MPHUMEHSIOT HAJEKHBIE (DO-
TOMETPUYIECKHE W aTOMHO-a0COPOITHOHHBIN METOIbI
[2-5]. B mHacrosmee Bpems (oToMeTprYecKoe
(¢ amomumuoHOM m xpomasypoiom C) u aToMHO-
abcopOITMOHHOE OIpefeIeHne ATIOMUHNASI B JAUAalla-
3ouax comep:kanui 0,005 -0,12% u 0,05-0,12 %
COOTBETCTBEHHO B YIJIEPOIWCTOH CTATH W HeJe-
rupoBaHHOM uyryHe permamentupyer ['OCT
22536.10-88 [5]. B crangapre ASTM E350-12 [6]
OIHCAHO OIpeJeJIeHNe 3JIEMEHTOB B YIJIEPOAUCTHIX
¥ HU3KOJIETHPOBAHHBIX CTAJSIX, CIIUTKAX Kejiesa u
KOBAHHOTO jKejie3a: B YACTHOCTH, IJIS AFOMHHUS
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rpaBUMETPUYECKOE OIpefelieHrne ¢ 8-OKCHXUHOJIH-
HoM mpu comepsxanmax 0,2 — 1,5 %, crexrpodoro-
MEeTPUYECKOE C 8-OKCHUXHHOJIMHOM — IIPH CO/IEp:Ka-
musax 0,003 - 0,2 % wm aromMHO-abCOPOITMOHHOE —
npu copepxauuax 0,005 - 0,2 %. I1pu stom ganubIE
METOIUKH OO0 He 0XBATHIBAIOT HEOOXOMUMBbIE IHA-
MAa30HLI OIpEAeNseMbIX COMEPIKAHWN AJIOMUHUS,
JII/I6O AO0CTAaTOYHO IMPOOOIKHUTE/IbHBI U TDYTOEMKH.

Hawubonee mepcrneKkTHBHBIM U YHHUBEPCATbHBIM
MHCTPYMEHTAIBHBIM METOIO0M, II03BOJISIOIINM C BbI-
COKOHM TIPOM3BOAMTEIHLHOCTBI0 KOHTPOIMPOBATE CO-
JIep/KaHne aTIOMUHUA B CTAJTH, ABJISETCA ATOMHO-
SMHUCCHOHHAS CIEKTPOMETPHSI C HHIYKTHUBHO-CBS-
sanHou wrazmon (AJC-UCII). Takue mocroumcTBa
MeTo/ia, KaK BBICOKAS CTAOHUIBHOCTh MCTOUHUKA M3-
JIydeHUsI, 9KCIPECCHOCTh M3MEPEHUH, HU3KHE IIpe-
IeTbl O0HAPYKEHUs, IIPOCTOTa TPAJyUPOBKH, IITHPO-
KU JTUHEUHBIH IUHAMHYECKWH NHalla3oH M BBICO-
KHe MEeTPOJIOTHUECKHe ITOKA3aTeNH, MeJIal0T MEeTO.
MPUBJIEKATENBHBIM I TPOBEJIEHUA aHAIUTHIECKO-
TO KOHTPOJI METAIYPTHIECKOHN MPOAYKINH [7].

IIpumenenne metoma AIC-UCII gns ananmza
craneii perimamentupyer ['OCT P 55079-2012,
OIHAKO HIIKHHUI IIpelesl OINpPeNeeHUs AIIOMUHUSI
cocrasiser 0,01 % [8].

Ilenp Hacrosmei paboTsl — paspadoTKa MeTo-
OUKHN OIIpeaesjieHusdA aJIOMHUHUA B CTAJAX METOJO0M
A9C-UCII na ypoeue comep:xkaumit 0,001 — 0,01 %.
B pa6ore umcmonbsosanu crerrpomerp iCAP 6500
DUO (Thermo Fisher Scientific, CIIIA).

IlepBbiM 3Tamom pa6oThl GBI BHIGOP ATUHBI
BOJIHBI oMuccuu agioMuHuA. CoCTaB perbCOBBIX
crajedl M, COOTBETCTBEHHO, CIIEKTP SMHCCHU aHa-
JIU3UPYEMBIX MPOO CIIOKHBI, II03TOMY HEOOXOIUMO
VUHMTBHIBATH BO3MOKHbBIE CIIEKTPAJIbHBIE HAOMKEHUS

1

3

CO CTOPOHBI OCHOBBI IIPOOBI U JIETHPYIOIIUX KOM-
IIOHEHTOB.

Ananus qavH BOJIH, IPUBEIEHHBIX B JIUTEPATYP-
HBIX MCTOYHHKAX [9], a Tak:xke B mporpaMMuoM obec-
redyeHuu Ipudopa u HabJIgaeMble CIIEKTPHI [03BO-
JUIW BBIOPATH JUHWH, 00Ja7afollue HAUOOIbIIeH
YyBCTBHUTEIBHOCTHIO i CBOOOIHBIE OT CIIEKTPAIBHBIX
HaJIOMKEHUH.

HauGonblIiryo sSMUCCHIO TIPH COAEPIKAHUM AITIO-
muHEA 5 MEKT B 50 cM® Habmomanw HA CIEIYIOIIHX
mauHax BoaH: 308,2 mm (350 000 umm/c), 309,2 um
(600000 mMmm/c), 394,4mm (250000 umm/c) wu
396,1 am (350 000 mumi/c) (pucyuok). Bce mpuse-
JEeHHbIE TUHUN ATIOMUAHHASI JOCTATOYHO HHTEHCHUBHBI
U UMEIOT BBICOKYIO YYBCTBHUTEJIbHOCTD, YTO II03BOJIA-
€T UCIIOJIB30BATh UX B KAUYEeCTBE aHAJIUTHUYECKHUX.

