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OBIIAS XAPAKTEPUCTHUKA PABOTDI

TBepapic uncThie BelecTBa (MaccoBasi A0Jisi OCHOBHOTO KOMIIOHEHTa, W = 99,9 %) miu-
POKO HCIIONB3YIOTCS B METPOJIOTHYECKUX pad0Tax B KauecTBE HOCHUTENEH HH(OPMALIUN O XHUMHU-
YECKOM COCTaBE B HaYaJIbHOM M KOHEYHOM MHTEpBaJIe IIKaJl MACCOBOW J0JM KoMIoHeHTa. [Ipu
MIEPEBOJIC UX B PACTBOP OHH HECYT MH(POPMAIUIO O MACCOBOH (MOJISIPHON ) KOHIIEHTPAIIMHA KOMIIO-
HeHTa. OOBIYHO OHU CITy>KaT JJIsl MPUTOTOBJICHUSI CMECEU U paCTBOPOB METPOJIOTUYECKOIO HA3HA-
YEHUsI, B YaCTHOCTH, IpH padbote ¢ ['ocymapcTBeHHbIMU nepBuuHbIMU dTajoHamu (I'TID) mpume-
HSFOTCS JIJIs1 IPOBEICHUSI CIIMYCHHI B 00J1aCTH 0a30BbIX U3MEPUTEILHBIX BO3MOYKHOCTEH, a TAK)Ke
WCITOJIB3YIOTCS HEITOCPEICTBEHHO IS TIEpe/layll eIMHMI] BEJIMUMH, XapaKTePU3YIOIINX XUMUYe-
CKHMI cOCTaB B paboTax IO KaJIMOPOBKE W MOBEPKE CPEACTB M3MEPEHUMN, aTTECTAIlMH ATAJIOHOB,
KOHTPOJIIO TOYHOCTH METOAUK M3MepeHuid. HecMoTpst Ha TO, 4TO HEONpeNeIEHHOCTh, CBSI3aHHas
C YCTaHOBJICHMEM MacCOBOM JIOJIM OCHOBHOI'O BEIIECTBA B YHMCTHIX BEIICCTBAX, MOXKET BHOCHUTH
CyIIIECTBEHHBIN BKJIJ] B CYMMapHYIO HEONPEAEIEHHOCTh M3MEPEHNN, KPUTEPUHU UX BHIOOPA U CIIO-
COOBI OIIEHKH WX MPUTOAHOCTH JIJISl Pa3IMIHBIX METPOJIOTHIECKUX PabOT B IOKyMEHTax 1Mo obec-
MIEYCHUIO SIMHCTBA H3MEPEHUN paHee He ObLIM ycTaHOBJICHBI. He Obuti yHUDHIIMPOBAHBI METO-
JTUYECKUE TIOIXO0/Ibl K OLIEHUBAHUIO HEONPEAEIEHHOCTH YUCTOTHI (COACPKAHUS OCHOBHOTO KOM-
MOHEHTA) MPHU €€ U3MEPEHUH Ha OCHOBE MUKPOCOIePKaHUN TPUMECHBIX KOMIIOHEHTOB.

AKTYyaJIbHOCTh TEMBI TIOJITBEPKIAIOT PAOOTHI, BHITOJIHEHHBIC B HAIIMOHAIBHBIX METPOJIO-
rudecknx uHCTUTYTax CHIA (CneunanpHas nyonukanus NIST 1012 «IToaxon k MmeTposoruye-
CKM OOOCHOBaHHOM IMPOCIICKUBACMOM OILICHKE XMMHYECKON YHMCTOTHI OPraHHMYECKUX 00pa3IioB
cpaBHeHUs») U ['epmanuu (cepust myOnukanuiit BAM o moaTBepkIeHUN OICHHUBAHUS YUCTOTHI
METAJIJIOB, BHICTYNAIOIINX B KAUECTBE IIEPBUYHBIX 3TAJIOHOB). Takke akTyalbHOCTh MOATBEPHKIA-
eTCsl TeKYUIUMU MEKIYHAPOIHBIMU CIMYEHUSIMU B 00JIACTH OLEHUBAHUS YUCTOTHI OPTaHUYECKHX
Y TBEPIbIX HEOPTaHUUYECKUX BEIIECTB, MPOBOAUMBIMH 1101 3rugoii MKMB B pamkax «Coramie-
HUS O B3aMMHOM TPU3HAHUU HAIIMOHAJIBHBIX 3TAJIOHOB U CEPTUPUKATOB KaTUOPOBKU U U3MEpE-
HUU, BBIZIABAEMBIX HAllUOHATBHBIMU METPOJIOTUYECKUMHA UHCTUTYTaMI.

B obGnactu HeOpraHMYeCKUX BEIIECTB JIJIsl OIEHUBAHMS YUCTOTHI MPUMEHSIOT HECKOJIBKO
CcXeM:
— «100 % MuHYC CyMMa IIpUMECEi» MO OMPEEICHUIO MPUMECEH BCEX IJIEMEHTOB B KOJIMYECTBE

91 (padotst BAM, I'epmaHusi) uiau UCIOJIb30BAHUE BEPOSITHOCTHOTO MOX0/A /I OIEHUBAHUS
YUCTOTHI 110 HE TIOJTHOCTBIO OLIEHEHHOMY co/iep:kaHuIo mpumMecel (padbotsl MHcTUTYTA XMun Yu-
cthix BemecTB uM. ['.I". JleBsteix PAH, r. Huxuanit Hosropon, OAO «['upeamer», r. Mocksa);

— OIPENEIICHUE OCHOBHOI'O KOMIIOHEHTA ITEPBUYHBIMU METOJAAMU: KYJIOHOMETPUU, TATPUMETPHH,
AIIEKTPOTPABUMETPUH, TPABUMETPUHU, KPHOCKOITUHU U 30YITHUOCKOITHH.

B Hacrosiee BpeMs MeXx1y CHEUATNCTaMHU U3 Pa3HbIX CTPAaH aKTUBHO BEIETCS TUCKYC-
cusi 0 HauboJee MOAXOAAUINX CII0cO0axX OLIEHUBAHUS YUCTOTHI OPraHMUYECKUX M HEOPraHUYECKUX
BeniecTs. U B mepByIo ouepesb 3To CBA3aHO ¢ HEOOXOAUMOCTBIO MX HaKOIUJICHUSI B KaXK10H cTpaHe
MUpa U OIEHUBAHMS MX YUCTOTHI JJi1 00eCIedeHHsl MPOCIeKUBAEMOCTH B 00J1acTU W3MEpEeHUil
XUMHYECKOT0 cocTaBa 10 MexIyHapoaHOH cucTeMbl equHul ¢pusznyeckux BenuuuH (CH).

JlesTenbHOCTh MEXAYHAPOAHBIX METPOJIOTHYECKUX OpraHu3aluii, Takux kak KoHcynbra-
TUBHBII KOMUTET MO KoJU4yecTBy BemectBa Mexaynaponnoro Komurera Mep u Becos (KKKB
MKMB), KOOMET u HanroHaJlIbHBIX METPOJIOTHYECKHX WHCTUTYTOB HallpaBlieHa Ha o0ecreye-
HUE €IMHCTBA U3MEPEHUHN U IPOCIEKUBAEMOCTH PE3YJIBTATOB U3MEPEHUN K TOCYJapCTBEHHBIM
dTaIOHaM €JUHUI] BeJIMYMH. OCHOBHOM M OYEHb BAaXXKHON YaCTBIO CUCTEMBI ITPOCIIEKNBAEMOCTH
pe3yJIbTaTOB U3MEPEHUH SBIISIOTCS MAaTEPUAIIbI C ATTECTOBAHHBIM (CEPTU(DUIIMPOBAHHBIM) 3HAUE-
HUEM COJEp’KaHUS KOMIIOHEHTOB M YCTaHOBJICHHBIMH HEONPEIECIICHHOCTAMM STUX 3HAUYEHUU
(ctanmapTHbIe 00pa3Lbl YTBEPKICHHOTO TUIIA), AJIS CO3JaHUs KOTOPhIX HEOOXOJMMBI YUCThHIEC Be-
I1€CTBA, aTTECTOBAHHbIE HA 00JIe€ BBICOKOM — 3TaJJOHHOM YPOBHE, T.€. 3TAJIOHbI CPAaBHEHHUS.



DTallOHBI CPAaBHEHHUS B TOM IIOHUMAHUH TIPEJICTABISIOT OO0 TBEP/IbIC YNCTHIC HEOpTa-
HUYECKUE BEIIECTBA C YCTAHOBJICHHBIM 3HAUYEHHEM MAacCOBOW JIOJM OCHOBHOI'O KOMITOHEHTA C
HaAMBBICIIEH TOYHOCTBIO MM C TOYHOCTBIO, JJOCTATOUHOM JJIs epeaaydl eAMHUIBI BETUYUHBI OT
I'TID cnenyromuM 3BEHbSIM IOBEPOYHOM CXEMBI. DTaJIOHbI CPAaBHEHUS UCCIIELYOTCS COTJIaCHO Me-
TOJIMKaM BOCIPOM3BEICHUS E€AMHULl BETUYNH, XapaKTEPU3YIOIUX COJepKaHNE KOMIOHEHTOB, C
UCTIOJIb30BaHUEM | "0Cy1apCTBEHHBIX IEPBUYHBIX U BTOPUYHBIX STAIOHOB U BXOAAT B cocTtas [ TID.

Pa3paboTku 3TallOHOB CPaBHEHMS BBHINIOJIHEHBI B paMKaxX HAayYHO-UCCIIEI0BATEIBCKOM pa-
6otbl o mudpom «HYucroray (2015-2016 rr.) 1 ONBITHO KOHCTPYKTOPCKON pabOTHI Mo mud-
pom «Ywmcrora-26» (2017-2019 rr.).

Ilenv padomul

[ToBpIIIEHNE TOYHOCTH PE3YJIBTATOB U3MEPEHUN XMMHYECKOIO COCTAaBa BEILIECTB U MaTe-
pHAaJIOB IMyTeM pa3pabOTKH 3TAJOHOB CPAaBHEHMS B BUE YHUCTHIX BEIIECTB M CO3/JaHUS HA UX OC-
HOBE HOBBIX THUIIOB BBICOKOTOYHBIX CTAaHAAPTHBIX 00pa3I[OB PACTBOPOB XUMHUYECKUX HIIEMEHTOB
JUTS KaTHOPOBKY aHAJTMTUYECKOH armaparyphl.

OcHogHble 3a0a4u Ucc1e008aHUA

Pa3zpaboTaTh neBATH 3TaJOHOB cpaBHEHMS ¢ oMonsio DT 176 B BUIe YNCTHIX BEIIECTB
(V, Cr, Mn, Fe, Co, Ni, Cu, Zn, Cd) u yauduiiupoBath Moaxobl 10 OIEHKE MacCOBOM TOIH OC-
HOBHOT'O KOMITOHEGHTA M CBSI3aHHOM C HEH pacIIMPEeHHON HEONPEeICICHHOCTH JIJIsl TAJIOHOB CPaB-
HEHUS.

