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BBenenue

AKmyanvrnocms padonot

TBepbie ynCThIC BelecTBA (MaccoBast J10JIs1 OCHOBHOTI'O KOMITIOHEHTa, W = 99,9 %) -
POKO HCTIONB3YIOTCS. B METPOJIOTHYECKUX padoTax B KauecTBE HOCHUTENEH HH(OpPMALIUU O XUMHU-
YECKOM COCTABE B HAYAJIbHOM M KOHEUYHOM MHTEpBAJIC IIKaJ MACCOBOW J0JM KOMIIOHeHTa. [Ipu
NEPEeBOJIC UX B PACTBOP OHU HECYT MH(POPMALIUIO O MACCOBOH (MOJISIPHON) KOHIICHTPAIIUU KOMITO-
HeHTa. OOBIYHO OHHU CIIY’KaT JJIsl IPUTOTOBJIEHUS CMECEN U pAaCTBOPOB METPOJIOTUYECKOTO HA3HA-
YeHHs], B YaCTHOCTH, Npu padote ¢ ['ocynapcTBeHHbIMU nepBUYHBbIMU dTasioHamu (I'TID) mpume-
HSIOTCA JJIs IPOBEACHUS CIIMYEHUI B 0071aCTH 0a30BBIX U3MEPUTEIBHBIX BOZMOXKHOCTEH, a TaKKe
MCIIOJIb3YIOTCSl HETIOCPEICTBEHHO JUIsl IIepelauk €MHUIL] BEJIUYHUH, XapaKTEPU3YIOLUX XUMHUYe-
CKHH cocTaB B paboTax IO KaJTMOPOBKE M MOBEPKE CPEICTB M3MEPEHHI, aTTECTAlluU 3TAIOHOB,
KOHTPOJIIO TOUHOCTH METOAUK u3MepeHuidl. HecMoTpst Ha TO, 4TO HEONPEIEIEHHOCTh, CBA3aHHAs
C YCTaHOBJICHUEM MAacCOBOM J10JIM OCHOBHOI'O BEILIECTBA B YHMCTHIX BEUIECTBAX, MOKET BHOCUTH
CYILIECTBEHHBIN BKJIAJl B CYMMapHYIO HEONPEEIEHHOCTh U3MEPEHU, KPUTEPUU UX BBIOOPA U CIIO-
COOBI OLIEHKU UX MPUTOAHOCTH ISl PA3ITMYHBIX METPOJIOTUIECKUX padOT B IOKYMEHTAX 10 o0ec-
MEYCHUIO €IMHCTBA U3MEPEHUN paHee He ObLIN ycTaHOBIEHbI. He Obut yHUDUIIIPOBaHBI METO-
JIMYECKUE MOJIXObI K OLEHUBAHUIO HEONPEAEIEHHOCTH YUCTOTHI (COAEpkKaHNUs OCHOBHOTO KOM-
MIOHEHTA) NP €€ U3MEPEHNN Ha OCHOBE MUKPOCOIEPKaHUN PUMECHBIX KOMIIOHEHTOB.

AKTYaJIbHOCTb TEMBI IOATBEPKAAIOT PaOOTHI, BHITOJIHEHHBIE B HALTMOHATIBHBIX METPOJIO-
ruueckux MHCTUTyTax CIIIA (Cneunanbhas myOmukamust NIST 1012 «Iloxxon k merposnoruye-
CKHM OOOCHOBAHHOW MPOCIEKNBAEMON OLIEHKE XUMHYECKOM YMCTOTHI OpraHMYeCKHX 0Opa3lioB
cpaBHeHus») U ['epmanun (cepus myOnukanuii BAM o moATBEpKI€HUN OLIEHUBAHUS YUCTOTHI
METaJIJIOB, BEICTYNAIOIINX B KAUECTBE IIEPBUYHBIX 3TAJIOHOB). Takke akTyaJbHOCTh TOATBEPHKIa-
eTCsl TeKYLUIMMH MEXYHAPOAHBIMU CIIMYEHUSMH B 00JIaCTH OILIEHWBAHUS YUCTOTHI OPraHUYECKUX
Y TBEPJbIX HEOPraHMYECKHUX BEUIECTB, MpoBoAuMbIMU 1toA aruaoi MKMB B pamkax «Cornamie-
HUS O B3aUMHOM NPU3HAHUM HAIIMOHAIBHBIX 3TAJIOHOB U CEpTU(UKATOB KAIUOPOBKHU U U3Mepe-
HUH, BBIJaBa€MbIX HAIIMOHAIBHBIMU METPOJIOTUYECKUMHU UHCTUTYTaMU».

B oGmnacTi HeopraHu4eckux BELIECTB /IS OLICHUBAHUS YUCTOTHI IPUMEHSIOT HECKOIBKO
CXEM:
— «100 % MuHYC cyMMa IpUMECEe» O ONPEISICHUIO MPUMECEH BCEX AIEMEHTOB B KOJIMYECTBE
91 (pabotel BAM, I'epmanust) WK MCIIOJIB30BaHUE BEPOSTHOCTHOTO MOAXO0JIA JUIsl OLICHUBAHUS
YUCTOTHI IO HE TIOJTHOCTBIO OLIEHEHHOMY co/iep kaHuio mpumecei (padotsl MHcTUTyTa XMun Yu-

cteix BemecTB uM. ['.I". JleBsateix PAH, r. Huxuauii Hosropoa, OAO «['mpeamery, r. MockBa);
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— OIpPEENIEHNE OCHOBHOTO KOMITIOHEHTA IEPBUYHBIMUA METOIAMHU: KYJIOHOMETPHUH, TUTPUMETPHH,
3IEKTPOrpPaBUMETPUH, TPABUMETPUU, KPUOCKOIIUU U 30YTHOCKOIIUH.

B HacTos1ee BpeMsi MeXly ClieUaIMCTaMU U3 pa3HbIX CTPAaH aKTUBHO BEJIETCS IUCKYC-
cHsl 0 HanboJjee MOIXOAIINX CIIOCO0aX OIEHUBAHUS YUCTOTHI OPTaHUYECKUX U HEOPTaHMYECKUX
BeniecTB. U B mepByIo oyepesb 3To CBA3aHO ¢ HEOOXOAUMOCTHIO UX HAKOIUJICHUSI B KXKI0H CTpaHe
MUpa U OICHUBAHMS MX YUCTOTHI JJi1 0OecredeHHsl MPOCIeKMBAEMOCTH B 00J1acTU U3MEpEHUil
XUMHYECKOT0 cocTaBa 10 MexXIyHapOaHOH cucTeMbl enquHull ¢puzndeckux BenuunH (CH).

JlesTenbHOCTh MEKIyHAPOAHBIX METPOJOTHYECKUX OpraHu3aluil, Takux kak KoHcyib-
TaTUBHBIA KOMHUTET MO KOJIMYECTBY BeriecTBa MexayHapoanoro Komurera Mep u Becos (KKKB
MKMB), KOOMET u HanroHaabHBIX METPOJIOTUYECKUX MHCTUTYTOB HAIpaBlieHa Ha o0ecreue-
HUE €IMHCTBA U3MEPEHUHN U MPOCIEKUBAEMOCTH PE3YJIbTaTOB U3MEPEHUN K TOCYJapCTBEHHBIM
dTajloOHaM e€JUHUI] BeJIMYMH. OCHOBHOM M OY€Hb BAXKHON YaCThIO CUCTEMBI MIPOCIIEKUBAEMOCTH
PE3yJIbTATOB U3MEPEHUH SIBISIFOTCSI MaTEPHAIIbI C aTTECTOBAaHHBIM (CepTU(HUIIUPOBAHHBIM) 3HAYE-
HUEM COJEpKaHUsI KOMIIOHEHTOB M YCTAHOBJIEHHBIMU HEONPEAENIEHHOCTSIMU 3TUX 3HAYEHUU
(crangapTHbIe 00pa3Lbl YTBEPKIACHHOTO TUIIA), JAJISl CO3/IaHUs KOTOPBIX HEOOXOAUMBI YUCTHIE Be-
II€CTBA, aTTECTOBAHHBIE HA 00JIE€ BHICOKOM — 3TaJJIOHHOM YPOBHE, T.€. 3TAJIOHbI CPABHEHU.

DTallOHBI CPaBHEHUS B 3TOM IIOHUMAaHHHU TPEICTABIISAIOT COO0H TBEp/bIE YHCTHIE HEOP-
TraHMYECKHE BEIIECTBA C YCTAHOBJICHHBIM 3HAYEHHEM MACCOBOM JJOJM OCHOBHOI'O KOMIIOHEHTA C
HAUBBICIIEN TOYHOCTBIO MJIM C TOYHOCTBIO, TIOCTATOYHOM JUIS Nepelad €AVMHHIbI BEJIUUUHBI OT
I'TID cnenyromuyM 3BeHbSIM IOBEPOYHOM CXEMBI. DTaJIOHbI CPAaBHEHUS UCCIIEIYIOTCS COTJIACHO Me-
TOJMKaM BOCIPOM3BEJICHUS €IMHUI] BEJINYMH, XapaKTEPU3YIOIIUX COAepKaHHEe KOMIOHEHTOB, C
MCII0JIb30BaHueEM ['0cy1apCTBEHHBIX IEPBUYHBIX U BTOPUUHBIX 3TAJIOHOB U BXOJAT B cocTas [ TIO.

Pa3paboTku 3Tal0HOB CPaBHEHUS BBIMOIHEHBI B paMKaX HaAy4YHO-HCCIIE0BATENILCKOM pa-
601sI o1 mudpom «Hucroray (2015-2016 1T.) 1 ONBITHO KOHCTPYKTOPCKOW pabOTHI MO v -

pom «Hucrora-26» (2017-2019 rr.).

Llenb padomut

[ToBbI1IEHNE TOYHOCTH PE3YJIBTATOB U3MEPEHUI XUMHUYECKOIO COCTaBa BELIECTB U MaTe-
pHAaJIOB MyTeM pa3pabOTKHU ATAJIOHOB CPAaBHEHUS B BUJE YMCTHIX BELIECTB U CO3JaHUS HA UX OC-
HOBE HOBBIX THUIIOB BBICOKOTOYHBIX CTaHJAPTHBIX 00pa3I[0B PaCTBOPOB XUMHUYECKUX IJIEMEHTOB

JIA KaJ]I/I6pOBKI/I aHaJIUTHYECKOMH arraparypsbl.



Ocrognbvle 3a0a4u ucci1e008anus

Pa3zpaborats 1eBATH 3TATIOHOB cpaBHEHHMS ¢ ToMolbio DT 176 B BUIe YMCTHIX BEIIECTB
(V, Cr, Mn, Fe, Co, Ni, Cu, Zn, Cd) u yaubuImpoBars moIX0Ibl 10 OLIEHKE MAaCCOBOM O OC-
HOBHOT'O KOMITOHEHTA U CBSI3aHHOM C HEH pacIIMpPEeHHON HEONpeIeIeHHOCTH JIJIsl TAJIOHOB CPaB-
HCHUS.

PazpaboraTe MeTOAMKY Tepenayu eANHHUI] MACCOBOM JTOJIM M MacCOBOW KOHIICHTpAaIlUU
XUMUYECKHX 3J1IeMeHTOB oT ' BOT 196-1 Ha ocCHOBE KOMITApAaTUBHBIX U3MEPEHHI ¢ BHYTPEHHUM
CTaHJapPTOM MAacCOBOH JOJU AJIEMEHTOB METOJOM aTOMHO-3MUCCUOHHON CHEKTPOMETPUM C UH-
JIYKTUBHO-CBSI3aHHOM TIa3MOM.

[ToBbicUTh TOUHOCTH M3Mepenuit Ha [ BOT 196-1 npu nepenaye enuHUI MACCOBOM J0JIH
U MacCOBOH KOHIIEHTpAIIUU XMMHYECKUX 3JIEMEHTOB OT pa3paOOTaHHBIX ITAJIOHOB CPaBHEHUS
CTaHJapTHBIM 00pa3ilaM pacTBOPOB XUMHUYECKUX JIEMEHTOB.

Pa3paboraTs 1 IPOBECTU HUCIIBITAHUS B MEISAX YTBEPXKIACHUS THIA CTAaHAAPTHBIX 00pa3-
IIOB PAaCTBOPOB JICBITH XuMHIUecKux meMeHToB (V, Cr, Mn, Fe, Co, Ni, Cu, Zn, Cd) noBsIlieHHON
TOYHOCTH.

Pa3paborate crangapTHbIN 00pazell MyIbTHIIEMEHTHOTO PacTBOPa C aTTECTOBAHHBIMU

3HAYCHHUSIMH MaCCOBO# 101 ¥ MaccoBo# koHIeHTpanuu 9 anementos (V, Cr, Mn, Fe, Co, Ni, Cu,

Zn, Cd).

Hayunas noeuszna

[IpoBeneH aHaiW3 IIECTH AITOPUTMOB OOPAOOTKM W3MEPUTENbHOM MH(pOpPMaLMM IS
OIICHKH MacCOBOM J10JI1 OCHOBHOTO KOMIIOHEHTA U CBSI3aHHOU C HEll HEeOMpeAeIeHHOCTH KOCBEH-
HBIM crtocoboM st 9 aTanoHOB cpaBHeHus B Buae uyucThix Bemiects (V, Cr, Mn, Fe, Co, Ni, Cu,
Zn, Cd) crnenyromuMu CrmocodaMu: «OIEHKa TEXHUYECKON YUCTOTHI», «OICHKA aKaJeMHUYECKON
qicTOTHY, «GUMY), «BAM?y, «METOI MHTEPBAIBHOM OIIEHKM», «METOJ] aKafeMuKa JIeBATHIX .
[Tokazano, uto MeTo «GUMy, B KOTOpPOM JIJTst OIIEHKH YMCTOTHI MpeAToaraeTcs u3mepenue 91
puMecH, 00eCTieunBaeT HECMEIIEHHYIO (€CIH cyMMa OOHApYKEHHBIX MPUMeEcel >> CyMMBI TIpe-
JIeJI0OB OOHApYKEHUS Il HEOOHAPYKEHHBIX MPUMeEceii) OLIEHKY MaCCOBOM JJOJTM OCHOBHOTO KOM-
MTOHEHTA M OIICHKY HEOIPEICIICHHOCTH, CBI3aHHOM C H3MEPEHUSIMH HEOOHAPYKEHHBIX TIPUMECeH,
YTO TIOJITBEPKIACTCS] BEICOKOTOYHBIMH PE3yJIbTaTaMU IPSIMBIX IEPBUYHBIX U OTHOCHTEIIHLHO TIep-

BHUYHBIX METO/J0B.

1 Guide to the expression of uncertainty in measurement — PykoBoACTBO 110 BEIPasKE€HHIO HEOTIPEIETEHHOCTH H3MEpe-
1317078

2 The Federal Institute for Materials Research and Testing — ®enepanbHblii HHCTUTYT MAaTEPHATOBEIEHNS U HCTIBITA-
Hul, ['epmanusi.
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BrniepBbie pa3paboTaH aliropuTM pacuera HEOMPEIEICHHOCTH OT HEOIHOPOJAHOCTH Mac-
COBOM JI0JIN OCHOBHOI'O KOMIIOHEHTA IO pe3y/bTaTaM U3MEPEHUN COAEepkKaHUs IPUMECEN, KOTO-
PBIH 3aKJIIOYAETCS B TOM, YTO Ha IIEPBOM 3TaIle IPOBOAMUTCS OLIEHKA HEOIIPEIETIEHHOCTH OT HEO/-
HOPOJHOCTH HE MeHee 2/3 0T CyMMapHOW MacCOBOM JI0J1M OOHAPYKEHHBIX ITPUMECEN B COOTBET-
ctBum ¢ ISO Guide 35°, na BTOpoM JTame oLEHMBAETCA HEONPENETEHHOCTh OT HEOMHOPOIHOCTH
JUIE CyMMBI WHAMBUIYaIbHBIX MCCIEIOBAHHBIX OOHAPYKEHHBIX MPUMECEH, a Ha TPEThEM dTare
BBIUNCIISIETCSI HEOIIPEAETIEHHOCTD JIJIs1 MACCOBOM J10JIM OCHOBHOI'O KOMIIOHEHTA C Y4E€TOM Macco-
BOI 10/1M HcceyeMbIX 0OHApYKEHHBIX TPUMeEcel K CyMMe MacCOBBIX J10JIel OOHAPYKEHHBIX U
HEOOHAPYKEHHBIX MPUMECEH.

YToyHEeHa MOJAENh KOMIIAPATUBHBIX U3MEPEHUN C BHYTPEHHUM CTaHAAPTOM MacCOBOM
JIOJIM 3JIEMEHTOB METOJIOM aTOMHO-dMHCCHOHHOH CIIEKTPOMETPUU C HHIYKTHBHO-CBS3aHHOM
I1a3MOM, KOTOpasi yYUTHIBaET HEUI€aTbHOCTh JTMHEHHON MOIenU (OTKIIOHEHHE OT ONTHMAaIbHBIX
napaMeTpoB), a TakKe HEeCTaOMIbHOCTh, O0YCIOBICEHHYIO XpaHEHUEM PAcTBOPA 3TajOHA CpaB-
HEHHS B OTKPBITOH M 3aKpBITON eMKOCTH. [IpoBeieHa O1leHKa BKIIaI0B OT Pa3IMYHBIX HCTOYHUKOB
HEOIPEIeICHHOCTH U MOKa3aHO, YTO UCTOYHUKU HEONPEAEICHHOCTH YOBIBAIOT B PsIy: OTHOCH-
TebHasi HHTEHCUBHOCTh SMUCCUU KOMIIOHEHTA U BHYTPEHHEr0 CTaHAapTa™> MaccoBast 10JIsI KOM-
MOHEHTa B PACTBOpPE Ui KAMOPOBKU> rpaBUMETpUYECKas MpoIlelypa IPUTrOTOBICHHS PaCTBO-
POB.

[IpemtoskeH crioco0 KOHTPOJIS XapaKTEPUCTHUK UCXOJHBIX PEaKTHBOB, MATEPHAJIOB H yIa-
KOBKH pa3pabOTaHHBIX CTAHAAPTHBIX 00pa3ioB pacTBopoB 9 xumuueckux 31ementos (V, Cr, Mn,
Fe, Co, Ni, Cu, Zn, Cd), koTopble BIUSIIOT Ha OCHOBHOW MCTOYHHK HEOMPEICIICHHOCTH - MX CTa-
OommpHOCTH. Crioco0 3aKImtoyaeTcst B 9KCIPECCHOM KOHTposie B TeueHune 120 yacoB ncnapeHust Kuc-
JIOTHOTO PAacTBOpPA U3 IJIACTUKOBBIX O0aHOK pu Temrneparype 60 °C (moreps Maccel pacTBOpa He

noikHa npeBbimats 0,1 %).

IIpakmuueckas 3nauumocmo

YHudukanus moaxo0B 1Mo OIEHKE MAaCCOBOM /IO OCHOBHOTO KOMITOHEHTA M CBsI3aH-
HOM paclIMpEHHON HEONpPEAEeIICHHOCTH ISl 3TAJIOHOB CPAaBHEHMS B BHUJI€ YUCTHIX BemlecTB. Oc-
HOBHBIE MPUHIIUIIBI OLICHKHA METPOJIOTUUECKUX XapaKTEPUCTUK 3TATIOHOB CPABHEHUS B 3aBHCHMO-
CTHU OT LIeJIEBOI HeonpeneneHHocTr onucanbl B MU 3560-2016 «Pekomenganus. I'CHU. Onenka

HEOMPECACIICHHOCTHU HSMepeHI/Iﬁ MAacCOBOH JA0JIM OCHOBHOI'O KOMIIOHCHTAa B HCOPraHUYCCKHUX BC-

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



8
miecTBax». Paspaborano «llonoxkenne o base maHHbIX «DTalOHBI CPAaBHEHHS B BHJIC BHICOKOUH-
CTBIX BEIIECTBY», B KOTOPOM YCTAHOBJICHBI OOIIHE TPEOOBAHUS K ATAIOHAM CPaBHEHUS, K X pa3-
paboTKe, Ha3HAYEHUIO U IPUMEHEHHUIO.

Paspabotka cranmapTHbeIXx 00pa3ioB pactBopoB 9 xumuyeckux siementos (V, Cr, Mn,
Fe, Co, Ni, Cu, Zn, Cd), ¢ ycranoBienHoi mpociexuBaeMoctsio kK ['DT 176 mocpeacTBom mpu-
MEHEHUs 3TAIOHOB cpaBHeHUs npu u3Mepenusix Ha 'BOT 196-1. Crannaptabie 06pa3is! oba-
JIAFOT TOBBIMICHHON TOYHOCTBIO Uk=2, P=0.95=(0,2-0,4) %, uT0 B (2-5) pa3 TouHee MHOTHX UMCIO-
HIMXCs aHAIOroB. [IpoBe/IeHbI NCIIBITAHUS STUX CTAHAAPTHBIX OOPA3IOB B IICNIAX YTBEPIKICHUS
THUIIA JUI BO3MOYKHOCTH X IPUMEHeHus B cepe ['ocymapcTBEHHOr0 peryIupoBaHus odecede-
HUSI €IMHCTBA U3MEPECHUM.

ObecnieyeHne MPOCICKUBAEMOCTH PE3YyIbTATOB XUMHUYECKOTO aHAJIN3a B PYTUHHBIX U3-
MEPEHUAX MyTeM MPUMEHEHUS CTaHAAPTHBIX 00Pa3I[0B PaCTBOPOB XMMHUECKUX 3JIeMEHTOB (V,
Cr, Mn, Fe, Co, Ni, Cu, Zn, Cd), pa3paboTaHHbIX Ha OCHOBE MPUMEHEHHUS pa3pabOTaHHBIX ITAO-
HOB CPaBHEHUS B BUJIC YUCTBIX METAJIIOB.

[ToBbIIIEHNE TOYHOCTH, UMITOPTO3aMEIICHUE W CHIDKEHUE CTOMMOCTH KaTHOpPOBKHU aHa-
JUTUYECKOTO 000pYIOBAHHUS ITyTEM IPUMEHEHHUS CTAaHIAPTHBIX 00Pa3Il0OB PACTBOPOB XUMHUCCKUX
9JIEMEHTOB TOBBIIICHHONW TOYHOCTH M YMCHBIICHHE BPEMEHHBIX 3aTpaT Ha MPOBEICHUE KAINO-
POBKH M KOHTPOJISI TOYHOCTH aHAJIMTHYECKOTO O0OpYIOBaHUS MPU NMPUMEHEHUH CTaHIAPTHOTO
o0pa3iia MyJIbTHIJIEMEHTHOTO PAcTBOPA C aTTECTOBAHHBIMY 3HAYCHHUSIMH MacCOBOM JOJTM U Mac-

COBOIi KOHIIeHTpaluu xumuueckux saemertos (V, Cr, Mn, Fe, Co, Ni, Cu, Zn, Cd).

Bueopenue pezyniomamoe padvomot

AJIEKBaTHOCTh pa3pabOTaHHBIX AJITOPUTMOB pacueTa HEeOMPEIEICHHOCTH, a TaKKe BO3-
MO>KHOCTh MTPUMEHEHHUS 3TaJOHOB CPABHEHUS U CTaHJAPTHHIX 00Pa3IOB IJIsi MPOBEACHUS BbHICO-
KOTOYHBIX U3MEPEHUI MOATBEpKIeHa ux ucnonaszoBanueM Ha DT 176 u I'BOT 196-1 npu yua-
CTUU B ME&KTYHAPOIHBIX CITHUYCHHSIX:

e B 00JIACTH YHCTHIX BEIIECTB:
— CCQM-P149 «OnpeneneHre 9MCTOTHI IMHKA, UCTIOIB3yEMOT0 B Ka4€CTBE MIEPBUYHOTO ITATOHA
JUTSL OTIPEJICIICHHS COJIEP KaHUS ITUHKAY,
— KOOMET 645-RU-14 «IlunotHple CIUYEHHUS B 00JIACTH M3MEPEHUS MACCOBOU JIOJIM MEIH H
npuMecel B 0eCKUCIOpoIHON MenHoM kKataHnke Mapku KM6 MO0016 mist onpeneneHust YUCTOTHI
Mean,
— KOOMET 672-RU-15«IIunotHeie ciiuueHUs B 00JaCTH U3MEPEHUS MAacCOBOM JOJH XKelie3a B
YHCTOM JKEJIe3e,

e B o0OmacTu PacTBOPOB XUMHUYCCKHUX DJICMCHTOB.
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— CCQM-K143 «Cnuuenne KamuOpOBOYHBIX PaCTBOPOB MEAH, MPUTOTOBIEHHBIX HMIy;
e B 00JIACTH MAaTPUYHBIX BEUIECTB!
— KOOMET 562-RU-12/650-RU-14 «ITunoTHBIE CIWYEHHS B OOJIACTH H3MEPEHHS MacCOBOM
JIOJIU METAJIJIOB B METAJLTYPTUYECKOM IILIAKEY;
— KOOMET 618-RU-13 «IIumoTHbIC ClIMUeHUs B 00JIACTH DJICMEHTHOTO aHAJIM3a COCTaBa CIUIa-

BOB Ha 0CHOBE Ni».

Honosicenusn, 8blHOCUMBIE HA 3AUUMY

PazpaboTanbl 3TajOHBI CPAaBHEHHS B BHJIE YUCTHIX BEIIECTB Ul XPAHEHUS U Iepeiadn
eMHMUII BEJINYMH, XapaKTEepU3yIoIuX UX cocTaB. Ha 3Toll ocHOBe mpe/uiokeHa cxema nepeaadyu
eaunull BenuyuH oT DC cTaHAapTHBIM 00pa3ilaM pacTBOPOB XUMUYECKUX DJIEMEHTOB C OTHOCH-
TEJILHOM CTaHIAPTHOW HEONPECICHHOCThIO OT XapakTepu3anuu Ha yposae (0,05-0,10) %.

Hcnonp3oBanue Aiisi KaTMOPOBKH PACTBOPOB 3TAIOHOB CPABHEHUS B BUJE YUCTHIX Be-
IIECTB MPHU aTTECTAIIMH CTAHIAPTHBIX 00PA3I[0B MO3BOJISET 00ECIEUUTh METPOIOTHYECKYIO MTPO-
CIIe)KMBAEMOCTh U TOBBIIIEHHE TOYHOCTH U3MepeHuil B (2-5) pas, koraa couepkaHue OCHOBHOTO
KOMITOHCHTa B 3TOM YHCTOM BEIIIECTBE IOCTOBEPHO M3BECTHO >99,9 % ¢ pacmmpeHHOi Heolpe-
nenerrnoctsro <0,01 %.

[IpumeHeHre METOIMKH KOMITApaTUBHBIX M3MepeHui i ycranoienus MX CO pac-
TBOPOB XMMHYECKUX 3JeMeHTOB npu cpaBHeHHH curHaiga ADC-UCII nmo3BoniseT yMEHBIIUTH
CTaHJapTHYIO HeomnpeaeneHHOCcTh Tuna A B (5-10) pa3 npu UCmoib30BaHUM BHYTPEHHETO CTaH-
JlapTa ¥ IPU YCIOBUH BHIOOPA ONITUMAIIBHBIX ITAPAMETPOB.

[Tpumenenue pazpaborannsix IC mo3BoiMI0 co3aaTth HoBble TUIIBI CO cocTaBa pacTBoO-
POB XMMUYECKHX JJIEMEHTOB C aTTECTOBAHHBIMU 3HAUEHUAMHU MaccoBoit gomu (10-10000) miat u
MaccoBoii koHenTpamuu (10-10000) mMr/mm® ¢ OTHOCHTENBHON PACIIMPEHHON HEOMpeeNeHHO-
cteio (0,2-0,4) % u (0,3-0,6) % coOTBETCTBEHHO.

[Toka3aHa aJeKBaTHOCTb MOJEIH OLEHKH HeompeaeraeHHOCTH CO MHOTr03J1eMEHTHBIX
pPacTBOPOB IO NPOIEType MPUTOTOBICHHUS C UCTIOIb30BAaHIEM B3BEILIEHHBIX OIIEHOK COJIepKAHUS
aTTEeCTYEMBIX 3JIEMEHTOB IPU N3BECTHON Macce KOMITIOHEHTOB cMecH. Ha 3Toit ocHoBe pazpaboTan

1 4 MaccoBoii KOHIIEH-

HoBEI TUII CO C aTTeCTOBAaHHLIMU 3HAYEHUSIMHU MacCOBOU 1oiiu ~100 Mt
Tpamuu ~100 Mr/aMe 1eBATH XMMHUYECKHX JIEMEHTOB ¢ OTHOCHTENBHON PacIIMpeHHOi Heompeie-

nennocthio (0,3-0,5) % u (0,4-0,7) % coOTBETCTBEHHO

Anpobdayus padbomut

OCHOBHBIE pe3yNbTaThl U MOJIOKEHUS TUCCEPTALUU J0JI0KEHBI U 00CykIeHbl Ha Bce-

poccHiickoif KOH(EepeHINH MO aHATUTHYECKOW CHEKTPOCKOIUU C MEXIYHAPOJIHBIM Y4acTHEM
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(r. Kpacuomap, 2012 r.), MekayHapOAHOM Hay4HO-TEXHHYECKOM ceMHuHape «MaTeMarndeckas,
CTaTUCTHYECKAs U KOMITBIOTEPHAs TIOJIEP’KKA Ka4eCTBa U3MEPEHUN. ATTECTaIUs IPOTrPaMMHOTO
obecrieueHus, UCroab3yeMoro B merponorun» (r. Cankr-IlerepOypr, 2012 r.), MexayHapoHOM
HAyYHO-TIPAKTHYECKO# KoH(pepeHiun «V3MepeHust: CoCTosTHIE, MepcneKTuBbl pa3Butus (r. Ue-
ns6uHck, 2012 r.), MexayHapoiHOH HaydyHO-TIpakTH4YecKoi KoHbepeHuu «M3mepenus. Kave-
crBo. bezomacHoctb» (ExarepunOypr, 2012 r.), 1-if MexayHapOAHOW HaydyHOU KOH(EpEHIIUU
«CrangapTHbie 00pa3iibl B U3MEpeHUsAX U TexHosorusx» (r. ExarepunOypr, 2013 r), Bropom
chesne ananuTukoB Poccuu (r. Mocksa, 2013 r.), IV-it MexaynapoaHoii kondepennuu «TexHu-
yeckas xumusi. Ot reopun K npaktuke» (r. [lepms, 2014 1.), 11-ii u 111-it MexxyHapoaHOR HayIHO-
TEXHUUYECKON KoH(pepeHnuu «Merposiorust pu3nKo-XUMUYECKUX u3MepeHui» (r. Menneneeso,
2017 r. u 2018 1.), ll1-it Mexnynapoanoii HayuHol koH(pepenunu «CtannapTHbie 00pasibl B U3-
MepeHusax u texHonorusx» (ExarepunOypr 2018 r.), MexayHapoaHOW HAy4YHO-TEXHHUYCCKOM

koHpepenimu «Metposorust 2019» (Munck, Pecniyonuka benapycs, 2019 1.).

Hybauxkauuu

[To matepuanam auccepTalliOHHOW paboThl omyOinrukoBano 20 paboT, B TOM 4Hcle: 5
CTaTel B BEIyIINX PELECH3UPYEMbIX HAYYHBIX XKYypHaIax, pekoMeHa0BaHHbIX BAK mis myOnuka-
MU OCHOBHBIX HAyYHBIX PE3YJIbTATOB; 2 CTaThU B COOPHUKAX TPYIOB MEXTYHAPOIHBIX KOH(pe-
peHIInif; 2 Te3uca TOKIAA0B Ha pocCUUCKHUX U 10 T€3UCOB TOKIIA0B HAa MEXKTYHAPOIHBIX KOH(E-

peHIusX, a Tak ke 1 qokymente mo crangaptusanuu (MU 3560).

Juunwtit éxnao aemopa

[IpoBenenne u3MEpEeHUNM METOAOM ATOMHO-dMHCCUOHHOM CHEKTPOMETPUM C HHIYK-
THUBHO-CBSI3aHHOM TJ1a3MOM, B TOM YHCIIE IPU pa3padO0TKe U UCTIBITAHUSIX CTAaHAAPTHBIX 00pa3IioB
paCTBOpOB JACBATH XUMHNYCCKHUX IJIEMCHTOB, l'IJ'IaHI/IpOBaHI/Ie BKCHCpI/IMeHTOB nu o6pa60TI<a NU3Me-
pUTeNbHON MHOpMaLMK, TOTYyYEHHOW METOJJaMU Macc-CIIEKTPOMETPUH C WHIYKTHUBHO-CBSA3aH-
HOM IJIa3MOM M BBICOKOTEMITEPATYPHOM SKCTPAKIIMU B HECYIIIEM T'a3€ JIJIsi OLIEHKU MAaCCOBOM JTOJIN
OCHOBHOI'0O KOMIIOHEHTa B ATAJIOHAX CPAaBHEHHUs B BUJE YMCTBHIX BELIECTB, UX OJHOPOJHOCTH U
XapaKTEPUCTUK TOYHOCTH OCYILECTBIEHBI aBTOPOM JIUYHO. ABTOP HEMOCPEACTBEHHO y4aCTBOBAI
B U3MEPEHUAX MPUMECEN a30Ta, KUCIOPO/Ia, BOJOPOAA, YIIEPOoaa U CEPhl B MaTepralie 3TAJIOHOB
CpPaBHEHUS B BUJIE YACTHIX BEHIECTB METOJAMHU BOCCTAHOBUTEIBHOTO U OKUCIUTEIBHOTO IJIABJIE-
Hus. B paboTax, omy0IMKOBaHHBIX B COABTOPCTBE, TUYHBIN BKIIA] aBTOpPA B PaBHBIX JOJSIX C CO-

ABTOpaMHU.
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Cmpykmypa u 006vem ouccepmauuu

JlucceprarionHasi paboTa COCTOUT U3 BBEJCHHS, YETHIPEX TJIaB, MPHIIOKEHHSI, BEIBOJIOB
U CIIMCKa JuTepaTypsl, BKitoyatomero 102 oubauorpaduueckue ccbliku. PaboTa m3nokeHa Ha

145 crpanunax TeKcTa, COAepKUT 53 TaONULBI U 37 PHCYHKOB.
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1 O0630p auTepaTypsbl

ITpoGiema 4MCTOTHI BEIIECTB BCErAa OblIa U OCTAETCs aKTyallbHOMU, T.K. «OCOO0UUCTBIE)
BEIIIECTBA NPUOJINKAIOT HAC K MoJensaM (mportotunam) «llepuoandyeckoit CUCTEMBI 3JIEMEHTOBY.
Bo BTOpOii monoBuHe XX Beka ObLTH pa3paboTaHbl MHOTOCTYIIEHYATHIE METO/bI OYUCTKU IPO-
CTBIX BELIECTB U CJIOKHBIX COEAMHEHUH. OJTHOBPEMEHHO Pa3BUBAJINCH U HHCTPYMEHTAJIbHBIE MHO-
rO3JIEMEHTHbIE METO/Ibl aHAJIN3a C HU3KUMHU IIpefenamMmu oOHapyskeHust. OHaKo AajabHeliee pas-
BUTHE HAyKH M TEXHUKHU CTaBUT IIPOOJIEMbI JalbHEUIIEro pacliupeHusl Kpyra 0oco00 YUCTHIX Be-
LIECTB, C OJHOBPEMEHHBIM CHM)KCHMEM COJEP)KaHUS B HUX IIPUMECEH, ITOJIyYCHHUS BELIECTB
CTPOT0 CTEXMOMETPUUYECKOT0 COCTaBa C MOCTOSIHHON CTPYKTYpo# U cBoiicTBamu. IIpoGiiema BbI-
SCHEHMSI «MCTUHHBIX» CBOIMCTB BELIECTB — OJIHA U3 (PYHIaMEHTAIbHBIX ITPOOJIEM €CTECTBO3HAHMS
— CTaBUT IIEpe] UCCIIe0BATENIMH 3a/1a4y [10JTy4EHHsI BEIIECTB, IPAKTUYECKH CBOOOIHBIX OT BCS-
Kux npumeceit. Cienyer oTMeTuTh, 9To B 70-80-€ rop! CIOKMIOCH HOBOE HAYYHOE HAIIPaBJICHHE
— XUMHSI BBICOKOUMCTHIX BEIIECTB. XMMHSI BEICOKOUUCTHIX BEIIECTB OXBATHIBAET J[BA TI100ATBHBIX
acrieKTa npoosieMsl — yHIAMEHTATbHBIN 1 MPUKIaTHOW. OyHIaMEHTATBHBIN aCIIEKT 00YCIIOBICH
IIPEKIE BCErO TEM, YTO MPOCTHIE BHICOKOUUCTBIE BEIIECTBA SBJISIOTCS IPOTOTUIIAMH JIEMEHTOB
[Tepuonuueckoit cuctemsl. UeM Bblllle JOCTUTAaeTCS YUCTOTA STHX BEIIECTB, TEM OJIMXKE MBI 11O~
XOJIUM K MX CBOMCTBaM, 00YCJIOBIEHHBIM COOCTBEHHON XUMUUYECKOU U (PU3HMUECKOU CYITHOCTHIO
AIIEMEHTOB, a HE BIMSHUEM COJEpKalMxcs B HUX npumecei. C 3TOW TOYKHM 3peHHs] OOJIbIION
Hay4HbI MHTEPEC MIPEACTABIISET BCECTOPOHHEE UCCIIEIOBAHUE CBOMCTB BBICOKOUYUCTBIX BEILECTB,
MOKa3bIBAIOIIUX MOTCHIUAIBHBIE BO3MOKHOCTU UX IIPAKTUYECKOrO MPUMEHEHUsA. pyron Bax-
HBIM aCIIEKT COCTOUT B BO3MOXKHOCTSIX MCIIOJIb30BAHUM BBICOKOYHCTHIX BEUIECTB B KAYECTBE JTa-
JIOHOB CPaBHEHUS B METPOJIOTMYECKUX padoTax M aHATMTUYECKON XUMHH. MeXIyHapoHas Cu-
crema equHuI (cuctema CH) BKITIOYaeT ceMb OCHOBHBIX €IMHMIL, U TOJIBKO OJTHA U3 HUX HE UMEET

CBOETO 3TaJI0HA — 3TO KOJMYECTBO BEIIeCTBA «MOJby» [1].

1.1 OG630p npuMeHsieMbIX METOA0B U3MePEHUSI XUMUYECKOI'0 COCTABA

B nacrosiee BpeMs CylIECTBYET MHOKECTBO METOJIOB aHAIM3a XUMUYECKOIO COCTaBa
BEILIECTB U MarepuaioB. s u3MepeHuil coaepkaHusi XMMHUYECKUX DJIEMEHTOB B HAYYHBIX U
MIPAKTUYECKHX 3a7jauax HauOoJblIee pacpoCTpaHEHUE MOTYYHIIM METObl aTOMHO-a0COpOIINOH-
HOI>'I, aTOMHO->MHCCHOHHOMN 1 MacCC-CIICKTPOMETPUHN BBUAY SKCIIPECCHOCTU, CEJICKTUBHOCTHU U AP.
Bapanosckas B.b. B cBoeit paboTe mokasana paclpoCTpaHEHHOCTh 3TUX METOJOB ITyTeM aHaIHn3a
CYIIECTBYIOIIUX JOKYMEHTOB B 00J1aCTH CcTaHmaptusanuu [2, C. 43], rae crekTpaibHbIe METOIbI
JUTSL aHaJIM3a YUCTHIX BEIIECTB Mpe/ICTaBICHBI O0see yeM B 35 TOKyMEHTax.

B nactosmeli pabotre OymyT paccMaTpHBAThCA pPE3YyJIbTaThl U3MEPEHUH, MOJYYCHHBIC

aTOMHO-?MHCCHOHHOMN 1 MaCC-CHeKTpOMeTpI/ICI\/II, KaK B3aMMOAOITOJIHAIOIIMEC B IIJIAHEC AUAIla30HOB



13
M3MEpPEHUI U pean3ylollue pazudyHble CIocoObl oOecredeHHsl MPOCIeKUBAEMOCTH KOJIUYe-
CTBEHHOI'0 XMMHUYECKOI'0 aHAJIN3a.

OTH METO/IbI TIOJOKEHBI B OCHOBY pa3pabotanHoro B 2012 rogy rocyaapcTBEHHOTO BTO-
PUYHOTO 3TaJOHA €IUHUI] MAacCOBOW JOJM, MaccoBOM (MOJISIPHOW) KOHILIEHTPALIMM METAJUIOB B
JKHJIKMX M TBEPIbIX BemiecTBax M MaTepuanax [ BOT 196-1-2012 [3]. OxHako mepeyrciacHHbBIC
METO/IbI TaK WJIM MHAYE MPEANOIaraoT UCTIOIb30BaHIEe CTaHAapTHBIX 00pasnoB (CO) cocraa Be-
LIECTB /Ul YCTAHOBJIEHMS 3aBUCUMOCTH BBIXOJIHOTO CHUTHAJIa COOTBETCTBYIOIIUX CPEICTB U3ME-
pPEHHIl OT coepaHHsl ONpeesseMOro KOMIIOHEHTa, T.. HE SIBISIOTCS aOCONIOTHBIMU (IIpsi-
MBIMH ). AGCOTIOTHBIM K€ MOXKET CUUTATHCS METO/I, pealin3alisi KOTOPOIo MO3BOJISET IPOU3BECTH
u3MepeHne GPU3NUECKON BEIMYMHBI 03 CCHUIKU Ha 3TAJIOH ATOM BEIMYMHBI [4], i, Kak B JaHHOM
ciyyae — CO.

Tax, KoHCynbTaTUBHBIM KOMUTET MO KOJIMUYECTBY BEILIECTBA OMPEIEIsieT EPBUYHBIN Me-
TOJI U3MEPEHMsI KaK METO]l, IMEIOIIUNA HAaUBBICIINE METPOJIOTHUECKHUE CBOMCTBA, MOJIENb (MaTe-
MaTHYECKOE YpaBHEHUE) U peau3alis KOTOPOIo MOJHOCTbIO ONKCAaHbl U MOHATHl B TEPMUHAX
enuuun cucremsl CU [5,6] 1, moMUMO MpoYMX, OTHOCHUT KYJOHOMETPHIO K IIEPBHYHBIM a0COIIOT-
HBIM METOJIaM, a TUTPUMETPHUIO U MacC-CIIEKTPOMETPHIO C U30TOIMHBIM pa30aBIeHUEM K OTHOCH-
TEJIbHBIM EPBUYHBIM METO/IAM.

Kynonomerpuueckoe TUTpOBaHME, KyJOHOMETPHUS C KOHTPOIUPYEMBIM MOTEHIIMAIOM U
Macc-CIIEKTPOMETPUS COCTABIISIOT OCHOBY FOCYAapCTBEHHOT0 MEPBUYHOIO ATAIOHA €UHUI] Mac-
COBOH J0JIM U MaCCOBOM KOHIIEHTPALIMA KOMIIOHEHTA B JKUJKUX U TBEPJBIX BEIIECTBAX U MAaTEPHU-
alax Ha OCHOBE KyJloHoMeTpudeckoro tutpoBanust ['DT 176 [7]. DTOT 3TaioH BOCIPOM3BOIUT
COOTBETCTBYIOILIME €IMHHUIIBI BEIMYHMH, KaK YK€ OTMEUYEHO, 0€3 CChUIKM Ha €AVHUIIbI BEJIMYUHBI
TOTO K€ pojJia U IMepelaeT pa3Mep BEIMYMHBI 3TAJIOHAM CPAaBHEHUS, CTAaHAAPTHBIM oOpasliaM U
BTOPUYHBIM ITAJIOHAM COTJIACHO rocyaapcTBeHHoi mosepounoii cxeme (I'TIC) [8,9]. Uckmroue-
HUEM SIBIISIETCS TOJBKO YCTAaHOBKA, PEAIN3YIOLAsi METOJl MacC-CIEKTPOMETPUH C MHIYKTHUBHO-
CBSI3aHHOM IIJIa3MOW, KOTOpask MCHOJb3YyeTCs I ONPEAEICHUS MACCOBOM 10U PUMECHOTO CO-
CTaBa METOJIOM J00aBOK M METOJIOM H30TOIHOTO pa30aBlieHHs. DTa YCTAaHOBKA IMO3BOJISIET HC-
nosib30BaTh cxemy «100 % muHyc cymma npumeceid» [10,11].