Bropeim sTamom paszpaboTKM METOAMKH ObLia
ONTUMHU3AINAA OIMEPAlIMOHHBIX I[IAPaMEeTPOB Pperu-
CTPAIiH CIIEKTPOB ATIOMUHUS.

Anamuruueckuit curaan B AJC-UCII cyme-
CTBEHHO 3aBUCHT OT YCJIOBUM IPOBEIEHUS M3Mepe-
HHM, TAKUX KAK CKOPOCTH IMOTOKA PACHBLIAIOIIETO
rasa, pacxoj] Impo0bI, MOIIIHOCTh T€HepPaTopa, Pacxos
1a3M000Pa3yIOIIero u JIOMOJTHUTEIHLHOTO TOTOKOB
rasa. MsMmeHeHnWe STHUX IapaMeTPOB IIPUBOIUT K
SHAQYUTEJbHBIM BapHalluidM HHTEHCHUBHOCTHU CHUTHAa-
JIOB, BIUSAET HA Tpeaeiabl 00HAPYKEHUS 3IeMEHTOB
U CTeIleHb IIPOABJICHUA CIEKTPaJTbHBIX MAaTPUYHBIX
MOMex.

B xome skcmepwMeHTa M3y4anaud 3aBUCHMOCTH
WHTEHCUBHOCTH CIIEKTPAIbHBIX JIMHUN AJTIOMUHUS
OT OMHOTO BAPBUPYEMOTO OIEPAIIMOHHOTO Iapa-
MeTrpa (pacxofa pachbLIMTEIBHOTO0, BCIOMOTATEb-
HOTO M OXJIAKIAIOIIEr0 IIOTOKOB Tasa, MOIHOCTH
BU-reneparopa wiau CKOPOCTH MOAAYH PACTBOPA)

2

4

Ananurnyeckue qunnu amomuaus: 1 — AlT 308,2 um; 2 — AlT 309,2 um; 3 — AlT 394,4 um; 4 — AlT 396,1 am
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IIPH OJHOBPEMEHHOH CTAOMIM3AIUKA BCEX APYIHUX
ImapaMeTpoB.

Y CcTaHOBIEHO, YTO CHJIbHOE BIWIHNE HA HHTEH-
CHBHOCTh AHAIUTUYECKUX JIMHUH ATIOMHHHUA OKa-
3bIBAIOT MOIHOCTb BY-remepartopa u pacxonm pac-
MIBLIATEIBHOTO IIOTOKA rasza. MIHTeHCHBHOCTD CIIEK-
TpaTbHBIX JHHHUH BO3PACTAeT IIPH YBEIWMUYEHUU
mornHoctu BU-remeparopa: HaubobInas HHTEHCHUB-
HOCTBH HAOJIOAeTCs PH MaKCHMAJIbHO BO3MOKHOM
IJIS TaHHOTO cIeKTpomerpa MmoirHocTu BY-renepa-
Topa 1350 Br.

IIpu Bo3pacTanum pacxofa PaCHbLIUTEIHHOTO
IIOTOKA aproHa HAOIIomaeTci pPe3Koe yBeludeHue
aHATUTHUYECKOT0 CUTHAJIa, MAKCUMyM KOTOPOTO CO-
oreercrByer pacxoxy 0,5 nm?/mun. Huske mpusene-
HBI HaWJeHHBbIE OITHUMAIbHBIE YCIOBUA PETHCTpa-
IIUU CIIEKTPOB AJTIOMUHUSI.

ITapameTp 3HayeHue
Momnocrs BY remepatopa, Br. . . . . . . .. .. 1350
Pacxopx moroka aprona, qm3/MuH:
BCIIOMOTATENIBHOTO . . . . . . . . « o o v o . . . 0,2
PACOBLIUTENBHOTO . . . . .« « « « o o v v v v o . 0,5
(034 £=V: w1 £ 126) 11 (=Y ' o J 12
CkopocTh Toiauu pacteopa, CM3/MuUH . . . . . . . . . 2
Crioco6 HAOIIOMEHUd IIasMbl . . . . . . . AxcuanbHbII

Ha amanurwdeckuii CHTHAJI AITIOMHHHS MOTYT
OKa3bIBATH BJIWIHHE KOMIIOHEHTBI, IIPHCYTCTBY-
OllKe B aHajausupyemMoM marepuane. Hauboabimumi
WHTEPeC IIPEACTABJISEeT CTellIeHb MATPUYHOTO BIIHS-
HHUA jKeje3a KAK OCHOBHOTO KOMIIOHEHTA CTaJu.
Ciremyrorum 3TamroM paboThl CTAI0 U3yUYeHUEe BIIUA-
HUS Keje3a Ha BO30YKIEeHHE CIIEKTPOB BMHUCCUU
ATFOMHUHUS.

Boicokas koHIIEHTpAIIH Kejie3a BbI3hIBAET CHHU-
SKeHHe CTeIIeHN NOHUBAI[UH OIIPEeeIaeMOro IeMeH-
Ta, a 3HAYHUT, [I0aBJIeHIEe CUTHAJIA AIIOMUHHUI, KPO-
Me TOro, ;Keie30 00aJaeT CIOKHBIM JIUHEeHIaThIM
CIIEKTPOM, YTO MOJKET BbI3BATh 3HAYUTEIbHBIE CIIEK-
TpajibHbIE IIOMEXH. BiusHue xejgesa W3ydajd IIy-
TEeM CpPaBHEHHA OTHOCHUTEIbLHBIX HWHTEHCHBHOCTEH
BLIOPAHHBIX AHAIUTUYECKMX JIMHWN AIIOMHHHSI B
pacTBOpax C IMOCTOAHHBIM COIEP:KAHUEM AJIOMUHUS
B MIPUCYTCTBUHU MaTpuaHOTO KoMmmouenta (0,25 r xe-
je3a, He COIEep:Kalllero AaJlOMHHUKE) W 6e3 Hero.
Pesynbrars! nmpeacrasiens: B Tadu. 1.