Pa3paboraTs MeTOIMKY Nepenadu eIMHULl MACCOBOM JI0JIM U MAaCCOBOM KOHIICHTPAIUH XU-
mudeckux sneMeHToB oT ['BOT 196-1 Ha ocHOBe KOMMAapaTUBHBIX M3MEPEHUN C BHYTPEHHUM
CTaHIapTOM MAaCCOBOH JIOJH 3JIEMEHTOB METOJIOM aTOMHO-IMHUCCHOHHOMN CIIEKTPOMETPUU C HH-
JyKTUBHO-CBSI3aHHOU TUTa3MOM.

[ToBeicuTh TOUHOCTH M3Mepenuit Ha [ BOT 196-1 npu nepenave eAuHUI] MacCOBOM J10JIH
U MacCOBOHM KOHIICHTPAIIMM XUMHYECKHX JJIEMEHTOB OT pa3pabOTaHHBIX JTAJOHOB CPaBHEHUS
CTaHIaPTHBIM 00pa3IiaM pacTBOPOB XUMHUYECKUX JICMEHTOB.

Pa3paboraTh v IPOBECTH UCITBITAHUS B IIEJISX YTBEPXKJACHHSI TUTIA CTAHIAPTHBIX 00pa3IoB
pacTtBopoB neBATH xumuueckux snemeHToB (V, Cr, Mn, Fe, Co, Ni, Cu, Zn, Cd) noBsImeHHO
TOYHOCTH.

Pa3paborate cranAapTHBIA 00pasen] MyJIbTHIIEMEHTHOTO PacTBOpAa C aTTECTOBAHHBIMU
3HAYEHHsIMUA MacCOBOH J0JIM U MaccoBoi KoHueHTpanuu 9 snemenrtos (V, Cr, Mn, Fe, Co, Ni, Cu,
Zn, Cd).

Hayunas nosuszna

[IpoBeneH aHanu3 IIECTH aJrOPUTMOB OOpabOTKM H3MEpUTETbHOW WHGOpMAlUU IS
OIICHKU MacCOBO¥ JIOJIM OCHOBHOTO KOMIIOHCHTA U CBSI3AHHOH C HEW HEOTPECIEHHOCTH KOCBEH-
HBIM criocoboM utst 9 3TajIoHOB cpaBHeHHUs B Buae unucThiX Bemiects (V, Cr, Mn, Fe, Co, Ni, Cu,
Zn, Cd) cnenyromuMu crmocodaMu: «OICHKa TEXHUYECKON YUCTOTHIY, «OICHKA aKaJeMHUYECKOM
qucToTh, «GUMY, «BAM?», «meTox MHTEPBaJIbHON OLEHKW», «METOJ aKkajgeMuka JIeBAThIX».
[Tokazano, uto mMetoq « GUM», B KOTOpOM JJIsl OLIEHKH YUCTOTHI MpEArnonaraetTcs usmepenue 91
npuMecH, 00eCTieunBaeT HECMEIIEHHYIO (€CITH cyMMa OOHApy KEHHBIX IPUMECE >> CyMMBI TIpe-
JIEJIOB OOHApYKEHUS I HEOOHAPYKEHHBIX MPUMECeii) OLIEHKY MacCOBOM JJOJU OCHOBHOTO KOM-
MOHEHTA U OIICHKY HEOTNPEAEeTIEHHOCTH, CBSI3aHHOM C U3MEPEHUSIMU HEOOHAPYKEHHBIX IpUMeEceH,

1 Guide to the expression of uncertainty in measurement — PykoBoACTBO 110 BEIPasKEHHIO HEOTIPEIETEHHOCTH H3MeEpe-
HUH.

2 The Federal Institute for Materials Research and Testing — ®eaepanbHbIii MHCTUTYT MAaTEPUAIIOBENEHHUS U UCTILITA-
Hul, ['epmanusi.



YTO MOJITBEPKIAETCSI BBICOKOTOYHBIMU PE3yJIbTaTaMU MPSIMBIX IEPBUYHBIX U OTHOCUTENBHO Iep-
BUYHBIX METOJIOB.

BriepBble pa3paboTaH alropuTM paciera HeOoNpeIeICHHOCTH OT HEOJTHOPOJHOCTH Macco-
BOH J10JI1 OCHOBHOI'O KOMITIOHEHTA 110 pe3yJIbTaTaM U3MEPEHUN COAEPKaHUsI IPUMECEU, KOTOPBIN
3aKJIF0YAeTCs B TOM, YTO Ha MEPBOM 3Tale MPOBOJUTCS OIEHKAa HEONPEIACIECHHOCTH OT HEOJHO-
POIHOCTH HE MeHee 2/3 OT CyMMapHOW MaccOBO# 10Jin 0OHApyKEHHBIX MPUMECEil B COOTBET-
crun ¢ ISO Guide 35°, Ha BTOpOM 3Tare OIeHMBAETCS HEOMPENETEHHOCTh OT HEO{HOPOIHOCTH
JUISL CYMMBbI WHIUBUAYATbHBIX HCCIEIOBAHHBIX OOHAPYXEHHBIX MPUMECE, a Ha TPEThEM JTare
BBIUMCIISIETCS] HEOMIPEAETIEHHOCTD JIJI1 MACCOBOM JIOJIM OCHOBHOT'O KOMIIOHEHTA C Y4€TOM Macco-
BOI1 10/11 HcceyeMbIX 0OHApYKEHHBIX IPUMecel K CyMMe MacCOBBIX JI0JIel 0OHAapY>KEHHBIX U
HEOOHAPYKEHHBIX MPUMECEH.

YTouHeHa MOelib KOMIIAPATUBHBIX W3MEpPEHUIl ¢ BHYTPEHHUM CTaHIAPTOM MAacCOBOM
JOJIX AJIEMEHTOB METOJOM aTOMHO-3MUCCHOHHON CHEKTPOMETPUHM C HHIYKTUBHO-CBSI3aHHOM
ITa3MOM, KOTOpasi YYUTHIBACT HEHMICATHbHOCTh JIMHEWHON MOJIeNH (OTKIIOHCHHE OT ONTHMAIbHBIX
napamMeTpoB), a TakKe HEeCTaOMIbHOCTh, OOYCIIOBJICHHYIO XpaHEHHEM pacTBOpa ATAJOHA CPaB-
HEHUS B OTKPBITON M 3aKPBITOI eMKocTH. [IpoBeieHa olleHKa BKIIAJIOB OT PAa3IMIHBIX HCTOYHUKOB
HEOIPEIeICHHOCTH U MOKa3aHO, YTO MCTOYHUKU HEONPEIEICHHOCTH YOBIBAIOT B PSIIy: OTHOCH-
TEJIbHAS MHTEHCUBHOCTh SMUCCHH KOMITOHEHTA M BHYTPEHHETO CTaHIapTa™> MaccoBasi J0JIs KOM-
MIOHEHTA B PAaCTBOpE UIA KaJMOPOBKKU> IpaBUMETPHUECKAs MPOLEAYPa MPUTOTOBICHHUS PACTBO-
pOB.

[IpennoxeH cnocod KOHTPOJIS XapaKTePUCTHK UCXOIHBIX PEaKTHUBOB, MaTepUaJOB U yIa-
KOBKH pa3pabOTaHHBIX CTAHIAPTHBIX 00pa3ioB pacTBOpoB 9 xumuueckux snemerTos (V, Cr, Mn,
Fe, Co, Ni, Cu, Zn, Cd), koTopsie BIHSIIOT Ha OCHOBHOM MCTOYHHK HEONPEICICHHOCTH - HX CTa-
O6mbHOCTh. CIIOCO0 3aKIII0UaeTCs B 9KCIPECCHOM KOHTpoJie B TeueHue 120 yacoB ucnapeHus Kuc-
JIOTHOTO PacTBOpA M3 MJIACTUKOBBIX OaHOK MpH TemmepaType 60 °C (moTeps Macchl pacTBOpa He
noikHa npessimath 0,1 %).

Ilpaxkmuueckas 3HAUUMOCHLD

YHudukanus moaxo0B 1Mo OLIEHKE MaCCOBOM JJ0JIM OCHOBHOTO KOMITOHEHTA U CBSI3aHHOMU
pacuIupeHHOM HEOMPEACIEHHOCTH JJIs STAJIOHOB CPAaBHEHHUS B BHJI€ YUCTHIX BellecTB. OCHOBHBIE
MPUHIIUIIBI OIIEHKH METPOJIOTMUECKUX XapaKTePUCTHK HTATIOHOB CPAaBHEHHUS B 3aBHUCHMOCTH OT
uesneBoil HeonpeaeneHHoctu onucanbl B MU 3560-2016 «Pexomennanus. I'CHU. Onenka Heomnpe-
JIEJIEHHOCTH U3MEPEHU MacCOBOM 10JIM OCHOBHOT'O KOMIIOHEHTA B HEOPIraHUYECKUX BEIIECTBAX .
Pa3zpaborano «lIlomoxxenue o baze maHHBIX «DTamoHBI CpaBHEHHUS B BUJE BBICOKOUHCTHIX Be-
IECTB», B KOTOPOM YCTaHOBJICHBI 00III1e TPeOOBAHUS K ATAIOHAM CPaBHEHUs, K UX pa3paboTke,
HA3HAYCHHIO ¥ IPUMEHEHHIO.

Pa3paboTka cranapTHbIX 00pa3ioB pacTBopoB 9 xumudeckux 3aementos (V, Cr, Mn, Fe,
Co, Ni, Cu, Zn, Cd), ¢ ycranosienHoii nmpociexuaeMoctsio K ['DT 176 mocpeacTBOM mpuMeHe-
HUS 3TAJIOHOB CpaBHEHHUA NpH u3MmepeHusix Ha [BOT 196-1. Crannapteie 00pasibl 001agaoT
HOBBIIIEHHON TOYHOCTBIO U k=2, p=0.95=(0,2-0,4) %, ut0 B (2-5) pa3 TouHEe MHOTMX UMEIOIIUXCSI
aHajoroB. [IpoBeieHbI UCIIBITAHKS 3TUX CTAHAAPTHBIX 00PA3II0B B IEJSAX YTBEPKACHUS THUIA JIJIS
BO3MOKHOCTH MX NMPUMEHEHHs B chepe ['ocy1apcTBEHHOTO peryIupoBaHus 00eCreueHus eI1H-
CTBa U3MEPEHUU.

ObecrieueHre MPOCISKUBAEMOCTH PE3yIbTATOB XUMUUYECKOTO aHANU3a B PYTUHHBIX H3-
MEPEHUSX MyTeM MPUMEHEHUsS CTaHAAPTHBIX 00Pa3I[0B PaCTBOPOB XMMHUYECKUX dNeMeHTOB (V,
Cr, Mn, Fe, Co, Ni, Cu, Zn, Cd), pa3paboTaHHbIX Ha OCHOBE PUMECHEHUS pa3pabOTaHHBIX ATAJIO-
HOB CPaBHEHUS B BUJIE YNCTHIX METAJUIOB.