U sTanoHsl cpaBHEHHUs B BUJIE BBICOKOUUCTHIX BemecTB [12], Haxonsmuecs B mojie nep-
BUYHOTO 3TasioHa coryiacHo ['TIC, u ctanaapTHBIE 00pa3Ibl BISIOTCS CPEICTBAMHU TIEPEIaun €11~

HUII BEJINYUH, XapaKTEPU3YIOINX XUMUYECKUN COCTAB.

1.2 AHaau3 cpeJCTB nepeIayu eIMHUI BeJTHYNH, XapaAKTePU3YIOIINX XUMUYECKHUI COCTAB

[lepenaya equHUIBI BETUYUHBEI (T.€. MPUBEAECHUE pa3Mepa BEJIUMUMHBI, XpaHUMOM cpel-

CTBOM HM3MEpPEHHH, K €AUHUIIC BEJIMYUHBI, BOCIPOU3BOJUMON WU XPAHUMOUN 3TAJIOHOM JaHHOU
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€MHUIIBI BEJMUMHBI WJIM CTAaHAAPTHBIM 00pa3lioM) B KOJIMYECTBEHHOM XUMUYECKOM aHaJIU3e M0
CYTH SIBJIIETCSI YCTAHOBJICHHEM KaTMOPOBOYHOM 3aBHCHMOCTH BBIXOJHOT'O CHTHAjla aHAJIMTHYe-
CKOro mpubopa OT CoAepKaHUsI XUMHUECKOTO 3JIEMEeHTa (WM KOMIIOHEHTa) B CTaHAAPTHOM 00-
pasue (CO). Takue CO MOXHO pa3ienuTh Ha 2 OOJBIINE KaTErOPUHU 10 MPU3HAKY arperaTHoro
COCTOSIHMSI.

K ycnoBHoi1 nepBoii kareropuu otHocsTcst Marpuunble CO, MaTepuan KOTOPBIX Yalle
BCEro MPEJCTABIAIOT COO0H MOHOJUT MM MOPONIOK (CTPYXkKKY). HekoTopast 4acTh U3 HUX B OC-
HOBHOM IpeJHAa3HAaY€Ha ISl KOHTPOJII KauyeCTBAa U3MEPEHUN B COOTBETCTBUU C OINPEACIICHHOU
HOMEHKJIATypO! METOAUK U3MEPEHUI, U 4aCTO aTTECTOBAHHBIE 3HAYEHHUSI COJIePKaHUSI KOMIIOHEH-
TOB OIpe/eNIEHbl MEXJIa00PaTOPHBIM 3KCIIEPUMEHTOM, a 3HAUUT MOT'YT UMETh HEU3BECTHOE CMe-
menue. Takue CO MOryT OCyILECTBIIATh NEpeady €AUHHUIIbI BETUYUHBI, OJJHAKO CIEKTpP MpuMe-
HEHUS UX B TAKOM KauyeCTBE OUEHb Y3KUU (HampUMep, s IMIHUPUYECKUX METOJAUK U3MEPEHHUIA).
Jpyras 4acTe U3 3TON KaTeropuu MnpeacTaBisieT co00il MOHOIUTHBIE 00PAa3Ibl CILIABOB WJIH T.II.
U HEMOCPEJICTBEHHO NpeJHa3HAauYeHa JJIs KAIMOPOBKH aHAIUTUYECKUX NPUOOpPOB — HANpUMED,
PEHTTeHO(ITYOPECIIEHTHBIX HJIM aTOMHO-IMHUCCHOHHBIX CIIEKTPOMETPOB C AYTOBOW HITH UCKPOBOM
noHm3anue. AtrecroBannbie 3HadeHust 3TuX CO moiydeHsl MO0 MyTeM MexIabopaTopHOTo
AKCIIEPUMEHTA, JIN0O C MPUMEHEHHEM CTaHJIAPTU30BAHHBIX WM aTTECTOBAaHHBIX METOJIUK HU3Me-
penuii. [IpocnexxnBaeMOCTh aTTECTOBAHHBIX 3HAUEHUH J1aXe B MTOCIIEHEM CiIydae He BCerja oye-
BHJIHA U MOXKET OBITH yCcTaHOBJIEHA ¢ TomMoIibio CO pacTBOPOB XUMUYECKUX deMeHTOB i CO
B BUJIE YUCTBIX XUMHUYECKHX BEIIECTB, KOTOPBIE B CBOIO OYEPEAb IIPOCIEKUBAOTCS K IEPBUYHBIM
METOJIaM Ha OCHOBE KyJIOHOMeTpuH, peann3oBaHHbM Ha ['OT 176. Takue CO MOKHO OTHECTH KO
BTOPOIl YCIIOBHON KaTeropuu — pacTBOPHI BEIIECTB, T.K. Aaxke eciu ucxoqHo CO MoxeT mnpea-
CTaBJISITh COOON YMCTBIN METaJl WK COJIb, €r0 IPUMEHEHUE CBA3aHO C MEPEBOJAOM B pacTBOP.
Hanee Oynem paccmarpuBatb CO HMEHHO pacTBOPOB XUMHUYECKUX 3JIEMEHTOB, T.K. MX OCHOBHOE

HA3HAYCHUC — Nepciavda CAUHHULIbI BEJIMUUHBI ITPU I(aJ'II/I6p0BKe aHAJIMTUYECKOM arraparypsbl.

1.2.1 CranagaptHble 00pa3ubl PACTBOPOB XUMUYECKHX 3JIEMEHTOB

Cpenu yrBepxkieHHbIX THIIOB CO pacTBOPOB XMMHUECKUX HJIEMEHTOB OOJIBIIYIO YacTh
3anuMaroT CO, BeIyCKaeMbl€ B CTEKJISTHHBIX aMITyJlaX ¢ HOMUHAJIbHOM MacCOBOM KOHIIEHTpalUen
metamna | /v i oTHOCHTenbHO# morpemHocThIo 1 % [13].

Takue xapaktepuctuku 3TiX CO yKa3pIBalOT Ha HECKOJBKO MPOOJIEM, CBA3AHHBIX C UX
npuMeHenuem [14]:

— OTHOCHUTEJIbHAs OTPEIIHOCTh U3MEPEHUN MaCCOBOM KOHIIEHTPALIMM METAJJIOB B paCTBOpaXx Be-

IIECTB M MaTepuasiaXx He MOXKeT ObITh syumie 1 %;
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— HEBO3MOXHO HCITI0JIb30BaTh IPAaBUMETPUYECKHI METOJ MPUTOTOBIICHUS KaJTUOPOBOYHBIX pac-
TBOpOB 6€3 onpenenenus miotHocta CO;
— MPU XpaHEHUH MaTepUal CTaHIAAPTHOTO O0pa3la HAKATUIMBAET W3 CTEKJIA 3HAYUTEIBHBIC IS
Macc-CIIeKTPOMETPUU MPUMECH;
— MPU IPUTOTOBJICHUN KATMOPOBOYHBIX PACTBOPOB IS MACC-CIIEKTPOMETPUHU HYXKHO JENIaTh TPU

u Oosee pazdasieHuit pactopa CO.

Kpome onucaHHBIX HEIOCTATKOB CTOUT OTMETHUTh, YTO HEKOTOPBIC THITBI yKazaHHBIX CO
U3HAYaJIbHO UMEIOT B COCTABE HEKOTOPOE KOJIUYECTBO HEKOHTPOJIMPYEMBIX TIPUMECEH, UTO Orpa-
HUYMUBACT UX IPUMCHCHUC IIPU HeO6XOI[I/IMOCTI/I IMPUTOTOBJICHUS MHOT'O3JICMCHTHBIX KaJII/I6p0BO‘-I-
HBIX PACTBOPOB U JIJISI MACC-CIIEKTPOMETPHH.

AXTyaJbHOCTH penieHust 0003HauEHHBIX IPO0JIeM 00yCIOBICHA TOTPEOHOCTHIO HAYKH U
IPOMBIIIICHHOCTH B BBICOKOTOYHBIX H3MEPEHHSX COACPIKAHUS XUMUUYECKHIX AJIEMEHTOB B pa3jiny-
HBIX BeIlleCTBaX U MaTepuanax. OqHuM 13 Hanbouiee SpKUX MPUMEPOB MOXKET CITY>KUTh IIPOU3BOJI-
CTBO U HCCICAOBaHHA COCTaBa BBICOKOYHMCTBIX MCTAJUIOB W HUX CIUIABOB AJId HAHOWMHIAYCTPHH,
HHEPTEeTUIECKOT0 KOMIUIEKCA, MUKPOIJIEKTPOHUKU U a9POKOCMHYECKON OTPACIIH.

B oxHO# U3 moCiIeAHNX OTEYECTBCHHBIX MyOIMKanuil Ha 3Ty TeMy [15] omucana paspa-
6otka CO cocTaBa pacTBOPOB HOHOB PEAKO3EMENBHBIX METANIOB. ABTOPHI MpeIaratoT HEKOTO-
phIe perieHus 0003HAYCHHBIX MTPOOIIEM:

— aTTeCTOBAHHOE 3HAYEHUE CojiepkaHus MeTaia B MaTepuasie CO BeIpakaeTcs B BUJIE MAaCCOBOM
JIOJIA C YKa3aHUEM B macnopre rmioTHoctu Marepuaia CO;

— B IIAaCIIOPTE (6[0) MMPpUBCACHBI OPUCHTUPOBOYHBIC 3HAYCHU A MacCOBOM JOJIH an/IMeceﬁ B MaTepu-

aite CO.

Takoii moaxon k u3rotorieHnto CO cocTaBa pacTBOPOB XUMHUECKUX JIEMEHTOB TI03BO-
JISIET TIOBBICUTH TOYHOCTH IPUTOTOBJICHHS KAITMOPOBOYHBIX PACTBOPOB, TPUMEHSIS [PaBUMETPHYC-
CKUi MeToJ (10 CPAaBHEHHIO C BOJIFOMOMETPHUECKUM), M YUUTHIBATh BIMSHUE BO3MOYKHBIX MPH-
Mecell B MaTepualie CTaHJapTHOro o0pasiia Ha pe3ysibTaThl U3MepeHuit. [lomumo mpouero, u3-
BECTHAs IJIOTHOCTh PAcTBOPA MO3BOJISIET BBIPA3UTh COJEPIKAHME KOMIIOHEHTA B €MHMIIAX Mac-
COBO# KOHIICHTPAIIUH, YTO MPEAOCTaBsIeT BIOOP moTpeduTeno CO MeX 1y CKOPOCTHIO BOJIOMO-
METPHUYECKOTO M TOYHOCTHIO TPAaBUMETPHUCCKOTO MPHUTOTOBJICHUS KaJTHOPOBOUHBIX PACTBOPOB,
4TO MmoATBepKaaercs B [14].

BMecTe ¢ MONOKUTENBHBIMU TEHACHIIMSME aBTOPHI [15] He MpeIOKUIN MOBBIIICHUE
TOYHOCTH CTaHIAPTHBIX 00PA3II0B, B YACTHOCTH, M3-3a MEKIK3EMILISIPHON HEOTHOPOIHOCTH, CBSI-

3aHHOM ¢ TIporeaypoi (pacoBKH B CTEKJITHHBIC aMITYJIbI U C CAMOM Tapow.



16

ABTOpPOM HacTOSIICH pabOTHI COBMECTHO C KOJUIEraMu B cTaThe [14] ObuIn mpeamokeHbI
HWHBIC BAPpHUAHTBI YIIAKOBKH, KOTOPBIC, OAHAKO, HC HAIIJIM IUPOKOI0 MPUMCHCHUS BBUAY HU3KOI'O
KauecTBa MaTepuaa MOJIUIPONUICHOBBIX Ty0. [Ipobiema 3akitouaeTcsi B TOM, 4TO 3HAYUTEIbHAS
4acTh Ty0 UMEET HEOTHOPOIHYIO TOJIIMHY CTCHOK, U B Ty0aX C TOHKMUMH CTCHKaMU CTaOUIIbHOCTD
pacTBOpa pe3KO CHUKAETCS, YeT0 HeObUIO 00HAPY>KEHHO B MUJIOTHBIX UCCIICIOBAHUSAX. Y YUTHIBAS,
YTO XapaKTCPUCTUKHU CTa6I/IHBHOCTI/I CO sBisrorcs OOHUM U3 OCHOBHBIX MCTOYHUKOB HCOIIPCIAC-
JICHHOCTHU aTTECTOBAHHOTO 3HAYCHUS, UCCIIEIOBAaHUE CIOCOO0B (haCOBKU U U3YUCHHE TAPHI SIBJIS-
€TCsl OJJHUM M3 OCHOBHBIX HAlpaBJICHUH MpH pa3padoTke u npousBoactBe CO pacTBOPOB XUMHU-

YECKUX 3JICMCHTOB.

1.2.2 Ywucrble BewecTrsa

YucThle BelecTBa IUPOKO UCIOIB3YIOTCS B KauecTBe HocuTeneil nHdopMaliu B KOJIu-
YECTBCHHOM XMMHUYeCKoM aHanmu3e [2,16,17], nanpumMep, B BUJE pacTBOPOB, UCIIOIB3YEMBbIX IS
KaIuOpOBKH aHau3aTopoB cocraa [10]. 3HaHKME 0 YUCTOTE UCXOMHOTO BEIISCTBA HMJIH, MO-APY-
romy, 0 MaccoBoii j1osie ocHoBHOro komnonenrta (MZIOK), no3BosisieT pacpocTpaHsaTh HHPOpMa-
LI1I0 O MAaCCOBOI J10JI€ MJIM MacCOBOM (MOJIIPHOM ) KOHIIEHTPALIMH LIE€JI€BOI0 KOMIIOHEHTA IIPH T1e-
peBOJIe 3TOro BelecTBa B pacTBop. IIpoiie roBopsi, 4ucToe BEIIECTBO C JOCTOBEPHO MU3BECTHBIM
CoJIep’KaHUEM OCHOBHOI'O KOMIIOHEHTA, MOXET CTaThb OCHOBOM JUISl TPOCIIEKUBAEMOCTH PE3YJib-
TaTOB U3MEPEHMH 11€JIEBOr0 KOMIIOHEHTA HAaUMHAasl OT U3MEPEHUH Ha MEPBUYHBIX 3TAJOHAX U Ye-
pe3 cTaHAapTHhIE 00pas3Iibl COCTaBa 0 PYTUHHBIX U3MEPEHUH.

Jlnst GONBIIMHCTBA YUCTHIX BEILECTB, MpeAcTaBieHHbIX Ha pbiHKe, MJIOK oxapakrepu-
30BaHa 110 OTPAHUYEHHOMY YHCIy IPUMECEH, KOTOPbIE BaXKHBI, HAIIPUMED, JUIsl TEXHOJIOTHUYECKUX
IIPOLIECCOB WJIM BEPOSITHBI BBUAY MTPOLIEYP MOIYUEHUS 3TOI0 YUCTOr O BemecTBa. M3-3a aTux oco-
OEHHOCTEH HCIOJb30BAHUE TAaKUX BEIIECTB 0O€3 JOMOJHUTEIbHBIX HCCIETOBAHUNH HEBO3MOXKHO
BBHJly HAKOIUIEHHUsI HEKOHTPOJIMPYEMBIX CUCTEMAaTUYECKUX cMelleHni. ClieqoBaTenbHo, A0I0JI-
HUTEJIbHBIE HCCIIEI0BAHUS YHCTHIX BEUIECTB HEOOXOAUMBI JIJIsl METPOJIOTUYECKUX 3a/1a4.

Tax xe, cneayeT onpeaeNuTh JOCTaTOUHYIO CTENEHb YUCTOTHI U JOCTaTOYHBIN YPOBEHb
neneBoit HeonpeneneHHocTn onieHku MJIOK. ABropsr cratbu [10] 060cHOBaHHO TONAraroT 4TO
JUIs. TOCTOBEPHOM OLIEHKM YHMCTOTHI BEI[ECTBA KOCBEHHBIM criocoboM (mo cxeme 100 % munyc
CyMMa npumMeceil) Heo6X0AMMO OIIEHUTH cojepxkanue 91 mpumecu, 4To camo 1o cede 3aaaya He
TPUBHAJIbHASA, U B CPABHEHUU C IIPSIMBIM CITIOCOOOM 3a4acTyI0 HAMHOTO IOPOXKE, XOTS U JaeT Ooliee
BbIcOKHe nokazarenu Tounoctd MJIOK. CrenoBarenbHo, HE0OOXOAUMO MPUMEHEHHE BBICOKOTOU-
HBIX METOJIOB U3MEPEHUI W/WIM UX COBOKYITHOCTH JUIS POBEIEHUS UCCIIEAOBAaHUM YHCTBIX Be-

IIECTB ISl MX UCTIOJIb30BAHUS B METPOJIOrUIeCcKoi npakTuke [17].
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B oreuectBenroM mokymente [11] maHbl pekoMeHIaInu 110 BEIOOPY MaTepralia 3TajoHa
CPaBHEHHSI U CIIOCOOY OIIEHKH YMCTOTHI, HCXOs U3 1eneBor HeonpeaeneHHoctu MJIOK. Drot
JOKYMEHT COTJIacyeTcs C MeXKAYHapOIHBIMU TEHACHIIUSIMH B 00JaCTH METPOJIOTHIECKOTO IIpHUMe-
HeHMs YUCThIX BernecTB [18,19] u onpo6oBan npu yuactuu B cimucHusx CCQM-P107.1 «Purity
of Zinc with respect to six defined metallic analytes» [20], CCQM-P149 «Purity determination of
zinc to be used as primary standard for zinc determination» [16] (npencTaBiieHbl pe3yibTaThl, MMO-
JTy4eHHble KocBeHHBIM criocoooM) 1 COOMET 645/RU/14 «IIunotHbie cnuueHus B 00J1acTu u3-
MEpEHHUsI MacCOBOM JIOJM MEIW M IpUMecell B OECKUCIOPOAHOW MeAHOM KaTtaHke Mapku KMO
MOO016 s ompeneneHuss YMCTOTHl Menu» [21] (mpeacTaBieHbl pe3yabTaThl, MOJIYYCHHbBIE KAk
IPSIMBIM, TaK KOCBEHHBIM CIIOCO0aMN).

B pabotax [18,22] noka3zaHo, 4TO BBICOKOYHCTBIC MAaTePHAJIbl MOTYT BBICTYIIATh B Kade-
CTBE MaTEepPHAILHON peanu3aluy eJUHHUIIBI MOJIs B MexXayHapoAHON cHCTeMe €IUHULl BETUYUH
(SI), a ux rpaBUMETPUUYCCKH MPUTOTOBICHHBIC PACTBOPHI ABJISIOTCS MEPBUYHBIMU KaTHOPOBOY-
HBIMH PACTBOPAMH M MOTYT IPUMEHSTHCS B MHOXKXECTBE METOJIOB KOJTMIECTBEHHOTO XUMHUYECKOTO
aHayn3a. Mmest 1ocTaTOYHO OOJIBIIYIO KOJJIEKLIMIO YHCTBIX BELIECTB, Pa3yMHO MCIOJIb30BATh UX
pactBopsl (primary calibration solution mo [18]) s xapakrepu3zaiu CO pacTBOPOB 37I€MEHTOB
(secondary calibration solution mo [18]) meTomoM BBICOKO3(hGEKTUBHON CIIEKTPOMETPUU C MH-
JYKTHBHO CBSI3aHHOM IUTa3MO# BBUY BBICOKOM mperu3uoHHocTH [23,24]. TIpu 3TOM, yuuThIBas,
YTO OTHOCHUTEJIbHAS PACIIUPEHHAs HEONPEEIIEHHOCTh MaCCOBOM J0JIM OCHOBHOI'O KOMIIOHEHTA B
pacTBope uucToro BemiectBa oyaer nopsaka 0,05 %, oTHOCUTeNnbHas paclIipeHHast HeopeIeIeH-
HOCTbh MaccoBOM gomu 3toro komnoHenta B CO Oynet nopsaka (0,1-0,5) % B 3aBUCMMOCTH OT €10
CTaOMIIBHOCTH WJIM Ha3HAYEHHOTO Cpoka rogHocTH [25]. Takum 0Opa3oM, MOKET OBITH pean3o-

BaHa cxeMa o0ecnieueHus npociexkrBaeMocT CO MOHO3JIEMEHTHBIX PacTBOPOB.

1.3 OcHoBHbIE c1IOCOOBI XapaKTePU3ALUH CTAHAAPTHBIX 00PA3L0B M YHCTHIX BelleCTB

J1st yKa3aHHBIX paHee 1eJield MOYKHO BBIJIETUTH TPH OCHOBHBIX CIIOCO0a XapaKTepHu3aluu
CO u 9uCTHIX BemmecTB”.

1. U3mepenue conep:kaHus aHAIMTA MPSMBIM CIOCOOOM C UCTIONE30BAaHUEM ITEPBUYHOTO
metona. Jlanee (mm. 1.3.1) npuBecH aITOPUTM TPABUMETPHUYECKOTO TUTPOBAHUS, KOTOPBIN TTO3BO-
JISIET TIOTy4YaTh PE3YNIbTaThl C OTHOCUTEIHFHOM CYyMMapHON CTaHIAPTHOW HEONPEACIICHHOCThIO OT
xapakrepu3saruu (0,1-0,3) % [11,26].

2. PacueTHO-3KCTIEpUMEHTaNbHAS TIpolieypa mpurotosieHus Mmatepuaia CO u3 uu-

CTOI0 XUMHUYCCKOT0 COCIUHCHU A C U3BECCTHBIM COACPIKAHUCM aHAJINTA. I[anee (l'[. 132) IIPpUBCICH

4 Jlanee paccMOTPEHBI METO/IBI, 33/1eHiCTBOBAHHbIE B JaHHOI paboTe npu nccnenosaanu IC u CO u/uiny peann3oBaH-
ueie B ['BOT 196-1.
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OCHOBHOM aJITOPUTM OLIEHKH YUCTOTHI 110 cxeme 100 % MuHyc cymMa mpuMeceil 1 alropuT™ pac-
YeTa 10 Mpoleype rpaBUMETPUYECKOr0 IPUTOTOBICHHS pacTBOpa. ITOT MOIXO/ IMO3BOJISIET 1O~
JTy4aTh Pe3yibTaThl C OTHOCUTEIBHOW CYMMAapHON CTaHJapTHON HEONPEIENCHHOCTH OT XapaKTe-
pusarmu mopsiaka 0,05 % [25].

3. U3mepenue coaepkaHus aHalInTa KOCBEHHBIM criocooom. Jlanee (. 1.3.3) npuBeaeH
QITOPUTM KOMITAPATHBHOT'O METO/1a BBICOKOA(P(PEKTUBHOM CIIEKTPOMETPHH C MHIAYKTUBHO CBSI3aH-
HOM IJ1a3MOM, KOTOPBII [T03BOJISIET IIPOBECTH U3MEPEHUS C BBICOKOM MTPELIM3UOHHOCTBIO (ITOpSAIKa
0,01 % otH.), a cymMapHasi CTaHAapTHAsI HEONPEAEIEHHOCTh U3MEPEHHH 3aBUCUT OT BBIOPAHHOTO

oOpasma s KaTmOpPOBKH.

1.3.1 Ipsamoii cnocod n3mMepeHnii MaccoBoii 101 OCHOBHOI0 KOMIIOHEHTA

Mero rpaBUMETPUYECKOr0 THTPOBAHMS OCHOBaH Ha 00pa30BaHUM Mayo JHCCOLUUPO-
BaHHBIX KOMILJIEKCHBIX COCIMHEHHM KaTHOHOB MeTauioB ¢ stuieHauaMuH-N,N,N’,N’-TteTpayk-
cycHoit kucnotoii (3JITA) no ypasuenuto [27,28] Me?* + H2Y? = [MeY]* + 2H*.

CopneprkaHre HOHOB OIPEACIISIFOT C MMOMOIIBIO IBYX IbTEPHATUBHBIX MOAX00B [27]:
— IpsIMOE TUTPOBaHUE pacTBOpoM auHaTpueBoil conu DATA (tpuiiona b);
— 00paTHOE TUTPOBAHKE, ITPU KOTOPOM U30BITOK TPHIOHA b OTTUTPOBBIBAIOT pacTBOPOM €11a00T0

KOMHJ’IGKCOO6pa30BaTeJ'I$I KOMIIOHCHTA.

OKBUBAJIEHTHYIO TOUKY P TUTPOBAHUHU OIPENEISAIOT € IIOMOILBIO COOTBETCTBYIOLIETO
METAJJIOXPOMHOTO HMHAMKATOpa, KaK TOYKY, COOTBETCTBYIOILIYIO 3KCTPEMYMY IPOHU3BOJHOMN
(GYHKIIMH 3aBUCUMOCTH ONTHYECKON MIIOTHOCTU TUTPYEMOT'O PacCTBOPa OT MAcChl MPUOABIEHHOTO
pacTBOpa TUTpaHTA.

MaccoByro 70110 MOHa MeTaJlla B pacTBOpe (®, MI/T) BRIYUCISIOT 11O (OopMyJIaM:

_ My Ay (mya—my,)-M

p - My'myo'mz ! (l)
my-AyM m3
— Yy S b k
Wy = gt (m, — mb - 2%, @
yMyo My My
9IS m, — Macca HaBeCKH TpujioHa b, r;

A, — aTTeCTOBAHHOE 3HAYECHUE MACCOBOM J10J1M TpUiloHa b, %;

M,=372,2369 u M — MoJIsipHbI€ MacChl TPUIIOHA b 1 onpesiensieMoro KOMIIOHEHTa, COOT-
BETCTBEHHO, I/MOJIb [29];

Mm,,o — Macca IPUTOTOBJIEHHOIO PacTBOpa TPUJIOHa b, T;

Myq ¥ My, — Macchl pacTBopa Tpuiiona b konnentpanueii 0,03 MOJIB/KT, COOTBETCTBYIO-

1Y€ MepBOM U BTOPOM TOYKAM SKBUBAJICHTHOCTH, T
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m, — Macca pacTBopa OIpeIesIIEMOr0 KOMIOHEHTA, JOOABIEHHOTO MOCTIE PETUCTPAITIH
NEPBOTO CKayKa Ha KPUBOW TUTPOBAHUS, T;
m, — Macca OnpeAeIsieMOro KOMIIOHEHTa, B3SITOTO JJIs aHAJIN3a, T

mj u mg’, — Macchl pacTBopa TpuiioHa b, 100aBIeHHOrO K pacTBOPY U XOJIOCTOU mpoode,

COOTBETCTBCHHO, TI';

m,sc n m,lz — MacCcChbl paCTBOpa KOMHJ’ICKCOO6pa3OBaTeHﬂ, HU3paCxXoaO0BAHHOI'O HAa TUTPOBA-

HHUC paCTBOpa U XOJIOCTOH HpO6BI, COOTBECTCTBEHHO, T.

1.3.2 KocBeHHBIii c110c00 onpeeeHrsi MacCOBOii 101 OCHOBHOI'0 KOMIIOHEHTA

Jlnst onieiku MJIOK moryT ObITh HcTIONb30Banbl hopmyiisl [11] (moapobHee B 1. 2.2):

n r y
w:loo—in—Z?‘ (3)
i=1 j=1 ,
~3:5(BV),
Yi= b, “4)
n 5 1 r ’
Uk=2)=k-U,=2-u,=2 > u(x) +ZZyj (5)
i=1 j=1
rae X; - pe3ylbTaT BOCIPOU3BEICHUSI MACCOBOM J10JIH i-i 0OHapYXKeHHOU TipuMecH, %o;

N - KOJUYECTBO OOHAPYKECHHBIX TPUMECEH;
yj - Ipefien oOHapysKeHus j-ii npumecu, %;
T - KOJMYECTBO TPEEIOB OOHAPYKEHUS;

b:

; - KOO((HUIMEHT HAKJIOHA 'PaJyHPOBOYHON XapaKTePUCTUKH IS J-i IpuMecH;

S(BV); - cTanapTHOE OTKIIOHEHHE PE3YIbTATOB U3MEPEHHH, IIOTyIE€HHOE Ha (JOHOBOM
pacTtBope IS j-il IpUMeCH;

u(x;) - craHIapTHAS HEONPECICHHOCTh M3MEpEHH I-ii mpuMecH, %,
Yj o .
u(y;) = ]T - CTaHAApTHAs HEOIPEACICHHOCTh N3MEPEHHI TIPeIesIOB OOHAPYKEHUS |-i

npumecH, %.
[Ipu oToM n + r He MeHee 91 A YUCTHIX METAJUIOB U MOKET OBITH MEHBIIIE JIJIsl COJIeH
¥ OKCHJIOB Ha TO KOJIMYECTBO IJIEMEHTOB, KOTOPHIE BXOJAT B COCTAB UCCIIEIyeMOTO BEIIECTBA.

MaccoByro 101110 OCHOBHOTO KOMIIOHEHTA B PACTBOPE PaCCUMTHIBAIOT 110 (hopmyite [25]
My w- (g—i - 1)
) , (6)

La _ 4

X = Kstap * Knomo * Kevap | wo +
m, - (
Pn
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rae Kstab, Knomor Kevap — K03)OUIMEHTBI, CBA3aHHBIE C BPDEMEHHOW CTAOMIIBHOCTBIO, C O1-
HOPOJHOCTBIO M C BO3MOKHBIM HCIIAPEHHEM pacTBOpa B IMPOLIECCE MPUTOTOBJIEHUS COOTBET-
CTBEHHO (B pacueTax IPUHUMAIOTCS PaBHBIMHU 1, @ UX HEOIPEICIEHHOCTH YCTaHABIUBAKOTCS IKC-
NEPUMEHTAJIBHO);

W —MaccoBas J10JIs OCHOBHOT'O KOMITOHEHTA B OJIaHKe (B IPUMEpEe HUXKE BETMYMHA MTPH-
HATa paBHOH () C HEONPeIeIEHHOCTHIO B BUJIE IIpeieia OOHApYKEeHUs);

m, — Macca HaBeCKHM UCXOIHOr0 MaTepuaia (Y4MCTOro MeTasua);

m, — Macca pacTBopa;

W — MaccoBasi JI0JI1 OCHOBHOT'O KOMIIOHEHTAa B HCXOAHOM MaTepuae;

Pa> Pr» Pn — TUIOTHOCTH BO3/1yXa, PACTBOPA M UCXOTHOTO MaTepHajia COOTBETCTBEHHO.

1.3.3 KomnapaTtuBHbIii cioco0 nepeaavyu eTMHULBI BeJTHYNHBI

[lepenaua eaMHUIT MACCOBOM JIOJIM U MacCOBOM (MOJISIPHOM) KOHIICHTPALUU KOMITOHEH-
TOB Ha ATAJIOHE OCHOBaHA HA MCIIOJIh30BAaHUHU BHYTPEHHETO CTAHIaPTA U MPOUCXOIUT ITyTEM MHO-
TOKPATHBIX KOMITAPATUBHBIX H3MEPEHUH OTHOCUTEIIBHBIX MHTCHCUBHOCTEH BBIXOJHOTO CUTHAJA B
PacTBOpax UCCIEIYEMBIX U KATHOPOBOYHBIX 00pa3ioB [24,14] (moapobuee B . 4.1.2).

B oOmiem Buje pacdet MaccOBOM JIOJIH 3JIEMEHTa B aHAJM3UPYEMOM PAaCTBOPE IMPOU3BO-

IuTCA 110 hopmyIie

_ I Ky
w = wy (7)
rac |r u |a— OTHOCHUTCIJIbHBIC HHTCHCHUBHOCTHU aHAJINTA U BHYTPCHHETO CTaHapTa B Kann6p0—

BOYHOM U aHAIM3HPyEeMOM 00pa3Iiax COOTBETCTBEHHO;

Kr 1 Ka — k03¢ pu1ireHTs rpaBUMETpUUECKOro pa30aBieHHs KaTMOPOBOYHOIO U aHANIU-
3UpYyeMOro PacTBOPOB COOTBETCTBEHHO;

Wr — MaccoBas 70715 (MaccoBasi (MOJIsIpHAs) KOHIIEHTPAIlKs1) KOMIIOHEHTa B KAIIMOPOBOY-
HOM pacTBOpE, MI/T.

Takum 00pa3oM MOMKET OCYIIECTBIISATHCS TMepeaada eAMHULl BETUYNH MAacCCOBOU JOJN H
MaccoBOW (MOJISIPHOI) KOHIIEHTpAIIMM KOMIIOHEHTOB OT KaJMOPOBOYHOr0 00paslia U ee BOCIpo-

HU3BCACHUC B X XUIAKUX U TBEPABIX 06pa3uax.

1.4 O6ecneyeHue NpPocjae;KUBaAeMOCTH

[Ipu ocymiecTBICHUHN XapaKTepH3allul KakK CTaHJApTHBIX OOpaslioB, TaK U STAJIOHOB
CpaBHEHHSI HEOOXOUMO MPHUICPKUBATHCS MIPUHIIMIIOB 00ECTIEUEHUsI METPOJIOTUIECKON Tpocie-
KUBAEMOCTH HM3MEpPEHUIN aTTECTyeMOM XapaKTEPUCTHKH, T.€. ONPEAETUTh CBA3b KAXKIOW BEJIU-

YUHBI, BXOJIAIICH B ypaBHEHNE H3MEPEHUH C SIMHUIIAMH MEKTYHAPOIHOW CHCTEMBI ITIOCPEICTBOM
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9TaJI0HOB 3THX enuHuil. ABTOphI [30] paccMaTpuBarOT MPOCIEKUBACMOCTh U3MEPEHHUI B XUMHUHU
KOMILIEKCHO U BBIJCIISIOT CICIYIOIINE COCTABISIONIME (PUCYHOK 1):
— MPOCJICKUBAEMOCTb PE3yJIbTaTa aHAJIM3a KaK €ro CBOMCTBO, OJIHO3HAYHO CBSI3aHHOE C HAIHO-
HAIBHBIM 3TAJOHOM 4Yepe3 HEePa3phIBHYIO TOKYMEHTHPOBAHHYIO IIETIOYKY CIMYCHUN ¥ OCHOBAH-
HOE Ha mpociiexxuBaeMocT 3TaoHoB (CO), 000pyn0BaHHS U METOJIOB, IPUMEHIEMBIX JIJIS ITOJTY-
YEHHUS ITOTO PE3yJIbTaTa;
— npocaexuBaeMocTh 3TasioHa (CO) Kak CBOMCTBO €ro aTrTeCTOBAHHOIO 3HAYEHMUSI, OAHO3HAYHO
CBSI3aHHOE C HAIIMOHAJLHBIM TAIOHOM 4Yepe3 Hepa3phIBHYIO JJOKYMEHTUPOBAHHYIO LIEMIOYKY CIIH-
YCHHI 1 OCHOBAHHOE Ha JIAHHBIX O €T0 XapaKTepU3allii, CTA0MIBHOCTH U OJHOPOTHOCTH;
— MPOCIIKUBACMOCTh 000PYIOBAHHUS B BUJIE YIIPABICHUS dTHM 000pYIOBaHUEM, BKITIOUYAs KaITNO-
POBKY, HACTPOKHKY, TEXHUYIECKOE OOCITYKMBAHUE, PETUCTPAIIMIO COCTOSIHHSI, TTOJIOMOK H T.I1.;
— MPOCIIKUBACMOCTh METO/IMK aHAIN3a, KaK CIIOCOOHOCTh 3TOW METOJHMKH MPEIOCTABIIATE IPO-

CJIC)KUBACMBIC PC3YJILTATHI ITOCJIC COOTBCTCTBYIOIHGﬁ BaJInJalivu.

METHODS

o
\»} 0‘9« PRIMARY
Q,‘O\) 0‘3 Q}\ METHOD
< &\9 WELL-STATED LAB°§’,.-‘ TORY
o AT oxceuenee
GROUP OF
SIUNIT LABORATORIES
IN A SYSTEMATIC
PT SCHEME

eE o TRACEABLE

— = 1
RESULTS
| — el
SAMPLE
ALIQUOTS

Pucynok 1 — CocTaBisroIiye mpocieKuBaeMOCTH XUMHUECKuX uaMepenuii [30]
Jliis mpsiMoro crocoba ompesieNieHuss MacCoBOM 101 ocHOBHOTO kommnoneHnTta (MJIOK)

B YHCTHIX BEIICCTBAX METOAAMHU KYJIOHOMETPHH IIPOCIIC)KNBACMOCTD obecneunBaeTcs IIyTeM IIpu-
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MeHeHHUs 3akoHa Papazes, rae NpocaeKMBAEMOCTh YCTAHOBIICHA 1O 3HAYEHUsI KOHCTaHThI Papa-
nes [31] 1 10 OCHOBHBIX €IUHHMII — aMIIep, KHorpaMm U cekynaa [32,33,5] u, B cityuae ¢ rpaBu-
METPUYECKUM TUTPOBAHUEM, K TUTPAHTAM, OXaPAKTEPHU30BAHHBIM a0COIIOTHEIM METOIOM.

Urto kacaeTcsi KOCBEHHOTO MOJIX0/1a, TO 37e€Chb HEOOXOIMMO YCTaHOBUThH MPOCIIEKUBAC-
MocThb uepe3 npumensiemble CO At KaIuOpPOBKH Macc-CIIEKTPOMETPa ¢ UHIYKTUBHO-CBA3AHHON
wiazmoit (MC-UCII). DToT mporiecc B HEKOTOPOM CMBICIIE UTEPAIIMOHHBIN, T.K. OOJbIIAs 4acTh
3TuX CO HMMeeT yCTaHOBJIEHHYIO IIPOCIEKUBAEMOCTD UEPE3 TUTPUMETPUIO C IPUMEHEHUEM THUT-
paHTOB, oxapakTtepu3oBaHHbIX Ha ' DT 176 no ocHoBHBIX eauHul] CU 1 PpyHIaMEHTaIBHBIX KOH-
ctanT. OJIHAaKo B TeX cly4yasxX, KOrja B MaTepHale STaloHa CpaBHEHHsI OOHAPYKEHO 3HAUUTENb-
HOE COJiepXaHue IpUMecHOro aieMeHTa, CO KOTOpPOro He MMEET YETKOW MpOCIIeKUBAEMOCTH,
HEOOXOMMO YCTAaHOBUTDH 3TY MPOCIEKUBAEMOCTh JINOO MPSIMBIM CIIOCOOOM, JIMOO KOCBEHHBIM,
KOTOPBIiA B CBOIO OUEPEIb MOKET CTOJIKHYThCS C MOJI0O0HOMN MpOoOIEeMOiA.

Jliis obecriedeHus MpOCIeKMUBAEMOCTH NIEpeIauy eUHUI] BEIMYNH COACPHKAHHUSI KOMIIO-
HEHTOB B HEOPTaHUYECKUX BEILECTBAX U MaTepHallaX B Pa3IMUHBIX CTPaHAX UCIOJIb3YIOTCS CXO/I-
HbIE cXeMbl. Pa3paboTaHbl mepBUYHBIC CTAaHJAPTHBIE 00pa3Ibl COCTaBAa HEOPTAHWUYECKUX MaTepH-
aJoB, 0OBIYHO MPECTABISIONINE COO0 BHICOKOUHCTHIE METAJUIbI, UX OKCUABI WIH COJIU. DTU 00-
pasibl IEMOHCTPUPYIOT HAUBBICIINE U3MEPUTEIbHbBIE H KAIMOPOBOUYHbBIE BO3MOXHOCTH, K MacCO-
Basl J10JI1 OCHOBHOI'O KOMITOHEHTA B HUX MPOCJIEKNUBAIOTCS HETIOCPEICTBEHHO K CUCTEME €TUHUIL
CH. s arrecTanyy Takux 00pa31ioB UCIONIB3YIOT NEPBUYHBIE METO/IbI, K KOTOPBIM OTHOCSAT I'pa-
BHUMETPHIO U KYJTIOHOMETPHIO (UCCIIeI0BAaHUS, TPOBOANMBIE HAITMOHATEHBIMU METPOJIOTHYECKUMU
unctutytamu (HMW) Kananger u ['epmanuu, moka3pIBaloT, 9TO B KaYECTBE MEPBHUYHOTO MOXKET
TaK)K€ pacCMaTpPUBATHCSA METOJ MacC-CIIEKTPOMETPUH C TIICIOIIUM Pa3psIoM), a TaK K€ IPOBOJSAT
MexyHapoansle cnuyenus noj srugod KKKB MKMB. [Ins nepenaduud eIMHUIl TOTOBAT CTaH-
JapTHBIE 00pa3libl B BUJIE MOHO- UJIM MYJIBTUAJIEMEHTHBIX PACTBOPOB, UCTIOIB3YS IrPaBUMETpUYE-
CKYIO MIPOLIeAYPY IPUTOTOBIEHUS U OLIEHUBAsI COAEPKaHUE KOMIIOHEHTOB B HUX JIPYTUMU MOJIXO-
nsiumu Metonamu [34]. PactBopsl anemenToB HMU nipociiexuBaroT 10 paCTBOPOB MEPBUYHBIX
CO. pyrue uzroroputenu CO mpou3BOISAT CBOM KOMMEPUYECKHUE PACTBOPBI, JOCTYIHBIE IS JIFO-
OBIX OpraHHW3aIuil U HCIBITATETBHBIX JTA0OPATOPHiA, KOTOPBIE MPOCIEKUBAIOTCS O PACTBOPOB
JJIEMEHTOB, BbllTyckaemMblx HMMU.

Tak, nanpumep, B CIIIA paspabotansl ctanmaptabie o6pasiusl SRM cepun 3100 [35],
MpEeJICTaBIISIIOIIME COOO0M Psii paCTBOPOB BHICOKOYMCTHIX METAIIJIOB MJIM HEOPTraHUYECKUX COeIH-
HEHUU B KUCIIOTaX WK Boje. OTHOCUTENbHAS PaCIIMPEHHAs] HEONPEAEIEHHOCTh aTTECTOBAHHBIX
3HAYEHUI MAacCOBOM 101M KoMnoHeHTa HaxoauTces Ha ypoBHe (0,1-0,3) %. YcranoBnenue met-

POJIOTHYECKUX XapaKTEPUCTHK ITUX CTAHIAPTHBIX 00pa3lloB MPOBOIAT 1O MPOLEAYPE IPAaBUMET-
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PHUYECKOr0 MPUTOTOBJICHUS C MPUBJICYEHUEM JaHHBIX AHAIN3a, BHIIIOJHEHHBIX PAa3JIMNYHBIMU Me-
TOJIAMH: ONTHYECKON sMuccuoHHol criekrpockonuu (HP ADC-UCII), nonHoi xpomarorpaduu
(HP IC), macc-cniekrpomerpuu (ID-CV-MC-UCII). M3mepenue coaepxaHus MpuMecel yriiepoaa
U CepbI BBIITOJHSAIOT 10 aHAJIU3Y POIYKTOB CTOPAHUS, Ul OOJIBIIMHCTBA SJIEMEHTOB UCIIOIb3YIOT
pasnuyHbie BapuaHThl Macc-ciekrpomerpun (GD-MS, LS-MS, SS-MS, niin MC-UCITI). IIpocae-
KMBAEMOCTb aTTECTOBAaHHBIX 3HAYEHUH 00eCneunBaeTCs Npoueypoil TpaBUMETPUIECKOTO MPH-
TOTOBJICHUS pacTBOPOB BhicokouncThix BemiecTB (NIST Primary Materials) u ux cpaBHeHHEM C
pactBopamu («primary standards»), MpUrOTOBIEHHBIMU W3 BBICOKOYHMCTBIX BEILIECTB, MAcCOBas
JI0JIs1 OCHOBHOT'O BEIIIECTBA B KOTOPBIX YCTAHOBIICHA IO CXEME «CTO MUHYC mpumeck» [36,23].