W3 Tabmuiisl BUAHO, YTO IIPUCYTCTBHE KejIe3a B
pacTBOpax CHJILHO ITOAABISET aHATUTHIECKHUU CHI-
HajJ aTIOMUHUSI HA Tpex mauHax BoxH: 308,2 Hwm,
394,4 um u 396,1 am. UHTEeHCHBHOCTH NAHHBIX JIH-
HHMH [aJAal0T IIOYTH B TPU pasa, a B clydae JUHUU
AlT 396,1 um — B 7 pas. Ha muuwmio All 309,2 um
JKejie30 CyIeCTBEHHOrO0 BJIMAHHA HE OKAa3bIBaer,
cJIefoBaTebHO, €€ MOMKHO HCII0Jb30BaTh B KAUYECTBE
AHATUTHIECKOH [IJIS OIPeae/IeHNs AJTIOMUHNSI B CTa-
au. Ilpu wuCIoNb30BaHMM IPYTUX aAHATHTHYECKHUX
JWHUH B PaCTBOPHI IS TpagyupoBaHus Ipubopa

HEeOo0X0IUMO BBOAMTS JKeJIe30 B KOJUIECTBe, SKBUBA-
JIGHTHOM €T0 COJIEP/KaHHIO B IIpobe.

CrenymouM sTarioM paspaboTKH METOTUKN OBbLT
BBIOOD cIrocoba ITOATOTOBKM MPo0 CTalled K oIpese-
snenuro amoMuansa Mmerogom ASC-HCII.

ANIOMWHUI B CTATH MOKET COJEPIKATHCA B BHUJIE
TBEPAOTO PACTBOPA M BKIUEHHIH PA3IUIHOTO CO-
craBa. Hawbomee jerxo mpH MATKUX YCIOBUAX
(pasbaBiienHas KHUCIOTA U yMEPEeHHOe HarpeBaHHUe)
pacTBopsieTcsi AJIIOMUHHN W3 TBEPAOTO PACTBOPA.
Hcnonn3oBanue KECTKUX YCIOBHH PACTBOPEHHS
(cMecH KHCIOT M OKHUCIUTEJEeH, BHICOKOH TeMIlepa-
Typbl) obecrieanBaeT MepPexoi B PacTBOP HpaKThde-
CKH Bcex (hOpM aTIOMUHUA.

Bri6op cmocoba pacTBOpeHHs ANMIOMUHUS 3aBHU-
CHUT OT YCJIOBHH NpoBeneHus ananusa. V3 nurepa-
TYPHBIX JAHHBIX W3BECTHO, YTO IIOBBLIIIIEHHWE KOH-
IIEHTPAIlUY KHUCIOTHI B AHAIU3UPYEMOM PACTBOpE
MPUBOAUT K MOXABICHIIO AHATUTUIECKUX CUTHAJIOB,
IIpu4yeM CTeIlleHb IIOJaBJ/IEHUSA 3aBUCHUT OT IIPHUPOABI
KHCJIOTBI U ee KOHIleHTpauuu. Mcmonbs3ysa pacTsop
¢ TIOCTOSHHOM KOHIIEHTpAIIMEH aTIOMUHUA U Iepe-
MEHHBIM COZiepsKaHHUeM COJITHOU W a30THOM KUCIIOT
(or 0 mo 20 % 06.), IPUIILIA K BBEIBOLY, YTO yBEJIH-
yeHWe KOHIIEHTPAIMH KHCIOT OKas3hIBAeT eIpec-
cupymolliee BIWAHME HA AHAIUTHYECKHH CHTHAI
amoMuHna. Ha oCHOBaHWM TMTEPATYPHBIX JAHHBIX
U II0JIy4Y€HHBIX 3aBHCHUMOCTEH YCTaHOBJIEHO, YTO He-
00X0TIMO TTOIIEP:KUBATH BO BCEX PACTBOPAX OIMHA-
KOBYIO KHCIIOTHOCTB, HO He 0osee 5 % 00., IIOCKOIb-
Ky BBIIIE JAHHOTO 3HAYEHWd HAOIIOHaeTcsa Cylle-
CTBEHHOE YMEHBIIIEHHE HHTEHCHBHOCTU CHTHAJIOB
aHaJIUTA.

Ha ocuoBaHnumM qeHCTBYIOIMNX METOIUK OIpese-
nenus anoMuHHsa B cramax meromom AJC-HCII
[5, 8] ObLTM OMPOOOBAHBI CIEAYIOIINE BAPHUAHTHI
MPOOOIIOATOTOBKH:

1) pacrBopeH®e ITPOOLI B CMECH COJITHOM M 30THOM
KHCJIOT B cucreme i pacrBopenus HotBlock™;

2) pacrBopeHue mpoObl B Pa3baBIeHHOM a30T-
Hoii Kmciore (1:1) ¢ mobaBienmeM (PTOPOBOIOPOI-
HOM KHCIoThI B cucteme ruaponusa HotBlock™;

3) pacTtBOpeHue MPoObI B CMECH COJIAHOM U a30T-
HOH KHCJIOT C TOCIEeLYIIINM q00aBIeHreM XIOPHOH

Ta6auma 1. OtHOCHTeIbHbIE WHTEHCHBHOCTH —AaHAJIUTH-
YeCKUX JHWHHH alloMUHHA B oTcyTcTBue (I;) M B mpucyr-
crBuu (I,) xmemesa

JlmuHaA BOIHBI

AHATTUTHYECKOH I,, otH. ef. I,, o1H. ef. I,/1,
JIMHAH, HM
308,2 5959 2146 2,8
309,2 13720 13700 1,0
394,4 12950 4953 2,6
396,1 37960 5227 7,3
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Ta6auna 2. Pesynsrare: onpenenenus amomuausa B CO 362 npu pasHbIx crocobax Ipo6OmIoATrOTOBKH