[ToBbIllIEHNE TOYHOCTH, UMIIOPTO3aMEIICHHE U CHI)KEHHE CTOMMOCTH KallMOPOBKH aHa-
JUTUYECKOTO 000PYAOBAHUS ITyTEM TPUMEHEHHUS CTaHIapTHBIX 00Pa3I[0B PACTBOPOB XUMHUUECKHUX
9JIEMEHTOB TOBBIMIEHHON TOYHOCTH W YMEHBIICHHE BPEMEHHBIX 3aTpaT Ha IIPOBEJICHHE

3 Reference materials. Guidance for characterization and assessment of homogeneity and stability — CrannapTasie
06pa311},1. PyKOBO,HCTBO IO XapaKTepu3alun U OLUCHKE OAHOPOJHOCTH 1 CTaOWJIBLHOCTH.



KaTMOPOBKH U KOHTPOJISI TOYHOCTH aHATMTHIECKOTO 00OPYA0BAHUS MIPH MPHUMEHEHUH CTaHIapT-
HOro 00pasiia MyJIbTUAJIEMEHTHOTO PACTBOPA ¢ aTTECTOBAHHBIMH 3HAUCHHSIMA MAaCCOBOM JIOJIH U
MaccoBOM KOHIICHTpaluu xumuueckux snementoB (V, Cr, Mn, Fe, Co, Ni, Cu, Zn, Cd).

Bueopenue pezynomamoe pavomot

AJIeKBaTHOCTh Pa3pabOTaHHBIX aJTOPUTMOB pacueTa HEONMPEACIECHHOCTH, a TAKKE BO3-
MO>KHOCTh ITPUMEHEHHUS 3TaJOHOB CPAaBHEHUS U CTaHJAPTHBIX 00Pa3IOB IJis MPOBEACHUS BbICO-
KOTOYHBIX U3MEPEHUI MOATBEPKIeHA X ucnoiab3oBanreM Ha [T 176 u 'BOT 196-1 npu y4a-
CTHH B MEKIYHAPOIHBIX CIIMYCHUSIX:

e B 00JIACTH YUCTHIX BEILIECTB:

— CCQM-P149 «Onpenenenre 4MCTOTH IMHKA, UCIIOJIH3YEMOTO B KAU€CTBE IMIEPBUYHOTO ATAJIOHA
JUTSL OTIPEICIICHUS COJIEP KAHUS IIUHKAY;
— KOOMET 645-RU-14 «IlunoTHple CIMYEHUS B 00JIACTH M3MEPEHUS MACCOBOM JIOJIM MEIH U
npuMecell B 0eCKUCIOPOIHON MeaHOU KataHnke Mapku KMO MO016 nist onpeaesieHusl YuCTOThI
Meany,
— KOOMET 672-RU-15«ITunoTHbie caudeHus B 00J1aCTH U3MEPEHUSI MacCOBOM JIOJIH JKeJie3a B
YHCTOM JKEJIe3e»;

e B 00JIACTH PACTBOPOB XUMHUYECKUX JICMCHTOB:
— CCQM-K143 «CnuueHue kaauOpOoBOYHBIX paCTBOPOB Meau, TpUrotoBieHHbIX HMMNy;

e B 00JIaCTH MaTPUYHBIX BEUIECTB!
— KOOMET 562-RU-12/650-RU-14 «IIunoTHble CAUYeHUs B OOJACTH HU3MEPEHHs MAaCCOBOM
JIOJIM METAJIJIOB B METAJLUTYPTUYECKOM IUTAKEY;
— KOOMET 618-RU-13 «IlunotHsie cnuyeHust B 00JaCTH IEMEHTHOTO aHallM3a cOCTaBa CIija-

BOB Ha OCHOBE Ni».

Hlonooicenusn, 8bIHOCUMbIE HA 3AULUNLY

Pa3pa6OTaHBI OTAJIOHbI CPAaBHCHUA B BUAC YMCTBIX BCUHICCTB IJId XPAHCHUA W MEpCAaqdn
€/IMHUI] BEJIMYHH, XapaKTepU3YIOMIUX UX cocTaB. Ha 3Toi 0cHOBE mpeiokeHa cxeMa nepeaadn
C€AUHUIl BEJINYNH OT 2C CTaHAApTHBIM 06pa3uaM pPacTBOPOB XUMHUUYCCKUX IJICMCHTOB C OTHOCH-
TENLHOM CTaHIAPTHOM HEOMPEICIEHHOCThIO OT XapakTepu3anuu Ha ypoHe (0,05-0,10) %.

Hcnonp3oBanne Ui KTMOPOBKH PAaCTBOPOB STAIIOHOB CPAaBHEHHUS B BHJE UYHCTBHIX Be-
IIECTB MIPH aTTECTAIlMH CTaHIAPTHBIX 00Pa3IOB MO3BOJISIET 00ECTIEYUTh METPOIOTHIECKYO TIPO-
CIIe)KMBAEMOCTh U TIOBBIIICHHE TOYHOCTU U3MepeHuil B (2-5) pas, korja cojnepkaHue OCHOBHOTO
KOMIIOHEHTa B 3TOM YUCTOM BEILECTBE JOCTOBEPHO M3BECTHO >99.9 % c pacimmpeHHoil Heompe-
nenenHoctbio <0,01 %.

[TpuMeHeHre METOIMKH KOMITapaTUBHBIX U3MepeHuil uia yctanoBienuss MX CO pacTtBo-
POB XMMHUYECKUX 3J1eMeHTOB Tipu cpaBHeHUU curHana ADC-MCII no3BosseT yMEeHbIIUTh CTaH-
napTHyO HeonpeneneHHocTh Tuna A B (5-10) pa3 npu ncnonb30BaHNM BHYTPEHHETO CTaHIapTa U
IIPU YCIIOBUU BbIOOpA ONTUMAJIBHBIX apaMeTPOB.

[Ipumenenue pazpadboranHbeix DC Mo3BoINIIO co3aTh HOBbIe TUIBI CO cocTaBa pacTBO-
POB XMMHYECKHX SJIEMEHTOB C aTTECTOBAHHBIMU 3HAUEHUAMH MaccoBoit gomu (10-10000) e n
MaccoBoii korreHTpam (10-10000) Mr/aM® ¢ OTHOCHTENBHON PacIIMPEHHON HEONpeIeIeHHO-
cteio (0,2-0,4) % u (0,3-0,6) % coOTBETCTBEHHO.



[TokazaHna aIekBaTHOCTh MOJIENIN OLIEHKH HeompeeaeHHOoCTH CO MHOT0AJIEMEHTHBIX pac-
TBOPOB 110 MPOILEAYPE MPUTOTOBICHUS C UCIIOJIb30BAHNEM B3BEILICHHBIX OLIEHOK COJEPKaHUS aT-
TECTYEMBIX AJICMEHTOB IPU U3BECTHOM Macce KOMIIOHEHTOB cMecu. Ha 3Toii ocHOBe pa3paboraH
HoBbIi Tun CO ¢ aTTeCTOBAHHBIMU 3HAYCHUSIMH MaccoBOil 1oy ~100 MiIH™? ¥ MacCoBOi KOHIICH-
Tpanuu ~100 Mr/ave 1eBATH XMMHUUYECKHX JIEMEHTOB C OTHOCHTENIBHOM PacIIMpEeHHOM HEompeie-
aennoctoio (0,3-0,5) % u (0,4-0,7) % coOTBETCTBEHHO

Anpobdayus pabomut

OcHoOBHbIE pe3yNbTaThl U MOJ0KEHUS IUCCEPTALIUU JT0I0KEHBI U 00Cyk1eHbI Ha Beepoc-
CUICKOIl KOH(pEpEeHLMH IO aHATUTHYECKON CHEKTPOCKOMUU C MEXAYHApOIAHBIM Y4acTUEM
(r. Kpacuomap, 2012 r.), MekaQyHapOAHOM Hay4HO-TEXHHYECKOM ceMuHape «MareMaTndeckas,
CTaTHCTUYECKasi U KOMITbIOTEpHAs MOJIJIepyKKa KadyecTBa U3MEpEeHU. ATTecTalus MPOrpaMMHOIO
obecrieueHus, UCroiab3yeMoro B merponorum» (r. Cankr-IlerepOypr, 2012 r.), MexayHapo1HOM
Hay4HO-TIPAKTHYECKOI KoH(epeHmn «3MepeHust: COCTOsTHIE, MepCneKTuBbl pa3putus (r. Ue-
msi6unck, 2012 r.), MexayHapogHOW HaydHO-TIPaKTUYeCKOi KoH(pepeHmn «M3mepenns. Kade-
ctBo. bezomacHoctb» (ExarepunOypr, 2012 r.), 1-it MekayHapOAHOW Hay4HOU KOH(MEPEHIUU
«Cranmaptabie 00pasipl B U3MEpeHusXx u TexHouorusx» (r. ExarepunOypr, 2013 r), Bropom
cbese ananutukoB Poccun (r. Mocksa, 2013 1.), IV-it MexxayHapoanoii koudepenimn « TexHu-
yeckast xumus. OT Teopun k npaktuke (r. [Tepmb, 2014 1.), H-it u 11-it MexayHnapogHO#H Hay4HO-
TEXHUUYECKON KOH(pepeHnn «MeTposiorusi pU3NKO-XMMHUYECKUX U3MepeHui» (r. Menjeneeso,
2017 r. m 2018 r.), l11-it MexnaynapoaHoii HayuHO KoH(pepeHnu «CTanaapTHbIe 00pasIibl B U3-
MepeHusax u texHonorusx» (ExarepunOypr 2018 r.), MexayHapoaHOW HayYHO-TEXHHUYCCKOM
koHpepenimu «Metpostorust 2019» (Munck, Pecniyonuka benapycs, 2019 1.).

Iyoauxkauuu

[To marepuanam auccepTaluoHHON paboTh! ommyomkoBaHo 20 pabot, B ToM uncie: 5 cra-
Tel B BEIyIINX PELEH3UPYEMbIX HAyUHBIX KypHaax, peKoMeHI0BaHHBIX BAK 1 myOnukarmm
OCHOBHBIX HayUHBIX PE3yJIbTATOB; 2 CTAThU B COOPHHUKAX TPYI0B MEKIYHAPOIHBIX KOH(PEPEHIIHIA;
2 Te3uca JI0KJIa/10B Ha poccuiickux U 10 Te3UCOB T0KIaI0B HA MEXIYHAPOAHBIX KOH(PEpEeHIUsX,
a Tak ke 1 mokymente mo cranaaptuzanuu (MU 3560).