B Mexkcuke mensto npoekta EMPR siBnisieTcst obecriedeHre J0CTOBEPHBIX PE3YJIbTATOB
u3MepeHui myrém obecriedeHus ux npociexuaemoctu k enuauiam CHU [37]. B kadectBe BbICO-
KOTOYHBIX MEPBUYHBIX METOJIOB, HE TPEOYIOIUX IPATyUPOBKU, UCIOJIB3YIOTCS KYJIOHOMETpUYE-
CKO€ TUTPOBAHUE U I'PaBUMETPHUS (/17151 BHICOKOUUCTBIX CoJiei — OudTanara Kanus, AMXpomara Ka-
must, DJATA) (pucynok 2). B kadecTBe BTOpHUHBIX (pe()epEeHTHBIX ) METOIOB IPUMEHSIOT BECOBOE
NOTEHLIMOMETpUYECKOEe TUTpoBaHue, auekrporpasumerputo, ADC-UCII (BbIcOKOUYHCTBIE Me-
TaJIJIbl: LIWHK, ATIFOMUHUHN, MarHuii, MeJib, HUKeJb, XpOM, KaaMuii). Jls1si IpUroToBIEHUs CTaHIapT-
HBIX 00pa3loB Ul IPaAyHMpPOBKHU HCIOJIb3YyeTCs IpaBUMETpUUecKas npouenypa. I[Ipociexusae-
MocTb Kk cucreme CU obGecrieunBaeTcsi B TOM YKCIIE U MEKIYHApOJHBIMU HccieloBaHUsAMU. Tak,
JUISL OTIpEe/IeTICHUS TpUMEcel METalIOB U HEMETAJJIOB B COJISIX MPOBOJISATCS COBMECTHBIE PaOOTHI

¢ Kanapoii.
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Pucynoxk 2 — Onpepenenue YucTOThl BICOKOUUCTHIX colicii B CENAM, Mekcuka [38]

B KHP pazpaboransl CRM, npeacrasnstonye co60i 0J1HO- WIX MHOTO3JIEMEHTHBIE pac-
TBOPBI C OTHOCHTEIIBHON PAaCIIMPEHHON HEONPEAEIEHHOCThIO aTTECTOBAHHOTO 3HAYEHUSI MacCo-
BOI JOJM WJIM MAacCOBOM KOHIIEHTpPAIMU AJIEMEHTOB-METAJUIOB WM aHUOHOB (HUTpPAT, HUTPHUT,
xJyiopua, 6pomat, propun) ot 0,2 1o 1,5 %. Takke pazpaboTaHbl cTaHIAPTHBIE 00PaA3Lbl BHICOKO-
YHUCTBIX XJIOpUa HaTpHs, KapOOoHaTa HATpus, XJIOpUAA Kallus, TUXpomara Kanus, gocdopa, ok-
CUJia IMHKA C MaccoBOil 1oyielt OCHOBHOTO BemecTBa 0osee 99,9 % u oTHOCUTETHHON pacIIupeH-
HOM HeomnpeaeIEHHOCThIO aTTECTOBAHHOTO 3HaYeHus1, cocTasisitonieit ot 0,005 o 0,04 %.

J1J15 KOJIMYECTBEHHOT'O OIIPEIEICHUS COJEPKAHUS TPUMECEN UCTIOIb3YIOT METO/IbI KYJIO-
HOMETpPUHU, 0OBEMHOIO TUTPOBAHUS, IPAaBUMETPUIO M MOHHYIO XpomaTorpaduto. Onpenenstor
npumecu 72 metamos, H, C, N, O, S, 9 pannoakTUBHBIX 3JIEMEHTOB U 5 0J1aropoHbBIX ra3oB.

B SInonum oGecrnieueHue nepenayu pasMepa eIMHULl BEJIMYUH COJIep)KaHUs KOMITOHEH-
TOB JOCTUTAaeTCsl MyTEM HCIOJIb30BaHUS TOCIEIOBATENbHBIX KaTMOPOBOK C HCIOJB30BAHHEM
CTaHAapTOB 0OJIee BHICOKOTO YPOBHS, XapaKTEPHU3YIOIIUXCSl MEHbILICH HeonpenenéHHOCThIo [39)].
Ha BepmmHe 3TOil cXeMbl HAaxOJATCs HalMOHAJbHBIE CTaHIAApPTHI, pa3pabarbiBaemMble NMIJ
(National Metrology Institute of Japan) u npemxycMoTpeHHbIe yka3aMu MUHHCTEPCTBA SKOHO-
MUKH, TOPTOBIIM U NMpOMbIIIeHHOCTH. KanubpoBouHble 1abopaTOpuu aKKpEAUTYIOTCS HHCTUTY-

tom NITE (National Institute of Technology and Evaluation). CrangaptHbie ycTpoicTBa, paboTa-
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IOLUE B aKKPEIUTOBAHHBIX JIAOOPATOPHSIX, HA3bIBAIOTCA BTOPUUYHBIMH HU3MEPHUTEIbHBIMHU CTaH-
JapTamMH ¥ KaTHOPYIOTCS TI0 IEPBUYHBIM CTaHiapTaM. PedepeHTHbIe MaTepHaibl, IPOU3BOANMBIE
UMM, HA3bIBAIOTCS BTOPUYHBIMU pedepeHTHHIMU MaTEpUaIaMu M KaJIMOPYIOTCS MO MEPBUYHBIM
RM.

Pazpabotanbl cranmaptabie pacTBopbl 40 1eMeHTOB, emé 13 HaxoasTcs B pa3paboOTKe.

Bce npoussoaumeie NMIJ pedepenTHbIe MaTepHaibl MOXKHO Pa3eiuTh HAa TPH TPYIIIIHL:

1) maTepuaibl, CiyKaiire OCHOBOU JJII XUMHUYECKUX U3MEPEHUH (ra3bl, paCTBOPHI HEOP-
TFaHWYECKMX M OPraHWYEeCKHX COCIMHCHHMIA), akKkpeauToBanHble cucremoit JCSS (Japan Calibra-
tion Service System),

2) maTtpuuHbIe peepEeHTHBIC MaTepHAIIbI, IPUTOTOBJICHHBIE HA OCHOBE MIPUPOTHBIX 00B-
€KTOB,

3) cnenuanbHble peepeHTHbIE MaTEPHUAIIbl, UCIIONB3YEMbIe B U3MEPEHUSX, CBA3aHHBIX
C MOTPeOHOCTSIMH COBPEMEHHOMN MPOMBIIUIEHHOCTH.

st pactipoctpanennsi CRM roToBSAT 1Ba HE3aBUCHMBIX PAacTBOpPa BECOBBIM METOIOM.
OnuH pacTBOp pa3lessitoT Ha AEBATh OYTHUIOK U MCIIOJIB3YIOT Ul pacnpocTpaHenus. pyroii uc-
MOJIB3YIOT ISl CPAaBHEHUS C IBYMsI OYTBhIJIKaMU MEepBOro pacTBopa. Paspaboransl KpuTepuu, npu
COOJIOICHUH KOTOPBIX CPABHEHUE MPU3HAIOT YCIEIIHBIM.

[Ipu ananu3e 00BEKTOB OKPYXKAIOIIEH CPe/ibl, MUIIEBBIX MPOJTYKTOB U MPOMBIIIJIEHHBIX
MaTepuajoB UCMONb3yIOTCs 00pa3isl JCSS, npu HEBO3ZMOXKHOCTH MX HCIIOJIB30BAHUS — JIHOOBIE
npyrue CRM. Marpuunsie CRM 1 CRM BBICOKOUNCTBIX BEIIECTB PAaCIPOCTPAHAIOTCS Ul BCEX
nojb3oBaresel, Bkiovas 3apyoexxusie HMU. CranpapTHble pacTBOpbl HOHOB MeTauioB U pH

pacmpoctpanstoTes B 3apyoexusie HMU (pucynok 3).
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Pucynok 3 — Cxema pacnpocTpaHeHHs CTaHJapTHBIX 00pa3IoB
COCTaBa BEUIECTB U MaTEpUAIIOB B SoHUMN

JUisl OLIEHKHM YHMCTOTHI HEOPraHWYECKHX MaTepHajoB IMPSIMBIM CIIOCOOOM (M3MepeHue
MaccOBOM J0JM OCHOBHOTO BEIECTBA) MCIOIb3YIOTCSI METOABI TPAaBUMETPHUH, KYJTOHOMETPUU U
TUTPUMETPHH, OCHOBAaHHBIE Ha peakluax KoMiiekcoobpazoBanus ¢ D/ATA, okucianureabHO-BOC-
CTaHOBHUTEIIbHBIX PEAKIHSAX U PEAKIHIX OCAKACHHS (PUCYHOK 4).

Jlns onpeneneHus coAep)KaHus IpUMeceil B HEOPraHUUeCKUX MarepHuaiax (OLleHKa 4u-
CTOTBHI KOCBEHHBIM CIIOCOOOM) MPUMEHSIOT METO/1bI aTOMHO-a0COpOIIMOHHOM CIIEKTPOCKOIINH, OTI-
TUYECKOM SMHCCUOHHON CIIEKTPOCKONHH C MHAYKTUBHO cBsi3aHHOM 1uazmoit (ADC-UCII), non-
HOM Xpomartorpaduu, HeHTPOHHBIN aKTUBAI[MOHHBIN aHaNIN3 (B YaCTHOCTH, AJISl ONIPEIETICHHUS Clle-
JIOB KaJIMUs1 B LINHKE BBICOKOW YHUCTOTBHI), @ TAKXKE MACC-CIEKTPOCKOINN Tierouiero paspsaa (GD-
MS).

Pa3paborannbie cTaHIapTHBIE 00pa3lbl BHICOKOUHUCTHIX HEOPTaHWYECKUX COETUHEHHIM
BKJIIOUAIOT B ce0s1: ruApodTanar Kaius, IMXpoMaT Kallns, kKapOoHaT HaTpusl, UOAAT HATpus, OKca-
JaT HATPUs C aTTECTOBAaHHBIMHU 3HAUEHUSIMH MAaCCOBOM 10/ OCHOBHOTO BemiecTBa 6oiee 99,9 %
u pacmpenHoit Heonpenenénnocteio (0,01 — 0,02) %. B pa3paboTke HaxXoAdTCS CTaHAAPTHBIC

00pa3Iipl cocTaBa XJIOPHIa HaTPHs, IIMHKA, XJIOPHIa aMMOHHUS | T.]I.
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Concentration comparison by titrimetry
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Pucynok 4 — Cxema onpejiesieHns: YUCTOThl HEOPraHUYECKUX COSAMHEHUN U o0ecTieueHust
npociexuBaeMoctu K enunuiam CU

CrnenyeT OTMETHUTDH, 4TO OOJNBIIOE BHUMAHUE pa3pabOTKe MPUHIIMIIOB KCIOJIb30BAHUS
Merona GD-MS B kauecTBe NEPBUYHOTO JIJISl OLICHUBAHUS COJAEPKAHUS MPUMECEH B BHICOKOUH-
CTBIX HEOpraHudeckux marepuanax ynenserca B Kanage n I'epmanuu. Pesynbrar nsmepenni
merogoM GD-MS mnpocnexuBaercs k eguHunaMm cuctembl CH depe3 M3BECTHBIC MOTEHITHAIBI
noHu3auuu. Ho J71s1 BelecTB BHICOKOM YMCTOTHI HEONPEIEIEHHOCTh ONPEACIICHUS] YUCTOTHI Me-
TaJUIOB CTAHOBUTCSI HE3HAYMMOM OTHOCUTEIBHO KOHEUYHOI'O PE3YNbTaTa U3MEPEHUM, U METOJT MO-
JKET UCIIOJIb30BAThCS B KAUECTBE MPSMOTO MIEPBUYHOTO MeTo/1a 6€3 HEOOXOAUMOCTH HCIIOIb30Ba-
HUS CTaHJAPTHBIX 00pa3IoB.

J171s1 o1leHUBaHUSI METPOJIOTUUECKHUX XapaKTEPUCTUK IEPBUYHBIX CTAHIAPTHBIX 00PA3I0B
(PRM) cocraBa BBICOKOYHCTBIX METAUIOB B [ €pMaHUU HCIOJB3YIOTCS CIIEAYIOIIHE METO/IbI:
macc-criekrpomerpusi (HR-MC-UCII, LA-MC-UCII), cratuyeckass Macc-CIIEKTPOMETPHS st
MHEPTHBIX ra3oB; aTOMHO-a0COPOIIMOHHAs CIIEKTPOMETPHS, aTOMHO-OMHUCCUOHHAS CTIEKTPOMET-
pusl C MHAYKTUBHO-CBSI3aHHOM IJ1a3MOH, CIIEKTPOPOTOMETPHUS, BOCCTAHOBUTEIBHOE M OKHCIH-
TEJIbHOE IJIaBJIEHUE, HEUTPOHHO-aKTUBALIMOHHBIN aHaIN3, MOH-CEJIEKTUBHBIA aHAIU3 U JAPYTue

(pucyHOK 5).
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Certification approach of Primary
Standards at BAM »BAM

ETand HG AAS HR ICP MS GD-MS
validation Continuous Glow discharge
additional information Nebulization Mass spectrometry
consistency check (all metallic analytes)
ICP OES, (INAA) \ LAICP NS
validation check of

additional information dissolution step

peiiaN

Non-metal
determination certified combined
CGHE; PAA uncertainty
nuclear methods value (GUM)
B | Creptmend of Aradyticsl Chisareg i | ARferenis My beisk: 13.11. 215 LE

Pucynok 5 — Metoapbl, ucnosib3yemsle A cepTuduKanum
NEPBUYHBIX CTaHAApPTHBIX 00pasuoB (BAM, ['epmanus)

CXCMy MMPOCIICIKUBACMOCTH IIEpCAaun CAUHUL BEJIMYHUH COLACPIKAHNUA KOMIIOHCHTOB B HC-
OpTraHHUYCCKUX BCHICCTBAX U MATCpUATIAX B FepMaHI/II/I MOKHO NIPpCACTABUThL B BUIC CXCM HaA pH-

CyHKax 6 u 7.

Cucrema CU

U

[IepBruHBIE CTaHIAPTHI

!

[lepBuyHbBIE KATMOPOBOYHBIE PACTBOPHI

L

[TpocnexxnBaeMble KOMMEpPUYECKHE PACTBOPHI ISl EPEAAY €IUHULL

I

Pe3ynbrathl u3mepeHuit B 1abopaTopusix

Pucynok 6 — Cxema mpocieKuBaeMOCTH PE3YJIbTaTOB U3MEPEHUN
k enuanniam CU (BAM, I'epmanus)
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PazpabGotanbl mepBUYHBIE CTaHIAPTHBIE 00pPa3lbl BHICOKOYHMCTHIX METAJUIOB (Kee30,
Me/b, CBUHEL, BUCMYT U Jp.) 1 HEOPTraHUYECKUX COJIEH (XJIOpUJl Kalus, XJIOPUI HATPUS U Ap.)
C MaccoBOM J0JI€i OCHOBHOTO BelecTBa He MeHee 99,9 % u pacmrpeHHON HeonpeneaEHHOCThIO
arrectoBaHHOro 3HaueHus1 ot 0,001 % no 0,01 %. ITpu 3TOM BEenMUMHBI paCIIMPEHHOMN HEolIpeae-
JEHHOCTHU COJIEP’KaHUs SJIEMEHTOB B pacCTBOpaXx, IPUTOTOBIIEHHBIX IPaBUMETPUUECKUM METOI0M
U3 JIAaHHBIX TBEPJIBIX BHICOKOUHUCTHIX BellecTB, coctapiset oT 0,1 10 0,3 %. DTu oOpasibl npume-
HstoTcs Toibko HMU s nepenayuu equau.

DTanoHbl CPaBHEHMSI B BUJIE BHICOKOUHCTHIX BEIIECTB, KaK U UX 3apyOEKHbIC aHAJIOTH:
Primary reference material; primary material [23], npuHIUIHAIEHO OTINYAIOTCS OT YUCTHIX Ma-
TEPUAJIOB, IPECTABICHHBIX Ha PhIHKE, IPEXKE BCETO JOCTOBEPHOCTHIO U ITOJIHOTON OIIPEIEIeHUS
MacCOBOM JI0JIM OCHOBHOTO KOMITOHEHTA M MOT'YT OBITh HCITOJIb30BaHbI KAK OCHOBA ISl 0Oecriede-
HUS IPOCIICKUBAEMOCTH U3MEPEHUI €AMHHULL BEIMYUH, XapaKTePU3YIOUINX COCTaB BEIIECTB U Ma-
TepuaioB. Y4uThIBas MexayHapomubiii ombiT [10,17], mpencraBisieTcss pasyMHBIM CO3JaHUE
MEepapXHUECKON CUCTEMBI NIEpeaul €IMHUL BEIUYHUH BO IVIaBE C 3TaJOHAMU CpPaBHEHMSI U Jajiee
yepe3 ux pactBopbl (Primary calibration solution; primary element solutions [40]) k kommepue-
CKUM CTaHJApTHBIM 00pa3iiaM, ¢ MOMOIIbI KOTOPBIX MPOBOAST KaTUOPOBKY aHATMUTUYECKOTO

O60py,I[OBaHI/ISI B UCIIBITATCIBbHBIX J'Ia60paTOpI/I$IX.

O6pasey X
UcnbiTaTenbHbie PacTBOD 06pasLA w
na6opatopum P obpast, x -~
Y Y ' ‘ N\ MeToamkm
/  V3MmepeHwui
CO yTBep:KAEHHOrO TUNa —
Mpoussogutenn =
CTaHAAPTHBIX 06pa3uoB Kommepueckuii pactsop, w
Ur=(0,3-0,7) % Y -
\
/ UcnbiTaHna
Y f CO MeTpo/IorM4ecKoro MHCTUTYTA | e
BTOpHUHbIIA MOHO03/1eMEHTHbIN w
U=(0,1-0,3) 9 7
3TanoH pacTBop, Urer=( )% \\ N\
Y ‘ [ / Cnnuenune
7
9TaNoH cpaBHEeHUsA —_—
. Pactsop uucroro -~
I'ocyp,apcr:aeHHbm -< Bewecrsa, Ur=0,05 % W aBMMETPUYECKoe
nepBUYHbIA 3TANIOH
Yucroe BewecTso, w NpuroTos/ieHne
Ur=0,01 % -
N
" [ >Ou,eHKa YUCTOTHI
7
cn -
K KF M MOJb Ny

Pucynoxk 7 — llenouka METpOJIOrH4eCKOM MPOCICKUBAEMOCTH AJIs SJIEMEHTHOTO aHanu3a. OHa
MOKAa3bIBACT CBSI3b MAaCCOBOM JTOJIU Wy dJIEeMEHTa B HeM3BeCTHOM o0pasie X ¢ CU
(Mexaynapoanas cucteMa equHuI n3mepennii). NA — mocrosinHas ABorazpo; Urel —
OTHOCHTEJIbHAS pacinupenHas HeonpeaeaeHuocts (k=2; P=0,95) [41,42]
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BriBoarbl o riase 1

1. AHanmu3 uTepaTyphl MoKa3ajl IIMPOKOe PacHpOCTpPaHEHUE CHEKTPaIbHBIX METOOB
aHanM3a XuMu4deckoro coctaa u npumeHuMoctb MC-UCII aJist OLleHKH YKMCTOTHI BEIIECTB IS
CO3/1aHUSI Ha UX OCHOBE 3TasIoHOB cpaBHeHus, a ADC-UCII ans xapaxkrepuzaunun CO pacTBOpoB
3JIEMCHTOB.

2. IIpogemMoHCTpHUpOBaHa MPUHIUITHAIbHAST BO3MOYKHOCTh OOECTICUCHHS] METPOJIOTHYC-
CKOM MPOCIIC)KMUBAEMOCTH TIPH Mepeave ¢AMHHUI] BEIMYUH OT 3TaJIOHOB CPAaBHEHUS B BUIE YUCTHIX
BerectB CO, nmpeaHa3HAYCHHBIM JIJIs1 KaTHOPOBKY aHATUTHYECKOTO 000PYIOBaHUS KaK B METPO-
JIOTUYECKHX 3a/layax, TaK U MPU MPOBEACHUN PYTUHHBIX U3MEPEHUM.

3. BolsiBeHBI HEIOCTATKH CYIIECTBYIOIIeH HOMeHKIaTypsl CO yTBEp:KIEHHBIX THUIIOB

KaK B KOJIMYCCTBCHHOM BBIPAXKCHUHU, TdK U B UX KAYCCTBCHHBIX XaPAKTCPHUCTHUKAX.

Ha ocHoBaHMM MpOBEACHHOTO aHANN3a C(HOPMYITHPOBAHBI CIEIYIONINE 3aa9H:
— MPOBECTH aHAJIN3 aJITOPUTMOB OLIEHKU YHCTOTHI KOCBEHHBIM CITOCOOOM C IENIbI0 BEIOOpPA OITH-
MaJIbHOTO;
— MPOBECTU IKCIIEPUMEHTAIIBLHBIE UCCIIEOBAHNS MATEPHAJIOB ATAJIOHOB CPaBHEHUS ISl OLIEHKU
UX OAHOPOJHOCTHU
— pa3paboTaTh ATAJIOHBI CPAaBHEHUS B BUJI€ BICOKOUMCTHIX BELIECTB HA OCHOBE BHIOPAHHOTO all-
rOpUTMa,
— NMPOU3BECTH BHIOOP ONTUMANIBHBIX [TAPAMETPOB U3MEPEHUI HAa ATOMHO-IMUCCHOHHOM CIIEKTPO-
METpE C LEIbI0 NOBBIIIEHUS] TOYHOCTH U3MEPEHMI NPU XapaKTepHU3ali CTaHIapTHBIX 00pa3lioB
pacTBOPOB DJIEMEHTOB;
— MPOBECTH HKCIEPUMEHTANIbHbIE MCCIIEeI0OBAaHUS YIAKOBKM CTAHAAPTHBIX 0Opa3lOB PacTBOPOB
3JIEMEHTOB JUIsl OLIEHKU CTa0MJILHOCTH MaTepualia M pa3paboTaTh MPOoLeaypbl SKCIIPECCHOTO KOH-
TpoJis cTaOMIbHOCTH HOBBIX napTuii CO;
— pa3paboTaTh cTaHIapTHbIE 00pa3lbl PACTBOPOB AJIEMEHTOB C YCTAaHOBJIEHHOW METpOJIOTHYe-
CKOM MpOCIIEeKUBAEMOCThIO, OTBEYAIOLINE COBPEMEHHBIM TPEOOBAHUSAM AHAIUTHUYECKOTO KOH-

TPOJIS.
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2 AHaJIu3 Ppa3IMYHbIX MOAXO00B K OllEeHKE YHCTOThI KOCBEHHBLIM CIIOCO00M

2.1 MeroanyecKkne 0CHOBBI

YucroTa BeliecTBa Uil MaccoBast 10JIsl OCHOBHOTO KOMIIOHEHTa — 3TO OCHOBHAs Xapak-
TEPUCTHKA MaTepHaia, KOTOPBI MOXKET OBITh UCIIOJIB30BAaH B KAUECTBE HTAJIOHA CPABHEHUS IS
XpaHEHHS U TIepe/lauy eJMHHL BETMUNH, XapaKTepu3youmx coctaB. O1HaK0, IPOU3BOIUTEIH Y-
CTBIX HEOPraHWYEeCKUX BELIECTB Yallle BCErO MPEACTaBISAIOT HA PHIHOK CBOIO MPOAYKIHUIO, MIPH-
BOJISI MACCOBYIO JIOJIF0 OCHOBHOT'O KOMIOHEHTa ¢ MapKupoBkoil «100 % mMunyc cymma oOHapy-
YKCHHBIX METAJLUTMUECKHUX MpuMecein» [22].

Kpome 3T0or0, B HOpMaTHBHBIX JJOKYMEHTaX, COJIEPKAIIUX TEXHUIECKHE YCIOBHUS U Tpe-
0OBaHUA K XUMHUYECKOMY COCTAaBY Ha MHOTHE BU/IbI IPOAYKLIUU U3 YUCTHIX METAJIIOB, COJIEPKATCS
TpeOoOBaHUS K TMpeAeTbHBIM COJEpXKAHUSM Y3KOro Kpyra mpumeceil. Hampumep, B
I'OCT P 53803 [43] onpexnencHo 5 Mapok mMeau (B 3aBUCHMOCTH OT JIOIYCKAaEMbIX COJCPKAHHM
OTACJBHBIX MpPUMECEi), U3 KOTOPHIX BO3MOXKHO M3TOTOBJICHHE MEIHON KaTaHKU C 3aJ[aHHBIMHU
CBOWMCTBAMH ISl DJIEKTPOTEXHUUECKUX Ienell. Takum oOpa3oM, Ipu MPOU3BOJCTBE ATHX MapOK
MEIH COKpAIllaloTCs 3aTpaThl Ha M30BITOYHBIA KOHTPOJIb COCTaBa B YacTH, MaJIO BIMSIOIICH Ha
norpedurensckue cBoiicTBa. C TEXHUMUYECKON TOYKU 3pEHUsl TaKOM MOJXO BIOJHE 0OOCHOBAH.
CoOCTBEHHO, TOATOMY TaKOW BapHaHT MOXKHO Ha3BaTh — «TEXHUYECKAash YHCTOTA» WIH IMO-IpY-
romy — «ueneBas yuctota» [2, ¢. 109]. lanee Bo n3dexaHue MyTaHUIIBI OyIeM MOJIb30BaThCS TEP-
MHUHOM «T€XHHUYECKas YMCTOTa» JUIsl ONMCAHUS OTIENIbHBIX aJIFTOPUTMOB 00pabOTKHU pe3yIbTaToOB
U3MEpPEeHUI MPUMECHOT0 COCTaBa, T.K. OH HE 00s13bIBaeT KOHKPETU3UPOBATH HOMEHKIIATYpPY OIpe-
NeNIIeMBIX TIPUMECEi B HCCIIeyeMOM MaTepHalie B OTIIMYHE OT TEPMHUHA «IIeJIeBast YACTOTa, KO-
TOPBIN, OYEBHUTHO, CBSI3aH C KOHKPETHBIMU TPEOOBAHHUSIMHU.

KacaTtenbHO e OLIEHKM YMCTOThI MaTepualia 3TajoHa CPaBHEHUS, OMUCAHHBIM BbIIIE
NOJX0/, HE MPUMEHHM MpPEeX/ae BCEro MOTOMY, YTO MOJENb SIBJISETCS HENOJHOM, U, cie/loBa-
TEJIEHO, MOYKET JJaBaTh CMEIECHHBIN Pe3yIbTar.

AnbTepHaTHBA — «aKaaeMuuecKas unctoray [2, €. 109], omenka KoTopoii moapasyMmeBact
OTpeieIeHUe MOJHOTO (MM MPAKTHYECKH MOJIHOTO) MPUMECHOTO COCTaBa MCCIETyeMOro MaTe-
puana. Hampumep, s toii e mean [43] mapku MO016 u3 10mycKOB 10 MPHUMECHOMY COCTaBY
MO>XHO OTIPENICTUTh «IIEJEBYI0 YUCTOTY» He HIke 99,9935 %, a u3 pe3ynbTaTroB, MpeICcTaBIICH-
HBIX B IJ1aBe 3, MOXKHO OIICHHUTh, YTO MAacCOBas JI0JII MeH, ToirydeHHas kak 100 % mMuHyC cymma
[EJNEeBBIX MpuMecel, coctaBmsieT 99,9972 % (4To cOOTBETCTBYET TpeOOBaHUAM), MaccoBasi JOJs
Mmenu, noxydenHas kak 100 % muHyc cymMma oOHapy>KeHHBIX pumecei, coctaBisgeT 99,9943 %,

a C y4eTOM MpeesioB OOHAPYKEHHsI «aKaJeMU4ecKasl YNCTOTa» COCTaBUT JUb 99,9919 %.
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2.1.1 Metoabl U3MepPEeHUIi colep:KaAHNSI HEOPTaHUYECKHUX MUKPONPUMecei

Cyl1ecTBYIOT pa3iMuHble METO/bBI ONpeAeNieHUsl collepkanus Mukponpumeceil. Cpenu
HUX MOYKHO BBIJICJIUTH HauboJee paclpoCTpaHEeHHbIe U / Wi HauboJiee TOYHbIe, KOTOPhIE MOTYT
MPUMEHSTHCS 17151 OLICHKU YUCTOTHI BelecTB 1o cxeme 100 % munyc cymma rnpumecei:
— aTOMHO-a0COpPOIIMOHHAs CIEKTPOMETPHS;
— aTOMHO-3MUCCHUOHHAs! CIEKTPOMETPHS;

— MacCC-CIICKTPOMETPUA.

ATOMHO-a0copononHas cniekTpockonus (AAC) [44]

ATOMHO-20COpOIIMOHHAS CIIEKTPOCKOIHS OCHOBAaHA Ha TMOTJIONICHUN U3ITyYeHHS ONITHYE-
CKOT'O JIManazoHa HeBO30YKICHHBIMU CBOOOIHBIMH aToMaMu. Takum obpazom, B AAC HeoOXxo-
JIUMa TpeiBapuTelibHas aToMu3alus npoObl. BennunHa onTHYecKO! MIIOTHOCTH aTOMHOTO Mapa
B COOTBETCTBUU C OCHOBHBIM 3aKOHOM CBETOIIOTJIONICHHUS TPONOPIIMOHATIbHA KOHIIEHTPAIIUU T10-
TJIOMIAIOIINX YAaCTHI] - aTOMOB OIPEEIIIEMOr0 3JIeMeHTa B aroMu3arope. OCHOBHBIE THUITBI HCTOY-
HUKOB aToMH3aIy, npumensembie B AAC — 3T0 TuiaMs U 3JeKTPOTEpMUUYECKUEe (HETIaMEHHBIE)
aToMmu3atopsl. B Hacrosimee Bpemst B AAC B kKauecTBE HICTOYHHKOB M3JTy4€HUs HauOoJIbIlee pac-
IPOCTPAHEHHUE TOIYYMIH PA3PSAIHBIE JIAMITBI — JIAMIIBI C MTOJIBIM KaTOJIOM U 0€33JIEeKTPOIHBIE pa3-
psanabie dammbl. OHU SBJISIOTCS UCTOYHUKAMHU JIMHEWUYATHIX CHEKTPOB. Cephe3HbIN HEIOCTaTOK
pa3psAHBIX JIAMI — UX «y3Kasl CHelMaTu3allvs»: Kaxaas Jamia MpUrogHa AJs OmpeiesieHus
TOJIbKO OJTHOTO dNieMeHTa. CyIIecTBYIOT, IPaB/ia, © MHOTOSJIEMEHTHBIE JTaMIIbl, B KOTOPBIX KaTO
M3TOTOBJIEH M3 CMECH HECKOJIBKHX DJIEMEHTOB, HO Y HUX JKCIUTyaTal[MOHHBIE XapaKTEPUCTUKH,
KaK MPaBHJIO, XyXKeE, YEM Y OTHODIICMEHTHBIX.

[Ipenenst obnapyxkenus (IIJIO) B AAC st GONBIIMHCTBA 3JIEMEHTOB COCTABIISIOT
(10% - 10*) % B mnamennom u (10° — 107") % B HexTpoTepMHUUECKHX BapuaHTax. OIHAKO B 3a-
Jlayax, CBSI3aHHBIX C OIpeieIeHneM 00JbIIoro nepeys npumeceit, npumenenne AAC He onpas-
JIAHO | JlaJiee pacCMaTpUBaThCs HE Oy/ieT.

ATOoMHO-3MuccHOHHAs criekTpockonusi (ADC) [44,45]

MeTo OCHOBaH Ha TEPMUYECKOM BO30YKIEHUU CBOOOJIHBIX aTOMOB UM OJJHOATOMHBIX
WOHOB M PETHCTPAIMH ONTHYECKOTO CIIEKTPa MCITYCKaHUs BO30YXKICHHBIX aTOMOB. AHATUTHYE-
ckuM curHaJioM B ADC CITy’)XKUT WHTEHCUBHOCTh MCITyCKaeMoro u3iydeHust. [lockobKy Bo30yk-
JICHHE aTOMOB UMEET TEPMUYECKYIO TPUPOTY, BO30YKIEHHBIE U HEBO30YKICHHBIE aTOMBI HaXO-
JATCS MEXKAY c000i B TEPMOIMHAMUYECKOM PaBHOBECHH, TTOJI0KEHUE KOTOPOT'O OMHUCHIBAETCS 3a-
KOHOM pactipeneneHuss boibpiiMaHa, COrIacCHO KOTOPOTO MPH MOCTOSHHOW TeMIepaType 4YHhcCIo
BO30YKICHHBIX YACTHI] MPSIMO IPONOPIHUOHATIHEHO YUCITY HEBO30YKICHHBIX YacTHII, T. €. aKTH-

YEeCKH 0011IeMy YHCITY TaHHBIX aTOMOB B aTOMHU3aTOpe (ITOCKOJBKY B pealbHBIX YCIOBHUIX aTOMHO-
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SMHUCCHOHHOTO aHalln3a J0J1s BO30YXICHHBIX YacTUIl O4eHb Mana). B cBoto ouepens (mpu 3aaaH-
HBIX YCJIIOBUSIX aTOMM3AIUH, ONPENEIIEMbIX KOHCTPYKIUEH 1 peKUMOM paboThl mprbdopa, u ps-
JIOM IpyTux (paKTOpPOB), YUCIO ATOMOB B aTOMU3ATOPE MPOMOPIMOHATFHO KOHIIEHTPALIUU OTIpe-
nensieMoro 3yeMenTa B mpobe. B ADC pemaroiee 3HaueHUE UMEET IPABUIIBLHBIN BBIOOD YCIOBUM
aTOMMU3AIMH U U3MEPEHUS aHATMTUYECKOT0 CUTHAJIA, BKJIIOYas TPalyHpOBKY IO CTaHJapPTHBIM 00-
pasuam.

CambIM COBPEMEHHBIM MCTOYHHKOM BO30YXJIEHHBIX aTOMOB B ADC sBisieTcs HHIAYK-
THBHO-CBsI3aHHasn 1mia3ma [45,46] (MCII), obaanarornias mo 1nejoMy psAay mokasaresiei Haumyd-
[IMMH aHATUTUYECKUMU BO3MOKHOCTSIMH U METPOJIOTMUYECKUMHU XapaKTePUCTHUKAMHU.

[Ipenenst oOHapyxeHust B ADC 3aBUCAT OT crioco0a aTOMU3ALUU U TIPUPOJIbI ONPEEIis-
€MOro 3JE€MEHTa U MOTYT U3MEHAThCA B LIMPOKMUX Ipenenax. s JerkoBo30yIuMBIX U JIET-
KOMOHM3UPYIOMIMXCS AJIEMEHTOB (ILIEJIOUYHbIE W OOJIBIIMHCTBO IIEIIOYHO3EMEIbHBIX METAJIOB)
HAWIYYIIUM UCTOYHHUKOM aTOMHU3aluu siBiseTcs miams. [lpu sTom nqocturaercs npeaen ooHapy-
xenns 107 %. Jlnsa GonbIIMHCTBA APYTHX SIEMEHTOB HAMBBICIIAS YyBCTBHTENHLHOCTH TOCTHTA-
ercst npu ucnons3obanuu UCI ¢ npenenom obuapyxkenus 10® %. Onnako yka3aHHBIE TIpeeIbl
0OHapyXEeHHS — TO HAWTYYIlIUEe JOCTUTAaeMble Pe3yIbTaThl JTUIIIb B OTPAHUYEHHOM IEPEYHEe MaT-
PHII U JUIS Y3KOTO Kpyra OIpeiesieMbIX 3JIEMEHTOB. XapaKTePHBIMU XKe /I AaTOMHO IMHUCCHOH-
HOIi CIIEKTPOCKONUM ¢ HHAYKTHBHO-CBsi3aHHOii miiazmoii (ADC-UCII, ADC-UCII) sBrstoTcst
Tpenensl o6Hapyxenus nopsaka 10 % [45].

Mertoa xapakTepu3yeTcsl BBICOKOH CTaOMIBbHOCTBIO, HU3KUM YPOBHEM LIYMOB U Majlod
BeNIMYMHOHN (oHOBOro curHana. bonemoe npeumymectso ADC Han AAC 3akmoyaercs B BO3-
MO>KHOCTH OJIHOBPEMEHHOT'0 aHAJIN3a IIUPOKOr0 KPyra 3J1€MEHTOB. XUMUUYECKUE BIUSIHUS U MaT-
puuHble 3D PEKTHI, a TaKKe MELIAIOIINe BIUSHUS CO CTOPOHBI MaTepraioB aTOMU3aTOpa OTCYT-
CTBYIOT. JIONOTHUTENBHBIM IOCTOMHCTBOM METO/1a SIBJISIETCS BO3MOKHOCTD IUIABHO PETYJINPOBATh
YCIIOBHS aTOMHU3AILUH U BO3OYKICHHUS.

Macc-cniekrpomerpusi (MC) [44,45,47]

Macc-creKTpoMeTpuiecKiil MeTO;] aHalln3a OCHOBAH HAa MOHU3ALlUU aTOMOB U MOJIEKYJI
M3y4aeMOoro BEIECTBA U MOCIEAYIONIEM Pa3/IeIeHnH 00pa3ylouXcs HOHOB B TPOCTPAHCTBE WIIN
BO BpeMeHH. [loyueHHbIe Ipy HOHU3ALMU HOHBI C IIOMOILBIO JIEKTPUUYECKOTO MOJIS IEPEHOCATCS
B Macc-aHaju3aTop. TaM HauMHaeTCsl BTOPOM 3Tall Macc-ClIeKTPOMETPUYECKOTO aHAIN3a - COPTH-
POBKa MOHOB 10 OTHOIIEHHUIO MACChI K 3apsiay.

OTtnuunTenbHoi ocobeHHOCThI0 MC sIBIIsieTCs BO3MOXKHOCTh M30TOITHOTO aHAIM3a, YTO
MO3BOJISICT PEaIM30BaTh METO H30TONMHOTo pa3daBiaenusi [48,49]. CyTh MeTo1a 3aKITFOUACTCS B

CICOYIOMIEM: 06p33€l_[ C U3BCCTHBIM M30TOIMHBIM COCTaBOM, HO HCU3BCCTHBIM COACPKAHUEM DJIC-
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MEHTOB CMEIIIMBAETCS C TOYHBIM KOJMYECTBOM A00aBkU. [lo0aBka cOAepKUT HEOOXOAUMBIE dJie-
MEHTBI ¢ U3MEHEHHBIM U30TOITHBIM COCTaBOM. B myieanbHOM ciaydae 100aBKa JIOKHA COEPKATh
AIIEMEHTHI, 00OTalleHHbIe TI0 HAaMMEHEee pacrpocTpaHeHHbIM u3oTonaM. C 1enpio odecredeHus
M30TOIHOTO 0OMEHa MEKTy 00pa3oM U J0OAaBKOH, TOCIIEIHIOO CIIEyeT BBOJIUTh HA CTAJIUU pa3-
JoXeHusi o0pasia, eciau TakoBoe HeoOxoaumo. B npyrux ciydasx dopma, B KOTOPOM 31€MEHT
CYIIECTBYET B T0OaBKe, JOKHA TI0 BO3MOXKHOCTH OBITh UACHTUYHOM (hOpME IEMEHTa B 00pasIie.

[Tocne BBepeHust 10OaBKM U30TOITHOE OTHOIICHHUE JIEMEHTA B 00pa3iie U3MEHSETCS, U 1O
BEJIMYMHE 3TOr0 U3MEHEHUSI MOKHO PAaCCUUTaTh COJIEpKaHue dJIeMEHTa B HayallbHOH npooe.

MeTto M30TOMHOrO pa3z0aBieHUs UMEET psiJl OTPAaHUYEHUI: BO-TIEPBbIX, OMPEIEIIsIeMbIi
AIIEMEHT JIOJDKEH UMETh KaKk MUHIMYM J[Ba U30TOIa, BO-BTOPBIX, 3T U30TOIBI JIOJKHBI OBITH CBO-
OO0JIHBI OT CHEKTpaIbHBIX HHTEephepeHuid. Kpome Toro, crangapTHbie 00pas3ibl C TOUHO U3BECT-
HBIM U30TOIHBIM COCTABOM JIOPOTHU U HE BCETAa JOCTYITHBI.

Ha TounocTh aHanmn3a ¢ npuMeHEeHHEM YTONH METOJIMKH HE OKa3bIBAIOT BIUSHUE HECIICK-
TpaJbHbIE HHTEP(PEPEHIINH, CBSI3aHHBIE C U3MEHEHHEM YYBCTBUTEILHOCTH MPUOOpPA BO BPEMEHH,
MaTtpudHbie 3 (EKTH U T.1., TOCKOJIBKY H3MepseTcst He a0COM0OTHAS KOHIICHTPAILKs U30TOIa, a
n30TOINHOE oTHowIeHue. [1o Toif e nmpuyrHe B CHITy IPOTEKaHHS U30TOMTHOTO 0OOMEeHa MEXAy 00-
pasiom u 100aBKOW MOTEPH aHAJIKMTA P MAHUMYJIAIUIX ¢ PpoOoii He Tak 3HauuMbl [50,47, CC.
228-232].

OtnenbHO HEOOXOAMMO OTMETUTBH, YTO MACC CIEKTPOMETPHUSI C M3OTOIHBIM pa30aBiie-
HUEM MPU3HAHA OTHOCUTENHHBIM MEPBUYHBIM METOIOM.

B Heoprannyeckoit XuMuH1 7Sl aHaIN3a SJIEMEHTHOTO COCTaBa MPUMEHSFOTCS «GKECTKUE)»
METO/IbI MOHU3AINH, TAaKHE KaK: HMOHU3AIHsI B MHIyKTHBHO-CBSI3aHHOM TIa3Me W MOHU3AIUS B TIIe-
foriem paspsze (TP). ABropom [47] onmcanbl U APYyTHE CIIOCOOBI aTOMH3AIMK (JIa3epHast adJis-
HUsl B COYETAHNH ¢ MHIYKTHBHO-cBsi3aHHO# mia3moii (LA MC-UCII), snekrporepMudeckast,
AIIEKTPOHHBIN ylap U Ap.), MEHee MOAXOIINE ISl U3YUEHHUsI COCTaBa YUCTHIX HEOPTaHUYECKHIX
Berects [47, cC. 28-72].

OcHoBHoI1 00acTho npuMeHneHrss MC ¢ HHIYKTHBHO-CBsI3HOH muiazmoii (MC-UCIT)
SBIISIETCSl aHANU3 KUJIKUX O0pa3loB M PACTBOPOB PA3MUYHBIX BellecTB W marepuanoB. Cyie-
CTBYET MHOXXECTBO croco0oB BBeneHus pactBopa B VICII, HO Bce OHM B OCHOBHOM JOCTHUTAIOT
€IMHOTO PEe3yJbTaTa - OHU 00pa3yloT YIbTPAJAUCIEPCHBINA a3P030Jib, KOTOPBIA MOXKET OBITH (-
(EeKTUBHO MOHM30BaH B IJIa3MeHHOM paspsne. Tombko (1-2) % mporeHTa pOOBI TOCTUTAIOT

IJIa3MBI.
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MC-UCII no3BoasieT onpeaesaTh 3JIEMEHThI ¢ aTOMHON Maccoil ot 7 1o 250, To ecTh OT
Li go U. OnHako HEKOTOpBIE MAaCcChl HE OMpeAeIsatoTes, Harpumep, 40, n3-3a IPUCYTCTBHS B 00-
pasiie 6ounbioro konmdecta aprora. O6eranbii MC-UCII mpubdop criocobeH onpeaenuTs coep-
xanne ot (1-10) ur/am® no (10-100) mr/am® [50].

Astopsl [51] ormeuarot karoueByro posib MC-HCII B MeTpOJIOTHH HEOPraHUYECKON XH-
MUH, TIPUBOJIA B MPUMEP 56 MEXTYHAPOIAHBIX CIMUYCHUH, B KOTOPBHIX MPUHSIIO 16 pa3inudHbIX
HAI[MOHAJILHBIX METPOJIOTHYECKUX WHCTUTYTOB, UCIOJB3YS STOT METOJ JUIS DJIEMEHTHOTO aHa-
JIN3a, MacC-CIEeKTPOMETPUHN C U30TOMHBIM pa30aBlIeHUEM, ONPEACICHUS U30TOMHOIO COOTHOIIIE-
HUS WIHA COCTaBa METAINIOOPTaHUYECKUX COeIMHEHUH.

[MpeumymiecteBom MC Tiieromiero paspsina (TP MC, GDMS) siBisieTcst BO3MOXHOCTb
aHayu3a npo0 6e3 mepeBojia ux B pacTBop [52], a TakKe BO3MOKHOCTD OINPE/ICIICHUS] PACTBOPEH-
HBIX B Ipo0Oe ra3oB U razoo0paszyomux 3emMeHToB. GDMS nossunace 6omee 50 neT Hazan, npu-
yeM 0OJIbIIOe KOMMYECTBO HccleaoBaHui Obu10 nmpoBeneHo B Coerckom Coroze u Poccun. B mno-
clieTHee BpeMs BO3HUKIIA HOBAs BOJIHA MHTEPEca K aHATU TUICCKUM TIPUIIOKEHUSM TIICIOIIETO pa3-
psina, cBsi3aHHAs C TIOSIBJICHUEM UCCIICJIOBATEIILCKAX M KOMMEPUYECKUX aHATUTHUECKUX CUCTEM, B
KOTOPBIX 00bEIMHEHBI TIICIOLIUHN pa3ps] U Macc-ClIeKTpoMeTp. B 3TuX cuctemax Bce HIMpE HAUU-
HAIOT UCIOJB30BaTh PAIMOYACTOTHBIE U UMITYJIbCHBIE Pa3psi/ibl, UMEIOLIUE PsJ IPEUMYILECTB 10
CPaBHECHHIO C Pa3psIOM TIOCTOSTHHOTO TOKa. B MEeXTyHapOIHBIX W3IaHUSAX TPEICTABIICH PsiI 00-
30pOB IO MacC-CIIEKTPOMETPHH C TICIONIMM pa3psaoM [53,54,55], Ho B pycCKOSI3BIYHOM HAYYHON
JIUTepaType MoJ00HbIEe MyOIMKAIIMK MaJIO PaCIPOCTPAHEHBI.

