Ha npaBax pykonucu

MMTI AJIb IlaBen BsuecnaBoBuu

PABPABOTKA U UCCJIEJOBAHUA OTAJIOHOB CPABHEHUSA B BUJAE YU CTbBIX
METAJUIOB (V, Cr, Mn, Fe, Co, Ni, Cu, Zn, Cd) AJIs1 HOBBIIIEHUSI TOYHOCTHU
XAPAKTEPU3AIIMU CTAHOIAPTHBIX OBPA3IIOB PACTBOPOB XUMHNYECKHUX
IQJIEMEHTOB

05.11.15 — MeTtposorust 1 METpOJIOTHUECKOe 00ECTICUeHHE

ABTOPE®EPAT
JUccepTaluy Ha COMCKaHUE YYEHOU CTENEHU
KaHJUaTa TEXHUYECKUX HayK



PaGoTa BpITIONTHEHA B Ja0OpAaTOPUM METPOJIOTHUECKOTO OOECTICUCHHS HAHOWHIYCTPUH, CIIEK-
TpaJIbHBIX METOJIOB aHAJIM3a U CTaHJapTHBIX 00pa3uoB (251) OI'VII «Ypanbckuit Hay4HO-UCCIIC-
JIOBATEJIbCKUNA MHCTUTYT METPOJIOTUI.

Hay4Hblil pyKOBOAUTEJIb! Kononeabko Jleonna AsexkceeBHY, JOKTOp TEXHHUYE-
ckux Hayk, mpodeccop, PI'YII «BHUUM um. [I.1. Men-

JIeJieeBay
OdunuanbHbie ONMOHEHTHI:

Benymas opranusamnusi:

33.H_II/ITa COCTOHUTCA « » 20 I'.B YaCOB Ha 3aCCAaHU nUCCCpTa-

uunoHHoro coseta /[.308.004.1 npu denepanbHOM rocy1apCTBEHHOM YHUTApHOM MPEANPUATUN
«Bcepoccuiicknuii Hay4HO-UCCIEA0BATENbCKUN HHCTUTYT MeTposioruu uM. JI.1. MenneneeBa» no
aapecy: 190005, Caukr- IlerepOypr, MockoBckuii mp., 19.

Huccepranus u aBtropedepar pasmeniens! Ha caiite @IV «BHUUM um. .. Menneneesa» no
cesuke: http://vniim.ru/work-sovet.html.

C nuccepranueit u aBropedepaToM MOKHO 03HaAKOMUThCS B Oubnmuorexe OI'YII « BHUUM nm.
J.1. MenneneeBa.

ABTOpedepaT pa3ociaH « » 20 T.

Y4eHblil cCeKpeTaph JUCCEPTALMOHHOTO COBETA,
KaH/INJAT TEXHUYECKUX HAYK K.B. Yeknpna


http://vniim.ru/work-sovet.html

OBILIASA XAPAKTEPUCTHUKA PABOTDBI

TBepapic uncThie BelecTBa (MaccoBasi A0Jisi OCHOBHOTO KOMIIOHEHTa, W = 99,9 %) miu-
POKO HCIIONB3YIOTCS B METPOJIOTHYECKUX padoTax B KaueCTBE HOCHUTENEH HH(OPMALIUN O XHUMHU-
YECKOM COCTaBE€ B HaYaJIbHOM M KOHEYHOM HHTEpBaJIe IIKajl MacCOBOU J0JM KoMIoHeHTa. [Ipu
MIEPEBOJIC UX B PACTBOP OHH HECYT MH(POPMAITUIO O MACCOBOH (MOJISIPHON ) KOHIIEHTPAIIMHA KOMIIO-
HeHTa. OOBIYHO OHU CIIY>KaT JJIsl IPUTOTOBJICHUSI CMECEH U pacTBOPOB METPOJIOTHYECKOT0 Ha3HA-
YEHUsI, B YaCTHOCTH, IpH pabore ¢ ['ocymapcTBeHHbIMU nepBHYHBIMU dTajoHamu (I'TID) mpume-
HSFOTCS 17151 IPOBEICHUSI CIIMYCHHI B 00J1aCTH 0a30BbIX U3MEPUTEILHBIX BO3MOYKHOCTEH, a TAK)Ke
HCITOJIB3YIOTCSI HEMOCPEICTBEHHO IS Mepeiayyl CIMHUIl BEJIMYUH, XapaKTePU3YIOMNUX XHUMHYEC-
CKHI coCTaB B pa0oTax MO KaJIMOPOBKE W MOBEPKE CPEACTB M3MEPECHHM, aTTECTAllMH dTAJIOHOB,
KOHTPOJIIO TOYHOCTH METOAUK M3MepeHuid. HecMoTpst Ha TO, 4TO HEONpeNeIEHHOCTh, CBSI3aHHas
C YCTaHOBJICHHEM MacCOBOM JIOJIM OCHOBHOI'O BEIIIECTBA B YHMCTHIX BEIIECTBAX, MOYKET BHOCHTH
CYILIECTBEHHBIN BKJIA]] B CYMMapHYIO HEONIPEACIEHHOCTh U3MEPEHUM, KPUTEPUU X BBIOOPA U CITO-
COOBI OIEHKH WX MPUTOAHOCTH JIJISl Pa3IMIHBIX METPOJIOTHYECKUX PabOT B IOKyMEHTax 1mo obec-
MIEYCHUIO SIMHCTBA H3MEPEHUI paHee He ObLIM ycTaHOBJICHBI. He Obuti yHUDHIIMPOBAHBI METO-
JTUYECKUE TTOIXO0/Ibl K OLIEHUBAHUIO HEOMPEASIEHHOCTH YUCTOTHI (COACPKAHUS OCHOBHOTO KOM-
MOHEHTA) MPHU €€ U3MEPEHUH Ha OCHOBE MUKPOCOIEPKaHUN TPUMECHBIX KOMIIOHEHTOB.

AKTYaJIbHOCTh TEMBI TIOJITBEPIKIAIOT PAOOTHI, BBITOJIHCHHBIC B HAIIMOHAIBHBIX METPOJIO-
rudeckux uHcTUTyTax CHIA (Cneunansuas nyonukanus NIST 1012 «[Toaxon x merponoruye-
CKM O0OOCHOBaHHOM MPOCIICKUBACMOM OILICHKE XMMHYECKON YHCTOTHI OPraHMYECKUX 00pa3IioB
cpaBHeHUs») U ['epmanuu (cepust myonukanuii BAM o moaTBepkKIeHUN OICHUBAHUS YUCTOTHI
METAJIJIOB, BHICTYNAIOIINX B KAUECTBE IIEPBUYHBIX 3TAJTOHOB). Takke akTyalbHOCTh MOATBEPHKIa-
eTCsl TeKYIIMMH MEXAYHAPOIHBIMU CIIMYEHUSIMU B 00JIACTH OL[CHUBAHUS YUCTOTHI OPraHUYECKHX
Y TBEPBbIX HEOPTAHMYECKHUX BEIIECTB, MPOBOAUMBIMH 11011 3rugoii MKMB B pamkax «Coraie-
HUS O B3aMMHOM TPU3HAHUHU HAIIMOHAJIBHBIX ATAJIOHOB M CEPTHU(HHUKATOB KATMOPOBKU U U3MEPE-
HUU, BBIZIABAEMbIX HAIIMOHATBLHBIMU METPOJIOTUUECKUMH HHCTHUTYTAMU).

B obGnactu HeopraHMuecKuX BEIIECTB JIJIsl OIEHUBAHUS YUCTOTHI IPUMEHSIOT HECKOJIBKO
CcXeM:
— «100 % MuHYC cyMMa MpUMECei» MO ONPECIICHUIO PUMECE BCEX AIEMEHTOB B KOJUYECTBE

91 (padotet BAM, I'epMaHusi) Uiy UCMOJIB30BAaHUE BEPOSITHOCTHOTO MOJIX0/A ISl OLIEHUBAHUS
YUCTOTHI 110 HE TIOJTHOCTBIO OLIEHEHHOMY CO/Iep KaHuIo mpumMecel (padotsl MHcTUTYTa XMun Yu-
creix BemectB uM. I'.I'. leBsatoix PAH, r. Hwxuuit Hosropoa, OAO «I"upeamer», r. MockBa);

— OIpeJEIeHNEe OCHOBHOTO KOMIIOHEHTA MEPBUYHBIMUA METOIAMHU: KYJIOHOMETPHUH, TUTPUMETPHH,
AIIEKTPOTPABUMETPUH, TPABUMETPUHU, KPHOCKOITUHU U S0YTHOCKOUH.

B nHacrosmee BpeMs MexAy CIIEUAIIMCTAMU U3 Pa3HbIX CTPAH aKTUBHO BEJIETCS IUCKYC-
cusi 0 HauboJee MOAXOIALINX CIocoOax OLIEHUBAHUS YUCTOTHI OPraHMUECKUX M HEOPraHUYECKHUX
BeniecTs. U B mepByIo ouepesb 3To CBA3aHO ¢ HEOOXOAUMOCTHIO UX HAaKOIUJICHUSI B KXK]I0H CTpaHe
MUpa U OIEHUBAHMS MX YUCTOTHI JJi1 00eCIedeHHsl MPOCIeKUBAEMOCTH B 00J1acTU U3MEpEHUil
XUMHUYECKOT0 cocTaBa 10 MexyHapoaHOH cucTteMbl enuHul ¢puznyeckux BenuuuH (CH).