Juunwtit éxnao aemopa

[IpoBeaeHune usmepeHnii METOA0M aTOMHO-3MUCCUOHHOM CIIEKTPOMETPUU C UHAYKTUBHO-
CBSI3aHHOM IJIa3MOM, B TOM YHCIIE MPHU pa3paboTKe W UCHBITAHUSAX CTAaHAAPTHBIX 00pa3loB pac-
TBOPOB JECBATH XUMHUYECKHUX DJIEMEHTOB; IJIAHUPOBAHHUE IKCIIEPUMEHTOB U 00paboTKa U3Mepu-
TeTbHON MH(POpPMAILIUU, TTOTYYCHHOW METO/IaMH MacC-CIIEKTPOMETPUHU ¢ WHAYKTUBHO-CBA3AHHOMN
IJ1a3MOM 1 BBICOKOTEMIIEPATYPHOM SKCTPAKIIMK B HECYILIEM T'a3e JJIsl OLIEHKH MacCOBOM J10J11 OC-
HOBHOTO KOMITOHEHTA B ATaJOHAX CPAaBHEHUS B BUJEC YMCTHIX BEIIECTB, X OJHOPOIHOCTH U Xa-
PaKTEpPUCTUK TOYHOCTU OCYIIECTBIIEHBI aBTOPOM JINYHO. ABTOpP HETIOCPECTBEHHO Y4acTBOBAJ B
M3MEpEHMSIX MpUMeCcel a30Ta, KUCIOpoa, BOJOPO/Ia, YIVIEpoaa U Cepbl B MaTepHalie STaJIOHOB
CpaBHEHHUS B BUJIE YHCTHIX BELIECTB METOJaMU BOCCTAHOBUTEIBLHOTO U OKUCIUTENBHOTO TUIaBJIe-
Hus. B paborax, omy0IMKOBaHHBIX B COABTOPCTBE, TUYHBIN BKIIA]] aBTOpPA B PaBHBIX JOJSIX C CO-
aBTOpaMH.

Cmpykmypa u 0dvem ouccepmayuu

HHCCCpTaHI/IOHHaﬂ pa60Ta COCTOMT M3 BBCACHHA, YCTBIPEX I'JIaB, BEIBOJOB U CITMCKA JIUTC-
paTypsl, BKJIto4aroniero 96 6ubnuorpaguueckux ccbuiok. Pabora uznoxkena Ha 133 crpanunax
TEKCTa, COACPKUT 53 TaOIUIBl U 38 pUCYHKOB.



OCHOBHOE COIEP KXAHUE PABOTbI

Bo BBeieHnu 000CHOBaHA aKTYaIbHOCTh TEMBI IUCCEPTALIMOHHON pabOThI, TOKa3aHa ee
Hay4YHas HOBHM3HA U MPAKTHUECKOE 3HaYeHUE, CHOpMYITUPOBaHA IENIb PAOOTHI.

B nepgoii ri1aBe NpuBeACH aHAIU3 JIUTEPATYPhl HA IPEIMET BBISIBICHHUS COBPEMEHHBIX
TEH/IEHIMH B 001acTu o0ecreyeHns IPOCIIeKUBAEMOCTH PE3yIbTaTOB XMMUUYECKOIO aHAlIN3a Be-
LIECTB U MaTEPUAJIOB.

IIponsBeneH aHanu3 CpeACTB XpaHEHMsI IEPEAAYN €AUHULL BEJIMYNH, XapaKTEPU3YIOIINX
XMMHUYECKHH COCTaB B BUJIE PA3JINYHOIO BUJIA CTAHAAPTHBIX 0OpPa3L0B U YUCTHIX BEIECTB. BbIiB-
JIEHBI HEJJOCTATKHU CyIIecTBYIOLIEH HOMEHKIAaTypbl CO yTBEPKIEHHBIX TUIIOB KaK B KOJINYECTBEH-
HOM BBIPA)KEHUU, TaK U B UX KAUECTBEHHBIX XapaKTEPUCTUKAX.

[TpopeMoHCTpHUpOBaHA MIPUHIUITHAIEHAS BO3MOKHOCTH 00€CIIEUEHUSI METPOJIOTUIECKOI
IIPOCIIEKUBAEMOCTH IIpH IIepeaade eIUHUL] BEJIMYHUH OT 3TaJOHOB CPAaBHEHUS B BUJE YHUCTHIX BE-
IIECTB CTaHJApTHBIM 00pa3llaM COCTaBa, MPEAHAa3HAYCHHBIM JUIsl KAJIMOPOBKU aHAJTUTHYECKOTO
000py10BaHUS KaK B METPOJIOTMYECKUX 3aj]jayax, TaK U MPU IPOBEIEHUN PYTHUHHBIX U3MEPEHUI
(pucyHok 1). ITocTaBiieHs! 3aa4u UCCIIEOBAHUS.

Obpazey X
UcnbiTaTenbHbie Pacreob 66basLLa w
na6opatopum b obpasy e~
Y Y Y " N Metoanku
/ V3MepeHMit
CO yTBE EeHHOro TMna
MNpoussoguTenn bl p}t&A -
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U=(0,3-0,7) % v '4\
\
l [ / McnbiTaHuA ]
/“ CO MeTponoru4eckoro MHCTUTYTa | e
MoHO3NeMeHTHbIM w
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‘ A CnvyeHue
L/ )
3TanoH cpaBHeHUua —
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nepBUYHbIA 3TANIOH
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w —
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_/ J
(¢ %) —
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Pucynok 1 — [lenouka METpOIIOrHYECKON TIPOCISKUBAEMOCTH JUIsI AJIEMEHTHOTO aHanmm3a. OHa
MOKA3bIBAET CBSI3b MACCOBOM J0JIH Wy dJIeMEHTa B Heu3BecTHOM obpasiie X ¢ CU
(MexnyHnapoaHas cucreMa enuHuil usmepenuii). NA — nocrosinnas Aporaapo; Urel —
OTHOCHTEJIbHAS pacImupenHas HeonpeaeaeHuocts (k=2; P=0,95)

Bropas rinaBa nocpsiiieHa aHANU3y Pa3IUYHBIX MOJIXOJ0B K OI[EHKE YUCTOTHI KOCBEH-
HBIM c11oco0oM, T.e. o cxeme «100 % Munyc cymma npumeceit». Onrcanbl IpUMEHsSeMbIe B pa-
00Te METO/IbI ONPEEIICHUS COIEPKAHNS METANIMYECKUX U ra3000pa3yonux MUKpopuMecei u
paccMOTPEHBI BOIIPOCHI, CBSI3aHHBIE C OLIEHKOM UX MpesieioB O0OHAPYKEHHUS.



[IpoBeneH cpaBHUTENBHBIA aHAINU3 IIECTH AITOPUTMOB 00PabOTKH M3MEPUTEIHHON HH-
dopmanuu I OIEHKH MacCOBOM JOJIM OCHOBHOTO KoMIoHeHTa 1o cxeme 100 % munyc cymma
npuMecei CIeIyIOIIMMH CITIOCOOaMHU:

1. «oIeHKA TEXHUYSCKOI YHUCTOTHI» - OIICHKA YMCTOTHI BEIIECTBA HA OCHOBE KOCBCHHOTI'O
croco0a Mo HEMOJHOMY WJIY 1[€JIEBOMY IPUMECHOMY COCTaBY;

2. «OIIEHKA aKaJeMHUYeCKOM YHMCTOTHI» - OLIEHKA YHCTOTHI BEIIECTBA HA OCHOBE KOCBEH-
HOTO CIIoco0a 1o MOJHOMY IMPUMECHOMY COCTaBY C yU€TOM IPeIesioB OOHAPYKEHUS;

3. «cBAM» - oleHKa YHCTOTHI BEIIECTBA Ha OCHOBE KOCBEHHOTO CIIOCO0A IO MOJHOMY
MIPUMECHOMY COCTaBy C y4E€TOM IIPe/IesIOB OOHAPYKEHHUsI, MpeUIoKeHHass B paboTax denepaiib-
HOT'O MHCTUTYTa MaTepUaJIOBEACHUS U UCTIbITaHUH, ['epmanus;

4. «GUM» - olleHKa YMCTOTHI BEIIECTBA HA OCHOBE KOCBEHHOTO CIOC00a MO MOTHOMY
MPUMECHOMY COCTaBY C YU€TOM IPEAeIOB OOHAPYKEHHUs, OCHOBaHHAs Ha noaxoje PykoBojcTea
MO0 BBIPAKEHUIO HEOMNPEICICHHOCTH U3MEPEHHUI B MPEIIOIIOKEHUN PABHOMEPHOTO pacIpesiesie-
HUS BEJIMYWH B BUE MPEAETIOB OOHAPYKEHNUS;

5. «METOIbl THTEPBAJIHHOU OLIEHKI - TOCTPOSHBI HA OCHOBAHUH OOIIMUX PACCYKACHUM O
MpUMEHEHUU KocBeHHOro noaxoa k ouenke MJIOK no cxeme 100 % MuHyc cymma npumecei;

6. «Merox akajeMuKa JIeBATHIX» - IPEANOJIAraeT, YTo PacIpeeICHUE COACPKaHUS ITPHU-
Mecel B UUCTBIX BEIIECTBAX JTOJKHO OBITh OJM3KUM K JOTHOpMalibHOMY. [Ipy HEKOTOpBIX N3BECT-
HBIX COJIEpKaHUSAX OOHAPYKEHHBIX IIPUMECEH U allPUOPHBIX JAHHBIX O Tpelesax OOHapyKEHUs
BO3MOXXHO 3KCTPAIoOJUPOBATh KPHBYIO ITOrO pPACHpEleiICHHs, TUIONMAab IOJI KOTOpod Oymer
paBHA CYMMAapHOMY COJIEPKaHHIO TPUMECEH.

B pesynbraTe npoBeeHHOr0 aHa K32 BBISABICHBI IPUHIUIINAATIBHBIC OTPAHUYCHHSI TTOJI-
XOJIOB, CBSI3aHHBIX C OLIEHKOW YHMCTOTHI IO HEMOJIHOMY IPUMECHOMY COCTaBY IIyT€M MOJEIUPO-
BaHMS OLIEHOK MPUMECHOTO COCTaBa B IPAaHUYHBIX YCIOBUSAX. BMecTe ¢ 3TUM MpoAeMOHCTPUPO-
BaHO, YTO Pa3IUYHbIE CIIOCOOBI OLIEHKH YUCTOTHI B peajbHBIX MpUMeEpax Jar0T COBMECTUMBIE pe-
3yJbTaThl B MpefiesiaX CBOMX TOUHOCTHBIX XapaKTePUCTHK, €CITU MPUMEHEHBI K MaTepuaty 4YucTo-
Toil MeHee 99,999 %, u npakTHYECKU UACHTUYHbIE PE3YJbTaThl, €CIM NPUMEHEHbI K MaTepuany
qucToTON MeHee 99,8 %.