Cpennuii pesyabraTr

Ilpenen sryTpH- Hopwmarus korTpOIsa

Croco6 pacTBopeHus BOCIIPOUBBE/IEHU X —X | n1abopaTopHOit |A-X| VI TOTHOCTH
po0ObI MAacCOBOHM JIOJIH max. . ~rmmn MIPEIU3UOHHOCTH, - K. (P = 0,95) [1’0]
amomunud, % (n = 3) R, (P =0,95) * ’
Pacrsopenue 0,0046 0,0009 0,0015 0,0006 0,0007
B cUCTeMe
HotBlock™ 0,0039 0,0001
0,0037 0,0003
PacrBopenue 0,0039 0,0007 0,0015 0,0001
B CHCTEMeE
HotBlock™ 0,0043 0,0003
¢ nobasnenuem HF 0,0046 0,0006
Pacrsopenue 0,0040 0,0003 0,0015 0
B TIPUCYTCTEHH 0,0043 0,0003
XJIOPHOHU KHUCIOTHI
0,0042 0,0002
Pacrsopenue 0,0046 0,0031 0,0018 0,0006
C OOIlIaBJIEHUEM 0.0077 0.0037
HEepacTBOPHUMOTO OCTaTKAa ’ ’
0,0059 0,0019
PacrBopenue 0,0036 0,0024 0,0015 0,0004
C OTIe/IEHHEM JKele3a 0.0032 0.0008
0,0056 0,0016

KHCJIOTHI I HOJHOTO PaspylLIeHUs TPYIHOPACTBO-
PUMBIX KApOUIOB;

4) pacrBopeHre MpPOOBI B CMECH COJISHOW H
A30THOM KHCJIOT C JOIJIABJIEHHEM HEepPacTBOPUMOTO
0CTaTKa;

5) pacrBopeHue IpoObI B CMECH COJISTHOM U a30T-
HOH KHCJOT C TOCIEAYOIINM OTAeNeHueM Kejesa
B BHJIe THIPOKCHUJIA.

Beuny orcyrcrsus I'CO crameii ¢ arrecroBas-
HBIMM HUBKHMHU COJEP:KAHUIMU AJTIOMUHUA SKCIIE-
pUMEHT 1o BBIOOpPY crocoba PaCcTBOPEHHs IMIPOBO-
IOUIN C WCIIOAb30BAHMEM APXUBHOTO CTAHAAPTHOTO
obpasrma yriaepoaucroit cranu Ne 362. OmopHoe 3Ha-
YeHre MaCCOBOH [TOJU ATIOMHHHUA, KOTOPOE COCTaB-
sszmo 0,004 %, 6BLIO yCTAHOBIIEHO TPeMs OpTraHM3a-
nuamu — BHUUCO, Kpamaropckum wHpycrpuaisb-
HBIM HHCTUTYTOM M EHAKWEBCKUM MeXaHWUIEeCKUM
3aBOJIOM.

Pesynbrars! onpeneneHus aliOMUHNSA B YKa3aH-
HOM 00pasIie IpHUBefeHbl B Ta0iI. 2.

W3 Taba. 2 BUAHO, YTO MIPHU UCIOJB30BAHUHY IIE€P-
BBIX TPeX CII0CO00B pacTBOPeHHUA (KHUCIOTHOTO pac-
TBOpenusa B cucreme HotBlock™ u B mpucyrcreum
XJIOPHOM KHCJIOTHI) IOAYYEHBI YIOBIETBOPHUTEIb-
HBIE PE3yJIbTATHI.

CnocobbI KHCIOTHOTO PACTBOPEHHSA C OILIAB-
JIeHWeM HepacTBOPUMOTO OCTaTKa U OT/AeIeHHeM
JKeje3a B BHIE THAPOKCHAA HEPUMEHHMMBI H3-3a
TPYIOEMKOCTH, JJIUTEIHHOCTH, HEOOXOIUMOCTH WC-
MIOJIL30BAHUSA OOJBIIIOT0 KOJIHMIECTBA XUMHUECKUX
PEaKTHBOB, a TAKKEe BHICOKOTO COJIEBOTO (pOHA TIOJIy-
yaeMbIX PacTBOPOB. Pacxokmenne MexIy pesyabra-
TaMH aHaIN3a, MOJIYYEeHHBIMH B IOCIEIHHMX ABYX

clIydasx MPeBbIIIaeT Mpefesl BHYTPHIabopaTopHO
npernusuonHocty R, [10]. B cBasu ¢ aTum pactBope-
HUe HABECKH 11eJ1ec000pas3Ho MPOBOJUTH B CHCTEME
HotBlock™ wiu Ha miuTe B IPHUCYTCTBUM XJIOPHOM
KHUCIIOTHI.

Ha ocnoBanum mnpoBefeHHBIX WCCIETOBAHUI
paspaborana MeTOAWKA OIPEIeJeHUuA ATIOMUHUA
merogom ASJC-UCII B pumanasoHe comep:raHuii
0,001 - 0,01 %. C ucronp3oBanreM TaHHOM METOIH-
ku Obutn mpoanamusupoBaubl ['CO crameit 3AO
HUCO Ne 362 mw SRM 179 (CHIA). JIna xKoHTpOss
MPaBWJIBHOCTH IIOJIYyYEHHBIX PEe3yJbTATOB PACCUH-
THIBATM HOPMATHB KOHTPOJII BOCIIPOH3BEIEHUA
ATIOMUHUS 10 hopMyIIe:

, 40%

rne Ujgs(A) — pacmmpeHHas HeoIpefleleHHOCTb
[Mmm XapaKTepHUCTHKA IOTPemrHocTH Ajgs5(A)] ar-
tecroBanHoro sHadenws CO amda MOBEpPUTEIBLHOM
Bepoarroctu  0,95; op, cpenHeKBaapaTH-
YecKoe OTKJIOHEHWe, XapaKTepusyolllee BHYTPH-
1a60paTOPHYI0 MPEIU3NOHHOCTh pPe3yIbTaTOB W3-
MepeHwuii, BbrauciaenHoe B coorBercteuu ¢ CTO

20872050.CMRK.CK.09-2013 [10].
Pesynbrare! npencrasieHs! B Tabi. 3.