JlesTenbHOCTh MEKTYHAPOJHBIX METPOJIOTHUECKUX OpraHu3aiuil, Takux kak KoHncynpra-
TUBHBII KOMUTET MO KOJWYeCTBY BemectBa MexaynapoaHoro Komurtera Mep u BecoB (KKKB
MKMB), KOOMET u HaioHaJIbHBIX METPOJIOTUYECKHX MHCTUTYTOB HaIlpaBiieHa Ha obecreue-
HUE €IMHCTBA U3MEPEHUN U NPOCIIECKUBAEMOCTH PE3YyJIbTaTOB U3MEPEHUN K I'OCYJapCTBEHHBIM
dTaIOHaM €JUHUI] BeJIMYMH. OCHOBHOM M OYEHb BAaXXKHON YaCTBIO CUCTEMBI ITPOCIIEKNBAEMOCTH
pe3yIbTaTOB U3MEPEHUH SIBIISIOTCS MaTEPUAIIbI C aTTECTOBAaHHBIM (CEpTU(HHUIIMPOBAHHBIM) 3HaUe-
HUEM COJEpP’KaHHUs KOMIIOHEHTOB M YCTAHOBJICHHBIMU HEOIIPEAEICHHOCTSMU JTUX 3HAYEHUU
(ctanmapTHbIe 00pa3bl YTBEP)KACHHOTO TUIIA), IS CO3JaHUs KOTOPhIX HEOOXO MBI YUCThIEC Be-
I1€CTBA, ATTECTOBAHHBIE HA 00JIe€ BBICOKOM — 3TaJJOHHOM YPOBHE, T.€. TAJIOHbI CPABHEHUS.



DTallOHBI CPAaBHEHUS B ’TOM MIOHUMAHUU TIPEJICTABISIOT COOO0 TBEP/IbIC YHCTHIC HEOpTra-
HUYECKHE BEIIECTBA C YCTAHOBJICHHBIM 3HAUYEHHEM MAacCOBOW JIOJM OCHOBHOT'O KOMITOHEHTa C
HaAMBBICIIEH TOYHOCTBIO MM C TOYHOCTBIO, JJOCTATOUHOM JJIs epeaaydl eAMHUIBI BETUYUHBI OT
I'TID cnenyromuyM 3BEHbSIM IOBEPOUHOM CXEMBI. DTaJIOHBI CPAaBHEHUS UCCIIEIYIOTCS COTJIaCHO Me-
TOJIMKaM BOCIPOM3BEICHUS EIMHULl BETUYNH, XapaKTEPU3YIOIIUX COJEepKaHNE KOMIOHEHTOB, C
UCTIOJIb30BaHUEM [ "0Cy1apcTBEHHBIX IEPBUYHBIX U BTOPUYHBIX STAJIOHOB U BXOZAT B cocTas [ TID.

Pa3paboTku 3TallOHOB CpaBHEHUS BHITIOJIHEHBI B PAMKaxX HayYHO-UCCIIEI0BATEIBCKOM pa-
6otel o mudpom «Hucrora» (2015-2016 rr.) 1 ONBITHO KOHCTPYKTOPCKON pabOTHI 1Mo mud-
pom «Hwucrora-26» (2017-2019 rr.).

Ilenv padomui

[ToBpIIIEHNE TOYHOCTHU PE3YIBTATOB U3MEPEHUH XMMHUYECKOIO COCTaBa BEIIECTB U MaTe-
pHAaJIOB IMyTeM pa3pabOTKH ATAJOHOB CPAaBHEHMS B BUE YHCTHIX BEIIECTB M CO3/JaHUS HA UX OC-
HOBE HOBBIX THUIIOB BBICOKOTOYHBIX CTaHJAPTHBIX 00pa3l0B PACTBOPOB XMMHUUYECKUX 3JIEMEHTOB
JUTS KaTHOPOBKY aHAJTMTUYECKOH armaparypsl.

OcHogHble 3a0a4u Ucc1e008aHUA

Pa3zpaboTaTh neBATH 3TaJOHOB cpaBHEHMS ¢ oMonsio DT 176 B BUIe YNCTHIX BEIIECTB
(V, Cr, Mn, Fe, Co, Ni, Cu, Zn, Cd) u yauduiupoBaTh mMoaxobl 0 OIEHKE MacCOBOM TOJH OC-
HOBHOT'O KOMITOHEGHTA M CBSI3aHHOM C HEH pacIIMPEeHHON HEONPEeICICHHOCTH JIJIsl TAJIOHOB CPaB-
HEHUS.

Pa3paboraTs MeTOIMKY Nepeiadul eIMHULl MACCOBOM JI0JIM U MAaCCOBOM KOHIICHTPAIUH XU-
mudeckux sneMeHToB oT ['BOT 196-1 Ha ocHOBe KOMMAapaTUBHBIX HU3MEPEHUN C BHYTPEHHUM
CTaHIapTOM MAaCCOBOH JIOJH 3JIEMEHTOB METOJIOM aTOMHO-IMHUCCHOHHOMN CIIEKTPOMETPUU C HH-
JYKTUBHO-CBS3aHHOM IUIa3MOM.

[ToBeicuTh TOUHOCTH M3MepeHuit Ha ' BOT 196-1 npu nepenave eAuHUI] MacCOBOH J10JIH
U MacCOBOH KOHIICHTPAIIMH XUMHYECKHX DJIEMEHTOB OT pa3pabOTaHHBIX ATAJOHOB CPaBHEHUS
CTaHIapTHBIM 00pa3IiaM pacTBOPOB XUMHUECKUX JICMEHTOB.

Pa3paboraTh v TPOBECTH UCITBITAHUS B IEJISAX YTBEPKJACHUS THIIA CTAHAAPTHBIX 00Pa3IoB
pacTBOpoB JeBATH xumuueckux snemeHToB (V, Cr, Mn, Fe, Co, Ni, Cu, Zn, Cd) noBsImeHHO
TOYHOCTH.

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

Hayunas noeuszna

[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: «OIeHKa TEXHUIECKON YUCTOTHI», «OIEHKA aKaJeMHUYECKOM
qucToTh, «GUMY, «BAM?», «mMeTox MHTEPBAJIbHON OLEHKW», «METOJ akageMuKa JIeBAThIX».
[Tokazano, uto mMetoq «GUMy, B KOTOpOM JJIsl OLIEHKH YUCTOTHI MPEAnoiaraeTcst usmepenue 91
npuMecH, 00eCTieunBaeT HECMEIIEHHYIO (€CIH cyMMa OOHApYKEHHBIX MPUMecel >> CyMMBI TIpe-
JIEJIOB OOHApYKEHUS Il HEOOHAPYKEHHBIX MPUMeECceii) OLIEHKY MaCCOBOM JJOJTM OCHOBHOTO KOM-
MOHEHTA U OIICHKY HEONPEAEeTEHHOCTH, CBSI3aHHOM C U3MEPEHUSIMU HEOOHAPYKEHHBIX TPUMECEH,

L Guide to the expression of uncertainty in measurement — PykoBoACTBO 110 BEIPasKE€HHIO HEOTPEIEIEHHOCTH H3MEpe-
HUH.

2 The Federal Institute for Materials Research and Testing — ®eaepabHbIi MHCTUTYT MAaTEPUAIOBEIEHUS M UCTIBITA-
Hul, ['epmanusi.



YTO MOJITBEPKIAETCSI BBICOKOTOYHBIMU PE3y/IbTaTaMU IPSIMbIX IEPBUYHBIX U OTHOCUTEIBHO TEp-
BUYHBIX METOJIOB.

BriepBrie pa3paboTaH alropuTM paciera HeOoNpeIeICHHOCTH OT HEOJTHOPOJHOCTH Macco-
BOH J10JI1 OCHOBHOI'O KOMITIOHEHTA 110 pe3yJIbTaTaM U3MEPEHUM COAEPKaHUsI IPUMECEU, KOTOPBIN
3aKJIF0YAeTCsl B TOM, YTO Ha MEPBOM 3Tarie MPOBOIUTCS OLIEHKAa HEONPEACICHHOCTH OT HEOIHO-
POIHOCTH HE MeHee 2/3 OT CyMMapHOW MaccoBO# 10y 0OHApyKEHHBIX NMPUMECEH B COOTBET-
creun ¢ ISO Guide 35, Ha BTOpOM 3Tare OIeHMBAETCS HEONPENEIeHHOCTh OT HEOAHOPOIHOCTH
JUISL CYMMBbl WHIUBUAYAIbHBIX MCCIEIOBAaHHBIX OOHAPYKEHHBIX IPUMECEH, a HAa TPEThEM ITare
BBIUMCIISIETCS] HEOIPEAETIEHHOCTD JIJIs1 MACCOBOM JIOJIM OCHOBHOI'O KOMIIOHEHTA C Y4E€TOM Macco-
BOI1 10/11 HccenyeMbIX 0OHApYKEHHBIX MPUMecel K CyMMe MacCOBBIX J10JIel 0OHApYKEHHBIX U
HEOOHAPYKEHHBIX MPUMECEH.

YTouHeHa MOJelilb KOMIIAPATUBHBIX W3MEPEHUIl ¢ BHYTPEHHUM CTaHJIAPTOM MacCOBOM
JOJIX AJIEMEHTOB METOJOM aTOMHO-3MHUCCHOHHON CHEKTPOMETPUHM C HHIYKTHUBHO-CBS3aHHOU
ITa3MOM, KOTOpasi yYUTHIBACT HEUICATHbHOCTh JIMHEWHON MOJIeNH (OTKIIOHCHHE OT ONTHMAIbHBIX
napameTpoB), a TakKe HEeCTaOMIbHOCTh, O0YCIOBICHHYIO XPAaHEHUEM PACTBOpPA ATAJIOHA CPaB-
HEHUS B OTKPBITON M 3aKPBITOI eMKocTH. [IpoBeieHa olleHKa BKIIAJIOB OT Pa3IMIHBIX HCTOYHUKOB
HEOIPEIeICHHOCTH U MOKa3aHO, YTO MCTOYHUKU HEONPEACICHHOCTH YOBIBAIOT B PsITy: OTHOCH-
TEJIbHAS MHTEHCUBHOCTh SMUCCHH KOMITOHEHTA M BHYTPEHHETO CTaHapTa™> MaccoBasi J0JIs KOM-
MIOHEHTA B PAaCTBOpE UIA KaJHMOPOBKKU> IpaBUMETPHUECKAs MPOLEAYPa HPUTOTOBICHHUS PACTBO-
pOB.