[IpuBeneHb! pe3ynbTaThl CPABHEHUS STUX aJITOPUTMOB Ha IIPUMEPE OLIEHKH YUCTOTHI ITa-
JIOHOB CpaBHEHUS BaHA U (PUCYHOK 2) U MeH (PUCYHOK 3) BBICOKOW YHCTOTHI.
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AKagemunyeckan GUM BAM MHTepBanbHaa 1 UHTepBanbHana 2 TexHU4YecKas
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Pucynok 2 — CpaBHeHHE OLIEHOK XapakTepucTuk DC BaHAIUsI BBICOKOW YHCTOTHI
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Pucynok 3 — CpaBHeHue o11eHOK XapakTepucTuk DC MeAu BICOKOW YUCTOTHI

[Tokazano, uto meton «GUM», B KOTOPOM JIJ1s1 OLIEHKH YMCTOTHI MPEIIO0JIAraeTcs onpe-
nenenue 91 npumecu, obecrieyuBaeT HECMEIIEHHYIO (ecliu CyMMa OOHapy>KEHHBIX MpUMecei >>
CYMMBI TpEJeNIOB OOHAPYKEHHs Il HEOOHAPYKEHHBIX IpUMecei) OIEHKY MacCOBOM 0NN OC-
HOBHOI'O KOMITOHEHTA U aJICKBaTHYIO OLICHKY HEOIIPEACIICHHOCTH, CBA3aHHOM C U3MEPEHUSIMU He-
0OHapyXEHHBIX NPUMECEH, YTO MOATBEPKIAETCS BHICOKOTOUHBIMH PE3yJIbTaTaMU MPSAMBIX IEp-
BUYHBIX U OTHOCUTEJIBHO IEPBUYHBIX METOA0B B MEXKIYHApPOHBIX cianueHusx. Ha pucynke 4 rpa-
(dugecky moxkazaHo, 4To oueHKH 1o anroputMy «GUM) coBMECTHMBI C OlIEHKaMH, TIOTyY€HHBIMU
OpsIMBIM CIIOCOOOM € HCMOJIB30BAaHUEM IMEPBUYHOTO (20COTIOTHOTO) MeToha (Ha pUCYHKe 4:
YHUMMI1 — pe3yabpTaT usMepeHnii MaccoBOM JOJIM MEIU B YUCTOU MEAN METOJIOM KYJIOHOMETPUHU
pu KOHTposiupyeMmoM norteHuuane; Y HUMM?2 - pe3ynabTar n3aMepeHuil MacCOBOM J10JIM MEH B
ypcroil meau 1o cxeme «100 % MHHYC cyMMa TprMeceii»).
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Pucynok 4 — Pesynbrater ciuuennii KOOMET 645/RU/14

OIleHKM MacCOBOM J0JM OCHOBHOTO KOMITOHEHTa (W) M CBSI3aHHOW pacHIMpPEHHON He-
onpenenennoctd (U) mo «meromy GUM» moydeHsl M0 ypaBHEHHUSM:



11

n T
w=1oo—in—Zy,-, (1)
i=1 j=1
n T y 2
U=2- Zu2+2(—]) + up?, 2
Xl j=1 2.\/§ h ()

i=1

rae X; — MaccoBasi 107151 i-if 0OHapyKEHHOW PUMECH;
N — KOJMYECTBO OOHAPYKEHHBIX IIPUMECEIi;
yj — Hpeen 00HapyKeHHUs YCTAHOBJICHHBIN JUIs |-i IPUMECH 10 30 KPUTEPHIO;
I' — KOJIMYECTBO MPEJIEIIOB OOHAPYKECHUS,
u(x;) — cTaHAapTHAs HEONPEACICHHOCTh U3MEPEHHH I-1i TIPUMECH.

B TpeTheii r1aBe pUBEICHBI PE3yJIbTATHI Pa3paOOTKH STAIOHOB CPABHCHHSI YUCTHIX BE-
IIECTB.

Pa3paboran nokymenT MU 3560-2016 «Pexomennarus. 'CH. Orenka HeonpeaeaeHHO-
CTH U3MEPEHUI MacCOBOH JTOJIM OCHOBHOTO KOMITOHCHTA B HEOPTaHWYCCKUX BEIIECTBAX», B KOTO-
poM chopMyITHPOBAHBI TIPUHIIUIIEI UCCIICIOBAHHA YTAIOHOB CPABHEHUS UCXOMS U3 IEICBOU He-
OTpeIeNIEHHOCTH:

a) MPSAMBIM CIIOCOOOM — ITyTEM HEMOCPEICTBEHHOTO BOCIIPOU3BEICHHUS

® [IpU BOCIPOM3BEACHUM EAMHHIIBI BEJIMYUHBI C PACHIUPEHHON HEOMpeeIeHHO-
cteto U = 0,050 % MOryT HCIONBb30BaTHCS:
— TUTPUMETPUS (IOJKHBI OBITH YUTEHBI MEIIAIOIINe MIPUMECH JPYTUX METAIJIOB MPH UX COJEep-
’aHuH cBblie 5-10™ %, KoTopble TakkKe OTTUTPOBHIBAIOTCS BBUTY HECETeKTHBHOCTH THTPAHTA);
— IpaBUMETPUS (JOJKHBI OBITH YUTeHbI 3(h(hEKThI COOCAKAECHUS: aICOPOLIUs, OKKITIO3US, U30MOP-
buzm);
® TP BOCHPOU3BEJICHUU EAWHMUIBI C PACIIMPEHHONW HEONpeAeTeHHOCThIO
0,010 % < U < 0,050 % MOryT UCTIOIB30BaThHCS KYJIOHOMETPHUECKOE TUTPOBA-
HUE, KyTTOHOMETPHUSI PH KOHTPOIUPYEMOM MOTEHIIUATIE,;

0) KOCBEHHBIM CIIOCOOOM - ITyTeM BOCTIPOU3BEICHUS €TUHHUIIBI MACCOBOM JOJIH MTpUMecen
¥ TOCJIETYIOIIETO BEIYUCICHUS COIePKaHMUsI OCHOBHOTO KOMIIOHEHTa C pacIIMpPEHHON HEeolpee-
nennocteio  0,0010% < U < 0,010 % MOryT HCHOJB30BAThCS  MAacC-CIIEKTPOMETPHSI;
ATOMHO-a0COpPOIIMOHHAS CIIEKTPOMETPHUSI, aTOMHO-3MHUCCHOHHAS CIIEKTPOMETPHS, CIIEeKTPodoTO-
METpUS, METOJIBI TIJIABJICHUS I OMpeeNIeHUs] Ta3000pa3yIoNIX MIEMEHTOB, HEUTPOHHO-AKTH-
Bal[MOHHBIN aHAIIN3, HOHHAs XpoMaTorpadusi, HOH-CEJICKTUBHBIN aHaTU3 U JIp.

OmnpeneneHsl KpUTEpUH BHIOOpA M MOJATOTOBKM YHCTHIX BEIIECTB AJIS HCIOIH30BAHUS B
pa3IMYHBIX METPOJIOTUYECKUX PadOTax, KOTOPhIE 3aKIIOYAIOTCA B TOM, YTO HEOOXOAMMO MUHH-
MHU3HPOBATh BKJIA]] B PACITUPECHHYIO HEONPEICIICHHOCTh N3MEPEHUI MacCOBOM JIOJU OCHOBHOTO
KOMITOHEHTa OT BO3MOXXHOT'O 3arpsi3HEHUS TIOBEPXHOCTH MaTepraia MOCTOPOHHUMH TIPUMECSIMHU.
Takum 006pazom, HE0OOXOAMMO BEIOMPATH WIIH M3TOTABINBATH KOMITAKTHBIE 00pa3Ibl C MUHIMAJTh-
HBIM OTHOIIIEHHUEM TUTOIIAIN IIOBEPXHOCTH K 00beMy (MOHOJIUT B BHJIE CJIMTKOB, KYCOYKOB H T.IL.),
a mepe U3MEPEHUsIMU MPOBOJIUTH OYUCTKY MOBEPXHOCTH XMMHUYECKUMU U/HITU MEXaHHUYECKUMU
Croco0amu.

Onucan anropuT™ pacuera HeOMPeIeICHHOCTH OT HEOJHOPOIHOCTH MAaCCOBOM JOJH OC-
HOBHOI'O KOMIIOHEHTA I10 pe3yJbTaTaM U3MEPEHUN IPUMECEH, KOTOPBIM 3aKJIFOYAETCS B TOM, YTO
Ha [EPBOM 3Tarle MPOBOJUTCS OI[EHKA HEONPEIEICHHOCTH OT HEOJHOPOIHOCTH HE MeHee 2/3 oT
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CYMMapHOM MacCOBO# 1011 00HApyKEeHHBIX mpuMeceit B cootBeTcTBuu ¢ ISO Guide 35, Ha BTO-
POM 3TaIrie OUCHUBACTCA HCOIIPCACICHHOCTh OT HCOAHOPOAHOCTHU JIsI CYMMbI HHAWBUAYAJIbHBIX
HUCCIICAOBAHHBIX O6Hapy)KeHHbIX HpHMGCGfI, a Ha TPCTbEM ITaIllC BbIYUCIIACTCA HCOIPCACICH-
HOCTb JIJI1 MACCOBOM JI0JIN OCHOBHOI'O KOMIIOHEHTA C yYE€TOM MacCOBOH JOJIU UCCIETYyEMbIX 00-
Hapy>KEHHBIX MPUMecel K CyMMe MaCCOBBIX J10JIeii OOHApy>KEHHBIX U HEOOHAPYKEHHBIX IPUME-

ceil.
OlIeHKa CTaH/IAPTHON HEONPeIeEHHOCTH OT HEOHOPOAHOCTH IIPOBE/ICHA IO GopMyIIe
n d d
up = in/z x; |- Zmax(Sei;Shi)z, (3)
i=1 i=1 i=1
e d — KOIMYeCTBO OOHAPYKEHHBIX TIPHMECEH, 10 KOTOPHIM MPOU3BEIEH PacueT HEOIHO-

poasoctu (i = 1...d);

Sei — CTaHIAPTHOE OTKJIOHEHHE OJHOPOJHOCTH IIO CyMME KBaJpaTOB OTKJIOHEHHUM OT
CPEIHUX 3HAUECHUH JJIs KaX10M IpoObl;

Shi — CTaHAAPTHOE OTKJIOHEHUE OJJHOPOJHOCTH 110 CYMME KBaJIpaTOB OTKJIOHEHUH Cpel-
HUX PE3yJIbTAaTOB B IIpo0Oe OT OOILIEro cpeHero.

OnHOPOIHOCTh MPUMECHOTO COCTaBa MEJIU BBICOKOW YMCTOTHI IpHUBEJEHA rpaduiecKu
Ha PUCYHKE 5, I/ie BUJHO, UTO MaTepUal SIBJISETCS JOCTATOYHO OJTHOPOIHBIM I10 OTAEIbHBIM IIPU-
MeCsIM, a OCHOBHOM BKJIAJl KaK U B OLIEHKY HEONPEEIIEHHOCTU OT HEOJHOPOJHOCTH, TaK U B pac-
HIMPEHHYIO HEONPEEIIEHHOCTh MacCOBOM J10IM OCHOBHOTO KOMIIOHEHTAa BHOCSIT IIPUMECH Cepe-
opa (13 ma?), xenesa (7,3 mant) u cunna (5,4 ma™?).

0,0016

0,0014
0,0012
0,0010

0,0008

0,0006
0,0004

0,0002

0,0000 ™ IL o L b B Wh. L I Bl b k. Nb_ . _mh_

1 2 3 4 6 7 8 9 10 11 12 13 14 15
Homep npobsl
WAg WFe WPb "Se mSb WmAs mZn WAl mTe mBi WMo

MaccoBasa gons KomnoHeHTa, %

Pucynok 5 — Pe3ynbpTaThl n3MepeHHil MaccoBOW JJOJIU OOHAPYKEHHBIX IPUMECEH B pa3IUUHbIX
npo6ax i OIIEHKU OJJHOPOJIHOCTH MPHUMECHOTO COCTaBa MEAH BHICOKOW YHCTOTHI

O06001IeHHbIE pe3yabTaThl UCCIEIOBAaHUN IO pa3pabdOTKE TAJIOHOB CPABHEHHS TPE.I-
cTaBlIeHbI B Ta0mune 1.