B rtabmuue 1 mpencraBiieHbl CPaBHUTENBHBIE XapPAKTEPUCTUKH HEKOTOPBIX METOJIOB
macc-criekrpomerpuu [47, . 257]

Tabmuma 1 — CpaBHUTENTBHBIE XapAaKTEPUCTUKH METOJIOB MACC-CIIEKTPOMETPHH
Bug MC I1J10, Mkr/T YpoBenb TouHOCTH | KitoueBbie 0COOCHHOCTH

BBICOKAs1 YYyBCTBUTCIIbHOCTD,

GDMS 0,0005-0,1 ++ BO3MOXKHOCTh olieHku I1JI0 meromom

HOPMHPOBKH
MC-UCII 0,000001- ++

BBICOKAs CKOpOCTB nu '—IyBCTBI/ITeJ'IBHOCTB
ID MC-UCII 0,001 +++
LA-MC- 0,00001-

+ BBICOKAsi CKOPOCTh M YYBCTBUTEIBLHOCTh

UCII 0,001

Bce paccMOTpeHHBIE BBIIIE METOJIBI U3MEPEHUN COAECPKAHNUS MUKPOIIPUMECEH HMEIOT
CBOM JOCTOMHCTBA U HEIOCTAaTKH. BakHBIM JOCTOMHCTBOM ATOMHO-DMUCCUOHHOU CIIEKTPOMET-
pUU ABIJISIIOTCS BO3MOKHOCTU JKCIIPECCHOTO, OJHOBPEMEHHOTO KOJIUYECTBEHHOI'O OIPEACIICHUS

0O0JIBIIOrO YKcia 3JIEMEHTOB B HIMPOKOM MHTEpBaJie KOHIEHTPAIUI ¢ MPUEMIIEMO TOUHOCTHIO
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IIPU UCTOJIB30BAaHUH Masioi Macchl MpoObl. C MOMOIIBIO ATOTO METOa TaKkKe BO3MOKHO peasu-
30BaTh METOJMKY KOMIIAPATUBHBIX U3MEPEHMI, O3BOJIAIONLYIO IIEpeAaBaTh €IMHUILY MAacCOBOM
JIOJM DJIEMEHTOB Ha MaKpOYPOBHE OT MEPBUYHBIX (20COJIIOTHBIX) METOAOB C BBICOKOW TOYHO-
creio [14].

[TomuMo Gosiee HU3KHX TIpeAesioB oOHapyx eHus 1mo cpaBHeHuo ¢ ADC-UCII ogaum u3
noctouncTB MC-UCII sBnsieTcss BO3MOXKHOCTh peaH3allMd HM30TOMHOTO pa30aBiIeHUs Jis
OIICHKH MHUKPOTIPUMECEH ¢ MaKCUMalIbHOW TOYHOCTHIO. HO MeTon M30TOmHOTrO pa3baBlIeHUS
MMEET PsiJl OTPAHUYEHUI: BO-TIEPBBIX, ONPEACIIAEMBbIN IEMEHT JOHKEH UMETh KAK MUHUMYM 2
M30TOI1a, BO-BTOPBIX, 3TU U30TOIIbI IOJKHBI OBITH CBOOOHBI OT CIIEKTPAIbHBIX HHTEPHEPEHLIUH.
Kpowme Toro, crannapTHbie 00pa3iibl C TOYHO U3BECTHBIM M30TOIHBIM COCTABOM JJOPOTH U HE BCe-
I/1a JOCTYIIHBI.

ATOMHO-3MHCCHOHHBIN U Macc-criekTpoMerpuyeckuit metoibl ¢ UCII nononustor npyr
JIpyra, 1 Ux napajuiesibHOE UCI0JIb30BAaHUE JJI XapaKTepHU3allui BBICOKOUYHUCTHIX BEILIECTB I103BO-
JISIeT OXBaThIBaTh 00Jiee MIUPOKUN TUAMIa30H COJIEpKAHUM MMpUMecel B 0OTHOU MpoOe, KOHTPOIIH-
poBaTh MPAaBUIBHOCTh aHAIM3a HMPUHLIUIUAIBHO Pa3HBIMU METOJIAMHU U OIPEAEIATH JIEMEHTHI,

AHAJIIUTUYCCKUC JIMHUKU KOTOPBIX B OJTHOM U3 MCTOJAOB UCIILITHIBAIOT PA3JIMYHBIC IOMCXU.

2.1.2 Metoabl n3MepeHHii coep:KaHUusA ra3000pa3yOUIUX NpUMecei

B nacrosiiee Bpemst 11 NpoBeAeHUs aHaIM3a razooopasytomux npumeceit (I'Tl) B me-
TaJIaX U CIUIaBax MPUMEHSIOTCS pPa3INYHbIE HHCTPYMEHTAJIBHBIE METO/IBL: 3TO MPEXKIE BCETO Me-
TOJIbI TOpSTYEN SKCTPAKIMU (METOABI BOCCTAHOBUTEJIBHOTO M OKMCIUTEIBHOIO IIABJICHHS) B MO-
TOKE MHEPTHOIO T'a3a, YSMHUCCUOHHAS CIIEKTPOCKOIHUS, CIIEKTPOMETPHUS C NHIYKTUBHO-CBSI3aHHOU
IJIa3MOM, peXke aKTHBALMOHHBIM aHAINW3 Ha 3apsDKEHHBIX YacTUIAX, MacC-CIIEKTpajbHbIA aHa-
s [17].

K oueBuAHBIM IpEUMYIIECTBAM ONTUYECKON SMUCCUOHHOMN CIIEKTPOMETPHH IIPU aHAIU3E
I'TI cnegyer OTHECTH IKCIPECCHOCTD, HU3KYIO0 CTOMMOCTh aHaJIN3a U XOPOILIO OTPabOTaHHYIO IIPO-
LeAYypY aBTOMaTHU3MPOBAHHOM MOJATOTOBKH Mpo0. B mocnennee Bpems nosiBUIOCH 3HAUUTEIbHOE
YHCII0 paboT, MOCBAILICHHBIX pa3pab0TKe HOBBIX METOAMK U COBEPIICHCTBOBAHUIO CHIEKTPATbHBIX
npubOpOB ¢ UCKPOBBIM Bo30YkaeHueM (spark-OES) nns ananusa craneit ¢ ynbTpaHU3KUM COJIep-
’KaHHeM yriepoJia 1 a30Ta. ONTUMH3AII HCTOYHUKOB BO30Y:XK/1€HHUs1, 00€CTIeUnBAOIIUX XOPOLIO
BOCIPOM3BOANMBIE MAapaMeTpbl MCKPOBOTO paspsia, MPOrpaMMHOI0 OOeCredeHUsl, MO3BOJISIO-
IIETO aHAJIU3UPOBATH ONTHMAJIbHBIE YYAaCTKH AHAJIUTUYECKUX ITMKOB, BBEJCHHE BHYTPEHHUX
CTaH/IapTOB MO3BOJISET 3HAYUTEIBHO MMOBBICUTH BOCIIPOM3BOJUMOCTD pe3yabTaToB aHanu3a ['T1 B

o0racT HU3KUX KOHIEeHTparui [56,57]. OxHako crieKTpajabHOE ONpeaAeIcHHE HU3KUX KOHIICH-
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TpaIui 3JIEMEHTOB CBS3aHO ¢ HEOOXOAMMOCTHIO 0TOOpa MPOO MeTaia C UCIOIB30BAaHUEM CIIe-
[UATBHBIX MPOOOOTOOPHUKOB, IPOAYBAEMBIX APTOHOM, U CIICIIHAILHOW MPOIIETyPhl TTOATOTOBKH
po0, YTO COOTBETCTBEHHO MPUBOIUT K YBEIMYCHUIO OOMICH MPOJIOKUTEIILHOCTH aHAIN34, T10-
BBIIIIAET €r0 CTOMMOCTb, HUBEIUPYS MPEUMYIIECTBa CIEKTPaIbHBIX METO/I0B. Tem He MeHee 00-
1iee BpeMs CIEeKTPaIbHOIO aHaiu3a HU3KUX KoHueHTpauuid [Tl B cTansx Ha crekTpomerpax ¢
HCKPOBBIM UCTOYHUKOM BO30YKIEHUS COCTABISET OT 2,5 10 4 MUH.

OCHOBHBIM MPEUMYIIECTBOM CIIEKTPOMETPOB TICIOMIETO pa3psiia mo ['puMmMy sBIseTCs
BO3MOYKHOCTh ITPOBECHUS KOJIMYECTBEHHOTO MOCIoiHoro ananusa [58,59,60]. ITo Bo3MokHOCTH
JOCTHKEHUS HU3KUX IIPEEIIOB OOHAPYKEHUS CIIEKTPOMETPHI TICIOIIETO Pa3psiia UMEIOT Onpeie-
JICHHBIC MPEUMYIIECTBA 10 CPABHEHHUIO CO CIICKTPOMETPAMH C IPYTHMH UCTOYHUKAMHU BO30YXK/Ie-
HUS. AHAJTUTHYECKAss TOYHOCTh U3MEPEHUH B CIIEKTPOMETpaX TICIOIIETO pa3psiaa BEIIIC BCICI-
cTBUE 00jiee CTaOMIBHON TUIa3Mbl TJICIOIIETO pa3psijia Mo CPaBHEHUIO ¢ Ayroi u uckpoil. Kon-
CTPYKTUBHBIE OCOOEHHOCTH COBPEMEHHBIX UCTOYHHKOB IMO3BOJISIOT 00ECIEUUTh OBICTpOE U 3(-
(dexTuBHOE ynalieHue ancopOupoBaHHBIX Boabl W [Tl ¢ BHYTpeHHEH IMOBEPXHOCTU JIAMITHI
['pumma. 3ameHa GopBaKyyMHBIX HACOCOB Ha TypOOMOJICKYJISPHBIC IMO3BOJIHIIA CHU3HTH BEJIH-
yuHYy (OHA.

Taxke B kauecTBE HCTOYHUKOB BO30YXJICHUS MOXKET OBITh MCIIOJIBb30BaH Jazep. MeTon
MOKa3aJl BECbMa BBICOKYIO 3KCIPECCHOCTh, HO HEJIOCTATOYHYIO YYBCTBUTEIILHOCTh U BOCITPOU3BO-
JUMOCTB PE3yIbTaTOB U, YTO HEMAIIOBAYKHO, HEOHO3HAYHOCTh KOJTMUECTBEHHOW MHTEPITPETAIINN
pesynbTaros [61].

[Ipumenenue macc-criekTpomeTpuu npu omnpeaeneHuu [Tl mo3Boiser 3HAYUTENBHO CHU-
3WUTh Tpeebl O0OHAPYKEHHS U MOBBICUTh TOYHOCTH aHanu3a [62,63]. [Ipu 3TOM Macc-crekTpo-
METPUUYECKUN METOJ TTOKA SIBJISIETCS JJOCTATOYHO JTUTEIBHBIM, TPYJIOSMKHM U JJOPOTHM METOJIOM
aHaim3a.

MeTopl aKTUBAIIMOHHOTO aHAIM3a OCHOBaHBI Ha MCIIOJIB30BAHUU OBICTPHIX U MEJICH-
HbIX HeUTpoHOB (HAA), 3apsDKEHHBIX YacTHIl U FaMMa-KBAHTOB ISl MHAYLIMPOBAHUS SIEPHBIX
peakIuii, B KOTOPBIX 00pa3yroTCs WHINKATOPHBIC PATHOHYKIHIBL. BaXKHBIMHA TIpenMyIIeCTBAMHU
AKTHUBAIIMOHHBIX METOJOB aHAIM3A SIBJISIFOTCS MX OUYEHb HU3KHE MPeAeNbl 0OHAPYKEHUS 110 00JTb-
HIMHCTBY 3JICMEHTOB M BO3MOYKHOCTb NPOBEICHUS MPSAMBIX U3Mepenuit [64,65]. MeTtosl mo3Bo-
JSIIOT OTMPEACIIATH Ta3000pa3yolIre mpuMecH 0e3 ydeTa acopOMpOBaHHBIX HA TTOBEPXHOCTH 00-
pasia, 9To 0cOOEHHO Ba)KHO B CIIydae OIpEeesIeHUs] HU3KUX KOHIICHTPAIWi yriepoja U KUCIO-
pona. CIoKHOCTh MHCTPYMEHTAILHOTO 0(OPMIICHHSI, JITUTEIBHOCTD U BBICOKAsi CTOMMOCTB OITpe-
JIEJICHUS TIEPEBOJIST IaHHBIE METOIbI B pa3psil HCCIEIOBATEIICKIX U apOUTPAKHBIX.

OdeHb BBICOKOM YyBCTBUTEIBLHOCTHIO 00J1aat0T MeTo bl nHGppakpacHou (MK)-ciekTpo-

ckoruu [66], mpuMeHsieMble MPpU OMPEICICHUN KUCIOPOAa B KPEMHHH U TIOJYIIPOBOHUKOBBIX
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MmaTtepuaiax. OJHAKO METOJ CBSI3aH C HCIOJIb30BAHUEM CIIO)KHOTO O0OpYIOBaHUS, MPUMEHUM
TOJIBKO JJTsl aHAJIM3a TBEPABIX BEIIECTB, MPO3PAYHBIX B MH(PAKPACHOM TUANA30HE M3ITYICHUS, U
HE BCETJla YHUBEPCAJICH M3-3a MUPOKOr0 Habopa CIIEKTPOB TMOTJIONICHUS U OTCYTCTBHS CBEICHUIN
0 K03 HUIMEHTAX IKCTUHKITUH.

MeTo/1bI BRICOKOTEMITEPATYPHOM 3KCTPAKIMKM B HECYILEM Ta3e MOJIYYHIIA B MOCICIHEE
JECATHIIETUE CYIIECTBEHHOE Pa3BUTHE, OOYCIOBIEHHOE COBEPIICHCTBOBAHUEM M3MEPHUTEIBHBIX
HNK-syeek, JETEKTOPOB TEMIONPOBOJAHOCTH, KOMIIBIOTEPHBIX CUCTEM, MUHUATIOPU3ALIMEN DJICK-
TPOHHUKH, YTO IMPUBEJIO K PACHIMPEHHUIO THANIA30HOB U3MEPSIEMbBIX KOHIICHTPAIIMH, CHI)KEHUIO Ha
HOPSIIOK TIPEJICIIOB OOHAPY)KEHHUS M TIOBBIIICHHIO METPOJIOTHUECKUX XapaKTePUCTHK aHAIHM3aTO-
poB. CoBpeMEHHBIC aHAIM3ATOPHI BKIIFOYAIOT CHCTEMBI TIPEIBAPUTEIHLHON BEICOKOTEMIICPATyPHOM
OUYMCTKH MTOBEPXHOCTH 00pa3Iia mepe aHaaIru30M, 9YTO TIOBBIIIACT TOYHOCTD OTPECIICHUST HU3KHX
KOHIIEHTpaluil Kuciaopoaa [67].

BakyyMHO-9KCTpaKIIMOHHBIE METObI, TOMUHHUPOBABIIUE B HICCTUACCATHIC TOMBI MPO-
[IJIOTO BEKa, ceiuac MPUMEHSIOTCS TOJIBKO B MCCIIEAOBATEIBCKUX IENSIX W MPAKTHYECKU BBITEC-
HEHBI C PhIHKA aHAJTMTHYECKOT0 00opynoBaHus [68].

B pa6ote [68] npuBeaeHbI OPHEHTHPOBOYHBIC JaHHBIE ITO MPEIeaM J0CTOBEPHOIO OIpe-
JICNICHHS] HEKOTOPBIX Ta3000pa3yIoNIMX MPUMECEi B CTANIAX M CIUIABaX HA JKEJIE3HOW OCHOBE LIS

Pa3IMYHBIX METOOB aHAJIM3a.

Tabauna 2 — CpaBHeHHE METOJI0B (MKI/T)

DNeMeHT
Meton aHanu3a
Bonopoa A3zoT Kucnopon Yrnepoa

Bricokoremmneparyphas (ro-

psidast) SKCTPAKIIHUS B HECY- 0,01 0,15 0,15 0,2

IIEM Ta3e

DOMHCCHOHHAS CTIEKTPOCKO- 3 o5 1
e o posOye Gormo | (woamy | (657ma
OMHCCHOHHAs CIEKTPOCKO- 10 10 20 4

e ;;;ﬁ??g’&aggg;a MO 1 (6562mm) | (1492mm) | (1302Em) | (165,7 mm)
['amma-akTHUBaIIMOHHBIN aHa- 01 01 01 01

T3 ' ’ ' ’
Macc-cnekTpomMeTpust

C UCKPOBBIM MPOOOOTOOPOM 0,2 1 1 0,2

C JIa3epHBIM TPOOOOTOOPOM 0,001 0,01 0,03 0,02
HeiiTpoHHO-aKTUBAIIMOHHBIN 1 1 5 1

aHaIN3

Hcxons u3 BBIMIEU3T0KEHHOTO, CPEACTBA U3MEPEHUS (aHATU3aTOPhl), OCHOBAHHBIE HA
METO/IE BBICOKOTEMITEPATYPHOU (TOPSTYEH) IKCTPAKIIUY, SBIISIOTCS ONTUMATHHBIM BEIOOPOM KakK B
SKOHOMMYECKOM IUIaHe, TaK U B [JJaHE METPOJIOTHYECKUX XapakTepucTHK nmpu ananuze ['TI (kuc-

Jopojia, a30Ta, BOAOPOJa, YIIepoaa U Cepbl) B UUCTHIX BEIIECTBAX, OCOOCHHO €CIIM yYUTHIBATH
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BO3MOXXHOCTbH KaJ'II/I6pOBKI/I C ITIOMOIIBIO I'a30BbIX O03, YTO obecneyuBaeT IMPOCICIKUBACMOCTb U3-

MepeHI/Iﬁ IMpU UCIIOJIBb30BAHUHU MMOBCPOYHBIX I'a30BbIX CMeceil MM YHUCTBIX OKCHJOB U coleit Me-

tayios [67,69].

2.1.3 OueHuBaHHe NpeIeI0B 00HAPYKEHHS U MPeIeIOB onpeae eHus

Heo6xoauMocTh OIIEHKH MpeenoB 0OHAPYKEHUS U MPEIEIIOB ONPENEICHUs IS Leen
HacToswIel paboTel cBsizaHa ¢ BerurcieHussMu MJIOK no cxeme 100 % munyc cymMMa nmpumece.
[Tpu 3TOM HasI0 OOECIIEYUTh JOCTOBEPHOCTH pe3yabTaToB u3Mmepennii MJIOK Ha ocHOBe n3mepe-
HUI puMeceil, 60IbIIas YacTh KOTOPHIX OLIGHUBACTCS B BUJIE Ipeieia 0OHApYKECHUSI.

Cyl1ecTBYIOT pa3iMyHbIE ONpPENIEICHUS] TEPMUHOB - MpEesl OOHAPYKEHUS U Ipelen
onpenenenus. Hanmpumep, cornacuo [70]:

npenea ooHapyxxenusi (ananaura), limit of detection (LOD): Haumensiiee conepixa-
HUE aHAJINTA, IPU KOTOPOM OH MOKET OBITh OOHApYKEH 0 TAHHON METOJIMKE aHaJIi3a BEeIIeCTBa
WM MaTepuala C 3alaHHOM I0BEpUTEIbHON BEPOATHOCTHIO;

npeaes ompeneienusi (anaaura), limit of determination, limit of quantitation
(LOQ): Haumenbliiee copepikaHue aHAIUTA, KOTOPOE MOXKET OBITh KOJIHMUYECTBEHHO OIPEICIICHO
C TIOMOIIBIO JAHHOW METOJIMKH aHajIKM3a BEIeCTBA WM MaTepuala ¢ yCTaHOBJICHHBIMU 3HAYEHHU-
MU XapaKTEPUCTUK MOTPEUTHOCTH WK HEONPEeAEIEHHOCTH.

B npyrux ucrounukax:

npenes ooHapy:kenus, detection limit, limit of detection: M3mepennoe 3HaueHue Be-
JUYUHBI, TOJYYEHHOE B COOTBETCTBUM C JAHHOM METOJIMKON U3MEpEeHH, Il KOTOPOTo BEpPOSIT-
HOCTb OIIMOOYHOI'O YTBEPXKJIEHUSI 00 OTCYTCTBMM KOMIIOHEHTA B MaTepHalie paBHa [3, a BEposT-
HOCTbH OIIMOOYHOTO YTBEPXKICHHS O €ro HATMYMU paBHa o [71];

npeaes ooHapy:xenusi minimum detectable quantity, detection limit: MunnmanbHoe
3HaYeHHE HE3aBUCHMOM BEIMYMHBI, KOTOPOE MOXKET OBITh C YBEPEHHOCTHIO OOHAPYKEHO (C Bepo-
ATHOCTBIO P), UCIIOJNIB3YS CTAaHAAPTHOE OTKJIOHEHUE CUTHaja XOJIOCTOrO OMbITa B KaUueCTBE MOPO-
rOBOrO 3HaueHwus [72].

Takue pasHOUTEHUSI CKOpEe BCEro CBsI3aHbl C Pa3IMYUSAMH B MOJIXOAAX K OLEHKE 3TUX
IPE/IENIOB - CTATUCTHYECKUN U BepOsATHOCTHBIN [73]. OmHako oOmMii CMBICK KaK ONpeIesIeHH I,
TaK ¥ MOAX0/I0B MPAKTUYECKU HE Pa3HUTCS U HE BIMSIET HAa KOHEUHBIN PE3yNbTaT B CiIydae JTMHEH-
HOM 3aBUCHMMOCTH BBIXO/IHOTO CHTHaja OT COJAEpKaHUs aHaIuTa (KaKk B METOJaX, OMMCAHHBIX III.
2.1.1-2.1.2). Arops! [73] nokazanu cBs3b Mexkay oteHkamu LOD u LOQ koTopast BeIpaxaeTcst
JMIIB B BBIOOpE CTATHCTUYECKOIO KPUTEpPUs, KOTOPBIA pasfenseT MnosiBieHue omuook I poaa

(;moxxHas TpeBora) u Il pona (mpomyck curnana). B oGmem, Takue mMoaxosl CBOASTCS K BEIOOPY
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YHCIIEHHOTO 3HaueHUs 3TOro koddpdunuenta (K), KOTOpbIil MOKET MPHHAMATH 3HAYECHUSI OT 2 710

10 B hopmyie
L) 5
Yj bj ’ ( )
rae y; — Ipejiest 0OHAPYKEHHS |-T'0 3JIEMEHTa, MI/T;

Soj — CTaHIAPTHOE OTKJIOHEHHE CUTHAIA B XOJIOCTOM OIIBITE;

bj — K03 )HUIEEHT HAKIIOHA TPAyUPOBOYHOM XapaKTEPUCTHKHU s j-i TIPMMECH, T/MT.

OO6b1uno st LOD 3nauenue K mpuaumarot paBubiM 3 [74, €. 31] a s LOQ — 6 [73, c.
231], T.e. pazHHIIAa MEXK Ty MTPEAETIOM OOHAPYKEHHS M OIPEICICHHUS CBOIAUTCS K TOMY, YTO BO BTO-
POM ciTydae BEpOSATHOCTD OIIHOOK BTOPOTO POJIa, T.€. MPOITYCK MUKPOIIPHUMECH, CHIIKEHA 10 CPaB-

HEHHIO ¢ iepBbIM. Ha prucynke 8 rpaduuecku moka3zansl 3Ta pa3HHIA.

~,
. b
Relative “
\
Frequency Y
\
\
\
A
A
A
\
A
A
\
1
\
\
A
A
Y
A
A
A
A}
A\
\
A
\
\
A
\
A)
Ay
A}
L)
‘\
“ .
2. Limits
~—
O LoB LoD LoQ Total Error
Report | I I I Report
| Not detected Detected Detected As measured

< LoD <LoQ <LoQ

Distribution of Blank
— — Distribution of Sample at LoD
=Distribution of Sample at LoQ

o = Prob (False Positive)
P =Prob (False Negative)
Total Error < Laboratory Goal

Pucynoxk 8 — Pacnipenenenue pe3yabratoB aist 6ianka (LOB) u mpob ¢ comepxanueM aHaauTa
Oonmm3KuM K nipezeny nerekruposanus (LOD) u k npeneny onpenenenus (LoQ) [75]

B Merposiornueckux 3amadax MCroiib3oBanue 4ucThix Bemects (UB) cBsizanHO ¢ TOU-
HOM, IOJTHOM M IOCTOBEpHOU OLIEHKOH MX 4uCTOTHL. C 3TOM TOUKM 3peHus Mpeien 0OHapyKEeHus

WIN OTIpeNieIeHUs] HEOOXOIUMO paccMaTpuBaTh Kak HEKOTOPBIM MHTEpBaJl, KOTOPBINA C ompee-
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JICHHOW BEpPOSITHOCTBIO BKIJIIOUAET B ce0sl 3HaYEHHUE, HAIPUMEDP, MAaCCOBOM JI0JIU 3JIE€MEHTa, KOTO-
po€ IMIPU HBIHELTHEM YPOBHE Pa3BUTUU TEXHHUKHU HE YAACTCS ONPEACIINUTD, T.€. MOJIYUUTh OLIEHKY
U3MEPSIEMOM BEJIMYMHBI C TPaHUIAMU TMOTPEUIHOCTH WM PaCIIMPEHHON HEONpeeIeHHOCTHIO.

VYcnoBHO 3TOT HHTEPBAJI MOXHO IIPCACTAaBUTE B CIICAYIOIICM BUIC

x; € (0;3;), (9)
rne Xj — MaccoBas J0JIsl J-T0 SJIEMEHTa, MI/T.
Torma craHOBUTCS OUEBUIHBIM, YTO MPEBBINICHNE BEPXHEW IPAHUIIBI MHTEPBaJa M0 YpaB-
HeHuto (9) nmpu HaJIMYKMK OMKOKK BTOPOTO pojia BEIET K COBEPIICHHO HHOI 00paboTKe u3Mepu-
TeIbHOU MH(OPMALIUK B alrOopUTMax 1o 1. 2.2. CiaenoBaTenbHO, BOJIM3H Mpesena 00HapyKeHus
BEPOSATHOCTH <JI0KHOU TpeBOoTH» He npeBbimaet 0,05, a BEpOSITHOCTh «IIPOITYCKA CUTHAJIA» MOKET

nocturats 0,5, koagduiment K ciaeayer BbIOMpaTh OONBIIMM HIH PABHBIM 3-X.

2.2 0O030p cymecTBYIOIIUX U HOBBIX AJITOPUTMOB

Hcxons u3 cka3zaHHOTO paHee, J1ajiee MPOBEICH CPAaBHUTEIbHBIN aHAJIU3 IIECTH AT OPUT-
MOB 00pabOTKH M3MEPHUTEIHHOW HH(pOpMAIMH ISl OIIEHKH MacCOBOW JIOJIM OCHOBHOTO KOMIIO-
HeHTa 1o cxeme 100 % MuHyC cyMMa puMeceid CIIeyIOIUMHU CITIOCO0aMU: «OleHKa TEXHUYEeCKON
YHCTOTBI», «OIIEHKA akKaJeMUu4eckoil uucToTb», «BAMy, «GUM», «MeTron HHTEpBaIbHOU

OIICHKM», «METOJ aKaJieMuKa JeBsIThIX».
2.2.1 OueHKAa YMCTOTHI MO HEMOJTHOMY IPUMECHOMY COCTABY

2.2.1.1 CrarucTHYecKHil mMoaxo1

Amnanu3 pabot [76,77] moka3sIBaeT, YTO BO3MOYKHO MTPOU3BECTH OICHKY YMCTOTHI BEIlle-
CTBa 110 HETOJHBIM JaHHBIM aHaIN3a. Pe3ynbTaThl U3MEPEHUI TTpUMECcE MPECTABISAIOT B BUJIE

BBIOOPKH, COCTOSIIIIEH U3 COJlepKaHUil 0OHApYKEHHBIX IpUMecei 1 TpenesioB oOHapyxeHus [77]

{Xl,Xz,...,Xn; YI’YZI""YT}’ n+T = N, (10)

rue
Xi=—-lgx;,i=1,...,n, (11)
Yi=—-1lgy,j=1,...,n (12)

[Tpu monHOM uuciie 0OHAPYKEHHBIX MpUMecel (QYHKIMS pacipeeseHus] BeTUUnHbl X
XapakTepu3yeTcs ABYyMS IapaMeTpaMy — CPeTHUM [ U AUCTIepcueil. AHaIOruaHo Habop mpese-

JI0B OOHApyKeHus Y XapaKTepu3yeTCs apaMeTpaMu [, U JUCTIEPCUEH.
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OyHKIUH TPaBIONOA00HS ¢ yaeToM paboThl [78] MOryT OBITH MpEICTaBICHBI B BUJIE:

Lx=rln¢(f)—nln0—%‘2(52+(X'—,u)z), (13)

Ly, =rln¢(—f)—rln0y—L(Sy2+(Y—uy)z), (14)

Hckomble mapamMeTpbl JOJKHBI OJJHOBPEMEHHO MaKCUMH3HPOBaTh 00¢ ¢pyHkimu (13) u

2
Zay

(14), T.e. y1OBIETBOPSITH CUCTEME

( - r o 3
=X+——B
U s )
, 2+ X -w?)
o~ = =
X—u
1-¢ 7.
no ) (15)
Uy = Y + _?yB(_f)
) (53%"' (Y —uy) )
O'y = Y
\ 1+¢ o, J
rac X, S - BLI60pO‘leIe 3HA4YCHU cpez[Hero n CpeI[HeKBaI[paTI/I‘leCKOFO OTKJIOHCHHUA BCJIH-
YUHBI,
Y y Sy - BBI60p0‘IHI>Ie 3HAYCHUA CpeI[HeFO H CpGI[HCKBaI[paTI/ILIGCKOFO OTKJIOHCHU BCIIHN-
YUHEI Y|
_ U= Hy
§ = P (16)
o, = ’02 + a2, (17)
(&)
B(¢) = —, 18
¢ 6) (18)
1 (&
@(&) = (2n)-§e< Z ) (19)
£
() = f p(t)dt. (20)

—00

HOJ’Iy‘{eHHBIC 3HaA4YCHUA N3 CUCTCMbI (15) HCIOJIB3YIOTCA IJIA BBIYUCIICHUSA CYMMapHOﬁ

KOHIEHTpaluu npumeceil. Jlorapudgm cymmapHoro cojiep:kanusi npuMeceil paBeH

Z=u—Iyo—0,250"11g(N), (21)

rac
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+00

Iy=N f tdN=1(t) p(t)dt. (22)

— 00

CrangapTHas HEOIIPEIEIEHHOCTh U3MEPEHUH CYMMApHOTO CO/IEP KaHUSI IPUMECEN B CO-

OTBETCTBUH C [77]

u(Z) =3-10"%0y0, g : (23)

DTOT MOJXOJ, MpeAIOKEHHBIN akagemMukoM ['.I°. JIeBAThIX, MpenoiaraeT, 4To pacipe-
JIEJICHNUE COJCPKaHUE MPUMECEH B YUCTBIX BEHIECTBAX JOJKHO OBITh OJU3KHM K JIOTHOPMATh-
HOMY. [Ipy HEKOTOPBIX U3BECTHBIX COJIEPKAHUAX OOHAPYKEHHBIX NMPUMECEH U allpUOPHBIX JaH-
HBIX O TIpeenax oOHapy>KeHUs BO3MOXKHO 3KCTPANoOJUPOBATh KPUBYIO 3TOTO pacHpeesieHus,

IUIOILAb [10J KOTOPO#l OyAeT paBHa CyMMapHOMY COAEP KAHUIO IPUMECEH.

2.2.1.2 OueHka TeXHHYECKOH YHCTOTHI

TexHnyecKkyro 4MCTOTY Ha IIPaKTHKE 4acTo oleHuBaroT 1o cxeme 100 % mMuHyc cymMma
HCKOTOPBIX U3BCCTHBIX HpI/IMeCGI\/JI, OAHAKO B JIUTCPATYPEC HEC BCTPLCHACTCA OIMMCAHUSA AJITOPUTMOB
OLICHKU XapaKTePUCTHK TOUHOCTH. HecMoTps Ha 3T0, 13 Mozenu (24) MOXKHO MPEINOI0XKUTh, YTO

HEOIPEICICHHOCTh OIIEHKH YUCTOTHI MOXKHO OIICHHTH 110 popmyie (25).

n
w = 100 — z Xi, (24)
i=1
Tae X; - MaccoBasi 10J1s1 OOHapyKeHHOH i-it mpumecH, %;

N - KOJIMYECTBO OOHAPYKEHHBIX TPUMECEH.
2.2.2 OueHKa YUCTOTHI MO MOJTHOMY NPHMECHOMY COCTaBY

2.2.2.3 OueHka akaJeMH4eCKON YUCTOThI

Kak u B cityyae ¢ O1[eHKOM «TeXHUYECKON YUCTOTHI», YETKOTO ¥ €IMHOOOPA3HO OMUCaHUs
QJITOPUTMOB HET, U XOTh B YPaBHEHUAX OLIEHKH «aKaJeMUUYECKON YMCTOTh» Y4aCTBYET BEIMUHHA,
CBsI3aHHas ¢ IpezenamMu oOHapyxeHus, He Bcerja orienka MJIOK mpou3BoanTcs o MakcuMalb-
HOMY KOJIMYeCTBY npumeceii. B padote [2] roBopUTCs 0 TOM, 4TO 3TOT «IIOJXO COCTOUT B OIpe-
JIEJICHUH TIOJTHOTO IPUMECHOT0 COCTaBa BELIECTBA, T.€. PAKTHUECKU BCEX MJIM MOUYTH BCEX dJIe-
MeHTOB Ileproanueckoii cucTeMbl», OAHAKO Ha MPAKTUKE NEPEUEHb NIPUMECEN OrpaHUYNBAETCS

30-70 snementamu. 1 xots conepxanue 70 3I€MEHTOB 3TO 1aJIeKO HE a0COIOTHO MOJIHBIN XHMH-
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YECKHH COCTaB, ajiee OyIeM paccMaTpyBaTh 3TOT aJITOPUTM, UCXOJIsI U3 PE3yIbTaTOB Ompeere-
HUS conepkanus 91 nmpumecH ISl TOTO, YTOOBI MOKHO OBIJIO €r0 CPaBHUBATH C APYTUMU MO100-
HBIMH II0JIXOJaMH.
Urak, no Bceit Bunumoctu orienka MJIOK u cBsizaHHOM paciimpeHHON HeonpeaeaEHHO-

CTH MOXET IIPOBOJUTHCS 10 hopMyiam:

n '
W=100—2xi—2yj, (26)
i=1 =
Vi 2
U=2- Y wi+ ) (), @7)

rue X; - MaccoBas J10Jiss OOHapy>KEHHOH I-if mpumMecH, %o;

U,; — CTAaHIAPTHAS HEOMPEACICHHOCTh MAaCCOBOM 10 i-it mpumecH, %;
N - KOJIMYECTBO OOHAPYKEHHBIX MPUMECEH;
Y; - peziea oOHapy)eHus j-il mpumecH, %o;

T - KOJIMYCCTBO IPEACIOB O6Hapy>KeHI/I${.

2.2.2.4 Mertoxg mo GUM

9TO0T moaxoa OCHOBAH Ha MPpUHOUIIAX, U3JIOKCHHBIX B ﬂOpO)KHOﬁ KapTe 110 OLICHKE YH-
CTOThI YUCTBIX MCTATNIMYCCKUX JJICMCHTOB [19] Hpe,Z[CTaBJ'IeHHLII\/'I B 3TOM JOKYMCHTC AJITOPHUTM
CXO0X C «aKaJeMHYECKOM YHCTOTOM» 3a TeM HCKIIOYECHHEM, YTO IJII npeacioB O6Hapy)KeHI/I$I

MIPEANOJaraeTcsi paBHOMEPHOE paCIpesesICHUE, a B OIEHKY YHCTOTHI MPUHUMAETCSl TOJIOBUHA

w=100—lei—Z% (28)
=i~
U=2. Zuxiz + Z (23]—’\5)2 (29)

[Tpu atom n + r = 90 (u Goxnee). [Ipenen oOHapyKeHHS OLIEHUBACTCS 110 YpaBHEHUIO (8).

npezena OOHapyKeHUSI:

2.2.25 Meron BAM

Amnanmu3s manaeix padot [79,80,81,82] moka3siBaeT, 4TO MaccoBas J0J51 OCHOBHOTO KOM-

nmoHeHTa (00111ast YUCTOTa) HA OCHOBE M3MEPEHHUI MACCOBBIX J0JIEH MUKPOTIPUMECEH BBIUUCIISETCS

n T
Yj
=100 — = )y =
w=100-Y 5~ Y% &0
i=1 j=1

Pacimmpennas HeonpeaeIeHHOCTh U3MEPEHUH OIleHUBaeTCs 1Mo (popmyrne

110 YPaBHEHUIO
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U=2- Zn:uxiz + Zr: (%)2 31)
j=1

i=1

2.2.3 MeTtoabl HHTEPBAIbHOI OLIEHKH

Kpome onncanHbIx Bbllle CIOCOOO0B, /1aiee CPAaBHUBAIOTCS €I1I€ J1Ba, KOTOPbIE aBTOP MpHU-
MEHSUT JUIS TIPeABAPUTEIbHBIX OLIEHOK. DTH CIIOCOOBI OCHOBAHBI TaK K€ Ha MOJIHOM MPHUMECHOM
COCTaBe C YYETOM IIpeIEIOB OOHAPYKEHHUSL.

[lepBriii OCHOBAH HA MPEANOIOKEHUH, YTO HCKOMAsl BEJIMYMHA JIGKUT B JTUANa3oHe, KO-
TOPBIN POPMHUPYIOT pe3yIbTaThl H3MEPEHUI MAaCCOBBIX JI0JIEH MPUMECel U OLIEHKH MPeIeioB 00-

Hapy>XeHHsI. Y CIIOBHO BEPXHIOIO TPAHUILY 3TOTO MHTEPBaja MOKHO BBIYUCIHTE IO (OopMyIIe

n
h=100- > x+2-ux), (32)
i=1
a HIDKHIOKO 110 (hopMyIie
n T
l=100—2xi—2yj—2-u(xi). (33)
i=1 j=1
Torma MJIOK u ee cTanmapTHast HEONPEEIEHHOCTh MOT'YT OBITh BBIYMCIICHBI IO (hopMy-
JaMm:
_h+1
w = > (34)
_h—1
u=—. (35)

Brtopoii cmoco6 moxosx Ha mepBbIi, oHAKO JuIs HarsgHocTu orenka MJIOK Gepercs
0e3 yueTa mpeaenoB OOHAPYKEHHs 7Sl TOTO, YTOOBI UX MOXKHO OBLIO YTOUHSITH B CIEIYIOIIMX
HCCIIEIOBAHUAX, a4 HEOIPEIEICHHOCTh OLICHUBAETCS C HEPABHOMEPHBIMU I'paHULIaMHU. PacyeTsl

IPOBEIEHBI MO CIEAYIOUINM (HopMyIam

w =100 — Z X, (36)
i=1
U _+2'\/Zu—xi2
_—2'(237j+\/2u—xi2). (37)

2.3 CpaBHeHHe KOJIMYeCTBEHHbIX NOKa3aTeJlei

HJ’IH Harji1iAHOro CpaBHCHHUA PaA3JIMYHBIX aJITOPHUTMOB IMPOHU3BCIACHBI KOJIUMYCCTBCHHBIC

OLICHKHU ITOJIY4a€MBbIX MCTPOJJOTHYCCKUX XaPAKTCPUCTHK UCCICAYCMBIX 3TaJIOHOB CPABHCHUA.
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Ha pucynke 9 rpaduuecku npeacraBieHsl pe3yibTaTbl paci€ToOB B COOTBETCTBUU C all-

roput™Mamu 1o nm. 2.2.1-2.2.3 s 9TajioHa CpaBHEHUSI BaHA/IUs BBICOKOW YMCTOTHL. [Ipu 3TOM

MCIIOJIb30BaHbI PE3YJIbTATHI COTIIACHO TabuIe 3.

Tabmuna 3 — Jlanusie 11 onieHKU XapaktepucTuk 9C BaHaMsI BBICOKOW YUCTOTBI

HanmenoBanne XapaKTCPUCTHUKU

3HaueHue, MI/Kr

PacmmpenHnas HeonpeneneH-
Hocts (k=2; P=0,95), Mr/kr

CymMa MaccoBBIX J10J1eii 0OHa-

npumecen

N 554,0 25,3
PYKCHHBIX TIpUMecen
[TonoBuHa CyMMBI peieioB 00-
Hapy>KeHUsI HEOOHAPYKEHHBIX 69,1 18,5

Ha pucynke 10 moka3zaHo TO ke JUISl dTAJIOHA CPABHEHUS MEJIA BBICOKOM YHCTOTHI C HC-

XOAHBIMH NAaHHBIMU I10 Ta6J'II/ILIe 4,

Tabnuna 4 — Jlanusie 11 o1leHKU XapakTepucTuk DC Meau BHICOKOW YHCTOTHI

HanmenoBanue XxapakTepuCTUKU

3HaueHue, MI/KT

Pacmmpennas HeonpeneneH-
nocts (k=2; P=0,95), mr/kr

CyMmMa mMaccoBbIX J10J1ei OOHa-

npumecen

N 56,6 4,2
PYKCHHBIX TIpUMecen
[TonoBuHa CyMMBI IpeieIoB 00-
HapyXeHHsI HEOOHAPY>KEHHBIX 12,3 2,6




MaccoBaa 4014 OCHOBHOINO KOMMOHEHTA, %

99,950

99,945

99,940

99,935

99,930

99,925

99,920

@ 99,945 99,945
@ 99,938 @ 99,938 @ 99,938
@ 99,931
AKagemunyeckas GUM BAM MHTepBanbHaa 1 NHTepBanbHana 2 TexHuyecKan
4YMUCTOTA 4HMCTOTA

Cnocob oueHKun

Pucynok 9 — CpaBHenue oneHOK Xxapaktepuctuk JC BaHaaus BHICOKOM YUCTOTHI (K=2)

Ly



MaccoBaa 4014 OCHOBHOINO KOMMOHEHTA, %

99,995

99,995

99,994

99,994

99,993

99,993

99,992

99,992

99,991

99,991

99,990

5 @ 99,9943 @ 99,9943]
@ 99,9931 @ 99,9931 @ 99,9931
@ 99,9919
AKagemunyeckas GUM BAM MHTepBanbHaa 1 NHTepBanbHana 2 TexHuyecKan
4YMUCTOTA 4HMCTOTA

Cnocob oueHKu

Pucynok 10 — CpaBHeHue orieHOK xapakrepucTuk DC Meu BRICOKOW YuCTOTHI (K=2)

1%
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AHanu3 ypaBHeHU# 1o mm. 2.2.1-2.2.3 1 BU3yaJlbHOE CpaBHEHHUE MPEICTABICHHBIX I'pa-
(PMKOB MOKA3bIBACT, YTO AITOPUTM «AKaJIeMHUUECKasi YUCTOTa» JaeT Hanbojee HU3Koe 3HaYCHUe
MJIOK, B To Bpemsi Kak anropuT™ «TeXHUYecKast 9uCToTay - Hanboyee BEICOKOe. DTOT (PaKT CBsI-
3aH C T€M, YTO BO BTOPOM CIIy4ae HE YUUTHIBAIOTCS BO3MOYKHOE COJEpKaHUE HEOOHAPYKEHHBIX
npUMecei, a B IEPBOM 3TO YUTEHO «C 3armacom». [Ipu 3ToM aist 3THX ciaydaeB HET MOIPOOHOIO
OTHCAHMSI CIIOCOOOB PAaCUYETOB XaAPAKTEPUCTUK TOYHOCTH OLIEHOK MacCOBOM O OCHOBHOT'O KOM-
IIOHEHTA.