[IpennoxeH cnocod KOHTPOJIS XapaKTEPUCTHK UCXOIHBIX PEAKTHUBOB, MAaTepUaJOB U yIia-
KOBKH pa3pabOTaHHBIX CTAHIAPTHBIX 00pa3ioB pacTBOpoB 9 xumuueckux smemerTos (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 mpu TemmepaType 60 °C (moTeps Macchl pacTBOpa HE
noikHa npessimath 0,1 %).

Ilpaxmuueckas 3HAUUMOCMb

YHudukanus moaxooB Mo OLIEHKE MaCCOBOM JJ0JIM OCHOBHOT'O KOMITOHEHTA U CBSI3aHHOU
pacuIupeHHOM HEOMPEACIEHHOCTH JIJIs ATAJIOHOB CPABHEHUS B BUJI€ YUCTHIX BemecTB. OCHOBHBIE
MPUHIIMIIBI OIIEHKU METPOJIOTMUECKUX XapaKTePUCTUK HTATIOHOB CPAaBHEHHUS B 3aBUCHMOCTH OT
uesneBoil HeonpeaeneHHoctu onucanbl B MU 3560-2016 «Pexomennanus. 'CHU. Onenka Heomnpe-
JIEJICHHOCTH U3MEPEHUI MacCOBOM 10T OCHOBHOTO KOMIIOHEHTA B HEOPTAHUYECKUX BEIIECTBAX ).
Paspaborano «llonmoxxenue o baze maHHBIX «OTamoHBI CpaBHEHHUS B BUJE BBICOKOUHCTHIX Be-
IECTB», B KOTOPOM yCTaHOBJIEHBI 00III1e TPeOOBAaHUS K ATAIOHAM CPaBHEHUs, K X pa3paboTke,
HA3HAYCHHIO ¥ IPUMEHEHHIO.

Pa3paboTka cranapTHbIX 00pa3ioB pacTBopoB 9 xumudeckux 3inementos (V, Cr, Mn, Fe,
Co, Ni, Cu, Zn, Cd), ¢ ycranosienHoii npociexnaeMoctsio K ['DT 176 mocpeacTBOM mpuMeHe-
HUS ATAJIOHOB CpaBHEHHUA NpH u3MmepeHusix Ha [BOT 196-1. Crannaptabeie 00pasibl 001agaoT
NOBBIIICHHONH TOYHOCTBIO U k=2, p=0.95=(0,2-0,4) %, uto B (2-5) pa3 ToUHEe MHOTUX MMEIOIIUXCS
aHajoroB. [IpoBeieHbI UCIIBITAHMS 3TUX CTAHAAPTHBIX 00PA3II0B B IEJSAX YTBEPKACHUS THIIA IS
BO3MOKHOCTH MX NMPUMEHEHHs B chepe ['ocymapcTBEHHOTO peryaupoBaHusi 00ecredeHus eInH-
CTBa U3MEPEHUU.

ObecrieueHne MPOCISKUBAEMOCTH PE3yIbTATOB XMMHUECKOTO aHallM3a B PYTUHHBIX U3-
MEPEeHUSX MyTeM MPUMEHEHUS CTaHAAPTHBIX 00Pa3I[OB PaCTBOPOB XMMHUECKUX 3NIeMEHTOB (V,
Cr, Mn, Fe, Co, Ni, Cu, Zn, Cd), pa3paboTaHHBIX Ha OCHOBE MPUMECHEHUS pa3pabOTaHHBIX TAJIO-
HOB CPaBHEHUS B BUJIE YNCTHIX METAJIOB.

[ToBbIllIEHNE TOYHOCTH, UMIIOPTO3aMEIICHHE U CHI)KEHHE CTOMMOCTH KallMOPOBKH aHa-
JUTUYECKOTO 000PYIOBAaHUS ITyTEM IPUMEHEHUS CTaHIAPTHBIX 00Pa3I[0B PACTBOPOB XUMHUUECKHUX
9JIEMEHTOB TOBBINIEHHON TOYHOCTH W YMCHBIICHHE BPEMEHHBIX 3aTpaT Ha IIPOBEICHHE

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



KaTMOPOBKH U KOHTPOJISI TOYHOCTH aHATUTHYECKOTO 00OPYAOBAaHUS IPH MPUMEHEHUH CTaHIapT-
HOro 00pasiia MyJIbTUIJIEMEHTHOTO PACTBOPA ¢ aTTECTOBAaHHBIMH 3HAUCHHUSIMU MaCCOBOH JIOJIU U
MaccoBOM KOHIIeHTpaluu xumuueckux snementos (V, Cr, Mn, Fe, Co, Ni, Cu, Zn, Cd).

Bueopenue pezyniomamoe padomoi

AJIeKBaTHOCTh pa3pabOTAHHBIX aJTOPUTMOB pacyeTa HEOMPEEICHHOCTH, a TAaKKe BO3-
MO>KHOCTh MTPUMEHEHHUS 3TAaJOHOB CPAaBHEHUS U CTaHJAPTHBIX 00Pa3IOB IJIs MPOBEACHUS BbICO-
KOTOYHBIX U3MEPEHUI MOATBEpPkKAeHA MX rcnoiab3oBanreM Ha DT 176 u 'BOT 196-1 npu yua-
CTHH B MEKIYHAPOIHBIX CIMYCHUSIX:

e B 00JIACTH YUCTHIX BEIIECTB:

— CCQM-P149 «Omnpenenenne 4MCTOTH IMHKA, UCIIOJIH3YEMOT0 B KaU€CTBE MEPBUYHOTO dTAaJIOHA
JUTSL OTIPEJICIICHUS COJIEP KAHUS IIUHKAY,
— KOOMET 645-RU-14 «IlunoTHple CIUYEHHUS B 00JIACTH M3MEPEHUS MACCOBOW JIOJIM MEIH U
npuMeced B 0€CKUCIOpOIHON MenHOM KaTaHke Mapku KMO MO016 nist onpeaeeHus] YuCTOThI
Mean»,
— KOOMET 672-RU-15«I1unoTHbie cIM4eHHs B 00J1aCTH U3MEPEHUSI MaCCOBOM JIOJIH >KeJie3a B
YHCTOM JKEJIe3e»;

e B 00JIACTH PACTBOPOB XMMHUUYECKUX IJIECMEHTOB:
— CCQM-K143 «Cnnuenue kaauOpOBOYHBIX paCTBOPOB MeaU, TpUroToBIeHHBIX HMMN»;

e B 00JACTH MAaTPUYHBIX BEUIECTB!
— KOOMET 562-RU-12/650-RU-14 «IlunotHbie cauyeHHs B OOJIACTH HW3MEPEHHs MAacCOBOM
JIOJIU METAJIJIOB B METAJLTYPTUYECKOM IILIAKE Y,
— KOOMET 618-RU-13 «IlunoTHsie cnuyeHus B 00JaCTH IEMEHTHOTO aHallu3a cocTaBa CIUIa-

BOB Ha OCHOBE Ni».

Hlonooicenusn, 8blHOCUMBIE HA 3AULUNY

Pa3pa6OTaHBI OTAJIOHbI CPAaBHCHUA B BUAC YMCTBIX BCHICCTB IJId XPaHCHUA W IIEpCAaqdn
€/IMHUI] BEJIMYHH, XapaKTePU3YIOIUX X cocTaB. Ha 3Toil ocHOBe mpeiokeHa cxema nepeaadn
CAWHUI] BCJINYUH OT 2C CTaHAApTHBIM 06pa3uaM pacTBOpPOB XUMHUUYCCKUX IJICMCHTOB C OTHOCH-
TEJILHOM CTaHIAPTHOW HEONPEICICHHOCThIO OT XapakTepu3anuu Ha yposaue (0,05-0,10) %.

Vcnonp3oBanne Ui KTHOPOBKH PAaCTBOPOB STAIIOHOB CPAaBHEHHUS B BHJE UYHCTBHIX BE-
IIECTB MIPH aTTECTAIlUN CTaHIAPTHBIX 00Pa3IOB MO3BOISIET 00ECTIEUUTh METPOJIOTHUECKYIO TIPO-
CJICKMBAEMOCTh U MOBBIIICHUE TOYHOCTH U3MEpeHHi B (2-5) pa3, koraa cojepkaHiue OCHOBHOTO
KOMIIOHEHTa B 3TOM YUCTOM BEILECTBE JOCTOBEPHO M3BECTHO >99.9 % c pacimmpeHHoil Heompe-
nenenHoctbio <0,01 %.

[IpuMeHeHne METOAMKN KOMITApaTUBHBIX U3MepeHuit s yecranoiaenuss MX CO pactBo-
POB XUMHUYECKHX dJIeMeHTOB Ipu cpaBHeHUH curHana ADC-UCII mo3BoiseT yMEHbIIUTh CTaH-
JapTHYIO HeonpeaeaeHHOCTh Thna A B (5-10) pa3 npu KCIoJIb30BaHUH BHYTPEHHETO CTaHIapTa U
IIPU YCJIOBUU BBIOOpA ONTHMAJIbHBIX MTAPAMETPOB.