JlanHbIE 10 BOCIPOM3BENEHUI0 MACCOBOH IOJU
amomuaus merogoMm AJC-HCII me mperocxomsr
HopmaruBa KoHTposs [10], uro cBumereabCcTByeT
00 yIOBJIETBOPUTENIHHON TOYHOCTH paspaboTaHHOM
METOIUKH.
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Ta6auna 3. Pesynbprarsl BOCIPOM3BEIEHU MACCOBOM JIO/IM AJIIOMUHUS B CTAHIAPTHBIX 00pasiax

Cpennuii pesynbrar

Hopmarus xontpons ans

ArrecToBanHOE . b .
Hugexc CO % BOCIIPOU3BEIEHUA MaCCOBOM 01U |A-X| BOCIIPOU3BEJICHUA MACCOBOM J0IH allio-
sratieHHe, amomurus, % (N = 2,n = 5) vurna B CO, +A, % [10]
SRM 179 0,0028 0,0029 0,0001 0,0005
T"CO Ne 362 0,0040 0,0042 0,0002 0,0006
I"CO 1632-93I1 0,0086 0,0084 0,0002 0,0010

IIpumeuyanue. Pacuer HOpMmaTuBa KOoHTpoina *A, %, mpousBemeH 0e3 ydeTa MOTPEIIHOCTH ATTECTAIMH CTAHTAPTHBIX

06pasIfoB.

Takum o6pasom, B mpoIlecce BBHIMOJHEHUS TaH-
HOU pPaboThI HCCIEHOBAHBI BO3MOKHOCTH MeETOna
aTOMHO-3MHCCHOHHOH CIIEKTPOMETPUM C WHIYKTUB-
HO-CBA3aHHOM ILIA3MOM MJId OIIPeJeIeHuA HU3KUX
COIEp:KAHUU AIOMUHHSA B cTanax. HalimeHs! onru-
MaJIbHbIE OIlepaIlMOHHbIE IapaMeTpPbl PETHCTPALIUN
CIIEKTPOB AJIOMHUHUS, BEIOPAHBI CIIOCOOBI IIOATOTOB-
Ku 1pob K amanusy. Ha ocHOBaHMH IIPOBEIEHHBIX
HcclefoBaHui paspaboTaHa MeTOAWKa OIpemelie-
HHS QJIOMHHHS B CTAHZAPTHBIX 06pasiiax yriepo-
IUCTBIX M HU3KOJIETHPOBAaHHBLIX craseil. [lokasare-
JIM TOYHOCTH MOJIYyYEHHBIX PE3yJILTATOB YAOBJIETBO-
PAT HOPMATHUBHBLIM TPEOOBAHMAM, IIPEIbIBIIIe-
MBIX K KOHTPOJIIO ITPOAYKITUN Y€PHOH METAJIIyPTrHH.
Paspaborannas mMeToguKa II03BOJISIET OIIPENENISATH
AIIOMHUHUHN 0e3 OTHeNeHNUs UM MACKUPOBAHUA MAT-
PUYHBIX KOMIIOHEHTOB, 4YTO S3HAYMUTENBHO COKpa-
[aeT BpeMs IIPOBEIEeHUS AHAIHN3A II0 CPABHEHHIO
C IPUMEHSEMBIMHA (DOTOMETPHUYECKHMH METOMaMHU.
Ilocie aTrecramuy METOOMKH IJIAHUPYETCS €€ IIPH-
MEeHeHHe IJI1 aTTeCTAlMH ANIOMHHHUS B KOMILIEKTe
CO cramu (penncosoit) ¥1'126 — ¥Y1'129.
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IIPUMEHEHHE BECOBOI'O ABTOMATHUYECKOI'O TUTPATOPA
«TUTPUOH» IIPU ATTECTAIIMN CTAHJTAPTHBIX OBPA3IIOB
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B UIT BAO «MCO» paspaboTaHsl u BHEJPEHBI METOJUKY aMIIEPOMETPHIECKOTO U IOTEHITHO-
METPHYECKOTO OIIpe/eIeHrs XPOMa, MapraHlla, BAHAIUA U I[ePUs B ChIPhe U MaTepuaiax Me-
TAJUTyPIAYECKOTO ITPOM3BOACTBA C HCIIOIH30BAHHEM BECOBOTO aBTOMATHYECKOTO TUTPATOPA
«Turpuon». ABroMaTH3aIusa MPoIlecca TUTPOBAHMUA, cOOpa ¥ 06pPabOTKH MAHHBIX CHUKAET
TPYZ03aTpaThI OIIepaTopa, COKPAIAeT BPeMs AHAIN3a U YJLy4IlaeT ero MeTPOJIOrMIecKre Xa-
pakrepucTuru. PaspaboTaHHbIE METOIHKN OXBATHIBAIOT IPAKTWYIECKH BCIO HOMEHKJIATYPY
I'CO cocraBa cpIpba 1 MaTEPHATIOB METAILIyPTHUECKOr0O IIPOU3BOCTBA B IIIMPOKOM JUAIIA30-
He OIpeeIsieMbIX COIEPIKAHMA, COOTBETCTBYIOT HPEXbABIIEMbIM METPOJIOTHIECKUM Tpedo-
BaHUIM M BHECEHBI B OTPACIEBON U (heIepaIbHbIA PeecTphI.