[IpennoxxeHHbIE aBTOPOM AJNTOPUTMBI MOJ YCJIOBHBIMH O0O3HAUEHUSIMH «UHTEPBaJIb-
Has 1» U «HTepBabHAs 2» MOCTPOEHBI HA OCHOBAaHUU OOIIUX PACCyk ACHUN O TPUMEHEHUHU KOC-
BeHHOro noaxozna k onenke MJIOK no cxeme 100 % mMuHyc cymMma npumeceil. T aaropuTMbl
TaKKe JIAl0T «OIEHKY cBepXy» Heorpeaenennoctd MJIOK, Ho He npeHa3HavYeHbl 1)1 TPUMEHE-
HUA [IpU [Iepeave €UHULIBI BEJIUYMHBI OT TAJIOHA CPaBHEHUs, T.K. HE CTaHJApPTU30BaHbl, YTO
MO>KET HapyIIaTh MPUHIUIIBI 0O0eCTIeYeHUS €AMHCTBA U3MepeHni. OHaKO MPUMEHEHHUE ITUX MTOJI-
XO0JI0OB MOXET 0Ka3aTbCs LEIeCO00pa3HbIM B TEX Cllydasx, KOrJa MaTepuall 3TajloHa CPaBHEHUS
UCCJIEIOBaH HEIOCTATOYHO IOJIHO WJIM JJISl HarJIIJHOW JE€MOHCTpPAllMUd BO3MOXKHBIX CMELEHUMN
snauennss MJIOK nipu yrouHeHuu psija nmpeieioB oOHapyKeHUs, HaIpUMep, MpHU MPOBEICHUU J10-
MOJIHUTEJIbHBIX WJIM MEPUOJUYECKUX HCCIEIOBAaHUN MaTepuaa 3TajloHa CPABHEHMS. DTO OCO-
OEHHO 3aMETHO rpauuecKy AJs aIropuTMa «MHTEpBajbHAs 2», i€ MOKHO BUJIETH (Halpumep,

pucyHok 10), uro Bo3mokHOe cmerienne omnenkn MJIOK B cTOpoHY yBelIWYECHHS BO3MOKHO

TOJILKO B IIPEJIeNie OTPaHMYEHHOM CBEPXY BETHMIUHOMN 2 * /Y, Uy;?, @ B CTOPOHY YMEHBIIECHHS YKE

0oJiee 3HAUNVON BETUYMHOM 2 - (Z yitVX uxiz).

AnroputMmel orieHOk «GUM»y, «BAM»y unentnuss! B miane pacaera MJIOK, HoO oTinya-
IOTCS aJITOPUTMAMHM OLIEHKH XapaKTePUCTHK TOYHOCTU. B mepBoM ciryyae anropuTMsbl CTPOTo Co-
OTBETCTBYIOT TPeOOBaHMSM PYKOBOJICTBA MO BBIPAXKEHHIO HeompeeaeHHocTH [83], Bo BTopoM u
B TpeTheM OSTU TpeOOBaHUS HE BBIMONHSIOTCH. Anroput™M «BAM» mnpeamonaraer «oUEHKY
CBEPXY» M IpeHeOperaeT MperoI0KeHneM 0 pAaBHOMEPHOM paclpeIe]IeHUH [Tl BEIMYHUH B BUJIC
npezenoB oOHapyKeHUs, Kak 3To nmoka3aHo B 1. 2.1.3. IIpu stom onenku MJIOK no anroputmam
«GUM»y, «BAM» He MOTYT UMETh CMEIIIEHHE OTHOCUTEIBHO APYT ApyTa U B JIFOOOM ciydae OyayT
coBMeCTHMBI. [IoMUMO OTCYTCTBUS OTHOCUTEIBHOTO CMEIIEHUS, IPUBEIACHHBIE PE3yJIbTaThl MEX-
JOyHapoaHbIX cindenuit [84] (moapobOuee B rmae Ommoka! McTOYHHK CCHUIKH He Hali/IeH. ) 1o-
Ka3bIBAIOT, UTO OIEHKH 110 anroputMy «GUM) cOBMECTUMBI C OIIEHKaMH, ITOJTyY€HHBIMH TIPSIMBIM
CHoco0OM C HCIOJIb30BaHHEM TepBUYHOTO (abconoTHOro) Merona (Ha pucynke 11: UNIIML —
pe3ysbTaT U3MEPEHUI MacCOBOM JOJIM MEIU B YHCTOM MeIU METOJIOM KYJTOHOMETPHH IpU KOH-
tponupyemom moteHimane; UNIIM2 - pesynbprar n3mepeHuii MacCOBOM JOIU MEAW B YUCTOM

meu o cxeme 100 % MHUHYC cymMMa pUMeceit).
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100,000

99,998
® 99,9976

99,996

99,9940 % 99,9940 99,9951

99,994 4

99,992 99,9923

SR . SO R I

Maccosasa gons meamn, %

® 99,9913

99,990

99,988
BenlM YHUUM 2 YHUUM 1 BHUNO®U YKpmeTpTecTcTaHaAapT TUBITAK UME
Pucynok 11 — Pesynbrarsl cinuenuit KOOMET 645/RU/14 (k=1) [84]

[Tpu BceM pa3Mmuuy BceX OMMCAHHBIX MOAXO0IOB B PEATBHBIX MIPUMEPAX OHH JAIOT COB-
MECTHMBIC PE3YJIBTATHI B MPEACiaX CBOMX TOYHOCTHBIX XapaKTEPUCTHK, €CITM MPUMEHEHBI K Ma-
Tepuany yuctoroit menee 99,999 %, u npakTUYeCKH UIEHTUYHBIE PE3YNIbTAThI, €CIU MPUMEHEHBI
K MaTepualry 4ucToToii Menee 99,8 %, 4To0 MOXKHO MPOJEMOHCTPUPOBATH I'PaUUECKU €CITU TIPO-
JIOJDKUTh MBICTICHHBIH SKCIIEPUMEHT IpeioxkenHbii B [10, cc. 62-63], cMonenupoBaB rpaHUYHbIC

YCIIOBUS B COOTBETCTBHH C TaOJMIIaMu 5 1 6.

Tabmmma 5 — Moaensnbie nannbie ;s MJIOK ~99,999 %

HanmeHnoBaHue XapaKTepUCTUKH 3HaueHue, MI/Kr

PacmmpenHnas HeonpeneneH-

nocts (k=2; P=0,95), Mr/kr
CymMma mMaccoBbIX JoJei ?6Ha- 0,10 0,02

PYKEHHBIX IpuMecen

[TonioBMHA CyMMBI ITpeieoB 00-
HapyKeHUsI HeOOHAPY>KEHHBIX 0,58 0,14
npumecen

Tabauna 6 — Moaenbubie nanubie 111 MJIOK ~99,8 %

Pacmmpennas HeonpeneneH-

Hocth (K=2; P=0,95), Mr/kr
CyMMa MaccoBBIX J0JeH 96Ha- 19493 389,9

PYXEHHBIX TpuMeceit

HanmenoBanue XapaKTCPUCTUKHU 3Ha‘{eHI/IC, MI/KT

[TonoBuHa CyMMBI peieioB 00-
HapyXeHHsI HEOOHAPY>KEHHBIX 25,3 11,2
npumecen
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Crnocob oueHKH

Pucynok 12 — CpaBnenue oreHok xapakrepuctuk DC ¢ cmoaenupoBanaoit MJIOK 99,999 % (k=2)
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MaccoBaa 4019 OCHOBHOINO KOMMOHEHTa, %
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Crnocob oueHKH

Pucynok 13 — CpaBnenue oreHok xapakrepuctuk DC ¢ cmoaenupoBannoit MJIOK 99,8 % (k=2)
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Ha pucynke 12 npencraBieHbl CMOACTMPOBAHHbIE JaHHbBIE, TI€ BUTHO, YTO MMOJYYCHHbIE
3HAYECHHUS T10 AJITOPUTMY «AKaJeMUYECcKasi YUCTOTa» HE COrIacyroTces ¢ oueHkaMu o «GUM» u
«BAM», a ouenka no anropurmy «TexHuueckas 4McToTa» BJISETCS KpallHe COMHUTEIbHON, YTO
noATBepKIaeT HenoaHoTy moaenu. Ha pucynke 13 mokasano, uro nmpu MJIOK menee 99,8 %
OLICHKH 3TOW BEJIMYMHBI CTAHOBATCS MPAKTUYECKU UACHTUYHBIMUA, OCHOBHOM BKJIaJl B HEOIIpEe-
JICHHOCTb U3MEPEHHUI BHOCHT UCTOYHHK, CBSI3aHHBIN C MAacCOBOM J10Jieii OOHApY>KEHHBIX MpHUMe-
cell.

[IpuHuMast BO BHUMaHHE HEMOJIHOTY Mojenu «TexHuueckas 4ucToTay, U30BITOYHOCTh
Mozenn «AkareMuuecKass YUCTOTa» U OTCYTCTBUE CMEILIEHUSI OTHOCUTENBHO PE3yIbTaTOB, MOJY-
YEHHBIX C IPUMEHEHUEM IPSAMBIX METOJOB, JJIs LieJel HacTosdlel paboThl, MOKHO paccMaTpH-
BaTh anroput™M «GUM» kak HanboJee o IxoasmHid.

Jliia Banuaanuy BHIOPAHHOTO aIFOPUTMA Ha MPUMEPE PE3YIbTATOB U3MEPEHUI TPUMEC-
HOro coctaBa MeaHO# Karanku B cindenusx KOOMET 645/RU/14 nposeneno onenka MJIOK
mertooM Monre-Kapno. Cmozenuposano 10° sHauenwmit amst kaxnoit 06HAPYKEHHOH IPHMECH C
HOpPMAaJIbHBIM PacHpe/IeICeHUEM CO CTaHJAapTHBIM OTKJIIOHEHMEM, PABHBIM CyMMapHOW CTaHJapT-
HOM HEONpPEeIeICHHOCTH MacCOBOM J10JIM KOHKPETHOM MPUMECH U TSl KXKAOTo Mpeaena ooHapy-

JKEHHUSI C PAaBHOMEPHBIM pacrpeesicHueM B rpanuiiax or 0 mo mpenena oOHapyxeHus (pucy-

HOK 14).

mn:= 1000000
[1.9-10‘5]
6.7-10°° i 7.458- 10"‘] \/y_z
I= F . e —— = =1 —
[ : ] 2 Y [ : TV 2
w::lDD—E:—E%:QQ.QQM Uw:=2o\/zsz2+28y2 =0.000727
I'=rows(z)—1 Ji=rows(y)—1
Y;
;i:m._::rnorm(ﬂ,z.,s:l:_) ym, =rnorm n,E,syj
I 1
Stdev(Zm_]:D.uuuzlz St.dev[Zym_]z[l.MﬁE
= =0 7
I J
w:=100— > om — ¥ ym 2+ Stdev (w)=0.000727
= ' j=n 1
W=sort(w) 021 Ve naemo
k= =1.96
pw:=mean (w)=99.9931 2.Stdev (w)
Uw:=5tdev (w) - k=0.0007 H_X:=histogram [L,w)
1000
1
Norm:=dnorm (H_X{"] ymean (w), Stdev [w)) c::w

max (Norm)

Pucynok 14 — Ilporpamma monenuposanust MJIOK B megnoit karanke B candeHusx KOOMET
645/RU/14 B cpene Mathcad
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[Tonmy4yeHHBIE pe3yabTAaThl COTIACYIOTCS C BHIOPAHHBIM aJrOPUTMOM, a paclpeesieHue
BBIXOJTHOW BEJMYMHBI (pUCYHOK 15) O13Kk0 K HOpMalibHOMY ¢ K03 duuueHTom oxpara k=1,96
npu P=0,95, 9T0 1 cienoBaio 0XKHUIATh, UCXO/IS U3 MOJIOKCHUN IICHTPAIBHON MPEACTFHON TEO-
PEMBEI.

H_x"
max {H _X{ll)

Norme.c

Gh.0014 990491 OO.003] 99094925 OO0.B03E 0904032 OGOORES 09030 000043 90904048 2 OO.0040 0090453

Pucynok 15 — Pacnipenenenue BeixoaHoM BenuuuHbl npu MoaenupoBanuu MJIOK B megHoiM
katadke B canueHusx KOOMET 645/RU/14 (o ocu x — MJIOK, %; 1o ocH Y — IJIOTHOCTh
BEPOSTHOCTH (CHHSS THCTOTPaMMa); KPACHBIM IYHKTUP — HOPMAJIBHOE pacIpe/Ie/iCHNE;
BEPTHUKAIbHBIC OTCEYKH — TpaHUYHbIe 3HaYeHus npu P=0,95)
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BrIiBoabI 1O ri1aBe 2

[IpoBeneH cpaBHUTENBHBIN aHAINU3 IIECTU AITOPUTMOB O0PaOOTKH M3MEPUTEIBHON HH-
dbopmaruu sl OIEHKH MacCOBOM JI0JIM OCHOBHOTO KOMIIOHEeHTa 1o cxeme 100 % muHyc cymma
npUMecei CIeIyIOUMMH CIoco0aMHu:

1. «olleHKa TEXHUYECKOM YUCTOTHD - OLIEHKA YUCTOTHI BEIIECTBA HA OCHOBE KOCBEHHOTO
croco6a Mo HEeMmoJIHOMY WJIH 1I€JIEBOMY IPUMECHOMY COCTaBY;

2. «OLIEHKA aKaJeMHYeCKON YUCTOTHI» - OIEHKA YUCTOTHI BEUIECTBA HA OCHOBE KOCBEH-
HOTO CII0c00a 1O MOJHOMY IPUMECHOMY COCTaBY C YYETOM MPECIIOB O0HAPYKEHHUS;

3. «BAM» - orieHKa YHCTOTHI BEIIECTBA HA OCHOBE KOCBEHHOTO CIIOCO0A IO MOJTHOMY
MIPUMECHOMY COCTaBY C y4€TOM IpeJielioB OOHapYKEeHHUs, IpeioKeHHas B paborax denepab-
HOTO MHCTUTYTa MaTepuajoBe/IeHUs U UcbITaHui, [ epmanus;

4. «GUM» - orieHKa YMCTOTHI BEIIECTBA HA OCHOBE KOCBEHHOI'O CIOCO0A IO MOJTHOMY
MPUMECHOMY COCTaBY C YYETOM IPEIENIOB OOHAPYKEHUs, OCHOBAaHHAs Ha Toaxoe PykoBoacTBa
M0 BBIPAKECHUIO HEOMPEICICHHOCTH U3MEPEHUI B MPEIIOJIOKEHIH PABHOMEPHOTO paciipeserie-
HUS BEJIMYUH B BUJE MIPEIETIOB OOHAPYKEHUS;

5. «MeTobl THTEPBAIHHOU OLIEHKI) - IOCTPOEHBI HA OCHOBAHUH OOIIHUX PACCYXACHUM O
MpUMEHEeHUU KocBeHHOro mojxoja k orenke MJIOK no cxeme 100 % MuHyc cymma npumecei;

6. «meron akaeMuka JIeBATHIX) - IPEIITOJIaraeT, YTo pacipeesieHue COACPKAHMS ITPH-
MecCei B UHCTHIX BEIIECTBAX JOKHO OBITh OJM3KHUM K IOTHOpMaibHOMY. [1pr HEKOTOPBIX U3BECT-
HBIX COAEPXKAHMIX OOHAPYKEHHBIX MPUMECcel U almpUOPHBIX JaHHBIX O Mpeaenax oOHapyKEeHHs
BO3MOYKHO 3KCTPANoOJUPOBATh KPHUBYIO 3TOTO paclpeeieHus, IIONaab IMOJ KOTOpoi Oyner
paBHa CYMMapHOMY COJIEPKaHHUIO TTPUMECEH.

B pesynbpTaTe mpoBeNeHHOTO aHaIKM3a BBISBIECHBI TPUHIIUIIUATIBHBIC OTPAHUYCHHS TTOJI-
XOJIOB, CBA3AHHBIX C OI[EHKOW YMCTOTHI 110 HEMOJIHOMY MPUMECHOMY COCTaBYy MyTEM MOAEIUPO-
BaHMsI OIEHOK MIPHUMECHOTO COCTaBa B TPAaHUYHBIX YCIOBHUSIX. BMecTe ¢ 3TUM mpoaeMOHCTpUPO-
BaHO, YTO Pa3JIMYHBIE CTIOCOOBI OIEHKH YUCTOTHI B PEATBHBIX MMPUMEPaX JIal0T COBMECTHUMBIE pe-
3y/bTATHI B MPe/ieNiaX CBOMX TOUHOCTHBIX XapaKTePUCTHK, €CITU MPUMEHEHBI K MaTepuaty YuCTo-
Toii MmeHee 99,999 %, u npakTUUEeCKH UJICHTUYHbBIE PE3Y/IbTaThl, €CIM NIPUMEHEHbI K MaTepHaiy
qucTOTON MeHee 99,8 %.

BrisiBiieHBI OT/ICIbHBIE HEIOCTATKA AITOPUTMOB «AKajeMudecKas 9ucTota» u «TexHu-
YyecKasl YUCTOTa» M ONMUCAHBl TPAHUYHBIE YCIOBUS IPUMEHEHHSI alTOPUTMOB, TIPEIOKECHHBIX aB-
TOPOM.

[Tokazano, uro meton «GUM», B KOTOPOM 17151 OTICHKH YHUCTOTHI MPETIOIAraeTcsi ompe-

nenenue 91 mpumecu, odecrieunBacT HECMEIIEHHYIO (€CIM cyMMa OOHApYKEHHBIX NMpUMecen >>
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CYMMBI TIPEJIEIOB OOHAPYXEHUS Il HECOOHAPYKEHHBIX MIPUMECEH) OIEHKY MacCOBOM JOJHU OC-
HOBHOI'O KOMITIOHCHTA U aJICKBATHYIO OLICHKY HCOIIPCACIICHHOCTH, CBSI3aHHOM C HU3MCPCHHUAMU HEC-
O6Hapy)KeHHbIX HpHMeCCﬁ, YTO MOATBCPIKAACTCA BBICOKOTOYHBIMH PE3YJIbTATAMU IPAMBIX IICP-

BHUYHBIX U OTHOCUTCIIbHO IICPBUYHBIX METOIO0B.
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3 PaspaﬁoTKa 3TAJIOHOB CPaAaBHCHHUSA B BU/JI€ YUCTBIX METAJIJIOB

3.1 OnpenesieHue OCHOBHBIX TPeOOBAHM K ITAJIOHAM CPABHEHHS

Ha ocHOBaHWM aHaIM3a aJITOPUTMOB OIICHKH YUCTOTHI KOCBEHHBIMHU CIIOCOOAMH, ITPOBe-
JICHHOTO B TJIaBe 2, pe3ysbTaToB ciauueHui [16,21], 1opokHOH KapThl 10 OlleHKe YyrcToThI [19],
nyonukanuii [26,41,22] u npeamonaraeMoro Ha3Ha4eHUs ATaJOHOB CPaBHEHHS pa3padOoTaH JIO0KY-
MeHT MU 3560-2016 «Pexomenmarus. ['CH. Onenka HEONpeIeIeHHOCTH U3MEPEHUI MacCOBOM
JIOJT OCHOBHOT'O KOMITOHEHTA B HEOPraHMUYeCKHX BemecTBaxy» [11], B koTopoM chopmynupoBaHb
NPUHIIMIBI KCCIICAOBAHUI STaJIOHOB CPABHEHUS, UCXOJIS U3 IIEJICBON HEOIPEACICHHOCTH

a) MPSIMBIM CIIOCOOOM — ITYTEM HENOCPEACTBEHHOTO BOCIIPOM3BEICHHUS:

® TIpU BOCIPOW3BEACHUH E€IUHMIBI BEIUYMHBI C PACIIUPEHHON HEompeaeIeHHOo-
cteio U = 0,050 % MoTryT HCIIOJIB30BATHCS:
— TUTPUMETPHSI (IOJDKHBI OBITh YITEHBI MEIIAIOIINE IPUMECH JPYIHX METAIIOB IPH UX COJEp-
aHuH cBbime 5-10™ %, KoTophle Tak’ke OTTUTPOBHIBAIOTCS BBU/Y HECEIEKTHBHOCTH TUTPAHTA);
— rpaBUMETPHS (JOIKHBI OBITH YUTEHBI 3()(HEKTHI COOCAKACHUS: aICOPOLINs, OKKITIO3US, H30MOP-
$usm);
® pU BOCIPOU3BEACHHHM CIWHHIBI C PACIIMPEHHOW HEOIPEICICHHOCTHIO
0,010 % < U < 0,050 % MOryT HUCTIOIB30BaTHCS KYJTOHOMETPHUECKOE TUTPOBA-
HUE, KyJTIOHOMETPHS IPU KOHTPOJIUPYEMOM MOTEHIIHAIIE;

0) KOCBEHHBIM CIIOCOOOM - ITyTEM BOCIIPOU3BEICHUS €IMHUIIBI MACCOBOM JI0JIM TIpUMecei
¥ TTOCJIEYIOIIETO BEIYMCIICHUS COJIepKaHuUsl OCHOBHOTO KOMIIOHEHTA C PAaCHIMPEHHOHN Heompee-
neHHocteio  0,0010% < U <0,010% Moryr HCHOJB30BAaTbCS  MAacC-CIIEKTPOMETPHSI;
aTOMHO-a0COpOLIMOHHAs CIIEKTPOMETPHS, aTOMHO-IMHUCCHOHHASI CIIEKTPOMETPHSI, CIIEKTPO(OTO-
METpHs, METOIbI IIABJICHUS VISl ONPECICHUS ra3000pa3youX JIEMEHTOB, HEUTPOHHO-aKTH-
BaI[MOHHBIN aHAJIN3, NOHHAsI XpoMaTorpadusi, HOH-CEIEKTUBHBIA aHAIIN3 U JIp.

Ha PUCYHKC 16 NpeaACTaBJICHA CXEMa BBI60pa IoaAXoa0B JJIsd OLICHKH YHUCTOThI B 3aBUCH-

MOCTH OT LeneBoi HeonpeaenenHoctu MJJOK.

U (k=2, P=0,95)

> 0,010 % <0,010 %

TutpumeTtpua npsiMasi KynoHOMETpPWS,

o/ _ e
+ MaxkopHble npumecu ICP MS KynoHOMETpu1eckoe ThposaHue OO S AT E

Pucynok 16 — Beioop meronos onpeaenenus MJIOK mo MU 3560-2016
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B noxymeHTe Tak e MpuBEIeHbl OCHOBHbBIE KPUTEPHUH BHIOOpA U MOATOTOBKH YUCTBIX

BCIICCTB, KOTOPBIC U3JIOKCHBI HUIKC.

3.1.1 KpnTepnn BblﬁOpa U OIICHKA NIPUTOAHOCTA YUCTHIX METAJIJIOB JIl HCII0JIB30BaAHUSA B

Pa3JIMYHBIX METPOJIOTHYECKUX padoTax

Cpenu UCTONB3yeMbIX B HACTOSIIIICE BPEMs B HAyKe M MPOMBIIUICHHOCTH HEOpPraHuve-
ckux 4ucThiX BernecT (UB) MOXHO BBIICIUTH CICAYIONINE OCHOBHBIE KJIACChI, KOTOPbIE TaK HIIN
MHAYe JOCTYIHBI JJIsI IPOBEICHUSI NCCIIEIOBAHUI B HACTOSIIICH HAYYHO-UCCIIEI0BATEIBCKON pa-
oore:

— YUB B BU/I¢ YHCTHIX METAUIOB M UX CIUIABBI TSI MHUKPOJICKTPOHUKH, AaTOMHOM U a9POKOCMUYEC-
CKOU TpoMbIlieHHOCTH [85];

— UB B Bujie COJIEH METAILIOB, HCIIOJIb3yEMbIC, B OCHOBHOM, B (hapMaIleBTHKE ¥ XUMUIECKOH TPOo-
MBIIUICHHOCTH;

— UB B Bujiec MOHOKPHCTAJJIOB METAJUIOB M MX COJICH, 0CO00 YMCTHIC METAJLIBI, MX CILIABBI M TBEP-
JIbIe PACTBOPBI, UCIIOIb3YEMbIC B HAHOUH/IYCTPHH, MUKPO- M HAHO 3JICKTPOHHUKE, TIPH UCCIIEI0BA-

HUSX U pa3pabOTKe HOBBIX MAaTePHAIOB U XUMHUYECKUX MTPOAYKTOB [86].

VYkazanusie kiaaccel UB He 0XBaThIBAIOT MOJTHYIO HOMEHKJIATYPY MX HMPUMEHEHUs, OJ-
HAKO MX YMCTOTAa UMEHHO B 3THUX OOJACTAX SBISIETCS HanOOJIee KPUTHIECKUM MapaMeTpoM, T.K.
HaNpsMYIO CKa3bIBAETCSl Ha CBOMCTBAX KOHEYHBIX MMPOAYKTOB U 3HAUYUTEIHHO BIUAET HA TEXHOJIO-
THYECKHUE MPOLECCh (HalpuMep, MpH MOJTy4YeHHH BEIIECTB C 3aJaHHBIMU CBOMCTBAMN).

BwmecTe ¢ aTHM [1s1 HACTOSIIIUX MCCIIeIOBaHUN HEOOXOMMO BBIICITHTh TaKUe XapaKTe-
puctuku YUB, KOTOpBIE TIO3BOJIST UCIIONB30BAaTh UX B PA3JIMYHBIX METPOJIOTMYECKHX paboTax (B
TOM YHCJI€ B KaQUeCTBE TAJIOHOB CPAaBHEHMS IPH JUIMTEIILHOM XpaHEHHUHU U Iepejiaue eAMHUIIbI
KoJIn4yecTBa BelecTBa). [Ipexkae Bcero HEOOXOJUMMO YUYHUTBHIBATH, YTO OOJBIIMHCTBO METOJIOB,
NPUMEHSEMBIX JUTS UCCIIEOBAHUI COCTaBa BEIIECTB U MaTEPHAIIOB, TPEOYIOT NepeBoia MpoOkl B
pacTBOp, OHA JTOJHDKHA OTHOCHUTEIILHO MIPOCTO PACTBOPSITHECS 0€3 00pa3oBaHMUs OCTAaTKa.

Ucxons n3 o0bekTUBHBIX TpeOoBauuii k YB ans Merposiornueckux paboT, KOHEUHbIH
npoaykt (I'CO, OC u np.) nomxkeH obIagaTh JOCTATOYHON TOYHOCTBHIO OMPEAETECHUS] YUCTOTHI,
CTaOMIIBHOCTBIO, OTHOPOTHOCTBIO U (PU3MUECKUM YI00CTBOM ITPU MPUMEHEHUH B KOHKPETHBIX 3a-
nadax. Jlys 9TOro MOKHO BBIICNTUTH pa3iIMyHbIe XapakTepucTuku UB, mpencraBieHHbIE B Ta0-

e 7.
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Tabmmma 7 — Xapaktepuctuku YB

HanmeHoBaHMe XapaKTepUCTUKU PaccmarpuBaeMble COCTOSIHUS
JlucriepcHoe COCTOsHUE HOPOLIOK
KpHUCTaJIBI
MOHOJIMUT
HomunanbHas uncrora <99,9 %
99,9-99,99 %
>99,99 %
Bup uucroro Benectsa COEJIMHEHUS 3JIEMEHTOB (COJIH, CIJIABbI)
YUCTHIE 3JIEMEHTHI
®a30Bblii cocTaB (115 COJIEH U COEAUHEHUI) | CTEXMOMETPUUYEH
HE CTeXMOMETPHUYEH

[Ipu wuccnenoBaHUMU YKUCTOTHI MAaTEPUANIOB MPUMEHSETCS MHOKECTBO AHATMTHUYECKUX
MOJIXOJIOB ¥ METOIOB, OJTHAKO ISl JTFOOOTO METO/a XapaKTePHbI HEKOTOPBIE BIUSIONIUE (DAKTOPHI.
CambIM OOIIMM U3 HUX SIBJISIETCS HATMYME HEKOTOPOTO HEKOHTPOJIUPYEMOT0 KOJIMUECTBA IMPUME-
ceil Ha TIOBEPXHOCTH MaTepHaia [1], KoTopbie He XapaKTepU3yrOT OOIIHi COCTaB CaMOro MaTepu-
aja ¥ MpU 3TOM HANpPsIMYIO BIMSIIOT HA ONpeereHue MaccoBOM 1ou. O4eBUIHO, UYTO MaccoBast
JIOJISl DJIEMEHTA B MaTepHaie, KOTOpasi OMPEIEseTCs] KaK Macca 3TOTO AJIEMEHTA, OTHECEHHAs K
Macce BEeIeCTBa, IIPU U3MEPEHUAX MACChHI BEIIECTBA IO YMOJIYAHUIO OYAET BKIIIOUATh TAKKE U T€
IIPUMECH, KOTOPBIE COAEPKATCSA HA IIOBEPXHOCTH:

— OKCUIHBIN CIIOH;
— cOpOMPOBaHHBIE Ta3bl B TOBEPXHOCTHOM CIIOE;

— MCXAHUYCCKHEC MMOBCPXHOCTHBIC BKIIIOYCHHA.

Haunyuimmm crioco6oM HCKITI0UEHUS TaKUX BIHUAIOUINX (PAKTOPOB ABIsSETCS PU3NUECKOE
yZaJeHue NMPUMECHBIX KOMIIOHEHTOB C IOBEPXHOCTH uccienyeMoro UB. B npotuBHOM ciyuae
TpeOyeTcs OTAENbHBIN aHaIu3 MOBEPXHOCTU U COMIOCTABIEHHE C MAaCCOBOM J10J1el KOMIIOHEHTOB,
KOTOpPbIE HAXOAATCS B ITyOMHe (a3bl. B 3TOM cilydae 3TO BHOCUT JONOJHHUTEIbHYIO HEONpee-
JIEHHOCTH B OLIEHKY YHCTOTBI MaTepUaa U 3HAYUTEIbHO YCIOXKHSET ITOCTABJICHHYIO 33a4y.

Cpenu crioco0OB OYMCTKU MMOBEPXHOCTH MaTepualia MOKHO BBIIETHTh MEXaHUYECKHUE U
xumuueckue. [lepBriii 3akirodaercs B aOpa3suBHOM 00paboTke moBepXHOCTH. OCHOBHBIM HEJO-
CTaTKOM TaKOIr'o CIOCco0a SIBJISETCS 3arpsA3HEHUE UCCIeNyeMOro o0beKTa MaTepuaaoM abpa3usa.
XUMHUECKUH cr1oco0 OYUCTKU MOBEPXHOCTH OOBIYHO MPECTABISAET COOOM TpaBlieHHE BBICOKOYH-
CTBIMH KUCIIOTaMH TIOBEpXHOCTHOTO citos [87]. O6a 3Tn criocoObl MPUMEHSIOTCS JIMIIb /ISl MaTe-
pHaJIoB B KOMIAKTHOM (MOHOJIUTHOM) COCTOSIHUM, TAKOM KaK CIIUTOK, IpOOb WM PA3IUYHBIE KYyC-
KOBbI€ (DOPMBI, T.K. IPU BO3/IEHCTBUU KUCIIOTHI HA IOPOILOK UITH KPUCTAJLIBI BEIHKA BEPOSITHOCTh

IMMOJIHOT'O paCTBOPCHHA BCCr0 MaTcpHrajia. OuncTka MMOBCPXHOCTU HOpOIHKOOGpaISHBIX BCIICCTB
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TaK)XKe BO3MOXKHA (HaIpuMep, BaKyyMHO-TEIIJIOBBIM BO3ICHCTBHEM), OJJHAKO OHa MeHee 3 dek-
TUBHA, T.K. B OCHOBHOM HarlpaBJieHa Ha yJaJieHHE BJIaru 1 JETKOJIETYYHX KOMIIOHEHTOB.

OnwucanHbie 0OCTOSATENBCTBA BBIACISAIOT HaWJIydllee AucHepcHoe coctosHue UB ms
HACTOSIUX Lieraed — MOHoUT. O0paboTKa MOBEPXHOCTH CHUIIBHO 3arpsA3HEHHOI0 KOMIIAKTHOI'O
MaTepHaja MOXKET BKJIIOYaTh JIBa IOCIEJOBATENBHBIX 3Tana — cHayasia adpa3uBHas oOpaldoTka,
3areM xumuyeckas. O6paboTka MoBepXHOCTHU c1ab0 MM HE3HAUYUTENBHO 3arpsI3HEHHOT0 MaTepu-
aJia MOXeT OBITh OTPaHUYECHA TOJIBKO XMMUYECKOH 00pabOTKOM.

CnenaHHbIN BBIOOP B M0JIb3Y MAaTE€PHUAIOB B KOMIIAKTHOM BHJI€ BBUIY OTHOCHUTEJIbHON
IPOCTOTHl OYMCTKU IIOBEPXHOCTU U OTCYTCTBHUSI BBICOKMX TPEOOBaHMH K YCIOBUSAM XPaHEHUS
TaKXKe IMO3BOJISIET OTAATh MPEANOYTEHUE YUCTHIM METaJlIaM 110 OTHOIICHHIO K MX COJISIM, T.K. Ta-
KM€ COJIM Yallle BCEro MPEJICTABISIOT cO00M OPOIIKOOOpa3HbIe MaTepHAIIBI HITH HEOOIBIITNE KPH-
cTajuibl. Pa3BuTas MOBEPXHOCTh ITUX MATEPUAIOB HAIIPSIMYIO BIUSET Ha CIIOCOOHOCTH IpUMEC-
HBIX 3JIEMEHTOB COPOUPOBATHCS HAa TIOBEPXHOCTH U «MEIIATH)» OLICHKE UX YMCTOTHI.

OpHako CyIIECTBYET Psi/i JIEMEHTOB, KOTOPbIE 3aTPYAHUTEIBHO WM JaXKe OIACHO Xpa-
HUTh B UUCTOM BHJ€ (HaIpUMep, IEIOUHbIE METAJUIBI U T.I1.). B 3TOM ciryyae HeoOX01UM HEKO-
TOPBIA KOMIIPOMUCC B 3aBUCHUMOCTH OT IOCTABJIEHHBIX LI€JIeH MpHU UCIOJIb30BAHUHU, HAIIPHMED,
coJiel 3TUX METalIoB B IHopolikooOpasHoi (opme. OpHako, paccMaTrpuBas HEOOXOIUMOCTh
OILIEHKH YUCTOTHI, HEOOXOIMMO IIPUHIMATH BO BHUMAHHE CTEXHOMETPHYECKOE COOTHOIIICHHE dJIe-
MEHTOB B 3THX BellecTBax. Hampumep, oOiIyr0 4MCTOTY cojieil METalsIoB Ha MPAaKTUKE 4acTo
OTIpeNeNAI0T TATPUMETPUYECKUMH METO/1aMHU, T.€. C TOMOILBIO TUTPAHTA U3BECTHOT'O COCTaBa OT-
TUTPOBBIBAIOT AHUOH WJIM KaTHOH M IO €r0 KOJUYECTBY PACCUUTHIBAIOT OOIIYIO UUCTOTY MaTepH-
aJla 1o CTeXMOMETPHUECKOMY cOOTHOIIeHHO [87]. B ciyuae ¢ TUHTpoBaHMEM aHHOHA HEOOXOTUMO
YYUTHIBATh HAIMYHE B COCMHEHUH PA3IMYHBIX KATHOHOB, 00Pa3yONINX COSTMHEHHNE C 3TUM aHH-
OHOM, a B 00I1IeM ITPU TAKOM MOJX0/1€ 00s13aTeIeH CTPOrUii CTEXHOMETPUUYECKHX COCTaB BEIIECTBA
JUTs 8JIeKBATHOTO BBIMOJIHEHHS pacyeTHO# mpouenypst [88].

B nepsom npubnmxkenuun Beioop UB no ero HOMuHaNbHON YHMCTOTE CBSI3aH C KOHKPET-
HBIMHU 3a7adaMu. Tak, MaKCHMaJIbHOW TOYHOCTH OIIEHKH YUCTOTHI MOYKHO JTOCTHYb, MTPUMEHSS
KocBeHHBIH moaxon (100% - cymma mpumeceii) mpu MacCoBOM JI0JiE OCHOBHOTO BEIIECTBA HE Me-
Hee 99,97 % [10]. [ToaTomMy B 3aBUCHMOCTH OT 3aJ1a4¥ BO3MOKHOCTH MTPUMEHEHHSI KOHKPETHOTO
METO/Ia U IIEeJICBOT0 3HAUYEHHS HEOTIPEIEIIEHHOCTH OIIEHKH YHCTOTHI BOBMOXKHBI Pa3JINYHbIC BapH-
anThl. OOImMM TS JTF00O0TO TOX0/1a OCTAeTCsl MUHHUMAaJIbHAsI TPaHUIA HOMHHAJIBHON YHCTOTHI
marepuana — 99,7 %, T.K. MEHee YHCTbIe BEIECTBA MOT'YT COJIEpKaTh MaKpOIPUMECH, CHIDKAIO-
M€ TOYHOCTh KaK NPSAMBIX, TaK U KOCBEHHBIX MeTOA0B. Hanpumep, nmpumecu ra3oB u razoo0pa-
3YIOILUX 3JIEMEHTOB (KUCIIOPOJI, BOAOPO, CEPa, YIIEPOI, a30T) MOT'YT HETAaTUBHO CKa3bIBaThCA HA

TOYHOCTH OLIEHKM YHUCTOTHI BemecTB 1o cxeme 100 % mMuHyc cymma npumece, T.K. H3MEpPEHUs
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MacCOBOM JIOJIM 3THUX 3JIEMEHTOB, HAIIPUMEP, METOJaMU TropsYei IKCTPAKINK (BOCCTAHOBUTEIb-
HOE TUTABJICHNE) UMEIOT OTHOCHTEIIFHO HEBBICOKYIO TOYHOCTh CAMH 110 cebe, K TOMY K€ 9acTo 3TH
AJIEMEHTHI paclpeesieHbl 0 00beMy MaTepuaia HEpaBHOMEPHO, YTO HETATUBHO CKAa3bIBacTCS Ha
xapakTepuctukax TouHoctu onpeaenenuss MJIOK, T.k. moBbIIIIAeT OIEHKY CTaHAApTHOM Heolpe-

ACJIICHHOCTHU OT HCOAHOPOAHOCTH.

3.1.2 CaeneHuns 0 cTa0MJILHOCTH YUCTHIX BEIIECTB

DreMeHTapHble BELIECTBA, IMOJy4aeMble B IPOMBIIUIEHHOCTH, SBISIOTCS HECTaOUIIb-
HBIMU B peajbHBIX yciaoBHAX. C TeueHHEM BPEMEHH OHM HEOOpaTUMO IMpeBpamarTcs B Ooee
YCTOMYMBBIE COEIUHEHMSI, pearupysi ¢ KOMIIOHEHTaMH BO3/yxa (KMCIOpOJ U BOJSHOW nap) npu
KOMHATHBIX TeMIlepaTypax. A30T 0ObIUHO IEHCTBYET Kak pa30aBUTENb, IOCKOJIBKY YCTOHUNBOCTh
HHUTPHUIOB METAIIOB (MArHHUsi, AIFOMHHYSI) HIXKE YCTOWYUBOCTU COOTBETCTBYIOLIMX OKCHIOB [89].

N3BecTHO, YTO UMCTOE 7KENe30 KOPPOAUPYET, HAXOAACh B KOHTAKTE C BOJOMU, coaepxka-
1Ie paCTBOPEHHBIN KUCIOPOA. B TO ke Bpems Melb JOCTaTOYHO YCTONYMBA B HEUTPAIBHOU BOJIE,
HE3aBHCHUMO OT COJIEpKaHus B HEM kuciopoaa. Kpome Toro, Meab MOXKET pacTBOPATHCS B KUCIIO-
TaxX, COJAEPIKAIMX PACTBOPEHHBIM KUCIOPOJ, U OCTA€TCs yCTOMYMBOM B KHMCIOTAX, JUIIEHHBIX
KHCJIOPO/1a, B TO BpeMsl Kak JJIsl HepyKaBeIollel CcTaiau HaboqaeTcss oOpaTHasi 3aKOHOMEPHOCTb.

[Ipn 0OBIYHBIX TeMIlepaTypax OOJBIIMHCTBO METANIOB MOKPBHITHl OKCHIHOM TMIEHKOM
tonuHou oT 3 10 10 HM. Takas m€Hka o6pasyercss oueHb OBICTPO (B TEUEHNE HECKOJIBKUX MHU-
HYT) NPH KOHTAKTe C aTMOC(EPHBIM BO3yXOM, HO JAJIbHEHIINI €€ pocT OOBIYHO HE3HAUUTEIEH.
[Tpu Gonee BBICOKMX TeMIepaTypax OKUCIECHHE MOXKET WATH Jlalblie BriyOb, IOCKOJIBKY pearu-
pyIOIllMe YacTHUIbl MOTYT MPOHMKATh Yepe3 IJIEHKY OKcHla. Takue OKCHIbl HAa3bIBAIOT 3alUT-
HBIMH, ITOCKOJIBKY CKOPOCTb OKHCJIEHHSI YMEHBLIAETCS C POCTOM TONIIMHBI MIEHKU. [Ipu s3TOM
MIOBEPXHOCTh METAJIJIA MO>KHO MPEACTABUTH B BUJE IJIEKTPOXUMHUECKON SIUEHKH, TJI€ Ha IPaHULE
METaJUI/OKCHU/T TPOUCXOAUT PEAKLUsl OKUCIICHHSI aTOMOB METaJlIa, @ Ha TPaHMIIEe BO3AYX/OKCUI —
IIPOLIECC BOCCTAHOBJICHUS MOJIEKYI Kuciaoposa. [lepeHoc HOHOB U 3J€KTPOHOB OCYIIECTBIISETCS
nyTéM nuddy3un yepes neeKTsl B KpUCTAUNIMYECKON CTPYKTYpe okcua. TakuM 00pa3om, CTpyK-
Typa 00pa3yroIerocsi OKCua BIUSET Ha CKOPOCTh Koppo3uu. Hampumep, OKCHIbI XpoMa U aro-
MUHHSI COAEPIKAT HEOOJbIIOE YUCIIO e(EKTOB, TO3TOMY OHU BECbMa YCTONYMBHI J1aXke TP BbI-
COKHX TemrepaTypax. Eciau pazHuna B OTHOCUTEIBHBIX 00bEMax MeTaljia U ero OKCUAa BelHuKa
(MarHui, ypaH), TO 3alIUTHBIN CJI0i He oOpa3yeTcs n3-3a ero MJI0XOH aare3uu K MeTasuly.

s okcuna Fe2O3 xapakTepHO BO3HMKHOBEHHE aHMOHHBIX BaKaHCHUM, B TO BpeMs Kak
i FeO — xatnonnsix BakaHncuil, FesOs conepxut aedexrsl cMmemanHoro tTumna. Camo xene3o
KPUCTAJUTH3YETCs B KyOndeckoi cTpykrype mpu temmeparype Hmwke 910 °C. Okcua ZnO xapak-

TepusyeTcsi 00pa3oBaHueM JIePEKTOB B KATHOHHON MOAPEIIETKE.
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IIpy npou3sBOACTBE METAJNIMYECKUX CIMTKOB BO3MOXXHO BO3HHKHOBEHHE CIIEIYIOIIHX
CTPYKTYPHBIX OCOOEHHOCTEH: TpaJueHTa KOHIICHTpaluil npumMecer (0T HEeHTpa K MOBEPXHOCTH
KaK OTZIEJIbHBIX KPUCTAJIJIOB, TAK U CIIUTKA B LI€JIOM), [TOJIOCTH BHYTPHU CIUTKA, OKKJIIO3HS ra30B
IPUBOAUT K MEXJICHIPUTHON OPUCTOCTH (XapaKTEPHO sl BOASHOIO IIapa B MeJIN ), IPOUCXOUT
OKKJIIO3MsI OKCUJIOB U IPYTMX BHEIIHUX IpUMeced. Eciu cIuTKy nmoaBepraroTcs B JaJlbHEUIIEM
OJTHOHAINPABJICHHON MeOpMaluy TPU BBICOKOH TEMIIEpaType, TO MPOUCXOIUT MPOLECC PEKPH-
CTaJJIM3alluy, B pE3yJIbTaTe KOTOPOrO ACHJPUTHBIE KPUCTAJLIbI 3aMEHSIOTCS MOJIMTOHAIbHBIMU
KpHUCTa/lJIaMH, BBITSHYTBIMU B HalpaBlIeHMH 00paboTku. PacnpesneneHue npumeceil nmpu 3ToM
CTaHOBUTCA Oosiee paBHOMEPHBIM. [IpH X0101HOM NpoKaTKe MaTepuall CTAHOBUTCS 0ojiee aHU30-
TPOITHBIM.