[Ipumenenue pazpadboranHbix IC mo3BoIMIO co3aaTh HoBbIE TUIEI CO cocTaBa pacTBO-
POB XMMHYECKHX JIEMEHTOB C aTTECTOBAHHBIMU 3HAUEHUAMHI MaccoBoi 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 aJIekBaTHOCTh MOJIENIN OLIEHKH HeonpeaeaeHHocTH CO MHOTORJIEMEHTHBIX pac-
TBOPOB 10 MPOLEAYPE TPUTOTOBICHUS C UCIIOJIH30BAHNEM B3BEILICHHBIX OLIEHOK COJEP>KaHUS aT-
TECTYEMBIX 3JIEMEHTOB IPU U3BECTHON Macce KOMIOHEHTOB cMecu. Ha 3Toit ocHoBe pa3paboTan
HoBbIi TuI CO ¢ aTTeCTOBAHHBIMU 3HAYCHUSIMH MaccoBoii 1o ~100 MiIH™ ¥ MacCoBOI KOHIICH-
Tpanuu ~100 Mr/aM3 1eBATH XMMUUYECKHX JIEMEHTOB ¢ OTHOCHTENBHOM PacIIMpeHHOi Heonpe ie-
aennoctoio (0,3-0,5) % u (0,4-0,7) % coOTBETCTBEHHO

Anpobdayus pabomut

OcHOBHbIE pe3yNbTaThl U MOJOKEHUS IUCCEPTALIUU J0I0XKEHBI M 00CyxAeHbI Ha Beepoc-
CUICKOIl KOH(pEpEeHLIHUH IO aHATUTHUYECKOH CHEKTPOCKONUH C MEXAYHapOJHBIM Y4acTHEM
(r. Kpacuomap, 2012 r.), MexayHapoIHOM Hay4HO-TEXHHUYECKOM ceMuHape «MareMaTrudeckas,
CTaTHCTUYECKasi 1 KOMITbIOTEpHAs MOJICPKKA KaueCcTBa U3MEPEHHI. ATTecTalus NporpaMMHOTO
obecrieueHus, UCroab3yeMoro B merponorun» (r. Cankr-IlerepOypr, 2012 r.), MexayHapoiHOM
HaY4YHO-TIPAKTHYECKOI KoH(epeHmn «V3MepeHus: coCcTosiHUe, MepCneKTuBbl pa3putus (r. Ue-
nsi6unck, 2012 r.), MexayHapoqHON HaydHO-IpakTH4Yeckoi KoHpepenmn «M3mepenns. Kaue-
ctBo. bezomacHoctb» (ExarepunOypr, 2012 r.), 1-it MexayHApOAHOW HaydyHOU KOH(EpEHIIUU
«CranmapTHeie 00pa3ipl B U3MEpeHUsX u TexHonorusx» (r. EkarepunOypr, 2013 1), Bropom
cbesne ananutukoB Poccun (r. Mocksa, 2013 1.), IV-it Mexxaynapoanoii koudepenimu «TexHu-
yeckas xumust. OT Teopun k npaktuke» (r. [Tepmb, 2014 1.), 11-i u H1-it MexxyHapo1HO#i Hay4HO-
TEXHHUUYECKON KOH(pepeHnn «MeTposiorust pU3nKo-XUMHUYECKUX u3MepeHui» (r. Menmeneeso,
2017 r. m 2018 r.), l11-it MexnaynapoaHoi HaydHO KoH(pepeHunu «CTaHaapTHbIE 00pa3Ilbl B U3-
MepeHusax u texHonorusx» (ExarepunOypr 2018 r.), MexayHapoaHOW Hay4YHO-TEXHHUYCCKOM
koHpepenimu «Metposorust 2019» (Munck, Pecniyonuka benapycs, 2019 1.).

Iyoauxkauuu

[To marepuanam auccepTalmoHHON paboThI ormyomkoBano 20 pabot, B ToMm uncie: 5 cra-
TeH B BEIyIINX PELEH3UPYEMbIX HAyYHBIX KYypHajax, pekoMeHa0BaHHbIX BAK st myOnukanmm
OCHOBHBIX HAYYHBIX PE3YJIbTATOB; 2 CTAThU B COOPHHUKAX TPYIOB MEKAYHAPOIHBIX KOH(EPEHIIHIA;
2 Te3uca JI0KJIa/10B Ha poccuiickux U 10 Te3ucoB TOKIa10B HA MEXIYHAPOIHBIX KOH(DEPEHIHIX,
a Tak ke 1 mokymente mo cranaaptuzanuu (MU 3560).

Juunwtit éxnao aesmopa

IIpoBenenune n3mMepeHnii METOJOM aTOMHO-2MUCCUOHHOM CIIEKTPOMETPHUH C UHIYKTUBHO-
CBSI3aHHOM IJIa3MOM, B TOM YHCIIE NPH Pa3pabOTKe U MCTIBITAHUSAX CTaHAAPTHBIX 00pa3loB pac-
TBOPOB JIEBATU XMMHUYECKUX DJIEMEHTOB; IJIAHUPOBAHUE IKCIEPUMEHTOB U 00pabOTKa U3MepH-
TeIbHOU MH(OPMAILIMH, MTOTYYEHHON METOJaMH Macc-CIIEKTPOMETPUH C UHIYKTUBHO-CBSI3aHHOU
IUIA3MOU M BBICOKOTEMIIEPATYPHOM DKCTPAKIIMU B HECYIIEM Ta3€ JUIsl OLIEHKH MAaCCOBOM JTOJIU OC-
HOBHOT'O KOMIIOHEHTA B ATaJIOHaX CPAaBHEHUS B BHJI€ YHUCTHIX BEIIECTB, UX OJHOPOJHOCTU U Xa-
PaKTEpUCTUK TOYHOCTH OCYILIECTBIEHBI aBTOPOM JINYHO. ABTOP HENOCPEACTBEHHO Y4aCTBOBAI B
MU3MEpPEHUAX MPUMECEH a30Ta, KUCIOPOJa, BOJOPOIa, YIJIEpOJa U CEPhl B MaTepHalIe HTAJIOHOB
CPaBHEHHUS B BUJIE YUCTBIX BEIIECTB METOIaMU BOCCTAHOBUTEIBHOIO U OKUCIUTENBHOIO IJIaBIIE-
HUs. B paboTax, ony0IMKOBaHHBIX B COAaBTOPCTBE, JMUHBINA BKJIAJ aBTOPA B PaBHBIX JOJSAX C CO-
aBTOpaMHU.

Cmpykmypa u 0dvem ouccepmayuu

HHCCCpTaHI/IOHHaﬂ pa60Ta COCTOMT U3 BBCACHUS, YETHIPEX TIJIaB, IIPHUIIOKCHH, BEIBOJIOB
U CIIMCKA JINTEpaTyphl, BKiIrovaromero 102 6ubnmmorpaduueckue ccpiiku. Pabora m3noxkeHa Ha
145 crpanunax TekcTa, CouaepKuT 53 Ta0IUIbl U 37 PUCYHKOB.



OCHOBHOE COIEPKAHUE PABOTbI

Bo BBeieHnu 000CHOBaHA aKTYaIbHOCTb TEMbI TUCCEPTALIMOHHON pabOThI, TOKa3aHa ee
Hay4Hasi HOBU3HA U MPAKTHYECKOE 3HaYCHUE, CHOPMYITHUPOBaHA SN PAOOTHI.

B nepgoii ri1aBe NpuBeACH aHAIU3 JIUTEPATYpPhl HA IPEIMET BBISIBICHUS COBPEMEHHBIX
TEH/IEHIMH B 001acTu o0ecreyeHus IPOCiIeKUBAEMOCTH PE3YIbTaTOB XMMUUYECKOIO aHAlIN3a Be-
LIECTB U MaTEPUAJIOB.

IIponsBeneH aHanu3 CpeCTB XpaHEHMs IIEpeaadn €AVMHULL BEIUYHH, XapaKTEPU3YIOIINUX
XMMHUYECKHH COCTaB B BUJIE PA3JINYHOIO BUJIA CTAHAAPTHBIX 00Pa3L0B U YUCTHIX BEIECTB. BhIiB-
JIEHBI HEJJOCTATKHU CyILEeCTBYIOLIEN HOMEHKIATypbl CO yTBEPKIEHHBIX TUIIOB KaK B KOJINYECTBEH-
HOM BBIPA)KEHUU, TaK U B UX KAUECTBEHHBIX XapaKTEPUCTUKAX.

[TpopeMoHCTpHUpOBaHA MIPUHIUITHAIEHAS BO3MOKHOCTH 00€CIIEUEHUSI METPOJIOTUIECKOI
IIPOCJIEKMBAEMOCTH TP NIEpejaue eIUHUL BEIMUUH OT 3TaJIOHOB CPAaBHEHHUS B BUJI€ YUCTHIX Be-
IIECTB CTaHJApTHBIM 00pa3llaM COCTaBa, MPEAHAa3HAYCHHBIM JUIsl KAJIMOPOBKU aHAJTUTHYECKOTO
000pyI0BaHUS KaK B METPOJIOTHYECKUX 3aJauyax, TaK U MPU IPOBEJAECHUU PYTHUHHBIX U3MEPEHUIN
(pucyHok 1). ITocTaBiieHs! 3a1a4l UCCIIEOBAHUS.
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Pucynok 1 — [lenouka METpOIOrHYECKON IPOCISKUBAEMOCTH JUIsI AJIEMEHTHOTO aHanu3a. OHa
MOKA3bIBAET CBSI3b MACCOBOM J0JIH Wy DJIeMEHTa B Heu3BecTHOM obpasie X ¢ CU
(MexnynapoaHas cucreMa enuHuil usmepenuii). NA — nocrosinnas Aporaapo; Urel —
OTHOCHTEJIbHAS pacImupenHas HeonpeaeaeHuocts (k=2; P=0,95)

Bropas rinaBa nocpsiiieHa aHATU3y Pa3IMYHbBIX MOJIXO0J0B K OIIEHKE YUCTOTHI KOCBEH-
HBIM c1ioco0oM, T.e. o cxeme «100 % Munyc cymma npumeceit». Onrcanbl IpUMEHseMbIe B pa-
00Te METO/IbI ONPEEIICHUS COIEPKAHUS METANIMYECKUX U ra3000pa3yIoluX MUKpopuMecei u
paccMOTPEHBI BOIIPOCHI, CBSI3aHHBIE C OLIEHKOM UX MpesieioB O0OHAPYKEHHUS.