Tabmuua 1 — XapakTepucTUKU pa3paboTaHHbIX 3TAJOHOB CPABHEHUS

U (k=2,
P=0,95), %
Y, 99,9377 0,0554 0,0138 0,0016 0,0084

DaeMeHT w, % Cymma Xi, % | Cymma y;, % uy, %
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DJIeMEHT w, % Cymma xi, % | Cymma y;, % up, % P:UO,%(S_)?,%
Cr 99,9875 0,0040 0,0171 0,0008 0,0076
Mn 99,7686 0,2274 0,0081 0,0208 0,0422
Fe 99,9636 0,0358 0,0013 0,0045 0,0094
Co 99,9823 0,0154 0,0047 0,0013 0,0033
Ni 99,9779 0,0191 0,0061 0,0017 0,0061
Cu 99,9919 0,0068 0,0025 0,0002 0,0016
Zn 99,9921 0,0070 0,0017 0,0003 0,0013
Cd 99,9956 0,0001 0,0087 0,0001 0,0053

B ueTBepTOii ri1aBe OMKCaH METOJ] XapaKTEPU3aLMU CTAaHAAPTHBIX 00pa3I0B PACTBOPOB
AJIEMEHTOB Ha OCHOBE KOMIIAPATUBHBIX M3MEPEHUH OTHOCHUTEIbHBIX CUTHAJIOB KOMIIOHEHTA U
BHYTPEHHETO CTaHIapTa ¢ MPUMEHEHHEM pa3pabOTaHHBIX 3TAJIOHOB CPaBHEHUS. YTOYHEHA MO-
JIeJIb KOMIIapaTUBHBIX U3MEPEHUN MTyTeM SKCIIEPUMEHTAIBHOM OLIEHKH KA UIIMEHTa, yUUThIBa-
IOIIETO OTKJIOHEHUE MPOIEAYPbl KOMIIAPATUBHBIX U3MEPEHHI OT ONTUMANIbHBIX 3HaueHui. [1pu-
MEHEHHE 3TOTr0 METO/a MO3BOJMIO OJHO3HAYHO YCTAHOBUTH MPOCIIECKUBAEMOCTh U IMOBBICUTH
TOYHOCTh XapaKTEpU3aIMK CTaHAAPTHBIX 00pa3ioB B (2-5) pa3 OTHOCHUTEIBHO CYIIECTBYHONIIMX
OTEUYECTBEHHBIX aHANOTOB. [IOBbIIIEHNE TOYHOCTH CBSI3aHO KaK C MPUMEHEHHEM PacTBOPOB JTa-
JIOHOB CpaBHEHUS, TaK M C BBICOKOM MpPELM3MOHHOCTHIO KOMIIapaTUBHbIX M3MepeHuil. Huxe
NPUBEICHO YPaBHEHUE U3MEPEHHUI MaCCOBOM JI0JIM KOMITIOHEHTa (W;) B MaTepHaie CTaHIapTHOTO
00pas3iia MOHORJIEMEHTHOT'0 PACTBOPA U YPaBHEHHUE ISl OLIEHKH MacCOBOM JI0OJIM KOMIOHEHTa (W)
B PAcTBOpPE TAJIOHA CPABHEHUS:

mSample.l Mintst.2 IAnalyte.Z IIntSt.l

Wy = Wq i i KI (4)

mSample.Z Mintst.a Analyte.l !IntSt.2

My w- (/p)—a - 1)

— . ] . r

Wi = Kstab Khomo Kevap Whiank + Da ’ (5)
- (2 —1)
Pn
rac mSample.l — Macca pacTBOpa 3TaJIOHa CpaBHCHUA, T,

Msample.2 — MACCa PaCTBOPA CTAHAAPTHOTO 00pasua, I;

Mynest.1 — Macca BHYTPEHHETO CTaHAapTa B pacTBOPE 3TaIOHA CpaBHEHUS, T;

Mypese.2 — Macca BHYTPEHHETO CTaHAAapTa B pacTBOPE CTaHAapTHOro obpaslia, T;

Iynaiyte1 — VHTEHCHMBHOCTb OMHCCHU KOMIIOHEHTa B PAcTBOPE JTalOHA CPABHEHHS,
MB-HM,;

Iynaiyte. — MHTEHCUBHOCTh DMUCCHM KOMIIOHEHTA B PaCTBOPE CTaHAAPTHOTO obpasia,
MB-HM;

I1ntst1 — THTEHCUBHOCTh YMUCCUHU BHYTPEHHETO CTaHAapTa B PaCTBOPE ATAJIOHA CPaBHE-
HUs, MB-aM;

Iintst., — AHTEHCUBHOCTH DYMUCCHUU BHYTPEHHETO CTaH/IapTa B PACTBOPE dTAJIOHA CPaBHE-
HUs, MB-HM;

K — smnupudeckuii K03(h(OUIMEHT, YUYUTHIBAIOIINN OTKJIOHEHHE MPOIeayphl KOoMIapa-
TUBHBIX U3MEPEHUN OT ONTUMAJIbHBIX 3HAUCHUH;

Kstab, Knomor Kevap — K03DOUIMEHTEI, CBA3aHHBIE ¢ BDEMEHHOH CTAOMIIBHOCTBIO, € OJI-

HOPOAHOCTBIO W C BO3MOXHBIM HCIIApCHUCM pPAaCTBOPAa OSTaJlIOHA CpPAaBHCHHUA B IMPOLIECCE
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MPUTOTOBIICHHSI COOTBETCTBEHHO (B pacyeTax MPUHUMAIOTCSI PABHBIMH 1, a UX HEOTIPEICTICHHOCTH
YCTaHABIMBAIOTCS YKCIIEPUMEHTAIIBHO);

Whiank — MAaCCOBas J10JIs1 KOMIIOHEHTa B OJaHke, %o,

m, — Macca HaBeCKH JTaJIOHA CPAaBHECHUS, T

m, — Macca pacTBOpa 3TaJIoHa CPaBHEHUS, T,

W — MaccoBas JI0JIsi OCHOBHOTO KOMITOHEHTA B HCXOJTHOM MaTtepuare, %o,

Pa» Pr» Pn — TUIOTHOCTH BO31yXa, pacTBOpa H OTAlOHAa CpPaBHEHUS COOTBET-
CTBEHHO, KI/M°.

bropkeTsl  HeompeneaeHHOCTe MaccoBOM JO0JMM KOMIIOHEHTa (W,) B MaTepuale
CTaHJapTHOrO 00pa3iia MOHOZJIEMEHTHOI'O pacTBOpa M MAacCOBOW JOJIM KOMIOHEHTa (W;) B
pacTBOpe dTalOHA CPAaBHEHUS MIPUBEICHBI B Ta0HIax 2 u 3.

Tabnumna 2 — BroJKeT HEONpeNeICHHOCTH W3MEPSHH MacCOBOHM JIONMM MEIW B Marepuale
CTaHJapTHOI0 00pa3iia ¢ y4eToM KOPEIJUTSIIHI MEX Ty BeTMYMHAMU UHTEHCUBHOCTH IMHUCCHUU aHa-
auta Cu (327 um) u BHyTpeHHero cranaapra Mn (257 um)

Hctounux 3Haye- U En. c (wc)? Brnao,
Omnwcanue O06o3HaueHue | HHUC BEJT-HBI %
MaccoBas 105151 OCHOBHOT'O KOM-
MOHEHTA B PACTBOPE TAIOHA wy 999,95 0,24 wia? | 0,984 |5,6-102| 26,6
CpaBHEHU
Macca paCTBOPI';‘Hfa”"Ha P ampler  |2,50443| 0,0002 | r | 3927 [6,2:10%| 2,95
Macea p"‘CTB(’p;aZ?aHHapTHOFO 00| samptes |2,50264| 00002 | r | -3930 |6.2:10%| 2,95

Macca BHyTpeHHETO CTaHaapTa B
pacTBOpE dTAJIOHA CPABHEHUS
Macca BHyTpEHHETO CTaHAapTa B
pacTBOpE CTaHAAPTHOTO 00pa3ia
WHTEHCHUBHOCTD IMHCCHH KOMIIO-

Mypeses | 21,386 | 0,0002 r -4599 (8,5-10° | 0,04

Mintst.2 20,771 | 0,0002 r 47,35 19,0 105 0,04

HEHTa B PaCTBOPE ATAJIOHA CPaB- Lanatytea 172?36 437 MB-uM™M | -6-10* |6,6-102 | 31,3
HEeHUS
WHTEHCHBHOCTD IMHUCCHH KOMITO- 1696
HEHTA B PACTBOPE CTAHAAPTHOTO | lanaiyte2 505 426  |MB-am| 6-10* |6,1-102| 29,1
oOpasma
HHTEHCHUBHOCTD YMHUCCHH BHYT- 1692
PEHHETO CTaHIapTa B PaCTBOPE Iinesta 712 348 |MB-am| 6:10* [4,1-102| 19,5
3TaJIOHA CPABHEHMSI
WHTEHCHBHOCTD YMHUCCHH BHYT- 1692
PEHHEro CTaHaapTa B PacTBOPE Iinest 393 464  |mMB'mm | -6-10* |7,3:102 | 34,7
JTaIOHA CPABHEHUS
OMnupuaeckuii kKo3pduuueHrt,
YUUTHIBAIOIIUI OTKIIOHEHHE TIPO- K 1 5,0-10° 1 9836 |2.4-103 | 4,62

LEAYPbl KOMITAPATHBHBIX U3MEpe-
HUM OT ONTHUMAaJIbHBIX 3HAYEHUN
[ToBTOpPsAEMOCTH w, 983,60 0,10 e 1 9,7-10% | 4,62
Koadduument koppensiunu uH-
TeHcuBHOCTeH amuccuu KoMno- | 7(Lanaiyte.1;
HEHTa U BHYTPEHHEr0 CTaHAApTa B|  [1,;1cr 1)
pacTBOpE dTAJIOHA CPABHEHUS
Koadduuuent koppensiunu uH-
TeHcuBHOCTEH sMmuccun komno- | 7(1 Analyte2;
HEHTA ¥ BHYTPEHHETO CTAHAAPTA B|  [1,16: )
pacTBOpE CTaHAAPTHOTO 00pa3iia

0,998 | 1,5-10° 1 -3-107 |-5,2:102| -24,7

0,999 | 2,0-10° 1 -3-107 |-6,6:102| -31,7
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HcTtounmk 3Haue- U En. c (wc)? Bxnao,
Omnucanue O0Oo3HaueHue | HHE BEJI-HbI %
CranmapTHas HEOIIPEAEIEHHOCTD
sap et Ua 0,3627 ML
THIIA A
CrangaprHast HEONPEAEIEHHOCTD
Aap Pelt Us 0,2658 e
Tuma B
CyMMapHas CTaHaapTHas HEOIPe-
y p & p p Uchar 0,45 MHH_]'
JICTICHHOCTD OT XapaKTepH3aliy
PaciimpenHas HeonpeaeIeHHOCTh
U(w 0,90 MITH !
(k=2, P=0,95) (w2)