[IpennoxkeHo HECKOJIbKO MOJAXOJ0B K ONKCAHUIO MPOLECCOB OKUCIIEHUS METAJUIOB Ha
BO3/yXE€.

Teopust Kabpepa-Morra [90] onuchiBaeT OKUCICHHE METAIIOB, HA TOBEPXHOCTH KOTO-
PBIX 00pa3yroTCsl TOHKHE 3alIUTHbIE TUIEHKH. TonmumHa 3TUX MIEHOK cocTaBisieT oT 3 10 10 HM,
a 3aBUCUMOCTH €€ OT BPEMEHH OIHCHIBACTCS JIOTapu(PMUUIECKOH, 0OpaTHON JTOrapupMHIECKON
WK KyOnueckoi (yHKuMeH, B 3aBUCUMOCTH OT MPHUPOJIbl MeTaiia. TeopeTuueckue UccieoBa-
HUS 3TUX MPOLIECCOB CIOKHBI U3-32 HU3KOM CKOPOCTH POCTa IUIEHKU U Majoi €€ TommuHsl. Oc-
HOBHBIE TIOJIO’KEHUSI TEOPHUH:

1) AToMbl KHCIOpOJa COpOUPYIOTCS HA IOBEPXHOCTH pasjieia BO31yX/OKCUJ.

2) [In€Hka HaCTONBKO TOHKASL, YTO AIEKTPOHBI METAJLIA TPOXOAT CKBO3b HEE BCIIE/ICTBHE
TEPMOMOHHOM 3MUCCHH WM U3-32 KBAHTOBO-MEXaHNYECKUX 3()(PEKTOB TYHHETUPOBAHHUS.

3) ATOMBI KHCJIOPO/Ia 3aXBaThIBAIOT ATH JJIEKTPOHBI, 00pa3ysi aHUOHBI.

Takum 00pa3oM, B MIEHKE BO3HUKAET OYEHb CHIIBHOE 3JIEKTPUUYECKOe Mosie (OKOJI0
10° B/cMm), KoTopoe cocoOCTBYeT MUTPAlli aTOMOB MeTajlia uepes okcua. PocT mnéuku orpa-
HUYMBAETCS MAJIBIM TPOOETOM 3JIEKTPOHOB.

Teopust Baruepa [89] omuchiBaeT mpoiiecchl OKUCICHUS B TEX CIydasx, Koraa oopasy-
I0TCS CPABHUTENILHO TOJICThIE MNIEHKU OKCHUJIOB, TOJIIMHA KOTOPBIX IOCTAaTOYHA JIsl TOTO, YTOOBI
Ha 00eMX HUX CTOPOHAX YCTAaHOBWJIMCh XMMHMUeCcKHe paBHoBecus. COriacHO 3TOHM Teopuu, CKO-
POCTh POCTA OKCUAHOM TUIEHKU OMpeAessieTcs CKOPOCThIo AU Py3un pearupyronmx yacTull ye-
pe3 cioi okcuaa no nedekraM ero Kkpucramuimyeckoil pemérku. [lpu atom npeanonaraercs, 4To
OKCH/JI SIBJISIETCS YCTOMYMBOW M30TPONHON (pa30ii 0IMHAKOBOM TOJIIMHEIL, a Apyrue nytu quddy-
3UM HE BHOCST 3HAUUTENBHOIO BKJIaJla B MACCOIIEPEHOC.

MexaHu3M OKHCICHUS METaJIJ0B Ha BO3yXC OMMPCACIIACTCS HpI/IpO,Z[Oﬁ mMmeraijia, T.C. €ro

ne(hEeKTHON CTPYKTYpPOH.
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Hamnpumep, okucIeHUE IIMHKA — MeTallIa, 00pa3yIoIIero OKCUIbI ¢ 1e()eKTOM BHEIPECHUS
KaTHOHOB — MOKHO OIHUCATh cleAyromuM oopa3zom. Ha rpanutie pa3aena okcua/arMmocdepa mpo-
TEKAIOT CJICTYIOLIHE TPOLIECCHI:
AjicopOrust aToma Kuciopoa u3 arMochepsl,
Wonusanus ero ¢ 00pa3oBaHUEM aHHOHA,
KoopauHarwst ¢ MeKI0y3e/IbHbIM KATHOHOM METaJLIA.

XHUMHYECKH 3TH MponeCcChbl MOKXHO BBIPA3UTH YPABHCHUCM
1/20; + Zn** + 2e = ZnO. (38)

Ecnu npunsate BenmuuHy aktuBHOCTH ZNO 3a 1, TO KOHCTaHTa 3TOr0 paBHOBECHUS BBIpa-
YKAETCsl ypaBHEHUEM

1
K=—p——" (39)

p022'n2n2+'ng,
rae Do, — AABICHHE KHCIOPOJA B aTMOChEPE, N7y 2+;
Ne— YUCIO0 MEXKITOY3CIBbHBIX KATHOHOB U 3JICKTPOHOB, COOTBETCTBCHHO.
Ha IMOBCPXHOCTHU pa3aciia MeTaHH/OKCI/IH aTOMbI MCTAaJlUIa IPOHUKAIOT B 30HY OKCH/Ia B

BHUAC KATUOHOB U 3JICKTPOHOB

7n = 7Znt + e, (40)

OxwucieHue MPOUCXOINT, €CITH apIIHAIFHOE JaBlIEHHE KUCIOpo/Ia B aTMocdepe OobIe,
yem gaBieHue auccormanuu ZnO. Ilpu 3ToM HabONrOgaeTcs TpaAMeHT KOHUEHTPALUU MEXI0-
y3eIbHBIX KATHOHOB B 30HE OKCHJA: KOHIEHTpalus AepeKTOB BOIW3HM TPAaHUIBI pazliena Me-
Tasur/okcu O0bIIe, YeM Ha TpaHulle OKcuj/aTMocdepa.

HpI/I OKUCJICHHNU MCTAJIJIOB, 06p33yTOHH/IX OKCHJblI C KATUOHHBIMHU BaKaHCHUsIMH, MEXa-
HU3M peaklui OmpeesieTcs ClocOOHOCThIO OKCUAA MPUHUMATh KaTHOHHBIE BakaHcuH. KaTuoH
MeTaJljia MePEHOCUTCS U3 MOAPEMIETKH OKCHIA, YBEIMUNBasE KOJTHMUECTBO BAKAHCHH, a DIIEKTPOHBI
JUIST BOCCTAHOBJICHUSI KHCJIOpoaa OepyTcsi ¢ 000JI0YeK MOHA MeTayia, o0pa3ysl JJIeKTPOHHbBIC
aeipku. [Iponecc oxucaenus Takxke UAET IPH YCIOBHU Do, > Po. IIpu 5ToM Taxke HabmomaeTcs
TpagueHT KOHIIEHTPAIlUi BaKaHCHIA, HO €r0 HampaBieHHE MPOTHUBOMOIOKHO: KATHOHHBIE BaKaH-
CUU BO3HHUKAIOT HAa TPaHMIle OKCH/aTMochepa U UCUe3ar0T Ha TPAHUIIe METAIIT/OKCHUI.

Jlist MeTaioB, 00pa3yroIIMX OKCHABI C AHHOHHBIMU BaKaHCUAMH, [lepBast ctaaus 3aKito-
YaeTcs B TIepexo/ie aToMa MeTaJljla U3 MeTaJlla B OKCHJI, €r0 HOHU3AINHA U KOOPIUHAIINN C aHUO-
HOM KHCJIOPOAA. DTOT aHUOH YXOJHUT M3 MOAPEIIETKN OKCH/IA, CO3/1aBasi aHUOHHYIO BaKaHCHIO, a

U30BITOYHBIE 9JICKTPOHEI IMMOMAaAar0T B 30HY IPOBOAUMOCTU OKCHUIA. ATOMEI KucJopoaa aIICOPGI/I-
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PYIOTCS Ha MMOBEPXHOCTH, MPUHUMAIOT 3TU W30BITOYHBIE AJIEKTPOHBI U 3aMOJIHAIOT AHHOHHbBIE Ba-
kancuu. KoHnenTpanus 1eeKToB B JTaHHOM CIIy4ae YMEHBIIACTCS B HAPABICHUH OT METAJUIA JI0
MOBEPXHOCTH.
CKopocTh peakiiK OKUCIIEHUsl B Teopur Barnepa npomnopiuoHanbHas CKOPOCTH Jud-
¢y3un yactui, KoTopasi 00paTHO MPOMOPLKUOHAIIbHA TOJIIINHE CJI0s OKcuaa. TakuM o6pazom, To-

IIMHA CJIOSI OKCH/IA YBEITMYMBACTCS CO BPEMEHEM 110 MapaboIMuecKoMy 3aKOHY

x = 2kt1/2, (41)

3aBUCHUMOCTh CKOPOCTH PEAKIMH OT TEMIEPATyphl ONpeAesieTcs] TeMIepaTypHOil 3aBu-

cuMocTh0 Koddummenta nuddy3un u, B 00IIeM ciaydae, BRIpaKaETCs ypaBHEHUEM

lgszA+B, (42)

rae A u B — KOHCTaHTHI.

VY CcTaHOBIEHO, YTO CKOPOCTh PEAKIMM OKHCIEHUS MHOTUX UYUCTBIX METAIOB (B TOM
4HClle, JKEJIe3a, MEIU U IIMHKA) KUCIOPOAOM BO3AyXa IPU KOMHATHOM TeMIIEpaType HacTOJbKO
MaJia, 4To 00pa3Ibl MOTYT CUUTATHCS CTA0MIBHBIMU B T€YCHHUE JIECATKOB JIET.

CrnenyeT OTMETUTH, YTO HAJIMYKME IPUMECEH B CTPYKTYpPE MeTaJl1a MOXKET CUIIHLHO MOBIH-
ATh Ha CKOPOCTb €ro OKHCJICHUsS. B 3aBUCHMOCTH OT MpUPOABI 1e(EKTOB B OKCHJIE M MPHPOIBI
IPUMECH BO3MOXKHO KaK yBEJIMYEHHE, TaK U YMEHBIICHHE CKOPOCTH PEaKIIMK Ha HECKOJIBKO I0-
PSIKOB.

B nenom n3MeHeHue coctaBa MeTajlla IPH XPaHEHUHU MPOUCXOJUT B OOJIbIIEH CTENEeHN
Ha MOBEPXHOCTH 00pa3lia U CBA3aHO C €0 B3aUMOJICHCTBUEM C KOMIIOHEHTaMU aTMocdepsl (Kuc-
JIOPOJIOM, BOJIOH, YIJIEpOJICOMEPKALMMHU BellecTBaMu). Takke cileayeT Y4YUThIBaTh BO3MOXK-
HOCTh U3MEHEHHUs COCTaBa MeTajula MpU 0TOOpe MpoOkI sl aHaIM3a: 3arpsi3HEHHE TOBEPXHOCTU
3JIEMEHTaMH, PUCYTCTBYIOIIMMU B MTOCY/I€, MHCTPYMEHTAX; OPraHNYECKUMHU BEIIECTBAMH KOXKHU
WM CMa3KH; MOTEPS JIETKOJIETYYUX WK ra3000pa3HbIX BEIIECTB, HAXOIAUINXCS BOJIU3U MOBEPX-
HOCTH. JIj1s1 TOTO, YTOOBI YMEHBIITUTH BIMSIHUE (DAKTOPOB OKPYXKAIOIIEH CPeIbl U MpoIiecca mpo-
0600TOOpa Ha TOMOT€HHOCTh 00pa3iia, PEKOMEHIYIOT PUHUMATH Clieaytomue Mepsl [91]:

1) U3roroBnaTe uiam npuodpeTarb 00paslibl C BO3MOXKHO MEHbIIEH TUIOMAAbI0 TTOBEPX-
HOCTHU: B BUJIE OPYCKOB, TabJIETOK; pexe — B (hopMe CTPYKKH HIIN YEITyeK.

2) XpaHuTh 00pa3iibl B TNIOTHO 3aKPBITOM Tape (0aHKH U3 MONMUATUIICHA WIIH CTEKIIA).

3) Ilepen ncnoab30BaHUEM MOBEPXHOCTh 00PA3IIOB OYUIIATH OT OKCHIHOTO CIIOS C IMO-
MOIIbI0 MEXaHUUYECKUX WJIM XUMUYECKUX cpesicTB. K MexaHMUeCKUM cpesICTBaM MOKHO OTHECTH
00paboTKy HaXxIa4uHOM Oymaroii, o0paboTKy Ha TOKapHOM cTaHke U T.1. K Hanboiee pacrpoctpa-

HEHHBIM XMMHUYECKUM cpeacrtsam O6pa6OTKI/I MMOBEPXHOCTU METAJIJIOB OTHOCHUTCS BBIACPKNBAHUC
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B pa30aBIECHHOM PACTBOPE a30THOU (MJIM CEPHOM ) KHUCIIOTBI, TPH KOTOPOM PACTBOPSETCS U yIaIsi-
€TCSl OKCUHBIN CJIOH, C TOCIEIYIOIIMM OTIOJACKUBAHUEM TUCTUILTUPOBAHHON MM ICMOHU30BaH-
HOU BomoM. J{nst Ooree miansmieil OYMCTKH, B TEX caydasi, KOTJa MOTepsi MeTasia h3-3a BO3MOXK-
HOTO €r0 PacCTBOPEHHUS B KUCIIOTE HEXKENATEeNIbHA, PEKOMEHIYIOT 00pab0TKy pacTBOPOM IMEPOK-
cuaa Bogopoaa uiau cmecbto HF+H2O2 (s ynanenus npumeceit KpeMHHUsI) B COYETAHUU C YITb-
Tpa3ByKkoBoi 00paboTkoii [91]. Takxke ynaneHne OKCUIHOTO CIIOSI JOCTUTACTCS BhIICPKUBAHHEM
o0pa3ia B Toke cyxoro Boxoposa. st n30aBieHus OT yriaepocoaepKaliux IpumMecel, KOTopble
0COOEHHO XOpOIIO COPOUPYIOTCS U3 atMochepbl Ha MOBEPXHOCTH BBHICOKOUMCTOTO Keje3a, 00-
pasipl 00pabaThIBAIOT OPraHUYECKUMHU PACTBOPHUTEISIMU (3TAHOJ, alleTOH), 3aTeM JAMCTUILTHPO-
BaHHOW BOJIOM B yJIbTPa3BYKOBOW BaHHE, 3aTeM HarpeBaioT mpu (420-450) °C B teuyenue (5—
10) munyT [92,93].

4) TlpoOy mutst aHanu3a OTOMPATh HE C MMOBEPXHOCTH, a IO BO3MOXXHOCTH M3 IIeHTpa 00-
pasna. He pexoMeHyeTcst UCIoIb30BaTh ISl aHATN3a TTOBEPXHOCTH, HA KOTOPBIX €CTh TPEIIUHBI
U Ipyrue 1eQeKThl, MOCKOJIbKY TAKHE MECTa CIIOCOOCTBYIOT OoJiee OBICTPOMY H TNTyOOKOMY OKHC-

JICHHUIO ME€TaJljia.

3.2 OueHKa 0JHOPOIHOCTH YHCTOI0 BellleCTBA N0 MPUMECHOMY COCTABY

CrangapTHBIN c1oco0 OIIEHKH HEONPEAEIEHHOCTH, CBA3aHHON ¢ OJIHOPOJAHOCTBIO MaTe-
puana, IpUMEHUTENBHO K CTAaHAAPTHBIM 00pa3liaM cocTaBa BEIIECTB U MaTEpHAJIOB ONKCaH B Py-
koBozctBe I1SO Guide 35:2017 [94] u npencrasisier co0oii CpaBHUTEBHBIN aHAIN3 AUCTIEPCUI
pe3yabTaTOB M3MEPEHHI BHYTpU MpPOObI M MexAy Npod. [IpuMeHnTeNnbHO K MPsSMBIM METOJaM
onpezaenenuss MJIOK yka3aHHbIN TOAX04 MOXKET OBITh pealn30BaH MOCPEACTBOM MHOTOKPATHBIX
M3MEpPEHHUI B HECKOJIBKUX pacTBOpax pa3JIMYHbIX HaBECOK OJIHOM mpoObl. B 3TOM ciyuae o6pa-
00TKa M3MEPUTENIbHOW MH(OPMAIMKM MPOBOAUTCS METOAOM OJHO(PAKTOPHOTO JUCHEPCHOHHOTO
aHanu3a.

JlJ1s OLleHKH HEOAHOPOJHOCTH M aTTECTOBAHHOTO 3HAYEHMsI MaccoBas J10JIs KakJ10i 00-
Hapy>KeHHOH mmpuMecH nipoBeieHs! oT 4 1o 10 mapamtensabix uamepenuit (V=v; v=4...10) B 3-15
npobax paszHoit Mmaccsl (T=t; t=3...15), oToOpaHHBIX OT MaTepHaja 3TaloHa cpaBHeHus. Kaxas
npo6a nojBepraigach MOAroToBKe 1o 1. 3.1 /i yaaneHus IOBEpXHOCTHOTO CIIOS.

W3mepenus conepkaHusi IpUMecH MPOBOAMIIN B YCIOBHSIX BHYTPUIaOOpaTOpHOIl mpe-
[U3UOHHOCTU M PACCUUTHIBAIIU CIIEYIOIINE TapaMeTPhl:

- CpC,Z[HCapI/I(I)MCTI/I‘-ICCKOC 3HAYCHUEC BCCX PE3YJIILTATOB IO (bOpMy.]'IC

T
X = Z Xiy,» (43)
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rae X; — V- pe3yapTaT U3MEPEHNIN MacCOBOM 104 i-11 mpumMecH B t-oi nmpo0e,
Ity

t

— cpelHMe Pe3yabTaThl A KaXKI0U o0k 1o popmysie

14
xit = Z xit]]’ (44)
v=1

— CyMMYy KBaJIpaToOB OTKJIOHEHHH Pe3yJbTaTOB MU3MEPEHUI OT CPEAHMX 3HAUCHUN ISl KaKIOu

poOkI o popmyie

SSe, = izv:(xiw - xit)z, (45)

— CyMMY KBaJpaTOB OTKJIOHEHUH CPEIHHUX Pe3yIbTaTOB ISl KOKIAOH MPOOBI OT CpeaHero apud-

METHYECKOI'0 BCEX PE3yJIbTAaTOB O (hopmyrie

T
SSp, =V - z(xit -x)" (40)
t=1

— CpelHHEe KBaJpaThl OTKJIOHEHUM PE3yJbTAaTOB MU3MEPEHUM OT CPEAHUX 3HAYCHUH U KaKI0U

poOsI o popmyre

_ SS,,

SSe, = m, (47)

— CpelHME KBaJpaThl OTKIOHEHUH PE3ylbTaTOB U3MEPEHUI OT CPEJHUX 3HAUYEHUN MEXNIYy Npo-

O6amu o Gopmyiie

SSh,

-1

(48)

— CTAaHJAPTHOC OTKIIOHCHHUEC HCOJHOPOAHOCTH 110 CYMME KBaApaTOB OTKJIOHCHHIH OT CpE€AHUX 3HA-

YEHUH TSI KaXa0u poObI o popmyie

SS.. 2
S, = [2a.” , (49)
i T V- (T-1)

—nipu (SSp, — SS,,) = 0; V'Vt5 = const cTaHaapTHOe OTKIOHEHHE HEOXHOPOIHOCTH IO CyMMe

KBaJPaTOB OTKJIOHEHUH CPETHUX Pe3yIbTAaTOB B MP0OE OT OOIIETO CPeIHETo 10 popMyIie

% KonMuecTBo pe3ysibTaToB H3MEPEHHH MacCOBOM JI0JIM PUMECH B KaX 101 TIpooe.



(30)

— npu (ﬁhi — Eei) > 0; V'Vt # const cranaapTHOE OTKJIOHEHHE HEOJHOPOAHOCTH IO CyMMeE

KBaJIPaTOB OTKJIOHEHUH CPEHHUX PE3yIbTaTOB B IPOOE OT OOIIETO CPeIHEro mo Gpopmye

T

S = |(551, ~55.) / Zm—ivﬁ ivt-[T—l] : (51)
t=1 1

t=1 t=
— npu (ﬁhi — Eei) < 0 cTaHAapTHOE OTKJIOHEHHE HEOJHOPOJIHOCTU IO CyMME KBaJIpaToB OT-

KIIOHCHU CPEeTHUX PE3YJIbTATOB B MPOOE OT 00IIEro MpUHUMAETCS paBHBIM (

Sn; = 0. (52)

OrieHKa CTaHIaPTHOM HEOPE/ICIIEHHOCTH OT HEOJHOPOIHOCTH POBE/ICHA 110 (popmyrie

n d d
Uup = ZX‘/Z X |- Zmax(sei;shi)zr (53)
i=1 i=1 =1

rie d — KOIMYeCTBO OOHAPYKEHHBIX MPUMECEH, 0 KOTOPHIM MPOU3BEICH pacyeT HEOIHO-
poxnoctu (i = 1...d).
[Tpu d=n cranmapTHas HEOMPEAEIEHHOCTh OT HEOTHOPOJHOCTH OIIEHMBACTCS MO IMOJI-

HOMY ITPUMECHOMY COCTaBY UCXOJS U3 MAaKCHUMyMa MEXy CTaHAAPTHBIM OTKJIOHEHHEM PEe3YJlb-
TaTOB M3MEPEHUN MeXIy NpoOaMu M CTaHAAPTHBIM OTKJIOHEHHEM PE3yJIbTaTOB MapalleIbHbIX
U3MEpPEHUIl MaccoBOM J0JIM KOMIIOHEHTa B mpobe. Takol Mmoaxosd JaeT «OLIEHKY CBEpXYy» B TeX
ClIydasx, Korzaa (ﬁhi - ﬁei) < 0, T.€. PKCIIEPUMEHTAIBLHO BBIAEIUTH HEOJHOPOJHOCTh MaTEPHU-
asia Ha (hoHe cirydaifHOro pa3dpoca pe3yabTaToOB U3MEPEHHIH HEBO3MOXKHO.

[pu (ﬁhi - ﬁei) > 0, CTaHZAPTHOE OTKJIOHEHWE HEOJHOPOJHOCTH JUIS KOHKPETHON
IIPUMECH SIBJISIETCS] 3HAUUMBIM U MOKET ObITh OOOCHOBAHO MPHUHATO B KAYECTBO MCTOYHHMKA HE-
OTIpeIeIEHHOCTH.

N3 dpopmynsr (29) BuaHO, yto Mozaenb naMepenunii MJIOK kocBeHHBIM criocoOoM mipe-
1oJjlaraeT CyMMHPOBAHHE MACCOBBIX JI0JIel 0OHApY)KEHHBIX MPUMECeH, CTaHAapTHBIE HEolpe/e-
JICHHOCTH PE3y/IbTaTOB U3MEPEHUIN MACCOBBIX JI0JIEH ATHX MpUMecel He0OX0IMMO CYMMUPOBATh
KBaJIpaTHUYHO JJISl [TOJIyYE€HUS CYMMapHOI CTaHIapTHON HEONPEeIEHHOCTH BBIXOITHOM BEJIMYMHBI
(MJIOK) cornacuo [83]. Toraa ctanmapTHbIE HEONPEACICHHOCTH OT HEOJHOPOAHOCTH I OOHA-
PY’KEHHBIX MPUMeECeH TaK jke HEOOXOAMMO CyMMHUPOBATh KBaJIpaTU4IHO, a popmyiy (29) MoxkHO

3amucarh 0oJiee pa3BepHYTO
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n r

Vi 2
Uu=2- Zui2+2( )+u2, 54
X j=1 2.\/§ h ( )

=1
4TOOBI BBIJCIUTH CTAHJAPTHYIO HEONPEAEIEHHOCTh OT HEOAHOPOAHOCTH KaK OTACIbHBIA UCTOY-
HUK.

Kpome atoro, npeiokena Moeib orieHku HeogHopoarnoctn MJIOK mpu d<n, kotopas
MIO3BOJIIET 3HAYUTEIBHO COKPATHTH BPEMEHHBIE U MaTCPUaIbHBIN 3aTPAThl IIPU HUCCIIEIOBAaHUU
OC. Toraa nocie npeaBapuUTEIbLHON OLIEHKH IMPUMECHOTO COCTaBa MOXHO MCKJIFOUUTH IPOBEE-
HUE MHOT'OKpPATHBIX U3MEPEHUN JJI OLIEHKH HEOJHOPOAHOCTH 10 OTAEJIbHBIM IIPUMECSIM €CIIU UX
CyMMapHO€ COZIep)KaHUE HE3HAUMMO Ha (pOHE OCTalIbHBIX OOHApYyKeHHbIX npumeced. Kpurepuii
3HAYMMOCTH YCTAaHOBJIEH SMIIMPUUECKHU, UCXOS U3 OOLIMX COOOpaKEHUH U SKCIIEPUMEHTAIbHBIX
JTAaHHBIX.

I'unore3a 3akioyanach B TOM, YTO €CTh MUHUMAJIBHOE JI0CTATOYHOE KOJIMYECTBO MpPHU-
Mecei CyMMapHasi CTaHAapTHasi HEONPEAEIEHHOCTh OT HEOAHOPOJHOCTH, KOTOPBIX B OTHOCHUTEb-
HOM BuJie He OyJeT MEHblIe CyMMapHOH CTaHAAapTHOIH HEONpeleIeHHOCTH, PACCUUTAHHOM MpH
n=d. [IpuHuMas BO BHMMaHHE YCTOSIBILEECS «IIPAaBUJIO HE3HAYMMOCTH morperrHocten» (1+3),
ObL1a TPOBEZICHA OLIEHKA Uy, IPU (2?:1 X/, xi) < 1,5, T.e. B pacueTax OblJIM YYTEHbI IPUMECH
coJiep’KaHue KOTOPBIX COCTaBUJIO KaK MUHUMYM 2/3 0T 0011ero coaepxkanus npumeceil. Pe3yib-
TaThl PAacCYETOB JUIsI HEKOTOPBIX METAJIJIOB MpeACTaBleHbl B Tabaule 8, rae BUAHO, YTO IPU BbI-

6paHHOM COOTHOHICHUH THUIIOTE3a MMOATBEPKAACTCH.

Tabnuna 8 — CpaBHEHHE HEOIIPEIEICHHOCTEN OT HEOAHOPOJHOCTH, MOJIYUEHHBIX 110 BCeM OOHa-

Y>KEHHBIM MIPUMECSIM U 110 OTPaHUYCHHOMY YHCIy pUMeceit
DJeMeHT w, % d=n d<n
Cymma Xi, % up, % Cymma Xi, % up, %
\Y/ 99,9377 0,0554 0,0016 0,0466 0,0017
Cr 99,9875 0,0040 0,0004 0,0026 0,0006
Mn 99,7686 0,2274 0,0208 0,1930 0,0234
Co 99,9823 0,0154 0,0013 0,0113 0,0017

Taxkum 00pa3oM, UCXOJ U3 KPUTEPHUS 3HAYMMOCTH BKJIAJa 3TOTO UCTOYHHMKA B OOIIMH
OrO/IKeT HEeONpeAeIeHHOCTH, KOTOPBIH 3aKII0UaeTCs B TOM, YTO OLEHKY HEOJTHOPOTHOCTH HEO0O-
XOJIUMO MPOBOAUTH KaK MUHUMYM JJIsl TeX OOHApyKEHHBIX MpUMEcel, CyMMa MacCOBBIX JI0JIeH

KOTOPBIX MpeBbIIAET 2/3 0T 001Ieil CyMMBbI MacCOBBIX /10JI€H BceX OOHAPYKEHHBIX TPUMECEH.

3.3 Pe3yabTaTshl HccIe0BAHMIA 3TAJJOHOB CPABHEHHUS

[Ipu ocymiecTBICHIH AKCIEPUMEHTATBHBIX PA0OT ObLIN 3a/1€HCTBOBAHBI CIEAYIOLINE Me-

TOJbI U3BMEPEHUM:
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— «HE» - ropsiuas sxcrpaxius (GCHE) — rpymima MeTo10B, 0CHOBaHHBIX Ha OKUCIIUTEILHOM JTHOO
BOCCTAaHOBUTEIILHOM TUIABJICHUU 00pa3iia ¢ MOCIEAYIONIMM XPOMATOrpaduuecKuM pasieicHueM
ra3oBoii (ha3bl ¥ JETEKTUPOBAHUEM HAa OCHOBE HH(PPAKPACHOTO JETEKTOPA WIIH IETEKTOPa IO TeTl-
JIOTIPOBOJTHOCTH;

— «MC-UCII» - Macc-CIEKTpOMETPHS C UHIYKTUBHO CBSI3aHHOM IIa3MOM.

Kpome toro, asis moHOTBI XapakTepu3aluu ONpeAesieH KPYr 3JIEMEHTOB, KOTOPbIE HE
MOTYT PUCYTCTBOBATH B Marepuasie DC B 1OCTATOYHOM ISl I€TEKTUPOBaHUs KonnuecTe. Cpenu
HUX:
— buaroponusie rasei: Ne, Ar, Kr, Xe, koTopble NpakTUYeCKu HE B3aUMOAECUCTBYIOT C APYTUMU
XUMHUYECKUMH JIEMEHTaMH, T.€. MOTYT IPUCYTCTBOBATh B MaTepuaiie IC TOIbKO B paCTBOPEHHOM
Buje. M3 Bcex GaropoiHbIX ra3oB, KOTOPBIE MOTYT OBITh 33J€HICTBOBAHBI B TEXHOJIOTHMUECKOM
MPOLIECCEe, MOXKHO BBIIECTUTH TOJIBKO aproH. OJHAKO U €ro KOJMYECTBO JOJDKHO OBITH KpaiiHe
MaJio.
— PagmoaxtuBHble snemeHTh: T1C, Pm, Po, At, Rn, Ra, Ac, Pa, koTopsie HE MOTYT HaXOAUTHCS B
marepuane IC B komuuecTse 6omee 1-107 % u3-3a CPaBHHUTETHEHO HEGOIBIIOTO TIEPHO/A TIOTY-

pacmaza [1].

Taxum 06pa3oM, mpu OLIEHKE YUCTOTHI KOCBEHHBIM CITIOCOOOM, OBLIO YYTEHO BO3MOKHOE
CoJIepKaHue ITUX JIEMEHTOB B Juana3one ot 0 10 1-107 % mis Ne, Kr, Xe, Tc, Pm, Po, At, Rn,
Ra, Ac, Pau ot 0 10 5107 % st aprona B BHJIe TEOPETHIECKHX OIIEHOK ITPEIEIOB 00HAPYKEHHS

9TUX 3JICMCHTOB C PaBHOMCPHBIM PACIIPEACIICHUEM B YKA3dHHBIX I'PAHUIAX.

3.3.1 DTajioH cpaBHeHHS MeIH BHICOKOI YHCTOTHI

Matepuan DOC — OeckucioponHas MeaHas karaHka wMapku KMO MO0016 mno
I'OCT P 53803-2010 npousBoactsa Kamenck-Ypanbckoro 3aBoga OLIM maccoii 1 kr. Mcxonnbiii
IIPYTOK IUaMETPOM 8 MM IOpe3aH Ha KyckH 1o ~10 mm.

B matepuanie 9C meam BBICOKOW YHCTOTHI MPOBEACHBI U3MEPEHUST MacCOBOM om 91
npumecH, uto xapakrepusyercs 100 % monHoTON 3KcnepuMeHTaNnbHbIX pabot. [Ipu 3Tom ompe-
JiefieHa BBICOKasi OJHOPOJHOCTh MaTepualia Mo BceM 00HapyKEHHBIM IPUMECSIM.

Pe3ynbrarsl U3MEpeHNi MacCOBBIX JOJEH MPUMECEN B CBOJHOM BHJE IPEICTABICHbI B
tabymne 10 u Ha pucynke 17, rae B BHJIE IEPHOAMISCKON TaOIUIBI XUMHUYIECKUX JICMEHTOB TJIC
101 0003HaYEHNEM KaX 10T 0 AJIEMEHTA IPUBEACHBI CBEACHHS O IPUMEHEHHOM METO/1€ U3MEPEHU I

" MOJIYYCHHOM PC3YJIbTATC (((<>> MCHCC Ipeaciia 06Hapy)KCHI/IH; «NAY - OILICGHKa MacCOBOM JI0JIM
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He TIPOM3BOIMIACK; «UHCIIO» - MACCOBas MO, BhIpaxkeHHas B [MiH~]). Ha pucynke 18 rpapuue-
CKH TIOKa3aHa OJHOPOJHOCTH MPUMECHOTO COCTaBa MO OOHAPYKEHHBIM METAITMYCCKHM MpPUMe-
CSIM.
Pe3ynbrarel u3mMepeHuil MaccoBoil 10JIM BCceX OOHApYKEHHBIX NMPUMECEl MPHUBEACHBI B

Tabymue 9.

Tabmuna 9 — Ceegennst 00 oOHapykeHHBIX TpuMecsx B Marepuaie 9C CU BBICOKOM YUCTOTHI

PesynbTaT uzmepe- Pacmmpennas OrBOCHTENSHAS
OnemMeHT Meron HHUSI MAaCCOBOU HEOoNpeaeICHHOCTD paciiinpenias
JOIH, % U(k=2), % HCOHpeI[eJ'IeHHOCTB
Uk=2), %
0 HE 1,32-10° 511-10* 38,7
Ag MC-UCII 1,30-10°® 1,31-10™ 10,1
S HE 9,65-10™ 3,33-10* 34,5
C HE 7,90-10* 2,96-10™ 375
Fe MC-UCII 7,34-10* 7,86-10° 10,7
N HE 6,77-10* 2,83-10* 41,8
Pb MC-UCII 5,39-10* 5,40-10° 10,0
Se MC-UCII 1,82-10™ 4,60-10° 25,3
Mg MC-UCII 8,47-10° 2,14-10°° 25,3
Sh MC-UCII 8,13-10° 1,63-10° 20,0
H HE 7,67-10° 3,83-10° 49,9
As MC-UCIT 6,34-107° 1,28:10° 20,2
Zn MC-UCII 4,45-10° 1,16-10° 26,1
Al MC-UCII 3,28-10° 1,59-10° 48,5
Te MC-UCII 1,65-10° 3,36:10° 20,4
Bi MC-UCII 1,07-10° 2,17-10° 20,3
Mo MC-UCII 8,00-10° 1,73-10°° 21,6




Tabnuna 10 — CBojHbIE JaHHBIE O IPUMECHOM cocTaBe Marepuana 9C Menu BbICOKON YHCTOTHI

Ne ipo6wr

Maccosas o 3aeMeHTa, %

Ag Fe Pb Se Sb As Zn Al Te Bi Mo cyMMma
1 0,00136 | 0,00104 | 0,00053 | 0,00012 | 0,00008 | 0,00007 | 0,00004 | 0,00004 | 0,00002 | 0,00001 | 0,00001 | 0,00331
2 0,00135 | 0,00064 | 0,00054 | 0,00013 | 0,00008 | 0,00006 | 0,00005 | 0,00011 | 0,00002 | 0,00001 | 0,00001 | 0,00300
3 0,00127 | 0,00073 | 0,00055 | 0,00043 | 0,00008 | 0,00006 | 0,00004 | 0,00002 | 0,00002 | 0,00001 | 0,00001 | 0,00321
4 0,00128 | 0,00066 | 0,00054 | 0,00029 | 0,00009 | 0,00006 | 0,00004 | 0,00001 | 0,00002 | 0,00001 | 0,00001 | 0,00300
5 0,00123 | 0,00064 | 0,00054 | 0,00015 | 0,00008 | 0,00005 | 0,00003 | 0,00001 | 0,00002 | 0,00001 | 0,00001 | 0,00278
6 0,00140 | 0,00110 | 0,00054 | 0,00012 | 0,00008 | 0,00007 | 0,00004 | 0,00002 | 0,00002 | 0,00001 | 0,00001 | 0,00340
7 0,00123 | 0,00076 | 0,00054 | 0,00011 | 0,00008 | 0,00006 | 0,00003 | 0,00003 | 0,00002 | 0,00001 | 0,00001 | 0,00287
8 0,00136 | 0,00070 | 0,00056 | 0,00017 | 0,00009 | 0,00007 | 0,00007 | 0,00003 | 0,00001 | 0,00001 | 0,00001 | 0,00306
9 0,00127 | 0,00068 | 0,00053 | 0,00021 | 0,00008 | 0,00006 | 0,00005 | 0,00001 | 0,00002 | 0,00001 | 0,00001 | 0,00292
10 0,00128 | 0,00067 | 0,00053 | 0,00014 | 0,00008 | 0,00007 | 0,00005 | 0,00003 | 0,00002 | 0,00001 - 0,00288
11 0,00122 | 0,00055 | 0,00054 | 0,00017 | 0,00008 | 0,00007 | 0,00005 | 0,00001 | 0,00002 | 0,00001 | 0,00001 | 0,00272
12 0,00127 | 0,00072 | 0,00053 | 0,00010 | 0,00008 | 0,00006 - - 0,00002 | 0,00001 | 0,00001 | 0,00279
13 0,00128 | 0,00070 | 0,00054 - 0,00008 | 0,00006 - - 0,00002 | 0,00001 | 0,00001 | 0,00271
14 0,00130 | 0,00066 | 0,00055 - 0,00008 | 0,00007 - - 0,00002 | 0,00001 | 0,00001 | 0,00269
15 0,00136 | 0,00078 | 0,00054 - 0,00008 | 0,00006 - - 0,00002 | 0,00001 | 0,00001 | 0,00285
Cpennee, % | 1,30-10° | 7,34-10* | 5,39-10* | 1,82:10* | 8,13-10° | 6,34-10° | 4,45-10° | 3,28-10° | 1,65-10° | 1,07-10° | 8,03-10° | 0,00302
Sh 544-10° | 1,41-10% | 3,14-10° | 9,57-10° | 8,66:107" | 4,20-10° | 3,83-10° | 3,35-10° | 7,24-10"" | 2,88-10 | 9,33-10” | 0,00018
VT 08 140 112 27 121 107 46 23 111 110 69
U 1,31-10* | 7,86-10° | 5,40-10° | 4,60-10° | 1,63-10° | 1,28:10° | 1,16-10° | 1,59-10° | 3,36-10° | 2,17-10° | 1,73-10 | 0,00040

T.



H Wenounble Me |Opyrue Me He
HE B [ ICP M5
e Wenou.3em Me  [Mony ME € I clement <0.001
Li Be NaHtaHomngp! HemeTannbl ICP MS «4— Method B C N () F Ne
IcP Ms | 1cp ms | IcPMS | HE HE HE |[1cpms | THE
<0,001 | <0,001 AxuHonzg! e <0,001 « Value, ppm | 51| 79 | 6767 | 13,233 | <0002 | <0001
Na Mg MepexogHbie Me |MHepTHBIE rasel Al Si P S CI Ar
IcP MS | 1cP Ms 1icPMs | cpms | 1cpms | HE | 1cPMs | THE
<0,885 | 0,847 0,328 | <3520 | <7458 | 9,65 | <0,003 | <0,005
K | Ca| Sc | Ti V| Cr|[Mn| Fe |Co| Ni |Cu|Zn | Ga| Ge | As | Se | Br | Kr
icPms | icpms | 1cpms | 1cpms | 1cpms | 1cpms | 1cpms | icpms | icpms | 1cPms 1IcPMs | 1cPms | cpms | 1cPMs | 1cPMs | 1cpms | THE
<4448 | <3,074 | <0,03 | <0,034 | <0,006 | <0,173 | <0,037 | 7,338 | <0,008 | <0,703 | ocmoma | 0,445 | <0,012 | <0,007 | 0,634 | 1,821 <2 | <0001
Rb | Sr Y | Zr | Nb| Mo | Tc | Ru | Rh | Pd| Ag | Cd| In | Sn | Sb | Te | Xe
icPms | icpms [ 1cpms [ 1cpms | 1cpms [1cpms | THE | 1cPms | 1cpms | 1cpms [1cpms | 1cPms [ 1cPms | icpms [1cpMs [ 1cPms [ 1cpms | THE
<0,011 | <0,014 | <0,002 | <0,007 | <0,027 | 0,08 | <0,001 | <0,02 | <0,045 | <0,02 | 13,042 | <0,016 | <0,007 | <0,084 | 0,813 | 0,165 | <0,08 | <0,001
Cs | Ba|LlLa| Hf | Ta| W | Re | Os | Ir | Pt [ Au|Hg | Tl | Pb| Bi | Po | At | Rn
icPms | icpms | 1cpms | 1cpms | 1cpms | 1cpms | 1cpms | 1cpms | 1cpms [ 1cpms | 1cpms | 1cPms | cpms | 1cpms [ 1cPms | THE THE THE
<0,001 | <0,067 | <0,002 | <0,006 | <0,006 | <0,044 | <0,001 | <0,005 | <0,006 | <0,006 | <0,055 | <0,02 | <0,003 | 5,388 | 0,207 | <0,001 | <0,001 | <0,001
Fr | Ra| Ac | Rf |[Db| Sg | Bh | Hs | Mt | Ds | Rg | Cn [ Uut| Fl |Uup| Lv | Uus|Uuo
IcPMs | THE THE
<0,001 | <0,001 | <0,001 [ na NA NA NA NA NA NA NA NA NA NA NA NA NA NA
< |LoD, ppm Ce | Pr I Nd|Pm |Sm| Eu | Gd| Tbh | Dy | Ho| Er | Tm | Yb | Lu
Not availabl icpMs | cPms | 1cpms | THE | 1cpms [ 1cpms [ 1cpms | 1cpms | 1cpms [ e ms | icpms | 1cpms | P ms | 1cp s
NA |Not available <0,004 | <0,004 | <0,01 | <0,001 | <001 | <0,007 | <0,02 | <0,002 | <0,01 | <0,002 | <0,008 | <0,002 | <0,005 | <0,002
5 |Measured, ppm Th| Pa| U |Np|Pu|Am|Cm | Bk | Cf | Es [ Fm | Md | No | Lr
IcPMS | THE | IcPmMs
<0,01 | <0,001 | <0,002 | Na NA NA NA NA NA NA NA NA NA NA

Pucynox 17 — Ceenenust o mpumecHoM coctaBe Matepuana IC CU BRICOKOW YUCTOTHI
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Takum o6pazom, B onienke MJIOK 3aneiicTBOBaHBI CIEAYIOIINE TaHHBIE:

— KonnuecTBo onpenenseMpiX 3JEMEHTOB - 91,
— KonnuecTBo 00HapyKEHHBIX JIeMEeHTOB (N) - 17,
— KonnuectBo npenenoB ooHapyskeHus (I) —74;
— CymMma 0OHapyKEeHHBIX 3J1eMEHTOB (), X;) —0,00693 %;
— Cymma npejienoB oOHapyxkeHus (Y, ;) —0,00245 %,;
— CrangapTHasi HEONPEEICHHOCTh OT HEOITHOPOTHOCTH —0,00042 %.

W3 3T0r0 O1ieHeHbl MaccoBas J10Jisi OCHOBHOTO KOMITOHEeHTa 1o gopmyie (28) u ee pac-

HIMPEHHAs: HeOMpeaeIeHHOCTh 110 opmyite (29). Pe3ynbraThl mpeacTaBiieHsl B Tadmuie 11.

Tabmuua 11 — Merponoruyeckue xapakTepucTuku 9C MeM BBICOKOIM YUCTOTHI

Pacmmpennas HeonpenenEéHHOCTh
ATtTecToBaHHas ATtTecToBaHHOE
AP AKTEPHCTHA sHaCHIe. % ATTECTOBAHHOI'O 3HAUEHHS
0
PAKTEp ’ U (k= 2, P=0,95), %
MaccoBas 1011 Meau 99,9918 0,0015

3.3.2 JTajioH cpaBHeHHsI IMHKA BBICOKOI YHCTOTHI

Marepuan 3C - uunk npousBojctea Sigma Aldrich (lot. 14404 #SZBB0820V) maccoii
250 r. Matepuain npezacraBiser co00i IIUHKOBYIO IPOBOJIOKY AUAMETPOM 2,5 MM, MOPE3aHHYIO
Ha KyCKH 110 4 MM.

B matepuane OC 1muHKa BBICOKO YMCTOTHI MPOBEIEHBI U3MEPEHUS MaccoBOM omu 91
npumecH, uto xapakrepusyercs 100 % mnonHoTON 3KkcnepuMeHTanbHbIX padot. [Ipu 3Tom ompe-
JiefieHa BBICOKasi OJHOPOJHOCTh MaTepualia o BceM 0OHapyKEHHBIM IPUMECSIM.