[IpoBeneH cpaBHUTENBHBIA aHAINU3 IIECTH AITOPUTMOB 00PabOTKH M3MEPUTEIHHON HH-
dopmanuu I OIEHKH MacCOBOW JOJIM OCHOBHOTO KoMmoHeHTa 1o cxeme 100 % munyc cymma
npUMeceil CIeIyIOUMMH CIoco0aMHu:

1. «oIeHKA TEXHUYCSCKON YHUCTOTRI - OI[CHKA YHCTOTHI BEIIECTBA HA OCHOBE KOCBEHHOT'O
croco0a Mo HEMOJHOMY WJIU 1[EJIEBOMY IPUMECHOMY COCTaBY;

2. «OIIeHKa aKaJeMHYECKOH YHCTOTHI» - OLIEHKA YHCTOTHI BEIIECTBA HA OCHOBE KOCBEH-
HOTO CIIoco0a 1o MOJTHOMY MTPUMECHOMY COCTaBY C yUETOM MPEICTIOB OOHAPYKCHHS;

3. «cBAM» - orieHKa YHCTOTHI BEIIECTBA Ha OCHOBE KOCBEHHOTO CIIOCO0a IO MOJIHOMY
MIPUMECHOMY COCTaBY C y4€TOM MPENICTIOB OOHAPYKEHUs, MPpeIoKeHHass B paboTax denepaiib-
HOTO MHCTUTYTa MaTepUaOBEICHUS U UCTIbITaHuH, [ epmanus;

4. «GUM» - o1ieHKa YHUCTOTHI BEIIECTBAa HA OCHOBE KOCBEHHOI'O CIOCO0A MO MOJTHOMY
MPUMECHOMY COCTaBY C YYETOM IPEAeSIOB OOHAPYKEHHUsI, OCHOBaHHAs Ha noaxoje PykoBojcTa
MO0 BBIPAKEHUIO HEOMNPEICICHHOCTH U3MEPEHHUI B MPEIIOIIOKEHUN PABHOMEPHOTO pacIpesiesie-
HUS BEJIMYWH B BUJE MPEAETIOB OOHAPYKEHNUS;

5. «MeTobl HTHTEPBAIHHOU OLIEHKI) - TOCTPOEHBI HA OCHOBAHUH OOIIMUX PACCYXKACHUM O
MpUMEHEHUU KocBeHHOro noaxoa k ouenke MJIOK no cxeme 100 % MuHyc cymma npumecei;

6. «meToxa akajemMuka JIeBATHIX) - PEAINOJIaraeT, 4YTo PaclpeeICHUE COACPKaHUS MTPHU-
MECEH B UUCTHIX BEIIESCTBAX JODKHO OBITH OJU3KHUM K JIOTHOpMaabHOMY. [Ipr HEKOTOPBIX U3BECT-
HBIX COACPKAHMIX OOHAPYKEHHBIX MPUMECEH W alpUOPHBIX JAHHBIX O Mpejaesiax 0OHaAPYKCHUS
BO3MOXXHO 3KCTPAIOJUPOBATh KPHBYIO ITOTO pPACHpENEICHHs, TUIOMAab IOJI KOTOpOH Oymer
paBHA CYMMapHOMY COJEPKaHHUIO TTPUMECEH.

B pesynbpTaTe mpoBeneHHOrO aHaIKM3a BBISABICHBI IPUHIUIIAATIBHBIC OTPAHUYCHHS TTOJI-
XOJIOB, CBA3AHHBIX C OI[EHKOW YHCTOTHI 110 HETIOJIHOMY MPUMECHOMY COCTaBy MyTEeM MOIEIUPO-
BaHUs OLIEHOK MPUMECHOTO COCTaBa B IPAaHUYHBIX YCIOBUSX. BMecTe ¢ 3TUM IPOAEMOHCTPUPO-
BaHO, YTO Pa3IUYHbIE CIIOCOOBI OLIEHKH YHUCTOTHI B PEAbHBIX MPUMEpaxX JAlOT COBMECTUMEBIE pe-
3y/bTATHI B MIPe/ieNiaX CBOMX TOUHOCTHBIX XapaKTePUCTUK, €CITU MPUMEHEHBI K MaTepuaty YucTo-
Toil MeHee 99,999 %, u npakTHUUECKU UJAECHTUYHbBIE PE3YJIbTAThl, €CIIM IPUMEHEHbI K MaTepuaity
qucToTON MeHee 99,8 %.

[TpuBeeHbI pe3ybTaThl CPABHEHUS dTUX AJITOPUTMOB Ha IPUMEPE OTICHKH YMUCTOTHI Ta-
JIOHOB CpaBHEHUS BaHAIUs (PUCYHOK 2) ¥ MeaH (PUCYHOK 3) BBICOKON YHCTOTHI.
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Pucynok 2 — CpaBHeHHE OLIEHOK XapakTepucTuk DC BaHAIUsI BBICOKOW YHCTOTBI
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Pucynok 3 — CpaBHeHue o11eHOK XapakTepucTuk DC Meau BICOKOW YUCTOTHI

[Tokazano, uto meton «GUM», B KOTOpOM JUIsl OLIEHKH YUCTOTHI MPEAIIOJIAraeTCs Onpe-
nenenue 91 npumecH, odecrieyuBaeT HECMEIIEHHYIO (€cT CyMMa OOHapy>KEHHBIX NpUMecei >>
CYMMBI TpeJeNIOB OOHApYKEHUsI JJIsl HEOOHAPYKEHHBIX IpUMeceii) OIIEHKY MacCOBOM JOJU OC-
HOBHOI'O KOMITOHEHTA U aJICKBaTHYIO OLIEHKY HEOIIPEIEICHHOCTH, CBI3aHHON C U3MEPEHUSIMU He-
O0OHapyXEHHBIX NPUMECEH, YTO MOATBEPKIAETCS BHICOKOTOUHBIMH PE3YJIbTaTaMH MPSAMBIX Iep-
BUYHBIX U OTHOCUTEJIBHO IEPBUYHBIX METOOB B MEKYHAPOIHBIX cianueHusx. Ha pucynke 4 rpa-
(dugecky moxkazaHo, 4To oueHKH 1o anroputMy «GUM)» coBMECTHMBI C OLIEHKaMH, TIOTy4eHHBIMU
OpsIMBIM CIIOCOOOM € HCTOJB30BAaHUEM IMEPBUYHOTO (a0COMIOTHOTO) MeToja (Ha pUCyHKe 4!
YHUMMI1 — pe3ynbpTaT u3MepeHuii MaccoBOM JOJIM MEJIU B YUCTOU MEIM METOJIOM KYJIOHOMETPUU
Ipu KOHTposiupyeMoM noreHuuane; Y HUMM?2 - pe3ynbTar u3MepeHuii MacCOBOM J1OJIM MEU B
ypcroit meau 1o cxeme «100 % MUHYC cymMMa TprMeceii).
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Pucynoxk 4 — Pesynbratsl cmuennii KOOMET 645/RU/14

OIleHKM MacCOBOM J0JM OCHOBHOTO KOMITOHEHTa (W) M CBSI3aHHOW pacHIMpPEHHON He-
onpenenennoctd (U) mo «merony GUM» monydeHs! 10 ypaBHEHHUSM:



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

i=1

rae X; —MaccoBasi 101 I-ii 00Hapy)KEHHOW IIpHMecH;
N — KOJMYECTBO OOHAPYIKEHHBIX IPUMECEIA;
yj — Hpeen 00HapyKeHHUs YCTaHOBJICHHBIH JUIs j-i IPUMeECH 10 30 KPUTEPHIO;
I' — KOJIMYECTBO MPEIEIIOB OOHAPYKECHUS,
u(x;) — cTaHAapTHAs HEONPEACICHHOCTh U3MEPEHHH I-1i TIPUMECH.

B TpeTheii r1aBe pUBEICHBI PE3yIbTaThl pa3padOTKH ATAIIOHOB CPABHCHHSI YUCTHIX BE-
IIECTB.