KizoueBnle cioBa: BeCOBOM aBTOMATHYECKHE TUTpaTop «THMTpHoH» (BecoBas OHOpPETHA);
craupaprabie o6pasipl (CO); arrecramusa CO; Banaguil; XpoMm; MapraHely; [EPHii; aMIepo-
METPHUYECKOe U IIOTEHIIMOMETPUYECKOE TUTPOBAHHIE; METOMUKY BBIIIOTHEHNA U3MEPEHMIA; ChI-
Pbe 1 MaTePUAJIbI METAILIy PTUUECKOr0 IIPOM3BOCTEA; OTPACIEBOU U (DeepaATIbHBIN PEECTPhL.

THE USE OF A WEIGHT AUTOMATIC TITRATOR “TITRION”
IN THE CERTIFICATION OF THE REFERENCE MATERIALS

© Elena S. Kulagina and Lidiya S. Fokina
The Institute for Certified Reference Materials (ICRM), Yekaterinburg, Russia; e-mail: analitik@icrm-ekb.ru

Submitted October 12, 2017.

The procedures of amperometric and potentiometric determination of chromium, manganese, vana-
dium and cerium in raw and materials of metallurgical production using a weight automatic titrator
“TITRION” have been developed and implemented at the Research center of the Institute for Certified
Reference Materials (ICRM). The use of the device provides automation of the titration along with col-
lection of information and data processing which reduces the labor costs, shortens the analysis time,
and improves the metrological characteristics. The developed methods, included in the branch and
Federal Register, cover almost the entire range of the state standard reference samples of the raw and
materials of metallurgical production in a wide range of detectable concentrations and match the
metrological requirements.

Keywords: weight automatic titrator “TITRION” (weight burette); reference materials (RM); certifi-
cation of reference materials; vanadium; chromium; manganese; cerium; amperometric and
potentiometric titration; measurement procedure; raw and materials of metallurgical production;
branch and Federal Register.

Jna ompeneneHus MaJbIX COAEPKAHUA BaHAIUAS B
crangaptHeix obpasnax (CO) marepuanoB 4epHOH
MeTaLTypruu (4yTyHbI, CTaIN, HUKeJIeBbIe U IpeIu-
3UOHHbIE CIIJIABBI) HCIIOIB3YIOT METO/IbI aMIIEPOMET-
PUYECKOTO, MMOTEHI[MOMETPUYECKOTO ¥ KYyJIOHOMET-
pHUYECKOro TUTPOBaHUs corbio Mopa u sieKkrporese-
pupoBauubM xeme3oMm (II) coorBeTcTBeHHO ¢ OUaM-
[IEPOMETPUIECKOM WHAMKAIINEH OKOHYAHUSI XHUMU-
YecKOo#M peakiuu BoccTaHoBieHus BaHamgua (V)
[1, 2]. MeTombl oCHOBAaHBI HA OOBEMHOM THTPOBA-
HUW ¥ ONpEeJeJIeHUN TOYKH SKBUBAJIEHTHOCTH IIO
«CKAYKy» MOTEHITAAa WX 110 KPUBBIM TUTPOBAHUS
¢ mocnenymoiei ux obpaborkoit. [Ipu mpumeHenun
CTEKJIAHHBIX MEP BMECTHMOCTH IIOTPEIIHOCTh U3Me-

pPeHHuA BKJIIOYAET IEeNBbIH PAX COCTABIAIOIINX, CBH-
3aHHBIX C H3MEpeHUeM 00heMa TUTPAHTA U BIUAHU-
€M TeMIIepaTyphl Ha pPe3yIbTaThl U3MEpPEHU .

B nacrosieit pabore A aBTOMATH3AIUH IPO-
Iecca aMIepOMETPHYECKOT0 W IIOTEeHITMOMeTpude-
CKOTO THUTPOBAHUA IIPU OIpeleeHNuN BaHAIUA HC-
IIOJTB30BANIA TUTPATOP « THUTPHOH».

Turparop «Turpuon» npexacraBasger coboi Mo-
IYJIBHYIO CHUCTEMY B BHEe PACIIOJIOKEHHBIX Ha KOp-
myce ycrpoiicrB. Ha ropmsoHTanpHOM OCHOBaHHU
HaXO[AATCA Bechl, aHanu3arop «Jkcuepr-001» u mar-
HUTHAd MeNIalKa. Sa MEIIanKOH PAacCIOIoKeHa
CTOMKa C Jep:KaTeleM 3JEKTPOJHOM CHUCTEMBI U
Tpy6KU Hacoca.
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1 m,r

Puc. 1. 3aBucumocrs Benuunnabl JJ[C snekTponHoii cucre-
MBI (TIOTEHITHOMETPUYECKOE TUTPOBAHKE) OT MACCHI TUTPAHTA

OpHuM U3 TPEeuMyIecTs TuTpaTopa « TUTPHuoH»
ABJIAETCH M3MEpPEeHHe MacCChl THUTPAHTA BMECTO ero
o0bemMa. JTO IMO3BOJAET HUCKIIOYUTDH ITOTPEIIHOCTH,
CBA3aHHBIE C IIPUMEHEHHWEM CTEKJIAHHBIX MEpP BMe-
CTUMOCTH ¥ BIHWSHHEM TeMmIeparypbl. MaccoBas
KOHIIEHTPAI[US PacTBOpa AJid TUTPOBAHUA BhIPAKA-
ercs B r/Kkr. Maccy TuTpanTa, MOIIEAIIero Ha THTPO-
BaHWe, U3MEPSIIOT HA BECAX, MOIKIIOYEHHBIX K THT-
paropy, ¢ Tounoctbio ¢ = d = 0,01 r. B pesynbrare
“3MepeHHOe 3HAYEeHHe MAacChl PACTBOPA IIPOCIEKH-
BaeTcsd K 3TAJIOHY MAcChl — KHUJIOTPaAMMY.