Tabnuna 3 — BromkeT HEONpeneIeHHOCTH MacCOBOM IO KOMIIOHEHTa B PacTBOpPE dTaloHa
CPaBHEHHMsI MEJTU BBICOKON YHCTOTHI

HUctounuk
O6o- 3HayeHue u Ennnuua C u-c uc, %
Onucanue 3HaYe- BEJINUUHBI
HUE
MaccoBas 1011 OCHOBHOT'O
KOMIIOHEHTA B UCXOIHOM w 999,940 0,060 %o 1,0-10° | 6,0-10° | 12,7
MaTepHae
Macca HaBecKH Mn 1,0019 0,0002 r 1,0 2,0-10* | 421
Macca pactBopa m, 1000,901 | 0,002 r -1,0-10° | 1,5-10% | 0,3
ILI0THOCTH BO3ayXa Pa 1,1336 | 0,0079 Kr/™M° -8,7-10% | 6,9-10% | 15
ILIOTHOCT, HEXOAHOTO Ma- | 8920 500 ko | -1,4-108 | 7,1-10° | 1,5
Tepuana
[110THOCTE pacTBOpa pr 1017 5 Kr/m3 1,1-10% | 55-10% | 1,2
Maccoa nom komtio- Wo 0 [5010%| % 10 |5010°| 105
HEHTA B OJIaHKE
Bosmouas weogsopon- | 1 [1010%] % 10 | 1010%| 21
HOCTB PacTBOpa
CrabWIEHOCTE PacTBOPa Kstab 1 3,3-10° %o 1,0 3,3-10°| 7,0
Bosmoxkwoe Henaperne Kevap 1 1,0:10% | %o 10 | 1,010 | 211
pacTBopa
MaccoBas Ji0J1sl B pacTBope Wy 0,99995 %0
CyMMapHas cTaHaapTHas 0w 0,00024 %0
HEOIPE/IEIEHHOCTh
Pacmmpennas Heomnpene- o
nennocth (k=2, P=0,95) Uwa) 0,00048 %o

Tak ke mpUBEICHBI PE3yNbTaThl UCCICIOBaHUI CTAOMIBHOCTH CTaHIAPTHBIX 00pa3IloB
pPacTBOPOB JIEMEHTOB, KaK B HOPMAJIBHBIX YCIOBHSX XPAaHEHUS, TaK U B YCIOBUIX U30XPOHHOTO
crapeHust (pUCyHoK 6).
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Pucynok 6 — OneHka cTaGHILHOCTH pacTBOpoB B 6ankax Nalgine BMecTuMocThio 125 cm®

DKCIEpUMEHT 0 OIEHKE CTAOMIBHOCTH OBLI MOCTPOEH TaKUM 00pazoM, YTO YacTh 00-
pa3loB XpaHWJIACh B YCIOBUSAX HCKYCCTBEHHOTO CTApEeHHs, a Jpyras B HOPMAJbHBIX yCIOBHSX.
Hcnone3oBanuck pactBopel V, Cr, Mn, Fe, Co, Ni, Cu, Zn u Cd B ¢oHe pa3In4YHbIX KHCIOT
(HNO3 — 5 %; HNOs — 10 %; HCI — 3 %; HCIl — 7 %; 1HNO3:2HCI — 5 %). [Tytem 06paboTku
pPEe3yJNBbTaTOB METOJOM HAMMEHBIIUX KBAJPATOB yAAJOCh YCTAaHOBUTH KOI(DPHUIMEHT CKOPOCTH
TPaHCIHUPAINH, KOTOPBIA OOBIYHO COCTABIISIET OT 2 110 4, T.€. cornacHo npasuia Bant-I'odda cko-
POCTh peakiiuu Bo3pacTaeT B (2-4) pasa ¢ yBenuueHueM temiepaTypbl Ha kaxasie 10 °C. OcHo-
BBIBASICh HA HAKJIOHE KPUBBIX B PA3IMUYHBIX YCIOBUSX, YAAIOCTh YCTAHOBUTH, UTO KOI(PPHUIIHEHT
paBeH 3,2. Mcxoas u3 9Toro ObLT YyCTAaHOBJICH IIPeIeN TPAaHCTIUPAIUH, IPU KOTOPOM CIIpaBeIINBa
YCTaHOBJICHHAsI OI[EHKA HEOMPEAENEHHOCTH OT HECTAOUIBLHOCTU. DTOT Tpeied MPUMEHSETCS Ipu
HKCIIPECCHOM KOHTPOJIE HECTAOMIBHOCTH CIEAYIONMIUX MapTUi MyTeM MUCKYCCTBEHHOTO CTapeHUs
npu Temnepatype 60 °C B Teuenue 5 nuei. [Ipu 3TOM OTHOCHUTENbHASI OTEPS] MACCHI CTAHAPT-
HOro oOpasia He AokHa ObITh Oosee 0,1 %.

Y4uThIBas, YTO OTHOCHTEIbHAS PaCIIMPCHHAS HEOIPEICICHHOCTh MacCOBOM JOTH OC-
HOBHOTO KOMIIOHEHTa B PacTBOpE 3TajioHa cpaBHEeHHs He Xyxe 0,05 %, oTHOCHUTEenbHAs paciiu-
peHHast HeonpeIeIeHHOCTh MacCoBO 0su 3Toro kommonenta B CO 6yaer nopsaka (0,1-0,5) %
B 3aBHCHMOCTH OT €r0 CTa0MJIBHOCTH WJIM Ha3HAYEHHOTO CPOKa TOAHOCTH. B Tabmue 2 mpen-
CTaBJICH TUIUYHBIA OIO/HKET HEOMPEIEICHHOCTH aTTeCTOBAaHHOTO 3HAUYEHHUs CTaHAApTHOTO 00-
pasiia, KOTOPHIi MOKa3bIBAET, YTO HICTOYHUKH HEONPEIEIICHHOCTH YOBIBAIOT B PSIY: OTHOCUTEIb-
Has HHTEHCUBHOCTh AMHUCCHUN KOMIIOHEHTA U BHYTPEHHETO CTaHJapTa > MaccoBas JOJIs KOMITO-
HEHTa B paCTBOpE > rpaBUMETPHUYECKas IPOIEAypa MPUTOTOBICHUS PACTBOPOB.

Ha sToi1 ocHOBe pa3zpaboTaHbl CTaHAAPTHBIE 00Pa3IIbl JEBATH MOHOAJIEMEHTHBIX PacTBO-
POB, THITBI KOTOPBIX YTBEPKICHBI ¢ OTHOCUTEILHOW PACITMPEHHON HEONPEIeICHHOCTRIO He 00-
aee 0,5 % misg aTTeCTOBAaHHOIO 3HAUEHH MacCOBOM nojim U He 6onee 0,7 % 1714 aTTECTOBAaHHOTO
3HAUEHUs] MAaCCOBOH KOHIIEHTpaIiu. MeTpoIorHuecKue XapakKTepUCTUKHU MEePBhIX MapTUN ATHX
CTAaHMAPTHEIX 0OpA3IOB C HOMHHAIBLHBIM 3HAYEHHEM MaccoBoil KonmeHTpamuu 1000 mr/mm°
Mpe/ICTaBICHBI B TabuIe 4.
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Tabmmia 4 — MeTpoorndeckre XapakTePUCTHKN pa3pad0TaHHBIX CTAHIAPTHBIX 00pa3IoB

Dne- NeT'CO MaccoBas 1o, Urel (k=2, MaccoBast KOH- Urel (k=2,
MEHT MITH © P=0,95), % LCHTpAIIHS, P=0,95), %
mr/am°

V 11235-2018 984,3 0,36 1000,0 0,54
Cr 10946-2017 984,0 0,23 1000,1 0,36
Mn 10954-2017 983,7 0,23 999,8 0,36
Fe 10938-2017 983,9 0,23 1000,1 0,36
Co 10950-2017 983,7 0,24 1000,2 0,36
Ni 11247-2018 987,9 0,38 999,7 0,52
Cu 10942-2017 983,6 0,22 1000,1 0,44
Zn 11243-2018 989,9 0,39 1 000,7 0,54
Cd 11255-2018 984,5 0,33 1 000,0 0,49

Tax xe Obu1 pa3zpaboTaH MyJIbTUIIEMEHTHBINM CTaHIAPTHBIN 00pa3elr] Ha OCHOBE CMellle-
HUSL MOHODJIEMEHTHBIX. /{7151 OIleHKH HEeonpeaeneHHOCTH OT MIPUTOTOBJICHHSI CMECH TPEJIOKEeH
MOAXO0J, OCHOBAaHHBIM HAa MPUMEHEHUU CPEIHEB3BEIICHHBIX OIEHOK, IJI€ COACpKAHHUE KOMIIO-
HEHTa B CMECH OIpesessieTcs N0 (popMyiam:

N
X; = Z W; * Xij, (6)
j=1
N
j=1
rie X; — CpPeIHEB3BELIEHHAs OIIEHKA COAEPKAHMS I-T0 KOMIIOHEHTA B CMECH;

X;j — COfiepKaHue i-ro KOMIIOHEHTA B j-Oif COCTABIAIOIIEH cMecH;
W; — BECOBBIE KOOD(DULIMEHTBI;
m; — Macca j-oi cocTaBIsIoLIei cMecH.
ITpopeMoHcTpUpOBaHO, YTO B pamkax MeTogonorun GUM kBaapaT cymMmapHOii cTaHaapT-
HOM HEONPEENEHHOCTH BBIXOIHON BENMYMHBI Xj MOXHO IIPEICTABUTD ISl IPOM3BOJILHOTO KOJIH-

4Y€CTBAa KOMIIOHCHTOB B O6HI€M BUIC
2

N N
uaz?i = Z [mjz ' u926ij + (xij - fi)z ufznj]/ zmj ’ (®)
j=1 j=1

rae Uy,; — CTaHJAPTHAS HEONPEICTCHHOCTh CONCPIKAHMS I-r0 KOMIIOHEHTA B J-Of COCTaBJISI-
IOIEH CMeCH;

Upn; — CTAHJAPTHAS HEOTIPE/IEICHHOCTD WU3MEPEHUI MaCChl j-Oi COCTABIISIONIEH CMECH.

OueHKHN coaep:kaHusi KOMIIOHEHTOB, MOJYYEHHBIE 110 MPOLEAYpe TPUTOTOBICHHUS, MO~
TBEPKIAEHBI U3MEPEHUSIMU ITUX BEJIMYUH METOJOM aTOMHO-?MUCCUOHHOM CIIEKTPOMETPUHU C UH-
NYKTUBHO-CBsi3aHHOM tutazmoit (ADC UCII) (pucyHok 7).