Pa3paboran gnokymenT MU 3560-2016 «Pexomennarus. 'CH. Orenka HeonpeaeaeHHO-
CTH U3MEPEHUI MacCOBOH JTOJIM OCHOBHOTO KOMITOHEHTA B HEOPTAHUYECKUX BEIIECTBAX), B KOTO-
poM chopMyITHPOBAHBI TIPUHIIUIIEI UCCIICIOBAHHUIA YTAIOHOB CPABHEHUS UCXOS U3 IEICBON He-
OTpeIeNIEHHOCTH:

a) MPSAMBIM CIIOCOOOM — ITYTEM HETOCPEICTBEHHOTO BOCIIPOU3BEICHHUS
® [IpU BOCIPOM3BEACHUM EAMHHIIBI BEJIMYUHBI C PACHIUPEHHON HEOMpeeIeHHO-
cteto U = 0,050 % MOryT UCIosib30BaThCs:
— TUTPUMETPUS (IOJKHBI OBITh YUTEHBI MEMIAIOIINE PUMECH JIPYTHUX METAIIOB MPH UX COJEp-
’aHuH cBblie 5-10™ %, KoTopble Tak/kKe OTTUTPOBHIBAIOTCS BBUY HECEJIEKTHBHOCTH TUTPAHTA);
— IpaBUMETPUS (JOJKHBI OBITH YUTEHbI 3((HEKThI COOCAXKIAECHUS: aCOPOLIUs, OKKIIIO3Us, H30MOp-
buzm);
® TP BOCHPOU3BEJICHUU EAWHMUIBI C PACIIMPEHHONW HEONpeAeTeHHOCThIO
0,010 % < U < 0,050 % MOryT UCTOIB30BaTHCS KYJTOHOMETPHUECKOE TUTPOBA-
HUE, KyJTOHOMETPUS MIPH KOHTPOIUPYEMOM MOTECHIIUATIE,
0) KOCBEHHBIM CIIOCOOOM - ITyTEM BOCIIPOU3BEICHUS €TUHHUIIBI MACCOBOM JOJIH MTpUMecen
U TOCJIEIYIOIIETO BEIYUCICHUS COIePKaHUsI OCHOBHOTO KOMIIOHEHTa C pacIIMpPEHHON Heolpee-
nennocteio  0,0010% < U < 0,010 % MoOryr HCHONB30BAThCS  MAacC-CIIEKTPOMETPHS;
ATOMHO-a0COpPOIIMOHHAS CIIEKTPOMETPHUSI, aTOMHO-3MHUCCHOHHAS CIIEKTPOMETPHS, CIIEeKTPodoTO-
METpUS, METOJIBI TIJIABJICHUS I OMpeeNIeHUs] Ta3000pa3yIONINX JIEMEHTOB, HEUTPOHHO-AKTH-
Bal[MOHHBIN aHANIN3, HOHHAs XpoMaTorpadusi, HOH-CEJICKTUBHBIN aHATN3 U JIp.

OmnpeneneHsl KpUTEpUH BHIOOpA M MOJATOTOBKH YHCTHIX BEIIECTB AJIS HCIOIH30BAHUS B
Pa3IMYHBIX METPOJIOTUYECKUX PabOTax, KOTOPHIE 3aKIIOYAIOTCS B TOM, YTO HEOOXOUMO MUHH-
MHU3HPOBATh BKJIA]] B PACITUPECHHYIO HEONPEICIICHHOCTh N3MEPEHUI MacCOBOW JIOJM OCHOBHOTO
KOMITOHEHTa OT BO3MOXXHOT'O 3arpsi3HEHUS TIOBEPXHOCTH MaTepraa MOCTOPOHHUMH TIPUMECSIMHU.
Takum 006pazom, HE0OOXOAMMO BEIOMPATH WIIH M3TOTABINBATH KOMITAKTHBIE 00pa3Ibl C MUHIMAJTh-
HBIM OTHOIIIEHHEM TUTOIIAIN MIOBEPXHOCTH K 00beMy (MOHOJIUT B BHJIE CJIMTKOB, KYCOYKOB H T.II.),
a mepe U3MEPEHUSIMH MPOBOIUTH OYUCTKY MOBEPXHOCTH XUMHUYECKUMU W/MITU MEXaHHYECKUMU
Croco0amu.

Onucan anropuT™ pacuera HeOMPeIeICHHOCTH OT HEOJHOPOIHOCTH MAaCCOBOM JOJH OC-
HOBHOT'O KOMIIOHEHTA I10 PE3yJIbTaTaM U3MEPEHUN IPUMECEU, KOTOPBIN 3aKIIF04aeTCs B TOM, 4TO
Ha [EPBOM 3Tarle MPOBOJUTCS OI[EHKA HEONPEIEIEHHOCTH OT HEOJHOPOJIHOCTH He MeHee 2/3 oT



CyMMapHOM MacCOBO# 011 00HApYKEHHBIX MpuMeceit B cooTBercTBuu ¢ ISO Guide 35, Ha BTO-
POM 3TaIie OUCHUBACTCA HECONIPCACICHHOCTE OT HCOAHOPOAHOCTU JIA CYMMbI HHAWBUAYaJIbHBIX
HUCCIICAOBAHHBIX O6Hapy)KeHHBIX anMeceI?I, a Ha TPCTbEM IJTallC BBIYUCIIACTCA HCOIIPCACIICH-
HOCTB I MACCOBOM JI0JIM OCHOBHOTO KOMIIOHEHTA C Y4ETOM MAacCOBOM JIOJHM MCCIIEIyeMbIX 00-
Hapy>KEHHBIX MPUMecel K CyMME MaCCOBBIX JI0JIeii OOHApyXEHHBIX U HEOOHAPY>KEHHBIX IPHUME-

ceil.
OlIeHKa CTaHIAPTHON HEONPEIeICHHOCTH OT HEOHOPOAHOCTH IIPOBE/ICHA IO (hopMyIIe
n d d
up = in/z x; |- Zmax(Sei;Shi)z, (3)
i=1 i=1 i=1
e d — KOIMYeCTBO OOHAPYKEHHBIX NPUMECEH, 110 KOTOPEIM MPOU3BEIEH PAacueT HEOIHO-

poasoctu (i = 1...d);

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

Shi — CTaHAAPTHOE OTKJIOHEHUE OJJHOPOJHOCTH 110 CyMME KBaJIpaTOB OTKJIOHEHUH Cpel-
HUX PE3YJIbTATOB B IPo0e OT OOILEro CpeHero.

OnHOPOIHOCTh MPUMECHOTO COCTaBa MEIU BBICOKOW YMCTOTHI MpHUBEJEHA IrpaduuecKu
Ha PUCYHKE 5, I/ie BUIHO, UTO MaTepUal SIBJISETCS JOCTATOYHO OJTHOPOIHBIM I10 OTAEIbHBIM IIPU-
MeCsIM, a OCHOBHOM BKJIAJl KaK U B OLICHKY HEOIPEEIEHHOCTH OT HEOJHOPOJHOCTH, TaK U B pac-
IIMPEHHYIO HEONPEEIEHHOCTh MacCOBOW J10IM OCHOBHOTO KOMIIOHEHTA BHOCSIT IIPUMECH CEpe-
opa (13 ma?), xenesa (7,3 mant) u cunna (5,4 ma™?).
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MaccoBasa gons KomnoHeHTa, %

Pucynok 5 — Pe3ynbTaTsl n13MepeHHii MaccoBOW 0N OOHAPYKEHHBIX MPUMECEH B pa3INuHbIX
mpo6ax Jyist OLIEHKU OJJHOPOJIHOCTH IMPHUMECHOT'O COCTaBa MEAH BHICOKOW YHUCTOTHI

O06001IeHHbIE pe3yIbTaThl UCCIEIOBAaHUN O 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, %




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 IN1aBe ONMICaH METO/] XapaKTEPHU3ALUU CTAaHAAPTHBIX 00pa3I0B PACTBOPOB
AJIEMEHTOB Ha OCHOBE KOMIIAPATUBHBIX M3MEPEHUH OTHOCHUTEIbHBIX CUTHAJIOB KOMIIOHEHTA U
BHYTPEHHEI0 CTaHJapTa C MPUMEHEHHEM pa3pabOoTaHHBIX 3TAaJOHOB CPAaBHEHUs. Y TOUHEHA MO-
JIeJIb KOMIIapaTUBHBIX U3MEPEHUN MTYTEM SKCIIEPUMEHTAILHOM OIIEHKH KA UIIMEHTa, YYUThIBA-
IOIIETO OTKJIOHEHUE MPOIEAYPhl KOMIIAPATUBHBIX U3MEPEHHI OT ONTUMAIbHBIX 3HaueHui. [1pu-
MEHEHHE 3TOT0 METO/a IMO3BOJMIO OJHO3HAYHO YCTAHOBUTH MPOCIIEKHUBAEMOCTh M IMOBBICUTH
TOYHOCTh XapaKTEpU3aIMK CTaHAAPTHBIX 00pa3ioB B (2-5) pa3 OTHOCHUTEIBHO CYIIECTBYIOLIMX
OTEUYECTBEHHBIX aHANOroB. [IOBbIIIEHNE TOYHOCTH CBSI3aHO KaK C MPUMEHEHHEM PacTBOPOB JTa-
JIOHOB CpaBHEHUS, TaK M C BBICOKOM MpPELM3MOHHOCTHIO KOMIIapaTUBHbIX M3MepeHuil. Huxe
NPUBENICHO YPAaBHEHUE U3MEPEHHUI MaCCOBOM JI0JIM KOMIIOHEHTa (W;) B MaTepHaie CTaHIapTHOTO
00pasiia MOHOJIEMEHTHOT'0 PACTBOPA U YPABHEHUE ISl OLIEHKH MacCOBOM JI0JIM 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 3TalIOHA CpaBHEHUS, T;

Mynese.2 — Macca BHYTPEHHETO CTaHAApTa B pacTBOPE CTaHAapTHOTO oOpaslia, T;

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

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

I1ntst1 — THTEHCUBHOCTh YMUCCUU BHYTPEHHETO CTaH/IapTa B PACTBOPE ATAJIOHA CPaBHE-
HUs, MB-aM;

I1ntst., — AHTEHCUBHOCTH DMUCCHUU BHYTPEHHETO CTaH/IapTa B PACTBOPE dTAJIOHA CPaBHE-
HUs, MB-HM;

K — smmupudeckuii Ko3(h(OUIIMEHT, YYUTHIBAIOIINN OTKJIOHEHHE MPOIeAyphl KOMIapa-
TUBHBIX U3MEPEHUHN OT ONTUMAJIbHBIX 3HAUCHUH;

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

HOPOAHOCTBIO W C BO3MOXHBIM HCIIApCHUCM pPAaCTBOPAa OSTaJlIOHA CpPAaBHCHHUA B IMPOLIECCE



IPUTOTOBIICHHUSI COOTBETCTBEHHO (B pacyeTax MPUHUMAIOTCSI PABHBIMH 1, a UX HEOTPEICICHHOCTH
YCTaHABIIMBAIOTCS 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 M OTAlOHA CpPaBHEHUS COOTBET-
CTBEHHO, KI/M°.

bropkeTsl  HeompeneaeHHOCTe MaccoBOM JO0JMM KOMIIOHEHTa (W,) B MaTepuale
CTaHJapTHOrO 00pa3lia MOHO3JIEMEHTHOIO pacTBOpa M MAacCOBOW J0JIM KOMIOHEHTa (W;) B
pacTBOpe dTalOHA CPAaBHEHUS MIPUBEICHBI B Ta0HIax 2 U 3.