IIpomieccom TUTPOBaHUA yIpaBIAAET aHATIHU3ATOD
«Jkcmept-001». Ilporpammuoe obecrneuenue (I110)
TI03BOJISET KOHTPOJIHUPOBATH IIPOIIECC TUTPOBAHUSI
(IMCKPETHOCTh U CKOPOCTH TUTPOBAHUA), 3aAILyCKad
¥ OCTAHABJIWBAA HoAady TuTpaHTta. Ilpm usBecrHOM
NpUOTHKEHHOM 3HAYEHWH MacChl THTPAHTa, Tpe-
GyeMoro mia mpoBenenus turpoBanusd, 110 ananu-
3aTopa IIO3BOJAET Pa3bUTh KPHUBYI TUTPOBAHUS
Ha HECKOJIIBKO YYacTKOB C PasiMIHOH CKOPOCTHIO
TUTPOBAHUA:

repBasg 30Ha — BBOJAT 3aJ@HHBIA 00BEM THT-
paHTa ¢ MAKCUMAJIBHOH CKOPOCTHIO 2 T/MUH;

BTOpas 30HA — YYACTOK [0 30HBI DKBHBAJICHT-
HOCTH — CKOPOCTbH TOIa4Y¥ TUTPAHTA YMEHBIIIAETC
1o 1,01 r/mumn;

TPeThs 30HA — THUTPOBAHHUE B 30HE DKBUBAJIEHT-
HOCTH — CKOPOCTh IIOfIa4¥ TUTPAHTa MUHUMAJIbHA
(0,05 - 0,41 r/MuH), YTO MO3BOJISIET 3aPETHCTPHPO-
BaTh OOJBIIE TOYEK HA BOTHOOOPAZHOM YUaCTKe

Ta6mauua 1. Pesymnbrars! onpenenenus BaHaaus

o0 -

Puc. 2. [Tuddepennnanbuas popma KpUBOH IOTEHIIOMET-
PHYECKOrO TUTPOBAHUS

KPHUBOH IIPH MPOXOKIEHUN TOUKH S9KBUBAIEHTHOCTH
(T). Takue Bosmo:xmocTr I10 TuTpaTropa mo3Bos-
0T KOPPEKTUPOBATH BpEMA TUTPOBAHUS.

Ha pgucmteir BeiBOomuTCs Tpadui 3aBHCHMOCTH
BEJIMYUHBI AU(PPY3HOHHOTO TOKA (IIPU aMIIepoMeT-
puyeckoMm tuTpoBanuu) u M C snexrposHoii cucre-
MbI (IIPH TIOTEHIIMOMETPHYECKOM TUTPOBAHUM) OT
Maccel TuTpasTa (puc. 1).

KoopauHAThl TOYKM 9SKBHBAJEHTHOCTH OTO-
Opaskatorca Ha gucmuiee. [lomyueHHble maHHbIE HC-
MONB3YIOTCA TPH pacyeTe KOHEYHOTO pPesysibTaTa
aHaIu3a.

O06paboTKy KpHBOH TUTPOBAHHUS C €€ IIEPEBOIOM
B nuddepeHITnaIbHy0 (GopMy U OIpeeeHre TOY-
KU 9KBUBAJIEHTHOCTH aBTOMATHUYECKH OCYIIECTBIIAET
I1IO turparopa (puc. 2).

KommnbiorepHas 06paboTka KPUBBIX TUTPOBAHUA
(ompeneneune TO u oObeMa THUTPAHTA, IOLIEAIIETO
HAa TUTPOBAaHWE) II03BOJIAET YMEHBIIUTb HIKHIONO
TPaHUILY OIPefegeMbIX COAEPIKAHUN, 3HAUUTEIHHO
pacimupsier pabouuii AUAnIas0H OIpeneIseMbIX CO-
JepP/KaHui ¥ MOBBINIAET TOYHOCTh aHAHA3A.

Hauubrii npubop MO3BOJAET TUTPOBATH Majble
comep:xanua Baumamud (0,00005 r) mpu masmom pac-
xXome THUTpaHTAa (KOHIIEHTpAIud THUTPAHTA —
0,5 T/KT) ¢ BBICOKOH TOYHOCTBIO, HCIIOIB3Ys MHUHH-
MaJIbHYI0 CKOPOCTh TUTPOBAHUS.

Turpatop «TuTpHOH» UCIOAB30BAIH AJIS OIIpe-
IeJeHus BaHAAWSI ITOTEHI[MOMETPUYECKHM METO-
JIOM C BECOBBIM TUTPOBaHHUEM B KOMILJIEKTax CO JJIA
CIEKTPAJILHOTO AHAIN3a JIETHPOBAHHBIX YYTYHOB
HCO 4I'46 - UCO 4I'48, UCO UI'51 - UCO 4UTI'53
u B CO cramu YHJI 6r (ta6n. 1). Oupenenenue mpo-
BOIUIU B pexxuMe «Perucrpanus KpUBOM TUTPOBA-

A Pacmimpennas veompene- Cpennee sHaueHue Bocnpoussenenne HopmaTue koHTpONA

TTECTOBAHHOE .. ..