18

100,30
100,20
100,10
100,00

99,90

99,80

MaccoBas 4017 KOMMNOHeHTa, MAHL

99,70
\Y Cr Mn Fe Co Ni Cu Zn Cd

® no npoueaype 100,01 100,04 99,99 99,99 99,98 100,01 100,01 99,99 99,99
¢ A3C UCn 99,92 100,07 100,13 99,94 100,04 99,87 99,89 100,10 99,99

Pucynox 7 — Pe3ysibTaThl CpaBHEHHS OLIEHOK MACCOBOM J10JIM KOMIIOHEHTOB B
MYJIbTUAJIEMEHTHOM CTaHAApTHOM 00pasiie, MoMyYeHHbIE MO MPOLIeype MIPUTOTOBICHUS U
meronoM ADC UCII na 'BOT 196-1 (k=1)

B nsiToii riaBe npeacTaBiieHbl CBEACHUS 00 OMpoOOBaHUU PE3yIbTATOB, MOJTYYCHHBIX B
HACTOALIEH paboTe MpU y4acTUU B MEXIYHAPOJIHBIX CIMUYEHUSX. B CBOIHOM BHIE pe3ylbTaThl
MpEeJICTaBICHBl Ha PUCYHKE 8, re BUAHO, YTO BCE PE3yJbTaThl HAXOIATCs B mpenenax -1<0<l,
3HAUEHUE KOTOPOTO OMpeAeIsIeTcs o Gopmyrie

_ |Xi - xref.il
0 =—— > 9)
\/U (xi) +U (xref.i)
rae x; — pesysnbrat Y HUMM;
Xref.i — ONOPHOE 3HAUEHHUE 0 PE3yJIbTaTaM CIIMUEHMIA;
U?(x;) — kBajipaT paciIupeHHol HeOnpeieIeHHOCTH BEJUUKHE X;
U?(Xyef ;) — KBAApAT paCUIMPEHHOM HEONMPEAETIEHHOCTH BEMMUUHBI Xyof ;.
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Wndp cnmuenuns, aHanut/matpuua
PucyHok 8 — Pe3ynbTaThl MEKIyHAPOAHBIX CIMYECHUN

Pe3ynbraTsl MEXIyHapOIHBIX CIMYEHUIN OATBEPKIAOT a/IeKBATHOCTh BBIOPAHHBIX al-
TOPUTMOB JUISI OLICHKH MacCOBOM /1O OCHOBHOTO KOMITIOHEHTa KOCBEHHBIM CIIOCOOOM M CBSI3aH-
HOM ¢ Hell pacIIMpeHHON HeonpeaeeHHOCTH, a MPUMEHEHHE CTaHJapTHBIX 00pa3I0B pacTBOPOB
AJIEMEHTOB TPU Y4YacTUU B ITHUX CIMYEHHUSIX IMOKa3allo, YTO ATH 00pas3ibl OXapaKTepHU30BaHBI



19

noctoBepHo. Kpome Toro, mpenBapuTeNbHbIe pe3yabTaThl CIMYEHUN B 00JIACTH PACTBOPOB XUMHU-
gyeckux ameMeHToB (CCQM-K143 CpaBHeHue KaquOPOBOYHBIX PACTBOPOB MEH, IPUTOTOBJICH-
Heix HMU) neMOHCTpUPYIOT CHpaBeIIMBOCTh SKCIEPUMEHTAIBLHO-PACUCTHON TMPOLEAYPHI IO
IPaBUMETPHUUCCKOMY MPUTOTOBJICHUIO PACTBOPOB 3TAJIOHOB CPAaBHEHHMS 110 YpaBHEHUIO (5) 1u1st ux
WCTIOJIb30BaHUS TIPH MIepeiavue eMHUIIBI BETMYNHBI CTAHAAPTHRIM 00pa3iiaM pacTBOPOB XUMUYE-
CKHX 3JIEMEHTOB.

BbIBO/IbI

1. Merponoruyeckre XapakTepUCTUKU TAJIOHOB CPABHEHHUS YCTAHOBIIEHBI B COOTBET-
CTBMM ¢ PyKOBOJICTBOM IO BBIP@XEHUIO HEONPEJEICHHOCTH U3MEPEHUI Ha OCHOBE KOCBEHHOI'O
noaxona o cxeme «100 % MuHyc cymMMma nmpuMecei» ¢ 00IKUM KOJIUYECTBOM YUTEHHBIX IpPUMe-
ceil 1 Kax10ro 3TanoHa cpaBHeHus 91 wT. B pacuer npuHATH Kak colep:kaHus 0OHapy>KEHHbIX
IpUMECei, TaK U MPEeesIOB O0OHAPYKEHHU HEOOHAPY )KEHHBIX, morydeHHbIe Ha 'OT 176. [1pu sTom
pa3paboraH u onpoOOBaH cHOCOO OLEHKU HEONPENEICHHOCTH OT HEOJHOPOJHOCTH MAacCOBOM
JI0JIM OCHOBHOI'O KOMIIOHEHTA /17151 YMCTHIX BELIECTB HA OCHOBE aHaJIM3a IPUMECHOro cocTana. Ta-
KM 00pa3oM, BIEpBble pa3pabOTaHbl ATAJOHbI CPaBHEHHs B BUAE YHMCTBIX METAJUIOB:
V' w=(99,9377+0,0084) %, Cr w=(99,9875+0,0076) %, Mn w=(99,7686+0,0422) %,
Fe w=(99,9636+0,0094) %, Co w=(99,9823+0,0033) %, Ni w=(99,9779+0,0061) %,
Cuw=(99,9919+0,0016) %, Zn w=(99,9921+0,0013) %, Cd w=(99,9956+0,0053) %, meTpooru-
YECKUE XapaKTEPUCTUKHU KOTOPBIX YCTAHOBIJIEHBI C HAUBBICIIEH TOYHOCTBIO.

2. [Togxompl, CBSI3aHHBIE C OLIEHKON METPOJIOTHUECKUX XaPaKTEPUCTHUK STATIOHOB CPaB-
HEHHS B BHJIE YUCTHIX HEOPTaHMYECKUX BEUICCTB, YHH(DUIIMPOBAHBI M BHEJPEHBI ITyTEM YTBEP-
xknenust nokymenta MU 3560-2016 «Pexomennanus. ['CH. OueHka HeonpeaeneHHOCTH u3Mepe-
HUI MaccoBOM 011 OCHOBHOTO KOMIIOHEHTa B HEOpraHUYEeCKHX BelecTBax». Pazpaborano «Ilo-
noxxeHue o base maHHBIX «OTaJOHBI CPaBHEHMS B BHJE BBICOKOUHCTBHIX BEIIECTB», B KOTOPOM
yCTaHOBJIEHBI 00IIIMe TPEOOBaHMS K 3TAJIOHAM CPAaBHEHUS, K UX pa3paboTKe, Ha3HAUEHUIO U MPH-
MEHEHMUIO.

3. Ha mopsimok noBbImeHa TOYHOCTh u3Mepenuit Ha 'BOT 196-1 npu xapakTepuzanuu
CTaH/IapTHBIX 0OPA3I[0B PAaCTBOPOB JIEMEHTOB 3a CUET MPUMEHEHUs JUIsl KATMOPOBKH PACTBOPOB
ATAJIOHOB CPAaBHEHHUS B BHUJI€ YHCTHIX BEILIECTB U PEATU3allii METO1a KOMIIApaTUBHBIX U3MEPEHU
C BHYTPEHHUM cTaHfaptoM. IIpoBeaeHa olleHKa BKIAJ0B OT pa3IM4YHbIX HCTOYHUKOB HEOIpee-
JIEHHOCTH, U TI0Ka3aHO, YTO UICTOUHUKHU HEOTIPE/IEJICHHOCTH YOBIBAIOT B PSy: OTHOCUTEINIbHAS UH-
TEHCUBHOCTb YMHCCHM KOMIIOHEHTA M BHYTPEHHEIO CTaHJapTa > MaccoBas A0Js KOMIIOHEHTA B
pacTBope /15l KaTMOPOBKHU > rpaBUMETPHUECKas MPoLeypa IPUTOTOBIECHHS paCTBOPOB.

4. BriepBble pa3zpaboTaHbl YTBEP)KICHHOTO THUIA CTaHIApTHBIE 00pa3lbl MOHORJIEMEHT-
HBIX pacTBOPOB (9 MIT.) ¢ XapaKTepUCTHUKAMU TOYHOCTH Ha ypoBHE Uk=2, p=0.95=(0,2-0,4) %, uTO B
(2-5) pa3 TouHEee MHOTUX MMEIOIIUXCs aHAOroB. [IpeoxkeH cmocod KOHTPOIIsi OCHOBHOTO HC-
TOYHHKA HEONPEEIEHHOCTH NPU BBIYCKE CTaHAAPTHBIX 00pa3lOB OJTHOIEMEHTHBIX U MHOTO-
AIIEMEHTHBIX PACTBOPOB JIEMEHTOB, CBSI3aHHBIN ¢ UX HECTaOMIbHOCTHIO. Crioco0 3aKirovaercs B
AKCIIPECCHOM KOHTpOJIE B TeUeHHE 96 yacoB MCIapeHUs KUCIOTHOIO PacTBOpA U3 IIACTUKOBBIX
6anok npu temmeparype 60 °C (morepst Macchl pacTBopa He AoipkHa mpesbimath 0,1 %). Ha oc-
HOBE THX Pa3pabOTOK CO37aH CTaHIAPTHBIA 00pa3ell MyJIbTHIEMEHTHOTO pacTBopa (9 snemen-
TOB) C XapaKTePUCTUKAaMH TOYHOCTH Ha ypoBHE U k=2, p=0.95=(0,3-0,7) %, nmpeaHa3sHa4eHHbINA A
KaTMOPOBKH aHAIMTHUYECKON amIapaTrypbl OTHOBPEMEHHO 110 HECKOJIBKUM 3JIEMEHTaM.
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5. [IpuHSTO yyacTHe B BOCBMHU MEXKTyHAPOIHBIX CIIMUEHHUSX 10 U3MEPEHHUIO COJICPIKAHMS
KaK OCHOBHOTO, TaK U IPUMECHBIX KOMIIOHEHTOB C IPUMEHEHHEM Pa3pa00TaHHBIX ITAJIOHOB CPaB-
HEHUS U CTaHJAPTHBIX 00pa3noB. Pe3ynbTaThl 3TUX CIIMYCHHHA TTOITBEPIKIAIOT aJIEKBATHOCTD ITPH-
MEHSEMOr0 KOCBEHHOI'0 MOJAX0Aa AJIsl OUEHKU YUCTOTHI o cxeme «100 % muHyc cymma npume-
Ceil» U OLIEHKH CBA3AHHOM C HUM HEOIPEJIEIEHHOCTH B COOTBETCTBUU ¢ PyKOBOJICTBOM 1O BbIpa-
JKEHHIO HEONTPEAEIICHHOCTH U3MEPEHUN U KOPPEKTHOCTh YCTAHOBJICHHUS METPOJIOTHYECKUX XapaK-
TEPUCTUK CTAaHAAPTHBIX 00Pa3II0B PACTBOPOB XUMUYECKUX FJIEMEHTOB ITyTEM KOMITAPATUBHBIX U3-
MEpPEHHI OTHOCUTEJIbHBIX CUTHAJIOB KOMIIOHEHTA M BHYTPEHHET0 CTaH1apTa C MPUMEHEHUEM pac-
TBOPOB 3TAJIOHOB CPABHEHHSI.
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