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

Hctounux 3Haye- U En. c (wc)? Brnao,
Omnwcanue O06o3HaueHue | HHUC BEJI-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 BHyTpeHHEI0 CTaHAapTa B
pacTBOpE TAJOHA CPAaBHEHHS
Macca BHyTpeHHET0 CTaHAapTa B
pacTBOpE CTaHAAPTHOTO 00pa3ia
HNHTEeHCHBHOCTH YMHUCCHUH 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 3TaJOHA CPaB- | lanaiyte1 172?36 437 MB-uM | -6-10% |6,6-102 | 31,3
HEeHUS
WHTEHCHUBHOCTD SMUCCHH KOMITO- 1696
HEHTA B PACTBOPE CTAHAAPTHOTO | lanaiyte2 505 426  |MB-am| 6-10* |6,1-102| 29,1
oOpasma
HHTEHCUBHOCTh SMHUCCUH BHYT- 1692
PEHHETO CTaHIapTa B PaCTBOPE Iinesta 712 348 |MB-am| 6:10* [4,1-102| 19,5
3TaJOHA CPABHEHMUS
HHTEHCHUBHOCTh SMHUCCUH BHYT- 1692
PEHHErO CTaHAapTa B PacTBOPE Iinest 393 464  |mMB'mm | -6-10* |7,3:102 | 34,7
JTaJIOHA CPABHEHUS
OMnupuaeckuii Kod3pPuiueHrt,
YUYUTHIBAIOIIUI OTKIIOHEHHE TIPO- K 1 5,0-10° 1 9836 |2.4-103 | 4,62

LEAYPbl KOMITAPATHBHBIX U3MEpe-
HUH OT ONTHMAJIFHBIX 3HAUCHUH
[ToBTOpPsAEMOCTH w, 983,60 | 0,10 MITH? 1 9,710 | 4,62
Koadduument koppensiunu uu-
TeHcuBHOCTeH amuccuu KoMmio- | 7(Lanaiyte.1;
HEHTa ¥ BHYTPEHHETO CTaHaapTa B
pacTBOpE TAJIOHA CPABHEHHUS
Koadduuuent koppensiunu uH-
TeHcuBHOCTEH smuccun komno- | 7(1 Analyte.2;
HEHTA ¥ BHYTPEHHETO CTAHAAPTA B|  [1,16: )
pacTBOpE CTaHAAPTHOTO 00pa3Iia

0,998 | 1,5-10° 1 -3-107 |-5,2:102| -24,7
Imtst1)

0,999 | 2,0-10° 1 -3-107 |-6,6:102| -31,7




HcTtounmk 3Haue- U En. c (we)? 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 a 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 MEJIU 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
[LI0THOCTB BO3ayXa Pa 1,1336 | 0,0079 Kr/™M° -8,7-10% | 6,9-10% | 15
ILIOTHOCT, HEXOAHOTO Ma- | 8920 500 ko | -1,4-10% | 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 Ue(wi) 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 00pa3IoB
pPacTBOPOB DJIEMEHTOB, KaK B HOPMAJIBHBIX YCIIOBUSX XPaHEHUS, TaK U B YCIOBUIX U30XPOHHOTO
crapeHusi (pucyHok 6).
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PucyHok 6 — OneHka cTaGHILHOCTH pacTBOpoB B 6ankax Nalgine BMecTuMocThI0 125 cm®

DKCIEpUMEHT 0 OIEHKE CTAOMIBHOCTH OBLI MOCTPOEH TaKUM 00pazoM, YTO YacTh 00-
pa3loB XpaHWJIACh B YCIOBUSX MCKYCCTBEHHOTO CTApEeHMs, a Apyras B HOPMAaJbHBIX YCIOBHSIX.
Hcnons3oBanuck 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 %). [Tyrem 06paboTku
pPEe3yJIbTaTOB METOJOM HAMMEHBIIUX KBAJPATOB yNIAJOCh YCTaHOBUTH KOA(D(PHUIIMEHT CKOPOCTH
TPaHCIHUPAIIH, KOTOPBIA 0OBIYHO COCTABIISIET OT 2 110 4, T.€. coraacHo npasuia Bant-I'odda cko-
POCTh peakiuu Bo3pacTaeT B (2-4) pasa ¢ yBenuueHueM temiepaTypbl Ha kaxasie 10 °C. OcHo-
BBIBASICh HA HAKJIOHE KPUBBIX B PA3IMUHBIX YCIOBHUSX, YAAIOCTh YCTAHOBHUTH, UTO KOI(PPHUIIHEHT
paBeH 3,2. Mcxozs u3 3Toro ObLT yCTaHOBIICH IPE/eN TPAHCIIUPAIUH, IPU KOTOPOM CIIpaBeIINBa
YCTaHOBJICHHAsI OI[EHKA HEOMPEAEIEHHOCTH OT HECTAOUIBLHOCTU. DTOT Tpeied MPUMEHSETCs Ipu
HKCIIPECCHOM KOHTPOJIE HECTAOMIBHOCTH CIEAYIONINX MapTUil MTyTeM HCKYCCTBEHHOTO CTapeHUs
npu Temnepatype 60 °C B Teuenue 5 nuei. [Ipu 3TOM OTHOCHUTENbHASI TOTEPS] MACCHI CTAHAPT-
HOro oOpasia He AokHa ObITh Oosee 0,1 %.

Y4uThIBas, YTO OTHOCHTEIbHAS PaCIIMPCHHAS HEOIPEICICHHOCTh MacCOBOM JOTH OC-
HOBHOTO KOMIIOHEHTa B pacTBOpE 3TajioHa cpaBHeHHs He xyxke 0,05 %, oTHOcHUTenbHAs paciiu-
peHHast HeonpeIeIeHHOCTh MacCoBO osu 3Toro kommnonenta B CO 6yzaer nopsiaka (0,1-0,5) %
B 3aBHCHMOCTH OT €Tr0 CTa0MJIBHOCTH WJIM Ha3HAYEHHOTO CPOKa TOAHOCTH. B Tabmuie 2 mpen-
CTaBJICH TUIUYHBIA OIO/HKET HEOMPEIEICHHOCTH aTTeCTOBAaHHOTO 3HAUYEHHUs CTaHAApTHOTO 00-
pasiia, KOTOPHIi MOKa3bIBAET, YTO HICTOYHUKH HEONPEIEIICHHOCTH YOBIBAIOT B PSAY: OTHOCUTEIb-
Has HHTEHCUBHOCTh YMHUCCHUN KOMIIOHEHTA U BHYTPEHHETO CTaHJapTa > MaccoBas JOJs KOMITO-
HEHTa B paCTBOpE > rpaBUMETPHUYECKas IPOIEAypa MPUTOTOBICHUS PACTBOPOB.

Ha sToi1 ocHOBe pa3paboTaHbl 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] MaCCOBOH KOHIIEHTpaIiu. MeTpoIorHuecKue XapakKTepUCTHKHU MEePBhIX MapTUH ATHX
CTAaHIAPTHEIX OOpPa3IOB C HOMHMHAIBLHBIM 3HAYEHHEM MaccoBoil KonmeHTpamuu 1000 mr/mm°
Mpe/ICTaBICHBI B TabuIe 4.



Tabmmia 4 — MeTpoornyeckre 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 ObuT pa3paboTaH MyJIbTUAIEMEHTHBIN CTaHIAPTHBIN 00pa3el] Ha OCHOBE CMellle-
HUSL MOHODJIEMEHTHBIX. /{7151 OlleHKH HeonpeaeneHHOCTH OT IPUTOTOBJICHHSI CMECH MPEJIOKEeH
MOXO0J, OCHOBAaHHBIM HAa MPUMEHEHUU CPEIHEB3BEIICHHBIX OLIEHOK, IJI€ COACpKAHUE KOMIIO-
HEHTa B CMECH OIpesessieTcs Io (hopMyam:

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.
ITponeMoHcTpHUpOBaHO, yTO B pamkax Metogoiorun GUM kBajpaT cyMMapHOM cTaHAapT-
HOM HEONPEENEHHOCTH BBIXOHON BEMYMHBI Xj MOXHO IPEICTABUTD IS MPOM3BOJIBHOTO 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.