Hugexc CO A ¢, IeHHOCTb aTTECTOBAHHOTO MACCOBOM [OJIK MAacCOBOIt JOH BOCIIPOM3BE/IeHHs Mac-
SHaueHue 4, Yo 3HA4YeHUs UO,%(A), % BaHagua X, % Bananus | X -A|, % COBOH monu BaHamus A, %

HCO 4I'46 0,109 0,002 0,106 0,002 0,005

HCO 4I'48 0,0016 0,0002 0,0019 0,0002 0,0004

HCO UI'51 0,293 0,006 0,288 0,006 0,009

HCO 4I'52 0,0049 0,0005 0,0050 0,0005 0,0008

HCO 4I'53 0,137 0,003 0,133 0,003 0,006

YHJI6r 0,207 0,005 0,204 0,005 0,008
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Ta6auua 2. [TepeueHs arTecTOBAaHHBIX METOAUK (METO0OB) U3MEPEHMI

Howmep moxymenTa no orpacieBoMmy OmnpenenseMbIit M Jmanason
peectpy (o PexepansuoMy peectpy) KOMITOHEHT arepuai gcl;ie;;gg?gé
MX-0234-99 pen. 2015 Iepwuit Cransp, 4yryH 0,01-0,1
(PP.1.31.2016.23872)
HIW 01.01.02.03.128-2013 Banmaguit Cranb, 4yyrys 0,003 -5,0
CruiaBsl IpErU3HOHHBIE 5,0-10,0
HIW 01.01.03.04.06.131-2013 Bauapuit Cranb 0,02 - 0,30
(®P. 1. 31. 2017. 27149) Crnasbl HA HAKEIEBOM OCHOBE 0,02-0,2
deppoxpom 0,05-0,15
Pynsr xpomoBbIe v KOHITEHTPATHL 0,04 -0,10
HIU Xpom Crainb, 4yyrys 0,10 - 35
01.01.02.03.04.05.06.136-2013 CiuiaBbl HA HUKEIEBOM OCHOBE, CILUIABLI IPEIU3NOHHbBIE 0,1-30,0
®Peppoxpom 25-99,9
DeppocuInKOXpoM 25 - 60
XpoM MeTalInIecKui 96 — 99,9
Oxcun Pynb1 xpoMoBBIEe U KOHIIEHTPATHI 20-50
xpoma (III) Orueynopst 1,0-65
HIM 01.01.02.04.05.06.145-2014 Mapraserr Cranp, 4yryn 1,0-20
(®P. 1. 31. 2016. 25287) Pynwr maprauuessie u KOHIIEHTPATHI 40 - 60
®PeppocunkomMapramery 50-80
®deppomapranery 65— 95
Mapraner; MeTaaTHIeCKUi 80 -98
Ilnax Mmapraunesbrit 40 - 60
Oxcup Ilnaxu, durrockr 0,5-50

maprauna (II)

HHS» C BBINOJHEHWEM aBTOMAaTHYECKOTO THUTPOBA-
HUA U perrucTparueil IoIHOU KpUBOM TUTPOBAHUA.

JKCIEepUMEHTATbHbIE [aHHBIE 00pabaTbiBaau
TIO CIIELYIOIIEN CXeMe: IIOCie TPOBEPKU IPHUEMIIEMO-
CTH TIOJIYyYEHHBIX PEe3yJTbTAaTOB B YCIOBUAX IIOBTO-
pAEMOCTH U BHYTPUIaA00PATOPHOM TPEIU3UOHHOCTH
IJI OIIEHMBAHUSA BOCIIPOU3BEJEHHUSI MAaCCOBOH IOIU
pa"agusa B I'CO uconb30Ba/Iu HOPMATHB KOHTPOJIS
A, BEIYHCIIEMBIH 10 POPMYJIE:

A= U2, (A) + 402 N,

0,95

rne Ujg5(A) — pacmmpeHHas HeoIpefeleHHOCTb
[Mny XapakTepuCTHKA IOTPEIIHOCTH Opg5(A)] ar-
tecroBanHoro sHadenus CO mmda moBepUTEIBHOM
BepoatHoctu  0,95; o0p, -— CpeaHeKBaapaTu-
YecKoe OTKIOHEHHE, XapaKTepusylolllee BHYTPU-
71a60paTOPHYI0 IIPEIU3UOHHOCTh Pe3yIbTaTOB W3-
MepeHnwuii, BbrauciaenHoe B coorBerctBuu ¢ CTO
20872050.CMK.CK.09-2013 [3]; N — uucmo cpen-
HUX Pe3yJIbTaToB.

[Ipumenenmne BeCOBOro aBTOMATHIECKOTO TUTPA-
Topa «TuTproH» 3HAYUTEIBHO YMEHbIIIAeT TPYA03a-
TpaThl OlepaTopa Ipu 06paboTKe KPUBBIX TUTPOBA-
HUS U YCKOPSIET pacyeT Pe3ylIbTATOB aHAIH3a. JTO
II03BOJIIET COKPATUTH BpeMsd aHANN3a U YIYUIIUTH
€r0 MEeTPOJIOTHYECKHe XapaKTEPUCTUKH.

Paspaborannnie METOIUKN OIpe/ie/IeHNsT BaHAa-
IOUA, XpoMa, MapraHiia U IepUA C UCI0Ib30BAHUEM

BECOBOTO aBTOMATHYECKOTO TUTparopa «TuUTpHoH»,
[peIHasHAYEHHBIE [JI YCTAHOBJICHUI XUMUIECKOTO
cocraBa CO u aHATUTHYECKOTO KOHTPOJS ChIPbS U
MATepPHAJIOB YEPHOM METAJIypPTrUH, BHECEHBI B OT-
pacieBoi u eaepaabHbIA peecTpbl (Tadil. 2).

MeTonuKn OXBATHLIBAIOT MPAKTUYECKHA BCIO HO-
menknarypy I'CO cocraBa ChIpbs M MaTEPHUAIOB Me-
TaJLIyPrUYeCKOr0 MMPOU3BOCTBA B IIUPOKOM IUara-
30HE OIpeneIsieMbIX COIEepPKaHUuN BaHAIWsI, XPOMa,
Maprasiia u Iepus.
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