Pe3ynbrarsl H3MepeHnii MacCoOBBIX JOJEH MPUMECEH B CBOAHOM BHUJE MPEICTABICHBI B
tabmuie 12 u va pucynke 19 , riae B Buae nepruoanyecKoi TaOIHIIbl XUMHYECKHIX DJIEMEHTOB T/IE
1101 0003HaYEHNEM KaX 10T 0 AJIEMEHTA IPUBECHBI CBEACHUS O IPUMEHEHHOM METO/1€ U3MEPEHUI
¥ TIOJIYYSHHOM pe3ynbraTe («<» MeHee npenena ooHapyxeHus; «NA) - olleHKa MacCcoBOM 10U
He TIPOM3BOIMIIACK; «YMCJIO» - MACCOBas M0, BhIpaxkeHHas B [MiiH~]). Ha pucynxke 20 rpapuue-
CKU TIOKa3aHa OJHOPOJHOCTh MPUMECHOTO COCTaBa MO OOHAPYKEHHBIM METAJUTMUYECKUM IPHUMeE-

CsM.



Tabnuna 12 — CBojHbIe JaHHBIE O IPUMECHOM cocTaBe Marepuana OC IIMHKA BBICOKON YHCTOTHI

MaccoBas 10J1s diaeMeHTa, %

Ne mpoer Pb Fe Cd Cu Tl Ag Mn Ni sb Co Bi CymMa
1 0,00190 | 0,00194 | 0,00126 | 0,00036 | 0,00029 | 0,00017 | 0,00004 | 0,00003 | 0,00001 | 0,00001 | 1,26-10° | 0,00600
2 0,00187 | 0,00174 | 0,00190 | 0,00047 | 0,00028 | 0,00016 | 0,00006 | 0,00003 | 0,00001 | 0,0000L | 145-10° | 0,00652
3 0,00192 | 0,00174 | 0,00157 | 0,00036 | 0,00028 | 0,00016 | 0,00004 | 0,00002 | 0,00001 | 0,00001 | 1,22-10° | 0,00611
4 0,00189 | 0,00174 | 0,00182 | 0,00038 | 0,00029 | 0,00017 | 0,00005 | 0,00003 | 0,00001 | 0,0000L | 1,31-10° | 0,00637
5 0,00189 | 0,00216 | 0,00145 | 0,00047 | 0,00028 | 0,00020 | 0,00005 | 0,00003 | 0,00001 | 0,00001 | 1,25-10° | 0,00654
6 0,00188 | 0,00188 | 0,00183 | 0,0005L | 0,00028 | 0,00017 | 0,00005 | 0,00003 | 0,00001 | 0,00001 | 1,28-10° | 0,00664
7 0,00190 | 0,00219 | 0,00209 | 0,00048 | 0,00029 | 0,00017 | 0,00005 | 0,00003 | 0,00001 | 0,00001 | 1,43-10° | 0,00720
8 0,00190 | 0,00182 | 0,00184 | 0,0002L | 0,00029 | 0,00017 | 0,00005 | 0,00004 | 0,00001 | 0,00001 | 1,25-10° | 0,00633
9 0,00189 | 0,00194 | 0,00182 | 0,00037 | 0,00029 | 0,00016 | 0,00006 | 0,00003 | 0,00001 | 0,0000L | 1,29-10° | 0,00657
10 0,00192 | 0,00236 | 0,00163 | 0,00053 | 0,00029 | 0,00017 | 0,00005 | 0,00002 | 0,00001 | 0,00001 | 1,24-10° | 0,00699
11 0,00187 | 0,00170 | 0,00141 | 0,00039 | 0,00030 | 0,00016 | 0,00006 | 0,00004 | 0,00001 | 0,00001 | 1,32-10° | 0,00595
12 0,00187 | 0,00182 | 0,00147 | 0,00046 | 0,00029 | 0,00017 | 0,00005 | 0,00003 | 0,00001 | 0,0000L | 1,29-10° | 0,00617
13 0,00192 | 0,00197 | 0,00153 | 0,00024 | 0,00029 | 0,00015 | 0,00005 | 0,00003 | 0,00001 | 0,00001 | 1,41-10° | 0,00619
14 0,00190 | 0,00141 | 0,00161 | 0,00054 | 0,00029 | 0,00017 | 0,00005 | 0,00003 | 0,00001 | 0,00001 | 1,22-10° | 0,00601
15 0,00191 | 0,00205 | 0,00170 | 0,00029 | 0,00028 | 0,00017 | 0,00005 | 0,00004 | 0,00001 | 0,00001 | 1,21-10° | 0,00650
Cpemmiee, % | 0,00190 | 0,00190 | 0,00167 | 0,00043 | 0,00029 | 0,00017 | 0,000049 | 0,000031 | 0,000007 | 0,000007 | 0,000001 | 0,00454
Sh 0,000010 | 0,000192 | 0,000138 | 0,000042 | 0,000005 | 0,000010 | 0,000005 | 0,000004 | 0,000001 | 0,000000 | 4,76-10% | 2,40-10"
VT 120 150 132 9 134 150 150 150 138 124 79
U 100-104 | 20410% | 189-10% | 6,11-10° | 2,88:10° | 1,70-10° | 1,00-10° | 645-10° | 1,34-10° | 1,32-10° | 2,59-107 |0,00056

7



H LlenouHbie Me |Opyrue Me He
HE ICP M
e LWenou.3em Me |Mony ME Be “T—Element <CO.00§
Li Be NaHTaHoUAp! HemeTtannol ICP MS d— Method B C N (0] F Ne
IcPMS | 1cpms [ ICP MS HE HE HE GDMS THE
<0.003 | <0.008 AkTutounpp! FanoreHo! <0.008 «}—value, ppm <0.05 | <20 <5 11 | <001 | <0.001
Na Mg NepexoaHbie Me |UHepTHbie rasbi Al Si P S Cl Ar
IcPMS | 1cpms icems | eoms | eoms | coms | eoms | THE
<05 | <0.02 <0.01 | <0.005 | 0.01 | <0.01 0.3 | <0.001
K Ca| Sc | Ti Vv Cr {Mn| Fe [ Co|[ Ni | Cu| Zn | Ga | Ge | As | Se | Br | Kr
1cPMs | icpms | icpms | icpms | icpms | 1cpms [ 1cpms [ 1cP Ms | 1cp ms | 1cp ms | 1cp Ms icpMs | icpms | icpms | icpms | eoms | THE
<0.5 <0.5 <0.02 <0.02 <0.03 <0.02 0.49 19 0.066 0.31 4.6 OCHOBa <0.08 <0.03 <0.02 <0.1 <0.005 | <0.001
Rb| Sr | Y [ Zr [Nb[Mo| Tc | Ru| Rh | Pd| Ag| Cd| In | Sn | Sb [ Te | [ Xe
icPMs | icpms | icpms | icpms | icpms | icpms | THE | 1cPms | 1cpms | icpms | 1cpms [ 1cPms | eoms | icpms | icpms | 1cPms | eoms | THE
<0.01 | <0.003 | <0.002 | <0.004 | <0.005 | <0.01 | <0.001 | <0.01 | <0.004 | <0.01 | 1.67 17.1 | <0.005 | <0.01 | 0.067 | <0.08 | <0.005 | <0.001
Cs | Ba| la| Hf | Ta| W|Re|Os | Ir [Pt [Au|[Hg | Tl | Pb| Bi | Po | At | Rn
icpMs | icpms | icpms | icpms | icpms | 1cpms | icpms | 1cpms | icpms | 1cpms | 1cpms | icpms | 1cPms | 1cPMs | icPMs | THE THE THE
<0.003 | <0.02 | <0.002 | <0.004 | <0.002 | <0.02 | <0.002 | <0.002 | <0.002 | <0.008 | <0.01 | <0.02 | 2.87 19 0.013 | <0.001 | <0.001 | <0.001
Fr | Ra| Ac | RfF | Db | Sg | Bh | Hs | Mt | Ds | Rg | Cn [Uut| Fl [Uup| Lv | Uus|Uuo
IcPMs | THE THE
<0.001 | <0.001 | <0.001 | NA NA NA NA NA NA NA NA NA NA NA NA NA NA NA
< |Lop Ce | Pr INd ([ Pm|Sm | Eu | Gd | Tb | Dy | Ho | Er | Tm | Yb | Lu
NA |Not availabl icpMs | icpms | icpms | THE | icpms | icpms | icpms | 1cpms [ 1cpms | 1cpms | 1cpms | icpms | icpms | 1cp ms
ot available <0.002 | <0.002 | <0.002 | <0.001 | <0.002 | <0.002 | <0.002 | <0.002 | <0.002 | <0.002 | <0.002 | <0.002 | <0.002 | <0.002
Th|[Pa| U | Np|]Pu|Am|Cm | Bk | Cf | Es | Fm [ Md | No | Lr
icPMs | THE | 1cPms
<0.01 | <0.001 | <0.002 | nNA NA NA NA NA NA NA NA NA NA NA

Pucynok 19 — Ceenenus o npumecHoM coctase mMatepuana 9C ZN BBICOKON YHCTOTBI
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Pe3ynbrarhl m3MepeHuii MacCOBOM JTOJIM BCeX OOHAPYKEHHBIX MPUMECEH MPUBEIICHBI B

Tabimue 13.

Tabmuua 13 — CBegenust 00 00HApYKEHHBIX puMecax B Matepuase IC ZN BBICOKOH YHCTOTHI

PesynbTaT uzmepe- Pacmmpennas Otnocutenbuas
DnemMeHT Meton* HUSI MAaCCOBOH HEOTPEICIIEHHOCTh PacHIMpenHas
o, % U k=2 poogs), % HEOIPeACIEHHOCTh
U = 2, P=0,95), %0
Fe MC-UCTI 1,90-10° 2,04-10% 10
Pb MC-UCTI 1,90-103 1,90-10* 10
Cd MC-UCTI 1,67-10° 1,89-10" 11
H HE 4,70-10* 8,00-10° 17
Cu MC-UCTI 4,26-10% 6,11-107 14
Tl MC-UCTI 2,87-10" 2,88-10° 10
Ag MC-UCII 1,67-10* 1,70-107° 10
@) HE 1,10-10% 3,00-107 27
Mn MC-UCII 4,95-10° 1,00-10° 20
Ni MC-UCII 3,11-10° 6,45-10° 20
Cl GDMS 3,00-10° 2,40-10° 8
Sb MC-UCTI 6,70-10°° 1,34-10°® 19
Co MC-UCTI 6,60-10° 1,32-10°® 20
Bi MC-UCII 1,30-10° 2,59-107 19
P GDMS 1,00-10° 8,00-108 8
Taxum o6pazom, B onienke MJIOK 3aneiicTBOBaHbI ClieyIONINE JaHHBIE:
— KonnuecTBo onpenenseMbiX 3€EMEHTOB —-91;
— KosnndecTBo 00HApYKEHHBIX 37IeMeHTOB (N) —15;
— KomnudectBo npenenoB ooHapyxeHus (I) —76;
— Cymma 00HapyKEHHBIX JIEMEHTOB (), X;) —0,00705 %,;
— Cymma npefienoB oOHapyxkeHus (3, ;) —0,00172 %,;
— CrangapTHas HEONPEAEICHHOCTh OT HEOITHOPOIHOCTH —0,00026 %.

W13 3TOr0 OlleHEeHBI MaccoBasi 10J1si OCHOBHOTO KOMITOHEHTa 1o (opmyite (28) u ee pac-

HIMPEHHAs: HeOTpeIesIeHHOCTh 110 popmyite (29). PesynbTaThl pencTaBieHsl B Tadmuie 14.

Tabnuua 14 — Metponoruyeckue xapakTepucTuki DC IIMHKA BBICOKOW YHCTOTEI

Pacmmpennas HeonpenenéHHOCTh
ATTecToBaHHag ATTecToBaHHOE
XapaKTepHCTHKa SHAYCHIG. ¥ aTTECTOBAHHOI'O 3HAUECHUS
0
’ U (k =2, P=0,95), %
MaccoBas nomns 1uHKa 99,9921 0,0013

3.3.3 JTajIoH cpaBHEHH Kejie3a BbICOKOI YHCTOTHI

Marepuan OC - xene3o npousBoacta Sigma Aldrich (lot. 267945 # MKBJ4567V) mac-
coit 1 kr. Marepuan npeacTaBisieT co0oil jkele30 B BUAC IMIACTUHOK (YUTICOB) MPOU3BOJILHOTO

pasmMepa, TOJIUMHOMN 10 5 MM, Maccoit ot 0,25 1o 2,5 .
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B marepuanie 9C xene3a BICOKOW YUCTOThI TPOBEAEHBI U3MEPEHHST MacCOBOM 1011 91
npuMecH, uto xapakrepusyercst 100 % momHOTOI 3KciepuMeHTaNbHBIX padoT. [Ipu 3ToM orpe-
JIeJIeHa JOCTaTOYHAs OJJHOPOTHOCTh MaTepHala mo BCceM OOHAPYKCHHBIM IIPUMECSIM.

Pe3ynbraThl H3MEpeHU MacCOBBIX J0JICH MPUMECei B CBOAHOM BHJC MPEIICTABICHBI B
tabnuie 16 u Ha pucynke 21, riae B BUAE NEPHOINYCCKON TAOIHMIIBI XUMUYECKHUX JIEMEHTOB TJIe
1101 0003HAYEHUEM KaXI0T0 AJIEMEHTA TPUBEICHBI CBEACHHS O IPUMEHEHHOM METO/IC M3MEPEHU I
U MOJYYeHHOM pe3yiibraTe («<» MeHee mpenena ooHapyxenus; «NA» - olleHKa MacCoBO# J10/H
HE TIPOM3BOJIHIIACK; «UHCIIO» - MACCOBAs 0JIsL, BhIpakeHHas B [MiH 1]). Ha pucynke 22 rpaduue-

CKH IIOKa3zaHa OJHOPOJHOCTH IIPUMECHOI'0 COoCTaBa I10 06Hapy>KeHHI>IM MCTAJUIMYCCKUM IIPUMCE-

CsIM.
Pe3ynbrarel u3mMepeHuil MaccoBOi J10JiM BCceX OOHApYKEHHbIX NPUMECEN NMPUBEIEHBI B
tabymue 15.
Tabmuua 15 — Cenenus 00 oOHapyKeHHBIX npuMecsax B Matepuase C Fe BbICOKOH YHCTOTHI
OTtHocuTeNnbHAs
Pesynbrar uzmepe- Pacmmpennas
. paclIupeHHas
OneMeHT Meron* HUSI MaCCOBOM HEOIIPEAEICHHOCTh
HEOIpeeIEHHOCTh
nomu, % U =2 p=095), % U 0
(k = 2, P=0,95), %0

@) HE 2,20-102 2,25-10°® 10,2

Zn ICP MS 3,47-10°° 9,62-10* 21,7

S HE 3,10-10° 1,07-10°® 34,5

N HE 3,08-10° 1,06-10° 34,4

Mn ICP MS 1,17-10°° 1,90-10* 16,2

Co ICP MS 9,64-10* 1,30-10" 13,5

Ni ICP MS 5,63-10* 9,74-10° 17,3

H HE 4,58-10* 1,58-10" 34,5

Cr ICP MS 3,88:10" 1,23-10" 31,7

As ICP MS 2,94-10* 5,50-10° 18,7

Mo ICP MS 1,25-10" 2,50-10° 20,0

Cu ICP MS 1,07-10* 1,84-10° 17,2

Ti ICP MS 5,00-10° 2,20-10° 4,4

Al ICP MS 2,76-10° 6,21-10° 22,5




Tabnuua 16 — CBojHbIE JAHHBIE O IPUMECHOM cocTaBe Marepuasia JC jkene3a BBICOKON YHCTOThI

Ne ipoOBI

Maccosast 1oJ1s 3aeMenTa, %

Zn Mn Co Ni Cr Al Ti Cu As Mo CyMMa

1 0,00626 0,00091 0,00129 0,00054 0,00029 0,00002 0,00001 0,00008 0,00026 0,00007 | 0,00973

2 0,01200 0,00072 0,00132 0,00061 0,00025 0,00004 0,00002 0,00005 0,00029 0,00009 | 0,01538

3 0,00640 0,00090 0,00150 0,00061 0,00061 0,00001 0,00001 0,00012 0,00031 0,00012 | 0,01059

4 0,00010 0,00102 0,00032 0,00009 0,00004 0,00001 0,00001 0,00002 0,00018 0,00006 | 0,00185

5 0,00718 0,00127 0,00118 0,00064 0,00049 0,00005 0,00002 0,00008 0,00016 0,00006 | 0,01113

6 0,00482 0,00110 0,00093 0,00053 0,00027 0,00002 0,00001 0,00015 0,00015 0,00007 | 0,00806

7 0,00008 0,00354 0,00131 0,00172 0,00187 0,00003 0,00003 - 0,00085 0,00036 | 0,00978

8 0,00013 0,00081 0,00027 0,00014 0,00019 0,00003 0,00002 0,00013 0,00020 0,00009 | 0,00201

9 0,00009 0,00063 0,00094 0,00041 0,00013 0,00003 0,00001 0,00005 0,00028 0,00019 | 0,00276

10 0,00070 0,00129 0,00019 0,00007 0,00007 0,00002 0,00001 0,00003 0,00011 0,00004 | 0,00254

11 0,00009 0,00080 0,00086 0,00045 0,00044 0,00003 0,00001 0,00016 0,00041 0,00020 | 0,00346

12 0,00011 0,00155 0,00104 0,00091 0,00036 0,00003 0,00001 0,00024 0,00028 0,00015 | 0,00467

Cpennee,

’ % 0,003465 | 0,001172 | 0,000964 | 0,000563 | 0,000388 | 0,000028 | 0,000016 | 0,000107 | 0,000294 | 0,000125 | 0,00712

Sh 0,004333 | 0,000729 | 0,000422 | 0,000435 | 0,000414 | 0,000007 | 0,000002 | 0,000071 | 0,000165 | 0,000080 | 0,00446
V-T 87 88 88 112 51 47 51 82 51 51

U 0,000190 | 0,000130 | 0,000097 | 0,000123 | 0,000006 | 0,000002 | 0,000018 | 0,000055 | 0,000025 | 0,00897

0,000962
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H LlenouHblie Me |Opyrue Me He
HE ICP MS
e Lenou.3em Me |Mony ME Be “ T Element <0,001
Li Be NanTaHouabl Hemetanno! ICP MS <«— Method B C N (0 F Ne
IcPMS | 1cpMs | ICP MS HE HE HE | 1cPms | THE
<0,003 | <0,01 AxTuHOUAE! Fanorenei <0,01 <«}—value, ppm <02 | <10 | 308 | 2197 | <0,001 | <0,001
Na Mg NepexoaHbie Me |MHepTHble rasbi Al Si P S cl Ar
ICPMS | 1cPMs 1IcPMs | icpMs | icpms | HE | cpms | THE
<2 <0,1 0,276 <5 <5 31 | <0,001 | <0,001
K | Ca| Sc | Ti \'} Cr {[Mn| Fe | Co|[ Ni | Cu| Zn | Ga | Ge | As | Se | Br | Kr
1cPMs | icpms | cpms | 1cpMs | 1cp s | 1cp ms | 1cP Ms 1cPMs | IcpMs | 1cpms [ 1cpms | 1cpms | 1cpms [ 1cpms | icpms | icPms | THE
<1 <2,5 <0,02 0,5 <0,2 3,88 11,718 | ocHoBa | 9,637 5,628 1,071 | 34,651 <0,1 <0,03 2,944 <0,1 <10 <0,001
Rb| Sr | Y | Zr [Nb|Mo| Tc | Ru| Rh [ Pd [ Ag | Cd| In | Sn | Sb | Te | | Xe
icpMs | icpms | 1cpms | icems | icpms [1cpMs | THE | 1cpms | icpms | 1cpms | 1cpms | 1cpms | icpms | icems | icpms [ 1P ms | 1cpms | THE
<0,01 | <0,003 | <0,002 | <0,004 | <0,005 | 1,246 | <0,001 | <0,001 | <0,004 | <0,01 | <0,001 | <0,001 | <0,001 | <0,001 | <0,001 | <0,05 <5 | <o0,001
Cs [Ba| Lla| H | Ta[ W | Re | Os | Ir [Pt | Au|Hg [ Tl [ Pb]| Bi | Po| At | Rn
icpMs | icpms | 1cpms | icems | 1cpms [ 1cpms | 1cpms [ icpms | icems | 1cpms | 1cPms [ 1cpms | icpms | icems | icpms | THE THE THE
<0,003 | <0,1 | <0,002 | <0,004 | <0,002 | <t | <0,002 | <0,002 | <0,002 | <0,01 | <0,00 | <0,02 | <0,001 | <0,001 | <0,001 | <0,001 | <0,001 | <0,001
Fr | Ra| Ac | Rf [ Db | Sg [ Bh | Hs [ Mt | Ds | Rg | Cn [ Uut| Fl |Uup| Lv | Uus|Uuo
IcPMS | THE THE
<0,001 | <0,001 | <0,001 [ NA NA NA NA NA NA NA NA NA NA NA NA NA NA NA
< |toD Ce | Pr [ Nd[Pm|[Sm| Eu | Gd | Tb | Dy | Ho| Er [ Tm | Yb | Lu
NA |Not availabl icpms | cpms | icpms | THE [ 1cpms | 1cpms | 1cpms [ 1cpms | icpms | icpms | icpms | 1cpms | 1cpms | 1cpms
ot avatlable <0,002 | <0,002 | <0,002 | <0,001 | <0,002 | <0,002 | <0,002 | <0,002 | <0,002 | <0,002 | <0,002 | <0,002 | <0,002 | <0,002
Th|Pa| U |Np|Pu|Am|Cm | Bk | Cf [ Es [ Fm | Md | No | Lr
iIcPMs | THE | 1cpMs
<0,01 | <0,001 | <0,002 | NA NA NA NA NA NA NA NA NA NA NA

Pucynoxk 21 — Ceenenust o mpumecHoM coctaBe MaTepuana IC Fe BhICOKOI YUCTOTHI
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Takum o6pazom, B onienke MJIOK 3aneiicTBOBaHBI CIEAYIOIINE TaHHBIE:

— KonnuecTBo onpenenseMpiX 3JEMEHTOB - 91,
— KonnuecTBo 00HapyKEHHBIX JIeMEeHTOB (N) — 14,
— KonnuectBo npenesnoB ooHapyskerust (I) - 17;
— CymMma 0OHapyKEeHHBIX 3J1eMEHTOB (), X;) —0,0358 %;
— Cymma npejienoB oOHapyxkeHus (Y, ;) —0,0043 %;
— CranmapTHasi HEONPEEICHHOCTh OT HEOAHOPOTHOCTH —0,0045 %.

W3 3T0r0 O1ieHeHbI MaccoBast J10Jisi OCHOBHOTO KOMITOHEHTa 1o gopmyiie (28) u ee pac-

HIMPEHHAs: HeOMpeaeIeHHOCTh 110 opmyite (29). Pe3ynabraThl mpeacTaBieHbl B Tadmuie 17.

Tabnuua 17 — Merponoruyeckue xapakTepuctuku JC jkene3a BBICOKOW YMCTOTBI

Pacmmpennas HeonpenenEéHHOCTh
ATTecToBaHHasg ATTecToBaHHOE
N ADAKTEPHCTHA sHaCHIe. % aTTeCTOBAHHOI'O 3HAYECHUS
0
PAKTEp ’ U (k= 2, P=0,95), %
MaccoBas [10J1s xeliesa 99,9636 0,0094

3.3.4 JTajioH cpaBHEHHS XPOMA BHICOKOI YMCTOTHI

Marepuan DC - xpoMm Merauimyeckuid siekrponutnueckuii mapku ECR99,2 mo
['OCT 5905-2004 mpouszBoactea AO «H3XC» maccoit 1 kr. MaTtepuan npeacrasisieT coboit xpom
B BUJI€ TUTACTHHOK (YellyeK) MPOU3BOJILHOTO pa3Mepa TOMIMHOM 10 0,5 MM.

B matepuane DC xpoma BBICOKON YHCTOTHI MPOBEIEHBI U3MEPEHUSI MaccoBOM omu 91
npumecH, uto xapakrepusyercs 100 % monHoTOM 3KcnepuMeHTanbHbIX padoT. Ilpu 3ToM onpe-
JiefieHa y10BJIETBOPUTENbHAs OHOPOIHOCTh MaTepuaia Mo BceM OOHApYKEHHbBIM MTPUMECSM.

Pe3ynpTaThl H3MepeHU MacCOBBIX J0JEeH MpUMecell B CBOJHOM BHUJE NPEACTaBICHbI B
tabymnax 18-20 u Ha pucyHKe 23, T/Ie B BUJIE TICPUOIHYECKON TaOIHUIIBI XHMUYECKUX 3JICMCHTOB
r7ie 101 0003HAaYEHHEM KaXKIO0TO dJIEMEHTA IPUBEICHBI CBEACHHUS O TPUMEHEHHOM METO/IE H3Me-
peHUil U moTydeHHOM pe3yabTate («<» MeHee npenena ooHapyxeHus; «NA» - olleHKa MacCOBOH
JIONH He TIPOM3BOIMIIACK; «YUCIIO» - MACCOBas J10J1d, BhpaskeHHas B [Miin]). Ha pucynke 24 rpa-

¢duyecku nmokasaHa OJHOPOAHOCTh IPUMECHOTO COCTaBa MO OOHAPYKEHHBIM IPUMECSM.



Tabnuua 18 — CBojHbIE JaHHBIE O IPUMECHOM cocTaBe Marepuasa 9C XpoMa BHICOKON YMCTOTHI (Y4acTh 1)

No ipo0OBI

MaccoBas 10 3aeMeHTa, %

Na Fe Ga Ti Zn As Ni Zr Ag V
1 0,00057 0,00090 0,00058 0,00024 0,00018 0,000095 0,000111 0,000091 - 0,000059
2 0,00124 0,00070 0,00083 0,00030 0,00027 0,000107 0,000079 0,000068 - 0,000067
3 0,00139 0,00061 0,00067 0,00034 0,00013 0,000080 0,000089 0,000090 - 0,000086
4 0,00159 0,00110 0,00057 0,00029 0,00030 0,000092 0,000115 0,000079 0,000083 0,000025

5 0,00103 0,00068 0,00078 0,00035 0,00012 0,000111 0,000053 0,000073 0,000106 -

6 0,00057 0,00078 0,00081 0,00033 0,00024 0,000086 0,000095 0,000071 0,000109 0,000126
7 0,00066 0,00080 0,00071 0,00031 0,00012 0,000107 0,000112 0,000075 0,000077 0,000071
8 0,00114 0,00105 0,00094 0,00024 0,00015 0,000071 0,000119 0,000090 0,000049 0,000104
9 0,00067 0,00098 0,00075 0,00028 0,00029 0,000142 0,000128 0,000077 0,000056 0,000053
10 0,00113 0,00108 0,00070 0,00039 0,00015 0,000106 0,000091 0,000097 0,000061 0,000096
Cpennee, % 0,00100 0,00087 0,00073 0,00031 0,00020 0,000100 0,000099 0,000081 0,000077 0,000076
Sh 3,28-10% 1,76-10* 1,08-10* 427-10° 7,06-10° 1,89-10° 1,98-10° 7,66-10 2,27-10° 2,64-10°

V-T 84 100 96 96 87 98 95 99 67 75
U 1,16-10* 6,29-10° 5,06-10° 2,64-10° 2,30-10° 1,13-10° 1,15-10° 9,46-10°° 1,05-10° 1,10-10°

8



Tabnuua 19 — CBogHble JaHHBIE O IPUMECHOM cocTaBe Marepuasia 9C XpoMa BHICOKON YMCTOTHI (4acTh 2)

MaccoBas 101 3aeMenTa, %

Ne poGer Al Cu Mg Sn Nb Mo Sc Ta Mn Ge
1 0,000093 0,000061 0,000049 0,000045 0,000035 0,000023 0,000022 0,000023 0,000019 0,000016
2 0,000077 0,000044 - 0,000049 0,000015 0,000027 0,000023 0,000022 0,000012 0,000013
3 0,000069 0,000067 0,000055 0,000038 - 0,000027 0,000018 0,000017 0,000020 0,000011
4 0,000079 0,000057 0,000055 0,000038 - 0,000027 0,000024 0,000021 0,000011 0,000022
5 0,000064 0,000059 0,000058 0,000042 0,000046 0,000027 0,000024 0,000022 0,000018 0,000016
6 0,000084 0,000049 0,000047 0,000045 - 0,000028 0,000020 0,000021 0,000013 0,000017
7 0,000062 0,000057 0,000045 0,000046 0,000012 0,000027 0,000030 0,000016 0,000020 0,000015
8 0,000066 0,000063 0,000045 0,000042 0,000058 0,000025 0,000028 0,000015 0,000015 0,000014
9 0,000063 0,000069 0,000061 0,000039 0,000031 0,000027 0,000022 0,000013 0,000018 0,000024
10 0,000069 0,000052 0,000080 0,000048 0,000072 0,000019 0,000027 0,000017 0,000015 0,000016
Cpennee, % 0,000073 0,000058 0,000055 0,000043 0,000038 0,000026 0,000024 0,000019 0,000016 0,000016
Sh 3,85-10° 5,89-10 6,35-10° 1,50-10° 2,19-10° 2,27-10° 3,14-10° 2,81-10° 2,90-10° 3,45-10
V-T 80 97 65 95 58 87 91 89 97 97
U 1,02-10° 7,35-10° 8,78-10° 5,87-10° 7,59-10° 3,87-10° 3,79-10°° 3,24-10° 2,77-10° 2,88-10°

G8



Tabnuua 20 — CBojHbIE JAHHBIE O IPUMECHOM cocTaBe Marepuasia 9C XpoMa BHICOKON YMCTOTHI (4acTh 3)

MaccoBas 1o sneMenTa, %

Ne podu Pb W sb Ba Co Y Re In Te cymma

1 1,2810° | 1,22-10° | 11810° | 123-10° | 2,63-10° | 2,75-10° | 3,13-10° | 2050-10° | 149-10° |0,00328

2 149-10° | 1,04-10° | 7,72.10° | 569-10° | 3,27-10° | 3,01-10° | 2,26-10° | 1,34-10° | 1,36-10° | 0,00399

3 143-10° | 1,23-10° | 7,39-10° | 6,02-10° | 572:10° | 2,91-10° | 344-10° | 2,64-10° | 1,71-10° |0,00386

4 1,73-10° | 1,14-10° | 755-10° | L,10-10° | 4,16:10° | 2,97-10° | 2,25:10° | 2,63-10° | 1,66-10° | 0,00465

5 1,11-10° | 1,14-10° | 851-10° | 130105 | 7,12-10° | 827-10° | 2,39-10° | 151-10° | 1,43-10° | 0,00375

6 1,50-10° | 1,27-10° | 926-10° | 51810° | 2,14-10° | 3,06-10° | 2,71-10° | 351-10° | 1,89-10° | 0,00360

7 1,12:10° | 944-10° | 117-10° | 551-10° | 2,70-10° | 2,84-10° | 2,57-10° | 151-10° | 1,0310° |0,00341

8 1,2010° | 9,20-10° | 9,73-10° | 3,06-10° | 7,08:10° | 2,98-10° | 2,81-10° | 156-10° | 1,87-10° |0,00438

9 131-10° | 9,28-10° | 9,72-10° | 7,86-10° | 2,84-10° | 2,39-10° | 2,29-10° | 1,43-10° | 1,92-10° | 0,00384

10 1,0910° | 921-10° | 102105 | 149-10° | 313-10° | 2,98-10° | 1,96:10° | 150-10° | 18510° |0,00437

Cpemnee, % | 133105 | 1,07-10° | 9,36-10° | 846-10° | 4,0810° | 292-10° | 2,58:10° | 2,02-10° | 1,71-10° | 0,00396

Sh 1,4810° | 863-107 | 1,0510° | 3,91-10° | 1090-10° | 1,49-107 | 2,82-107 | 6,65-107 | 937-10% | 0,00040
VT 92 08 08 89 85 85 03 88 68

U 2,41-10° | 2,03-10° | 1,89-10° | 1,89-10° | 1,0510° | 7.62-107 | 696107 | 598107 | 5,13-107 | 0,00081

98



H LenouHble Me |Opyrue Me He
<|-|1EO LLienou.3em Me |Mony ME Be “I—Element <g.|-(|)%1
Li Be NauTaHoMgp! Hemetannbi ICP MS <«— Method B C N (0] F Ne
IcPMS | 1cpmMs | ICPMS | THE HE HE [ 1cpms | THE
<0.02 | <0.01 SR FanoreHl <0.01 <—value, ppm <03 | <30 | <10 | <10 | <0.001 | <0.001
Na Mg NepexoaHble Me |MHepTHbie rasbi Al Si P S Cl Ar
ICPMS | 1cP Ms 1cPms | 1cpms | icpms | icpms | icPms | THE
9.976 | 0.552 0725 | <40 <50 <10 | <0.001 | <0.001
K | Ca| Sc | Ti V| Cr({Mn| Fe|Co| Ni[Cu|Zn| Ga| Ge | As | Se | Br | Kr
icpMs | icpms | 1cp s | 1cp Ms | 1cp Ms 1cPMs | 1cpms | 1cpms [ 1cpms [ 1cPMs [ 1cpms [ 1cpms | 1cpms | 1cPms | 1cpms | icpms | THE
<5 <3 | 0.239 | 3.082 | 0.763 | <octosa| 0.162 | 8.698 | 0.041 | 0.992 | 0.578 | 1.951 | 7.331 | 0.164 | 0.995 | <0.01 <1 | <o0.001
Rb| Sr | Y [ Zr | Nb|Mo| Tc | Ru| Rh | Pd | Ag | Cd | In [ Sn | Sb | Te | | Xe
icPms | icpms [ 1cpms [ 1cpms [ 1cpms [ 1cpms | THE [ 1cPms | 1cpms [ 1cpms [ 1cpms | 1cPms [ 1cpms [ 1cPpms | 1cPMs [ 1cPms | icpms | THE
<0.01 | <0.003 | 0.029 | 0.811 | 0.385 | 0.257 | <0.001 | <0.001 | <0.004 | <0.01 | 0.773 | <0.01 | 0.02 | 0.433 | 0.094 | 0.017 <1 | <o0.001
Cs [Ba| La| HfF | Ta| W | Re | Os | Ir | Pt | Au|[Hg| Tl | Pb | Bi | Po | At | Rn
1cPMs | 1cpms | 1cpms | 1cpms [ 1cpms [ 1cpms [ 1cpms | 1cpms | 1cpms | icpms | icpms | 1cpms | icpms [ 1epms | icpms | THE THE THE
<0.005 | 0.085 | <0.002 | <0.004 | 0.188 | 0.107 | 0.025 | <0.002 | <0.002 | <0.001 | <0.01 | <0.02 | <0.01 | 0.133 | <0.01 | <0.001 | <0.001 | <0.001
Fr | Ra| Ac | Rf | Db | Sg | Bh | Hs | Mt | Ds | Rg | Cn [Uut| Fl [{Uup| Lv | Uus|Uuo
THE THE THE
<0.001 | <0.001 | <0.001 | Na NA NA NA NA NA NA NA NA NA NA NA NA NA NA
< |wop Ce | Pr {[Nd|Pm|Sm | Eu [ Gd | Tb | Dy [ Ho| Er | Tm | Yb | Lu
NA |Not availabl icpMs | icpms | 1cpms | THE | 1cpms | 1cpms [ 1cpms | icpms | icpms | icpms | 1cpms | icpms | 1cpms | 1cpms
ot available <0.002 | <0.002 | <0.002 | <0.001 | <0.002 | <0.002 | <0.002 | <0.002 | <0.002 | <0.002 | <0.002 | <0.002 | <0.002 | <0.002
Th | Pa| U | Np[Pu|Am|Cm | Bk | Cf | Es | Fm [ Md| No | Lr
icpms | THE | 1cPMs
<0.01 | <0.001 | <0.001 | nNa NA NA NA NA NA NA NA NA NA NA

Pucynox 23 — Ceenenus o npumecHoM coctaBe Matepuana IC Cr BEICOKOM YUCTOTHI

JAS



0,0016

0,0014

0,0012
=X
5 0,001
=
S
g
=
2 0,0008
S
=
3
S 0,0006
8
=

0,0004

0,0002

0 Tt 5 " — Tl e Teee
1 2 3 4 5 6 7 8 9 10
Homep nmpo6s1

mNa ®mFe ®mGa ®Ti mZn mAs ®ENj mZr EAg vV mAl mCu = Mg ®Sn u Nb

Pucynok 24 — Ogaopoauocts puMecHOro coctaBa IC Cr BEICOKOM YHUCTOTHI



89

Pe3ynbrarhl m3MepeHuii MacCOBOM JTOJIM BCeX OOHAPYKEHHBIX MPUMECEH MPUBEIICHBI B

Tabimue 21.

Tabmuua 21 — Cenenust 00 oOHapykeHHBIX npuMecsax B Matepuase IC Cr BBICOKOW YHCTOTHI

PesynbTaT uzmepe- Pacmmpennas Otnocutenbuas
OneMeHT Mertox* HUSI MacCOBOM HEOIPEeICIIEHHOCTh paclilupentas
nonu, % U k=2 pP=095), % HeonpeHeHeHH%CTb
U = 2, P=0,95), %0
Na MC-UCII 1,0-10° 1,2-10* 11,7
Fe MC-UCII 8,7-10* 6,3:10° 7,2
Ga MC-UCII 7,3:10* 51-10° 6,9
Ti MC-UCIT 3,1-10* 2,6:10° 8,6
Zn MC-UCII 2,0-10* 2,3:10° 11,8
As MC-UCII 1,0-10* 1,1-10° 11,3
Ni MC-UCII 9,9-10° 1,1-10° 11,6
Zr MC-UCII 8,1-10° 9,5-10° 11,7
Ag MC-HCII 7,7-10° 1,1-10° 13,6
\ MC-UCII 7,6:10° 1,1-10° 14,4
Al MC-UCII 7,3:10° 1,0-10° 141
Cu MC-UCII 58:10° 7,4-10° 12,7
Mg MC-UCII 55-10° 8,8:10° 15,9
Sn MC-UCII 4,3-10° 5,910 135
Nb MC-UCII 3,9:10° 7,6:10° 19,7
Mo MC-UCII 2,6:10° 3,9-10° 15,0
Sc MC-UCII 2,4-10° 3,8:10° 15,8
Ta MC-UCII 1,9-10° 3,2:10° 17,3
Ge MC-UCIIT 1,6-10° 2,9-10°F 17,6
Mn MC-UCII 1,6-10° 2,8:10° 17,1
Pb MC-UCII 1,3-10° 2,4-10° 18,1
W MC-UCII 1,1-10° 2,0:10° 19,0
Sb MC-UCIIT 9,4-10° 1,9-10° 20,1
Ba MC-UCIIT 8,5:10° 1,9-10°6 22,3
Co MC-UCII 4,1-10° 1,0-10°® 25,6
Y MC-UCII 2,9-10° 7,6:107 26,3
Re MC-UCII 2,5-10° 7,0-107 27,8
In MC-UCIT 2,0-10° 6,0-10” 29,9
Te MC-UCII 1,7-10° 51-107 30,2
Taxum oOpasom, B orienke MJIOK 3aneiicTBoBaHbI clieayrOIINe JaHHbIE:
— KonnuecTBo onpenenseMbiX 3€EMEHTOB —-91;
— KonnuecTBo 00HApyKEHHBIX JIeMEHTOB (N) —-29;
— KomnuaectBo npenenoB ooHapyxeHus () —62;
— Cymma 0OHaApyKEHHBIX JIEMEHTOB (), X;) —0,00396 %;
— Cymma npefienioB oOHapyxeHus (3, ;) —0,01705 %;
— CranmapTHasi HEONPEICIICHHOCTh OT HEOAHOPOTHOCTH —0,00081 90.

W3 3TOro0 OlleHeHBI MaccoBas 10J1si OCHOBHOTO KOMITOHEHTa 1o (opmyite (28) u ee pac-

HIMPEHHAS HEONPEACICHHOCTD Mo hopmyie (29). PesynbraTel mpeacTaBieHsl B Tabwie 22.
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Tabmmma 22 — Metposiorndeckue xapakrepucTuku IC Xpoma BEICOKOM YHCTOTHI

Pacmmpennas HeonpeneaéHHOCTh
ATTrecToBaHHag ATTecToBaHHOE
N APAKTEPHCTHA sHavCHIe. % aTTECTOBAHHOI'O 3HAYEHUS
0
PaKTep : U (k = 2, P=0,95), %
MaccoBast 1011 Xpoma 99,9875 0,0076

3.3.5 DJTajioH cpaBHEeHHS] MAPraHIA BbICOKOI YHCTOTHI

Marepuan DC - mapraner; npousBoactea Alfa Aesar (36215 Manganese granules lot Ne
U01A055) maccoii 0,1 kr. Marepuan npeacrasisieT co00i rpaHysIbl METaUTMYECKOTr0 MapraHiia
IIPOU3BOJILHOTO pa3Mepa.

B matepuane OC maprasiia BbICOKOH YHCTOTHI IPOBEJIEHBI U3MEPEHUSI MaCCOBOW J0JIH
91 mpumecu, uto xapakrepusyercs 100 % moaHOTOI 3KCHIEpUMEHTaNbHBIX paboT. [Ipu 3TOM ompe-
JIeJIeHa yIOBJIETBOPUTEIbHAS OJJHOPOJIHOCTh MaTepHala Mo BceM OOHAPYKEHHBIM PUMECSM.

Pe3ynbTaThl M13MEpEeHU MACCOBBIX JIOJIEM TPUMECE B CBOJHOM BHJIE€ MPEICTABICHBI B
tabymie 23 ¥ Ha pUCYHKE 25, T/Ie B BHJIC TICPUOAMUYECKON TAOIHIIBI XUMUYECKUX dJICMEHTOB T/IC
o1 0003HaYEHNEM KaXI0T0 AJIEMEHTA IPUBEACHBI CBEACHHS O IPUMEHEHHOM METO/I€ U3MEPEHU I
U TIOJTy4YeHHOM pe3yibraTe («<» MeHee npenaena ooHapyxkenus; «NAy - olleHKa MacCOBO JTOJIH
HE TIPOM3BOJIMIIACK; «UHCIIOY» - MACCOBas OIS, BRIpakeHHas B [Miun1]). Ha pucynke 26 rpaduue-

CKM ITOKa3aHa OAHOPOJHOCTE MPUMECHOT'O COCTaBa 1o 06HaPY)KeHHI>IM IMPpUMECAM.