O1eHKH COJepKaHUsT KOMIIOHCHTOB, TIOJYYCHHBIC 110 MPOLEAYPE MPUTOTOBJICHUS, IO~
TBEPI)KACHBI U3MEPCHUSMH 3TUX BEJIMUYUH METOJIOM aTOMHO-IMHCCHOHHOM CIIEKTPOMETPHH C HH-
NYKTUBHO-CBsi3aHHOM tutazmoit (ADC UCII) (pucyHok 7).
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Pucynok 7 — Pe3ynbTarsl cpaBHEHUS OLIEHOK MACCOBOM J10JIM KOMIIOHEHTOB B
MYJIBTUAIEMEHTHOM CTaHAAPTHOM 00pasiie, MoMyuyeHHbIE MO MPOLeIype MPUTOTOBICHUS U
meronoM ADC UCII na 'BOT 196-1 (k=1)

B nsiToii riaBe npeacTaBieHbl CBEACHUS 00 OMpoOOBaHUU PE3YIbTATOB, MOJTYYCHHBIX B
HACTOALIEH paboTe MpU y4acTUU B MEXKIYHAPOJHBIX CIMUYEHUsX. B CBOJHOM BHE pe3yabTaThl
MpEeJICTaBICHbl HA PUCYHKE 8, rie BUAHO, YTO BCE Pe3yJbTaThl HAXOJATCS B mpenenax -1<6<l,
3HAUEHUE KOTOPOTO OMpeALIsIeTcs o GopmyIie

_ |Xi - xref.il
0 =—— > 9)
\/U (xi) +U (xref.i)
rae x; — pesyabrat Y HUNM;
Xref.i — ONOPHOE 3HAUEHHUE 10 PE3yJIbTATaM CIIMUECHMIA,
U?(x;) — kBajipaT paciIupeHHol HeOnpeieIeHHOCTH BEJUUKHE X;
U?(Xyef ;) — KBAApAT paCUIMPEHHOM HEONMPEAETIEHHOCTH BEMMUUHBI Xyof ;.
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Wndp cnmuenuns, aHanut/matpuua
Pucynok 8 — Pe3ynbrarsl MeXAyHAPOAHBIX CIMYECHUN

Pe3ynpTaThl MEKAYHAPOAHBIX CIMYEHUIN NOATBEPKIAIOT a/IeKBaTHOCTh BBIOPAHHBIX all-
TOPUTMOB JUISI OLICHKH MacCOBOM /1O OCHOBHOTO KOMITIOHEHTa KOCBEHHBIM CIIOCOOOM M CBSI3aH-
HOM ¢ Hell pacIIMpeHHON HeonpeaeeHHOCTH, a MPUMEHEHHE CTaHJapTHBIX 00pa3IoB pacTBOPOB
AJIEMEHTOB TPU y4YacTUU B ATHUX CIMYEHHUSAX IOKA3aJI0, YTO ATH 00pa3Ibl 0XapaKTepPH30BAHBI



nocrtoBepHo. Kpome Toro, mpenBapuTenbHbIe pe3yabTaThl CIMYEHUI B 00JIACTH PaCTBOPOB XUMHU-
gyeckux 3eMeHToB (CCQM-K143 CpaBHeHue KaauOpPOBOYHBIX PACTBOPOB MEH, IPUTOTOBJICH-
Heix HMU) neMOHCTpUPYIOT CHpaBeIIMBOCTh SKCIEPUMEHTAILHO-PACUCTHON MPOLEAYPHI 110
IPaBUMETPHUUCCKOMY IIPUTOTOBJICHUIO PACTBOPOB 3TAJIOHOB CpAaBHEHHMS 110 ypaBHEHUIO (5) 1 ux
WCIIOJIb30BaHUs TIPH Mepeladye eUHUIIBI BEJTMYUHBI CTAaHAAPTHRIM 00pa3iiaM pacTBOPOB XUMHUYE-
CKHX DJIEMEHTOB.

BbIBO/IbI

1. Merponoruyeckre XapakTepUCTUKU 3TAJOHOB CPaBHEHUS YCTAHOBIIEHBI B COOTBET-
CTBMM ¢ PyKOBOJCTBOM IO BBIPaXKEHHIO HEONPEJEICHHOCTH U3MEPEHUI Ha OCHOBE KOCBEHHOI'O
nozaxoja no cxeme «100 % muHyc cymMma npumeceil» ¢ 00LUM KOJIMYECTBOM YUTEHHBIX IpUMe-
ceil 1 Kax10ro 3tajoHa cpaBHeHHs 91 wT. B pacuet npuHATHI Kak coepkaHus 0OHapyKEHHBIX
IpUMECei, TaK U MPeaesioB O0OHapy)eHHUs HeoOHApYKEeHHBIX, morydeHnbie Ha ['OT 176. Ipu stom
pa3paboraH u onpoOOBaH cHOCOO OLEHKU HEONPENEICHHOCTH OT HEOJHOPOJHOCTH MAacCOBOM
JI0JIM OCHOBHOI'O KOMIIOHEHTA JIJIsl YMCTHIX BELECTB 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 YCTAHOBJIEHBI C HAUBBICILIEH TOYHOCTBIO.

2. [Togxompl, CBA3aHHBIE C OLIEHKON METPOJIOTHUECKUX XaPaKTEPUCTUK STATIOHOB CPaB-
HEHHS B BHJIE YUCTHIX HEOPTaHMYECKUX BEUIECTB, YHU(UIIUPOBAHBI M BHEJPEHBI ITyTEM yTBEp-
xknenust nokymenta MU 3560-2016 «Pexomennanus. ['CH. OueHka HeonpeaeneHHOCTH U3Mepe-
HUI MaccoBOM J0JIM OCHOBHOI'O KOMIIOHEHTa B HEOpraHMYeCKUX BemecTBax». Pazpadorano «Ilo-
noxxeHue o base maHHBIX «OTaJOHBI CPaBHEHMS B BHJE BBICOKOUHCTBIX BEILECTB», B KOTOPOM
YCTaHOBJIEHBI 00IIIMEe TPeOOBaHMS K 3TAJIOHAM CPAaBHEHUS, K UX pa3paboTKe, Ha3HAUEHUIO U MPH-
MEHEHMUIO.

3. Ha mopsimok noBbImeHa TOYHOCTh u3Mepenuit Ha 'BOT 196-1 npu xapakTepuzanun
CTaH/IapTHBIX 0OPA3I[0B PaCTBOPOB AIEMEHTOB 3a CUET MPUMEHEHUs JUIsl KATUOPOBKH PACTBOPOB
ATaJIOHOB CPABHEHHUS B BUJI€ UHCTHIX BEILIECTB U PEATU3allii METO/1a KOMIIApaTUBHBIX U3MEPEHUN
C BHYTpEHHUM cTaHjaptoM. IIpoBeaeHa olieHKa BKIAJ0B OT pa3IM4YHbIX HCTOYHUKOB HEOIpee-
JIEHHOCTH, U TI0Ka3aHO, YTO UCTOYHUKHU HEONPEIETICHHOCTU YObIBAIOT B PSAy: OTHOCUTEINIbHAS UH-
TEHCUBHOCTb YMUCCHM KOMIIOHEHTA M BHYTPEHHEIO CTaHJapTa > MaccoBas J0Js KOMIIOHEHTA B
pacTBope /ISl KaTHOPOBKH > rpaBUMETPHUECKAs MPOLEypa IPUTOTOBIECHHS paCTBOPOB.

4. BriepBble pa3zpaboTaHbl YTBEP>KACHHOTO TUIA CTaHJAPTHBIE 00pa3Lbl MOHORJIEMEHT-
HBIX pacTBOPOB (9 MIT.) ¢ XapaKTepUCTUKAMU TOYHOCTH Ha ypoBHE Uk=2, P=0.95=(0,2-0,4) %, uTO B
(2-5) pa3 TouHee MHOTUX MMEIOIIUXCs aHAOroB. [Ipeaioxken cmocod KOHTPOIIsi OCHOBHOTO HC-
TOYHHKA HEONPEEIEHHOCTH NPU BBITYCKE CTAaHAAPTHBIX 00pa3llOB OJHOIEMEHTHBIX U MHOTO-
AIIEMEHTHBIX PACTBOPOB JIEMEHTOB, CBSI3aHHBIN ¢ UX HeCcTaOMIbHOCTHIO. Crioco0 3akitovaercs B
AKCIIPECCHOM KOHTpOJIE B TeueHHE 96 yacoB MCHapeHUs KUCIOTHOTO PACTBOPA U3 IIACTUKOBBIX
6anok npu temmeparype 60 °C (morepsi Macchl pacTBopa He JAoypkHa npesbimats 0,1 %). Ha oc-
HOBE THX Pa3pabOTOK CO3[aH CTaHJIAPTHBIA 00pa3el] MyJbTHAIEMEHTHOTrO pacTBopa (9 snemen-
TOB) C XapaKTePUCTUKAaMH TOYHOCTH Ha ypoBHE U k=2, p=0.95=(0,3-0,7) %, nmpeaHa3sHa4eHHbINA A
KaTMOPOBKH aHAJIMTUUYECKON amaparypbl OJJHOBPEMEHHO 110 HECKOJIBKUM 3JIEMEHTaM.



5. [IpuHsTO y4acTHe B BOCBbMHU MEXKTYHAPOIHBIX CIIMUEHHUSX 10 U3MEPEHHUIO COJICPIKAHMS
KaK OCHOBHOTO, TaK U IPUMECHBIX KOMIIOHEHTOB C IPUMEHEHHEM Pa3pa00TaHHBIX STAIIOHOB CPaB-
HEHUS U CTaHJAPTHBIX 00pa3noB. Pe3yabTaThl STUX CIMYCHHH TOITBEPIKIAIOT aIEKBATHOCTD ITPH-
MEHSEMOr0 KOCBEHHOI'0 MOJAX0Aa AJIs OUEHKU YUCTOTHI 1o cxeme «100 % muHyc cymma npume-
ceil» U OLIEHKHU CBSI3aHHOM C HUM HEOIPEJIEIEHHOCTH B COOTBETCTBUU ¢ PyKOBOJICTBOM 1O BbIpa-
JKEHHIO HEONIPEAEIICHHOCTH U3MEPEHUN U KOPPEKTHOCTh YCTAHOBJIEHUSI METPOJOTHYECKUX XapaK-
TEPUCTUK CTAaHAAPTHBIX 00Pa3II0B pACTBOPOB XUMUYECKUX FJIEMEHTOB ITyTEM KOMITAPATHBHBIX H3-
MEpPEHHI OTHOCUTEJIbHBIX CUTHAJIOB KOMIIOHEHTA M BHYTPEHHET O CTaH1apTa C MPUMEHEHUEM pac-
TBOPOB 3TAJIOHOB CPABHEHHSI.
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