Tabnuua 23 — CBojHbIE JAHHBIE O IPUMECHOM cocTaBe Marepuaa OC mapraHia BbICOKOM YUCTOTBI

MaccoBas JOJIs DJIEMEHTA, MJIH

1

Ne ipodet O | Mg |[Na|Mo|cu|Po|zn|Fe| B [cr|si|Al[As|[sSn|Sb]| Ti | U] Co|cymma

1 2018 122 28,06 | 18,09 | 17,84 | 6,59 | 1101 | 8,75 | 3,36 | 3,26 | 342 | 2,14 | 234 | 1,36 | 163 | 1,13 | 0,24 | 0,33 2250

2 2241 113 27,55 | 20,42 | 14,03 | 7,46 | 10,70 | 429 | 3,36 | 531 (3,08 | 2,73 | 2,08 | 166 | 1,80 | 1,28 | 0,22 | 0,15 2460

3 2071 182 30,50 | 15,81 | 10,40 | 1982 | 896 | 4,82 | 3,75 | 3,13 | 285 | 1,75 206 | 209 | 2,17 | 0,78 | 0,23 | 0,14 2362

4 1631 141 62,89 | 16,20 | 19,16 | 21,17 | 9,26 | 8,32 | 4,73 | 3,35 [ 3,32 | 260 | 2,29 | 2,07 | 1,90 | 1,30 | 0,27 | 0,14 1931

5 1877 128 69,48 | 18,78 | 18,02 | 6,74 | 10,17 | 7,69 | 542 | 3,12 | 2,92 | 1,82 2,23 1,78 | 1,67 | 1,00 | 0,27 | 0,28 2156

6 1664 116 69,16 | 20,52 | 12,92 | 7,47 | 10,73 | 4,74 | 297 | 3,36 | 2,90 | 2,26 2,38 1,84 | 1,75 | 1,02 | 0,20 | 0,12 1924

7 2010 184 65,11 | 15,59 | 10,87 | 20,63 | 9,40 | 6,44 | 3,09 | 2,25 | 3,29 | 1,38 1,38 | 29 | 2,49 | 0,70 | 0,18 | 0,14 2340

8 1927 141 47,83 | 17,87 | 15,27 | 13,83 | 10,04 | 6,64 | 3,68 | 3,39 | 3,06 | 2,16 | 2,15 | 196 | 193 | 1,06 | 0,23 | 0,19 2199

Cpe):[Hee, TAS0: e 1929,73 | 140,88 | 50,07 | 17,91 | 14,81 | 12,97 | 10,03 | 6,46 | 3,80 | 3,40 | 3,11 | 2,11 2,11 19 | 192 | 1,03 | 0,23 | 0,19 2203

Sh 205,10 | 27,70 | 20,22 | 1,86 | 3,61 7,24 064 | 179|091 | 084 |0,19| 0,47 | 0,31 | 0,44 | 0,27 | 0,22 | 0,02 | 0,07 208,1
V-T 80 80 80 80 80 80 80 80 80 80 80 80 80 80 80 80 80 80

U 43,42 5,99 435 | 0,58 | 0,82 155 | 032|042 | 0,23 | 0,22 | 0,13 | 0,12 | 0,21 | 0,5 | 0,09 | 0,07 | 0,02 | 0,02 418,6

16



H LenoyHbie Me |Opyrve Me He
HE B ] THE
; Lenou.3em Me |Mony ME e Element <0,001
Li Be NanTaHougpl Hemetannbi ICP MS d— Method B C N (0] F Ne
IcPMs | 1cpms | ICPMS | THE HE HE | icpms | THE
<0,05 | <0,05 AKTMHONAR! lanoreb <0,05 < Value, ppm 3,8 <10 66,7 | 1929,7 | <0,1 | <0,001
Na Mg NepexoaHbie Me [UnepTHble rasbl Al Si P S Cl Ar
ICP MS | IcP Ms 1cPMms | Icpms | icpms | 1cpms | icpms | THE
50,07 | 140,88 2,11 | 311 <50 <1 <1 | <o,001
K| Ca|Sc| Ti| V|Cr|Mn|Fe|Co| Ni|Cu|Zn|Ga|Ge| As | Se | Br | Kr
1cpMs | cpms | 1cpms | 1cpms | 1cpms | 1cP ms 1cPMms | 1cPms | 1cpms | 1cPms | 1cPpms | 1cpms | 1cpms | 1cpms | 1cpms | 1cpms | THE
<10 <5 <0,05 1,03 <0,05 3,4 OCHOBa 6,46 0,186 0,218 14,81 10,03 <0,05 <0,05 2,11 <0,1 <0,1 <0,001
Rb [ Sr | Y| Zr | Nb|Mo| Tc [Ru[Rh [ Pd| Ag| Cd| In | Sn|[Sb |[Te | I | Xe
icpMs | icpms | 1cpms | icpms | icpms [ 1ecPms | THE | 1cpms | 1cpms | 1cpms | cpms | icpms | icpms [ 1cpms | 1cpms | 1cpms | icpms | THE
<0,001 | <0,05 | <01 | <005 | <0,05 | 17,91 | <0,001 | <0,05 | <01 | <005 | <01 | <005 [ <001 | 1,96 | 1,92 | <01 <2 | <o,001
Cs | Ba| la|Hf [ Ta| W |Re|Os | Ir | Pt [AulHg| Tl | Pb | Bi | Po | At | Rn
icpMs | cpms | 1cpms | 1cpms | 1cpms | 1cpms | 1cpms | 1cpms | 1cpms | 1cPms | 1cpms | icpms | icpms [ 1cpms | icpms | THE THE THE
<0,05 | <0,05 | <001 | <001 | <005 | <05 | <001 | <001 | <00t | <005 | <005 | <01 | <00t | 12,97 | <0,05 | <0,001 | <0,001 | <0,001
Fr | Ra| Ac | Rf | Db | Sg | Bh [ Hs | Mt [ Ds | Rg [ Cn |Uut| FI |Uup| Lv | Uus|[Uuo
THE THE THE
<0,001 | <0,001 | <0,001 | NA NA NA NA NA NA NA NA NA NA NA NA NA NA NA
< |top Ce [ Pr [Nd|Pm|Sm | Eu [ Gd| Tb | Dy | Ho | Er | Tm | Yb | Lu
NA  INot availabl icpms | icpms | icpms | THE | cpms | 1cpms | 1cpms | 1cpms | 1cpms | 1cpms | 1cpms | 1cpms | 1cpms | 1P ms
ot avallable <0,01 | <001 | <001 | <001 | <001 | <001 | <001 | <00t | <001 | <001 | <001 | <001 | <0,01 | <0,01
Th|[Pa| U |[Np|Pu[Am|Cm | Bk | Cf [ Es | Fm | Md| No | Lr
icpvs | THE | IcPMs
<0,01 | <0001 | 0,231 | NA NA NA NA NA NA NA NA NA NA NA

Pucynox 25 — Csegenust o mpuMecHoM coctaBe mMaTepraia 9C MnN BBICOKOM YHCTOTHI
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Pe3ynbrarhl n3MepeHuii MacCOBOM JTOJIM BCeX OOHAPYKEHHBIX MPUMECEH MPUBEICHBI B

Tabimue 24.

Tabmuua 24 — Ceeaenust 00 00HApYKEHHBIX npuMecax B Matepuasie 9C Mn BBICOKOM YHCTOTHI

94

OtHocuTenbHAs
Pacmmpennas
SeMEHT Pe3ynLTaUT WU3MEPCHUs HEONE/IENIHHOCTS pacmupeHHas
MacCOBOM J0JIH, MI/KT HEOIPEeICIIEHHOCTh
U k=2, P=0,95), MI/KT U ez r oo o
(k =2,P=0,95), Y0
0 1930 43 2,3
Mg 140,9 6,0 4,2
N 66,7 6,7 10,0
Na 50,1 4,3 8,7
Mo 17,91 0,58 3,2
Cu 14,81 0,82 5,6
Pb 12,97 1,55 11,9
Zn 10,03 0,32 3,2
Fe 6,46 0,42 6,4
H 4,0 04 10,0
B 3,80 0,23 5,9
Cr 3,40 0,22 6,4
Si 3,11 0,13 4,0
As 2,11 0,11 5,3
Al 2,11 0,12 5,9
Sn 1,96 0,15 7,7
Sb 1,92 0,09 47
Ti 1,03 0,07 6,6
U 0,231 0,017 7,1
Ni 0,218 0,026 11,8
Co 0,186 0,021 11,2
Takum o6pazom, B onienke MJIOK 3aneiicTBOBaHbBI CIEAYIOIINE TaHHbIE:
— KonudecTBo omnpenensieMbIx 21eMEHTOB -91;
— KonnuecTBo 00HApyKEHHBIX JIeMEHTOB (N) -21;
— KonnuectBo npenenos ooHapyxeHus (I) —70;
— Cymma 0OHapyKEHHBIX 2JIeMEHTOB (), X;) —0,2274 %;
— Cymma npejienoB oOHapyxkeHus (Y, ;) —0,0081 %o;
— CranmapTHasi HEONPEISIICHHOCTh OT HEOAHOPOTHOCTH —0,0208 %0.

W13 3TOTO0 OlIeHEHBI MaccoBasi 0JIsi OCHOBHOTO KOMITOHEHTa 1o (opmyite (28) u ee pac-

HIMpEeHHas: HeoNpeIeieHHOCTh 110 popmyite (29). PesynbraTsl mpencTaBieHsl B Ta0muie 25.

Tabmmia 25 — Metposornueckue xapakrepucTuku IC MapraHiia BBICOKOH YHCTOTHI

ATTecToBaHHag
XapaKTEPUCTUKA

ATTecToBaHHOE
3HaueHue, %

Pacmmpennas Heonpenen€HHOCTh
aTTECTOBAHHOI'O 3HAYECHUSI

U (k = 2, P=0,95), %

MaccoBas 0151 Maprasia

99,77

0,04




95

3.3.6 JTajioH cpaBHeHHs KOOAJIbTA BHICOKOI YMCTOTHI

Marepuan DC - kobansT npousBoacTBa Alfa Aesar (J16Z052 Cobalt pieces, #10454)
Mmaccoit 0,1 xr. Marepuain npeacTaBiseT COO0H CIUTOK METaUTMYECKOro KoOabTa.

B marepuane 3C xobajibTa BRICOKOW YUCTOTHI IPOBEJICHBI U3MEPEHUS MACCOBOM J0JU
91 npumecu, yro xapakrepuzyercs 100 % mosHoTo# 3KCIepuMeHTaIBHBIX padboT. [Ipu 3TOM ompe-
JIeJIeHa yIOBJIETBOPUTEIbHAS OJJHOPOIHOCTh MaTepHala Mo BceM OOHapyKEHHBIM PUMECSM.

Pe3ynbrarel u3mMepeHnit MaccoBbIX J0Jei MpuMeceil B CBOAHOM BUJE MPE/ICTaBICHBI B
tabnuie 27 v Ha pucyHke 27, rie B BUJE MEPHOAMYECKON TaOIUIIBI XUMUYECKUX 3JIEMEHTOB T/e
1101 0003HaYEHUEM KaX10T0 3JIEMEHTA IPUBEACHBI CBEICHUS O IPUMEHEHHOM METO/1€ U3MEPEHUN
U TIOJTyYeHHOM pe3yibraTe («<» MeHee npeena ooHapyxenus; «NA» - olleHKa MacCOBO# JTOJIH
He TIPOU3BOIUIIACH; «UHCIIO» - MACCOBAs 10N, BhIpaskeHHas B [MiiH 1]). Ha pucynke 28 rpaduue-
CKH{ [TOKa3aHa OJTHOPOJIHOCTb IPUMECHOTO COCTaBa 110 OOHAPY>KEHHBIM IIPUMECSIM.

Pe3ynbrarel u3mMepeHuil MaccoBOi J10JiM BCceX OOHApYKEHHbIX NPUMECEN NMPUBEIEHBI B

Tabiuue 26.

Tabnuua 26 — CeneHust 00 oOHapykeHHbIX npumecsax B Matepuase 3C CO BbICOKOH YHCTOTHI

DIeMeHT PesynbTat nsmepenus Pacmmpennas OtHocuTenbHAS
MacCOBOM JOJH, MI/KT HEOIPEIEIEHHOCTh pacipeHHast
U (=2, p=095), MI/KT HEOMPEIeIEHHOCTh

U (k=2 p=0,95), %
@) 50,6 12,1 23,8
As 40,2 14 3,4
Ni 22,6 0,9 4,2
Si 20,9 1,1 51
P 5,02 0,16 3,3
Cu 5,02 0,16 3,3
Ca 4,05 0,65 16,1
Fe 1,96 0,08 4,2
Mg 1,46 0,26 18,1
Pb 0,84 0,06 7,4
Al 0,42 0,03 7,7
Zn 0,34 0,05 142
B 0,33 0,02 4,7




Tabnuua 27 — CBoHBIC JaHHBIE 0 IPUMECHOM cocTaBe Mareprana 9C ko0anbTa BBICOKOW YHCTOTHI

MaccoBasi 1015 JIeMEeHTa, MIIH

Ne ipo6mr

o As Ni Si P Cu Ca Fe Mg Pb Al Zn B cymMMa
1 64,06 | 46,96 | 22,45 | 19,58 | 4,21 4,21 591 1,75 0,70 1,05 0,30 0,22 0,27 | 171,69
2 40,15 | 39,99 | 26,74 | 16,34 | 5,25 5,25 6,14 2,15 2,58 0,54 0,48 0,25 0,37 | 146,22
3 4358 | 36,10 | 22,86 | 22,69 | 5,52 5,52 2,73 2,24 0,64 0,85 0,35 0,30 0,34 | 143,72
4 54,71 | 37,82 | 18,52 | 25,06 | 5,08 5,08 1,42 1,68 1,90 0,94 0,55 0,59 0,36 | 153,67
Cpennee, win | 50,62 | 40,22 | 22,64 | 20,92 | 5,02 5,02 4,05 1,96 1,46 0,84 0,42 0,34 0,33 | 153,83
Sh 10,90 | 4,76 3,36 3,78 0,56 0,56 2,34 0,28 0,95 0,22 0,11 0,17 0,04 13,20

VT 40 40 40 40 40 40 40 40 40 40 40 40 40 -
U 3,05 1,36 0,94 1,06 0,16 0,16 0,65 0,08 0,26 0,06 0,03 0,05 0,02 26,65
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H LenoyHbie Me |Opyrue Me He
o Wenou.3em Me  |Mony ME Be “|—Element o
Li Be JNaHTaHoMAb! Hemetannbl ICP MS d— Method B C N (0] F Ne
IcPMS | 1cP Ms | ICPMS | THE HE HE | 1cPms | THE
<01 | <01 Aktuionpbl - |Tanorenb! <O,1 <f—value,ppm | o33 | <o | <5 | s06 | <01 | <og0:
Na Mg NepexoaHble Me |MHepTHbie rasbi Al Si P S Cl Ar
ICPMS | 1cP Ms 1cPMs | 1cPMs [ 1cpms | 1cpms | icPms | THE
<05 | 1,46 042 | 2092 | 502 <5 <5 | <o0,001
K|1]C| Sc| Ti |V |[Cr[Mn|[Fe|Co|Ni|C|Zn)|Ga|Ge | As | Se | Br | Kr
icPMs | 1cpms | 1cpms | 1cpms | 1cpms | 1cpms | 1cpms [ 1cp ms 1cpMs | 1cPms [ 1cpms | 1cpms | 1cpvs [ 1cpms | 1cpms | icpms | THE
<05 | 405 | <05 | <05 | <01 | <05 | <05 | 1,96 |ochosa| 22,64 | 502 | 034 | <05 | <01 | 402 | <05 | <01 | <0,001
Rb| Sr | Y [ Zr [ Nb|Mo| Tc | Ru | Rh | Pd [ Ag | Cd | In [ Sn | Sb | Te | | Xe
icems | icpms [ 1cpms | 1cpms | icpms [ icems | THE | 1cpms | icpms [ 1cpms [ 1cpms | 1cpms | 1cpms | icems | icpms | 1cpms | cpms | THE
<0,1 <0,1 <0,1 <0,1 <0,5 <0,5 <0,001 <0,1 <0,1 <0,1 <0,1 <0,1 <0,1 <0,5 <0,1 <0,1 <5 <0,001
Cs [Ba| La| HF | Ta| W | Re | Os | Ir | Pt | Au|[Hg| Tl | Pb | Bi | Po | At | Rn
icPms | 1cpms [ 1cpms | 1cpms | 1cpms | 1cpms | 1cpms | 1cpms | icpms | 1cpms | 1cpms | 1cpms | icpms [1epms [ icpms | THE | THE | THE
<01 | <01 | <01 | <01 | <01 | <05 | <01 | <01 | <01 | <05 | <05 | <05 | <01 | o084 | <01 | <0001 | <0,001 | <0,001
Fr | Ra| Ac| Rf | Db | Sg | Bh [ Hs | Mt | Ds | Rg | Cn | Uut| Fl |Uup| Lv | Uus|Uuo
THE | THE | THE
<0,001 | <0,001 | <0,001 | nNA NA NA NA NA NA NA NA NA NA NA NA NA NA NA
< |op Ce | Pr | Nd|Pm|[Sm | Eu [ Gd | Tb | Dy | Ho | Er | Tm | Yb | Lu
NA |Not availabl icpms | 1cpms [ cems | THE [ 1cpms | 1cpms | 1cpms | cpms | 1cpms [ 1cpms | 1cpms | 1cpms | cpms | 1cp s
ot available <01 | <01 | <01 | <0001 ]| <01 | <01 | <01 | <01 | <01 | <01 | <01 | <01 | <01 | <01
Th|(Pa| U | Np|[Pu|Am|Cm | Bk | Cf | Es | Fm [ Md| No | Lr
cpms | THE | 1cpms
<01 | <0001 | <01 NA NA NA NA NA NA NA NA NA NA NA

Pucynoxk 27 — Ceenenust o mpumecHoM coctaBe Matepuana IC CO BRICOKOW YUCTOTHI
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Takum o6pazom, B onienke MJIOK 3aneiicTBOBaHBI CIEAYIOIINE TaHHBIE:

— KonnuecTBo onpenenseMpiX 3JEMEHTOB - 91,
— KonnuecTBo 00HapyKEHHBIX JIeMEeHTOB (N) -13;
— KonnuectBo npenenoB ooHapyskeHus (I) —18;
— CymMa 0OHapyKEeHHBIX 3JIeMEHTOB (), X;) —0,01538 %;
— Cymma npejienoB oOHapyxkeHus (Y, ;) —0,00468 %;
— CrangapTHasi HEONPEIEICHHOCTh OT HEOIHOPOTHOCTH —0,00132 %.

W3 3T0r0 O1ieHeHbI MaccoBast J10Jisi OCHOBHOTO KOMITOHEHTa 1o gopmyiie (28) u ee pac-

HIMPEHHAs: HeOMpeaeIeHHOCTh 110 opmyite (29). Pe3ynabTaThl mpeacTaBieHbl B Ta0muie 28.

Tabnuua 28 — Merponoruyeckue xapakTepucTuku 9C kobajibTa BBICOKOH YUCTOTHI

Pacmmpennas HeonpenenEéHHOCTh
ATtTecToBanHas ATTecToBaHHOE
AP AKTEPHCTHA sHaCHIe. % aTTECTOBAHHOI'O 3HAUEHUS
0
PAKTEp ’ U (k= 2, P=0,95), %
MaccoBas 1oJ1s KkobanbTa 99,9823 0,0033

3.3.7 JTajioH cpaBHeHHS HUKeJS BbICOKOIl YHCTOTHI

Marepuan 9C - Hukens npousBojacta OO0 MarnetpoH (HaBecku u3 Hukesst Mapku HO
no 'OCT 849-2008, 99,99, maptust Ne 15) maccoit 0,2 xr. Matepuan npencrasisier co0oil rmia-
CTUHKU METAITTMYEeCKOTO HUKETIS.

B matepuane IC HuKeNst BEICOKOW YHCTOTHI MTPOBEACHBI M3MEPEHUSI MacCOBOU 101H 91
npumecH, uto xapakrepusyercs 100 % mnonHoTON 3KkcnepuMeHTanbHbIX padot. [Ipu 3Tom ompe-
JIeJIeHa yIOBIETBOPUTENIbHAS OJJHOPOJIHOCTh MaTepHala Mo BceM OOHApYKEHHBIM MPUMECSM.

Pe3ynbTarhl u3mMepeHnit MaccoBbIX J0Jei MpuMecell B CBOJHOM BHJIE€ TIPECTABICHBI B
tabymne 29 u Ha pucynke 29, re B BHJIE IEPHOINISCKON TaOIUIBI XUMUIECKIX JICMEHTOB TIC
1101 0003HaYEHNEM KaX 10T 0 AJIEMEHTA IPUBECHBI CBEACHUS O IPUMEHEHHOM METO/1€ U3MEPEHUI
U TIOJTYYCHHOM pe3yiibTaTe («<» MeHee mpenena ooHapyxeHus; «NA» - olleHKa MacCoBOi 10yH
HE TIPOM3BOIUIIACK; «UHCIIO» - MACCOBAs 0N, BeIpakenHas B [MiH 1]). Ha pucynke 30 rpaduue-
CKU TIOKa3aHa OJHOPOJHOCTh MPUMECHOTO COCTaBa MO0 OOHAPYKEHHBIM METAITTNYECKUM MpHMe-

CsM.



Tabnuua 29 — CBojHbIE JAHHBIE O IPUMECHOM cocTaBe MaTtepuasia DC HUKENs BBICOKOW YMCTOTBI

MaccoBas 1011 3JIeMeHTa, MIH

1

Ne ipo6mr

C Co Fe Al Cu Mg Mn P S Si Zn cymma
1 40,8 43,14 19,91 12,28 10,13 9,85 9,74 9,24 9,49 10,04 0,74 175,37
2 49,5 53,83 20,99 10,26 9,57 5,86 7,14 6,13 9,00 8,10 0,27 180,69
3 59,2 50,89 18,98 13,84 9,96 13,79 9,87 9,77 9,60 9,37 0,53 205,79
4 50,7 52,03 19,55 12,31 10,58 10,19 13,03 12,73 9,43 9,16 0,47 200,20
Cpennee, MiH™ 50,1 49,97 19,86 12,18 10,06 9,92 9,94 9,47 9,38 9,17 0,50 190,51
Sh 7,91 4,64 0,82 1,46 0,40 3,24 2,40 2,70 0,23 0,80 0,20 10,25

VT 20 20 20 20 20 20 20 20 20 20 20 -
U 3,49 3,49 1,76 1,23 1,06 1,05 1,06 1,02 1,01 0,99 0,12 21,35

00T



H LenouHbie Me |Opyrue Me He
THE THE
e Wenouy.3em Me |Mony ME Be “T—Element <0.001
Li Be NaHTaHOMADI Hemetannbl ICP MS d— Method B C N (@) F Ne
THE | 1cPms | THE | THE | THE | THE | THE THE
<0.001 | <0.001 QoA TR <0.001 «}—value, ppm | 5 | spos | <5 <50 | <0.01 | <0.001
Na Mg NepexoaHble Me |UHepTHbie rasbi Al Si P S cl Ar
THE | 1cPMs IcPMs [ 1cPMs | 1cPMms | 1cPMs | THE THE
<0.05 | 9.92 1218 | 917 | 947 | 938 | <01 | <0.001
K| Ca| Sc | Ti V]| C[Mn|Fe[Co| Ni[Cu|Zn|[Ga | Ge | As | Se | Br | Kr
THE | cpms | THE | THE | THE | THE [1cPMs | 1cPms | 1cPMs icems [1cems | THE | THE | THE | THE | THE THE
<005 | <0.001 | <0.01 | <0.03 | <0.02 | <0.001 | 9.94 | 19.86 | 49.97 | ocrosa | 10.06 | 0.5 <01 | <001 | <001 | <01 | <01 | <0.001
Rb| Sr | Y [ Zr [Nb[Mo| Tc | Ru| Rh | Pd| Ag| Cd| In | Sn | Sb | Te | [ Xe
THE | cpms | thE [cpms | TeE [ the | TtHE | the | THE | TeE | THE [cpms | The | THE | THE | THE | THE THE
<0.01 | <0.001 | <0.001 | <0.001 | <0.003 | <0.001 | <0.001 | <0.005 | <0.002 | <0.005 | <0.001 | <0.001 | <0.002 | <0.001 | <0.1 | <0.02 | <01 | <0.001
Cs | Ba|Lla| HF | Ta| W|Re|Os | Ir [ Pt [ Au|Hg | Tl | Pb | Bi | Po | At | Rn
THE ICP MS THE THE THE ICP MS THE THE ICP MS ICP MS THE THE THE ICP MS THE THE THE THE
<0.001 | <0.001 | <0.001 | <0.002 | <0.002 | <0.001 | <0.002 | <0.002 | <0.001 | <0.001 | <0.003 | <0.005 | <0.01 | <0.001 | <0.01 | <0.001 | <0.001 | <0.001
Fr | Ra| Ac | RfF | Db | Sg | Bh | Hs | Mt [ Ds | Rg | Cn |Uut| Fl |Uup| Lv | Uus|Uuo
THE | THE | THE
<0.001 <0.001 <0.001 NA NA NA NA NA NA NA NA NA NA NA NA NA NA NA
< |top Ce | Pr [Nd[Pm|[Sm | Eu | Gd | Tb | Dy | Ho | Er [ Tm | Yb | Lu
NA |Not available THe | THE | ThE | THE | TeE | THE | THE | ThE | THE | THE | THE | THE | THE THE
<0.001 | <0.001 | <0.003 | <0.001 | <0.003 | <0.002 | <0.005 | <0.001 | <0.003 | <0.001 | <0.003 | <0.001 | <0.002 | <0.001
Th| Pa| U | Np|Pu|Am|Cm | Bk | Cf | Es | Fm | Md| No | Lr
THE | THE | THE
<0.003 | <0.001 | <0.001 | nNa NA NA NA NA NA NA NA NA NA NA

Pucynok 29 — Cenenus o npumecHoM coctaBe Mateprana IC Ni BBICOKOW YUCTOTEHI

T0T
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Pe3ynbrarhl m3MepeHuii MacCOBOM JTOJIM BCeX OOHAPYKEHHBIX MPUMECEH MPUBEIICHBI B

tabaure 30.

Taomuna 30 — Cenenus 00 oOHapyx)eHHBIX puMecsix B Marepuasie DC Ni BBICOKOI YHCTOTBI

OtHocuTenbHAs
Pacmmpennas
Pesynbrar nsmepenus pacmupeHHas
DneMeHT ., HEOIPEEIEHHOCTD
MacCOBOM J0JIH, MI/KT HEOIPEeICIIEHHOCTh
U (k =2, P=0,95), MI/KT 0
U k=2, p=0,95), %
C 50,1 3,5 7,0
Co 50,0 3,9 7,0
Fe 19,9 1,8 8,9
Al 12,2 1,2 10,1
Cu 10,1 11 10,6
Mg 9,9 11 10,6
Mn 9,9 1,1 10,6
P 9,5 1,0 10,8
S 9,4 1,0 10,8
Si 9,2 1,0 10,8
Zn 0,50 0,12 23,1
Taxum ob6pazom, B onerxe MJIOK 3aneiicTBoBaHBI ClieAyIONINE JaHHBIE:
— KonnuectBo onpesensieMbIX 3JIeMEHTOB -91;
— KonnuecTBo 00HApYKEHHBIX 3JIeMEHTOB (N) -11;
— KonnuectBo npeniesnioB ooHapyskerust (I) - 80;
— CyMMa oOHapyKEHHBIX 2JIeMEHTOB (), X;) —0,01905 %;
— Cymma npejienoB oGHapyxkeHus (Y, ;) —0,00609 %;
— CranjapTHas HEONPEIEIECHHOCTh OT HEOJHOPOIHOCTH —0,00103 %.

U3 3TOro OlLieHEHBI MaccoBas J0JIsi OCHOBHOTO KOMITOHEeHTa 1o (opmyre (28) u ee pac-

HIMPEHHAs: HeOoMpeIesieHHOCTh 110 popmyite (29). PesynbraThl mpencraBieHsl B Tadbmuie 31.

Tabauna 31 — Metposiornueckue xapakrepucTuk 9C HUKENS! BBICOKOM YHCTOTHI

Pacmmpennas Heonpenen€HHOCTh
ATTecToBanHas ATTEecTOBaHHOE
X ADAKTEDHCTIKA sHaverme. % aTTECTOBAHHOI'O 3HAYCHUS
0
PAKTep : U (k = 2, P=0,95), %
MaccoBas qoJjist HUKes 99,9779 0,0055

3.3.8 DTajoH cpaBHeHHS KAAMHS BBICOKOH YHCTOTHI

Marepuan 3C - xaamuii npousBonctBa OAO Tmpenmer (Kammmit KJI-BU-1 kyckwy;
npo6a Ne KOO07; mpotoxoin 17060.11; 99,9997 %) maccoii 0,1 kr. Marepuan npeacTtaBiseT co0oi
KYCKH METaJIJTNYECKOr0 KaIMUS.

B marepuane OC kaaMusi BBICOKOW UMCTOTHI IPOBEAECHBI U3MEPEHMSI MaccoBOM 1oiu 91
npuMecH, uto xapakrepusyercs 100 % momHOTOM 3KcriepuMeHTalbHBIX paboT. [Ipu 3ToM orpe-

JieJIeHa yIOBJIETBOPUTEIbHAS OJHOPOIHOCTh MaTepHasa o BceM OOHapyKEHHBIM IPUMECSM.



Pe3ynbTaThl M13MEpeHU MacCOBBIX JI0JIEH MPUMECE B CBOJHOM BHJI€ MPECTABICHBI B
tabnuie 29 u Ha pucynke 29, rae B BHJIE IEPHOANIECKON TaOIUIBI XUMUIECKUX JICMEHTOB TIC
1o/ 0003HaYEHUEM KaXKI0T0 3JIEMEHTA MPUBEICHBI CBEJICHUS O IPUMEHEHHOM METO]1€ U3MEPEHU M
U [OJy4eHHOM pesyinbraTe («<» MeHee mpeaena oonapyxenus; «NA» - olleHKa MacCOBOM 10K
HE TIPOM3BOJIHIIACK; «UHCIIO» - MACCOBAs J0JIsL, BeIpakeHHas B [MiH 1]). Ha pucynke 30 rpaduue-

CKHM IIOKa3aHa OAHOPOJHOCTb IMIPUMECHOI'0 COCTaBa I10 06Hapy)KeHHHM MCTAJUIMYCCKUM IIPUMC-

CsM.

Pe3ynbrarel u3MepeHnit MacCOBOM J10JIM BCEX OOHApYKEHHBIX MPUMECEH MPUBEACHBI B

tabymue 30.
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Ta6muia 32 — Ceenenus 00 oOHapyx)eHHbIX puMecsx B Marepuasiec OC Cd BbICOKO# YMCTOTHI

OtHOcUTENbHAS
Pacmupennas
Pesynbrar usmepenus paciupeHHas
OneMeHT . HEOIPEEIEHHOCTh
MacCOBOM JOJH, MI/KT HEOIPEeIeICHHOCTh
U (=2, P=0,95), MI/KT 0
U k=2, P=0,95), %
Ca 0,20 0,06 29,3
Fe 0,10 0,04 34,9
Sr 0,050 0,021 42,0
Cr 0,040 0,018 44,5
Cu 0,030 0,014 48,0
Al 0,010 0,006 59,4
Zn 0,010 0,006 63,9




Tabnuna 33 — CBojHbIE AAHHBIE O IPUMECHOM cocTaBe Marepuana DC KaaMusi BBICOKON YHCTOTHI

MaccoBas 1071 3JIeMeHTa, MIH

1

Ne ipo6mr
Ca Fe Sr Cr Cu Al Zn cymma
1 0,22 0,050 0,050 0,0416 0,0309 0,0102 0,0094 0,41
2 0,22 0,096 0,020 0,0425 0,0304 0,0083 0,0096 0,42
3 0,23 0,140 0,093 0,0350 0,0294 0,0097 0,0100 0,54
4 0,18 0,175 0,031 0,0432 0,0297 0,0115 0,0099 0,48
5 0,15 0,052 0,061 0,0392 0,0304 0,0099 0,0104 0,35
Cpennee, MiH ™ 0,20 0,103 0,051 0,0403 0,0302 0,0099 0,0098 0,44
Sh 0,03 0,054 0,028 0,0027 0,0010 0,0006 0,0004 0,07
V-T 25 25 25 25 25 25 25 -
U 0,058 0,036 0,021 0,018 0,014 0,006 0,006 0,16

G0T



H LenouHbie Me |Opyrue Me He
HE THE
i Wenouy.3em Me |Mony ME Be “T—Element <0.001
Li Be NaHTaHOMADI Hemetannbl ICP MS d— Method B C N (@) F Ne
ICPMS | 1cPMs [ ICP MS HE HE HE ICPMS | THE
<0.001 | <0.001 SRR Fanoreu <0.001 «}—value, PPM | 0001 | <10 <10 <30 | <0.001 | <o0.001
Na Mg NepexoaHble Me |UHepTHbie rasbi Al Si P S cl Ar
ICPMS | 1cP Ms ICPMS | ICPMS | IcPMsS HE IcPmMs | THE
<0.03 <0.004 0.01 <0.03 <0.5 <5 <0.5 <0.001
K | Ca| Sc | Ti V | Cr|[Mn| Fe|Co| Ni|Cu|Zn| Ga| Ge | As | Se | Br | Kr
1IcPMS | 1cPMs | 1cpms | 1cpms | 1cPms | 1cPMs | 1cPMs | 1cPMs | 1cPMs | 1cPMs | 1cPMs | IcPMs | 1cPMs | 1cPMs | 1cPMs | IcPMs | IcPMS | THE
<0.04 0.2 | <0.003 | <0.004 | <0.004 | 0.04 | <0.05 0.1 <0.03 | <0.01 | 0.03 0.01 | <0.007 | <0.01 | <0.006 | <0.007 | <0.007 | <0.001
Rb| Sr | Y [ Zr [Nb[Mo| Tc | Ru| Rh | Pd| Ag| Cd| In | Sn | Sb | Te | [ Xe
1IcPMs | 1cpms | 1cpms | 1cpms | 1cpms | 1cems | THE | 1cpms | IcPms | 1cPMs | 1cp Ms ICPMS | IcPMs | IcPMs | IcPMs | IcPMS | THE
<0.007 0.05 <0.007 <0.01 <2.5 <0.03 <0.001 <0.01 <0.009 <0.01 <0.01 | ocHoBa <0.01 <0.03 <0.01 <0.03 <0.01 <0.001
Cs | Ba|Lla| HF | Ta| W|Re|Os | Ir [ Pt [ Au|Hg | Tl | Pb | Bi | Po | At | Rn
ICPMS | 1cpms | 1cPMms | 1cpMs | 1cPMs | IcPMs | 1cPms | IcPMs | 1cPMs | IcPMS | IcPMS | THE | IcPMs | IcPMs | ICPMS | THE THE THE
<0.01 | <0.01 | <0.01 | <0.07 | <25 <0.1 <0.06 | <0.06 | <0.04 | <0.1 <0.03 <1 <0.09 | <0.04 | <0.04 | <0.001 | <0.001 | <0.001
Fr | Ra| Ac | RfF | Db | Sg | Bh | Hs | Mt [ Ds | Rg | Cn |Uut| Fl |Uup| Lv | Uus|Uuo
THE THE THE
<0.001 | <0.001 | <0.001 NA NA NA NA NA NA NA NA NA NA NA NA NA NA NA
< |top Ce | Pr [Nd[Pm|[Sm | Eu | Gd | Tb | Dy | Ho | Er [ Tm | Yb | Lu
NA  |Not available 1IcPMS | 1cPMs | IcPMs | THE | 1cPMs | 1cPMs | 1cPMs | IcPMs | 1cPMs | 1cPMs | 1cPMs | IcPMs | IcPMs | IcP MS
<0.01 <0.01 <0.04 <0.001 <0.04 <0.03 <0.06 <0.01 <0.06 <0.01 <0.04 <0.03 <0.04 <0.03
Th| Pa| U | Np|Pu|Am|Cm | Bk | Cf | Es | Fm | Md| No | Lr
IcPMS | THE | 1cPMs
<0.03 | <0.001 | <0.03 NA NA NA NA NA NA NA NA NA NA NA

Pucynok 31 — CBenenus o npuMecHoM coctaBe Matepuaia DC Cd BBICOKOI YHCTOTHI

90T
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Takum o6pazom, B onienke MJIOK 3aneiicTBOBaHBI CIEAYIOIINE TaHHBIE:

— KonnuecTBo onpenenseMpiX 3JEMEHTOB - 91,

— KonnuecTBo 00HapyKEHHBIX JIeMEeHTOB (N) -7

— KonnuectBo npenenoB ooHapyskeHus (I) —84;

— CymMma 0OHapyKEeHHBIX 3JIeMEHTOB (), X;) —0,000044 %;
— Cymma npejienoB oOHapyxkeHus (Y, ;) —0,007357 %;
— CranmapTHasi HEONPEEICHHOCTh OT HEOAHOPOTHOCTH —0,000010 %o.

W3 3T0r0 O1ieHeHbI MaccoBast J10Jisi OCHOBHOTO KOMITOHEHTa 1o gopmyiie (28) u ee pac-

HIMPEHHAs: HeOMpeIeIeHHOCTh 110 opmyite (29). Pe3ynabTaThl mpeacTaBieHbl B Ta0muie 34.

Tabnuua 34 — Merponoruyeckue xapakTepucTuku 9C KaJIMUsi BBICOKOM YHCTOTHI

Pacmmpennas HeonpenenEéHHOCTh
ATtTecToBanHas ATTecToBaHHOE
AP AKTEPHCTHA sHaCHIe. % aTTECTOBAHHOI'O 3HAUEHUS
0
PAKTEp ’ U (k= 2, P=0,95), %
MaccoBas 10J1s KaaMust 99,9963 0,0035

3.3.9 CaBoanble pe3yJbTaThl HCCI€I0BAHUI ITAJIOHOB CPABHEHHUS

O06001eHHbIE pe3yIbTaThl UCCIEIOBAHUN IO pa3pabO0TKE 3TAJIOHOB CPAaBHEHUS MPEIl-

cTaBlIeHbl B Ta0mune 35.

Tabnuua 35 — XapakTepucTHKH pa3padOTaHHBIX ATAJIOHOB CPABHEHUS

DIeMeHT w, % Cymma Xi, % | Cymma y;, % uy, % PZUO,(EIJ(S_)?’%
Vv 99,9377 0,0554 0,0138 0,0016 0,0084
Cr 99,9875 0,0040 0,0171 0,0004 0,0074
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 0,0010 0,0055
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

CBeznieHus 0 pa3pabOTaHHBIX TAJIOHAX CPAaBHEHHUs 3aHECEHBI B 3JICKTPOHHYIO 0a3y JaH-
HBIX «DTAJOHBI CPABHEHHS B BUJI€ BBICOKOYUCTHIX BemecTB» [12], rae uM nmprcBOeHHI perucrpa-
[IMOHHBIE HOMEpA B 3aBUCUMOCTH OT KaTETOPUH YUCTOTO BEIIECTBA B COOTBETCTBUU C Kiaccudu-
karreit MBMB [95]. Takxe B 3T0ii 6a3e JaHHBIX €CTh CCBUTKH Ha MACMOPTa 3apErHCTPUPOBAHHBIX
9C.

W3 npeacraBneHHBIX 3TAJIOHOB CPABHEHMSI TOJIBKO JUIsl MN paciumpeHHas HEONPEIeIeH-

HocTh nipeBbimaet 0,01 %, 94To 00yCIOBICHO KaK pa3 ero YUCTOTOM. 3aBUCUMOCTD PAaCITUPEHHOM
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ueonpeaeneaHoctd MJIOK ot yucToTsl MeTasuia (pUCYHOK 33) HMEET SIBHYIO KOPPEIIAIUIO U 110~

Ka3bIBaECT, UTO JJIs AOCTIKeHus 1eneBoit Heonpenenénnoctu 0,01 % MJIOK nomxna ObIT OoJiee
99,9 %.
100,05
10000 | e, ® y =-6,4489x + 100,01
LT R2 = 0,9502
99,95
99,90
99,85 RALINE. .

99,80 R

99,75

MaccoBaa 40nA OCHOBHOINO KOMMNOHEeHTa, %

99,70
0,000 0,005 0,010 0,015 0,020 0,025 0,030 0,035 0,040 0,045

PacwupeHHan HeonpeaeneHHocTb, %
Pucynok 33 — 3aBucumocTs pacuupentoi Heonpeaenearoctu (k=2, P=0,95) or MJIOK

Ha nmpakTuke BemiecTBa Takoi YMCTOTHI HE BCET/Ia [eNeco000pa3Ho MPUMEHSATH IS Xpa-
HEHUsI M IePe/Iauul eIUHUIIBI MacCoBO# gou. B atom npumepe st Mn (99,77+0,04) % ocHoBHOI
npuMechio siBisiercs kuciopo ~0,2 %, KOTOphIi He TOMENIaeT MPHU TPABUMETPHUYECKOM TPHUTO-
TOBJICHHH PAaCcTBOPA, €CIIU TPOIEIypa OYNCTKH MOBEPXHOCTH XOPOIIO CTAHIAPTU30BaHA M KaXkK-
JIbIA pa3 BOCIIPOM3BOAUTCS OJUHAKOBO. Torna MOXKHO MPeanookKUTh, YTO MIPU MEPEBOE B pac-
TBOp HE OyIyT HaKalIMBaTbCs METAUIMYECKUE MPUMECH, KOTOPhIe MOTYT HETaTUBHO CKa3aThbCs
NP TIepeiade eMHNIIBI OT PAacCTBOPA STANIOHA CPABHEHHS CTaHAAPTHOMY 00pasily MOCPEACTBOM

ATOMHO-3MHUCCHOHHOM CIIEKTPOMETPHUH C MHIYKTUBHO-CBSI3aHHOM IIa3MOMI



110

BrIiBoanI o riase 3

Pazpaboran nokymentr MU 3560-2016 «Pekomenmanus. 'CH. Ouenka HeonpeaeaeHHO-
CTH U3MEPEHUI MaCCOBOM 0 OCHOBHOTO KOMITOHEHTA B HEOPTaHMYECKUX BEIIECTBaX», B KOTO-
poM chopMyTUPOBAHBI TIPUHIIUIIEI UCCIICOBAHHIA 3TaJIOHOB CPABHEHMS, UCXOMS U3 IIETICBOU He-
OTIPEICIEHHOCTH, U OCHOBHBIC KPUTEPUU BBHIOOPA M TIOJITOTOBKU YHCTHIX BEIIECTB ISl HCIIOJIB30-
BaHM B PA3JIMYHBIX METPOJOTUUECKHX padoTax. Takum oOpa3oM, yHU(PHUITUPOBAHBI ITOIXOIbI IO
OIICHKE MaCCOBOM JIOJI OCHOBHOTO KOMITOHEHTA M CBSI3aHHOM C HEW pacIIMpEeHHON HEONPEeIeIICH-
HOCTH JUISI STAJIOHOB CPaBHEHUSI.

Pazpabotano «Ilomoxxenue o baze naHHBIX «ITaTOHBI CPABHEHHS B BHJIE BRICOKOYHCTHIX
BEIIIECTBY, B KOTOPOM YCTaHOBIIEHBI 00IIIMe TPEOOBAHUS K ITAIOHAM CpPAaBHEHUS, K UX pa3paboTke,
Ha3HAYCHHIO U IPUMCHEHUIO.

Onucan anropuT™ pacueTa HEOMPEISICHHOCTH OT HEOJHOPOIHOCTA MAaCCOBOM JIOJH OC-
HOBHOT'O KOMITOHEHTA T10 Pe3yJIbTaTaM U3MEPEHUH MPUMecel, KOTOPBINA 3aKITF0YAeTCS B TOM, UTO
Ha MIEPBOM 3TaIle MPOBOJUTCS OIEHKA HEONPESIICHHOCTH OT HEOJHOPOIHOCTH HE MeHee 2/3 OT
CYMMapHO# MaccoBOH /1011 00HAPYKEHHBIX TpuMeceii B cootBercTBHH ¢ ISO Guide 35, Ha BTO-
POM 3Tare OLIEHUBAETCS HEOIPEAeICHHOCTh OT HEOAHOPOJHOCTH ISl CYMMbl MHAMBHIYalIbHBIX
WCCJICIOBAaHHBIX O0OHAPYKCHHBIX TIPUMECEH, a Ha TPEThEM dTaIlle BEIUUCIISICTCS HEOIPEICICHHOCTh
JUTSI MAaCCOBOH JIOJTM OCHOBHOTO KOMITOHEHTA C YI€TOM MAacCCOBOM JIOJIM HCCIICTYEMBIX OOHAPYKCH-
HBIX TIpUMece K CyMMe MacCOBBIX JI0Jiel OOHAPYKEHHBIX U HEOOHAPYKEHHBIX PUMECEH.

PaspaboTansl 9 3TanoHOB cpaBHEeHUs B Bujae uncThix Metamios (V, Cr, Mn, Fe, Co, Ni,
Cu, Zn, Cd) ¢ aTTecTOBaHHOI MacCOBOM J0JIeli OCHOBHOT'O KOMITOHEHTa 1Mo cxeme «100 % munyc
CyMMa IpHUMecei» ¢ pacuimpeHHoi HeonpeaeneaHoctoio (k=2, P=0,95) ue xyxe 0,01 % (3a uc-

KJIroueHreM MN BBICOKO# YHCTOTBI).
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4  Pa3pa0oTkKa cTaHAAPTHBIX 00PAa310B PACTBOPOB 3JIEMEHTOB

4.1 Meroa xapaKkTepu3aunu

Cnemmammuctel NIST B 2001 1 pa3paboTain METOUKY KOMITAPATUBHBIX U3MEPEHUM CHT-
HaJIOB OT TaKMX PacTBOPOB C MCIOJIb30BaHHEM BHYTpeHHero crannmapra [23,24]. DTy meTonuky
OHH TIPEJIOKMIN UCTIONB30BaTh Npu ceprudukanuu CRM pacTBOpoB XMMHUYECKHX 3JIEMEHTOB.
OCHOBOH TIPOCIICKUBAEMOCTH TPU 3TOM BBICTYMAOT cTaHaaptHbie 00pa3isl SRM NIST cepun
3100 [96], xoTopble MPEACTABISAIOT COOO0M KHUCIOTHBIC PACTBOPHI XMMUYECKUX DJIEMEHTOB C HO-
MHHAJIBHON MaccoBoif goneit 10000 Maa ¢ OTHOCHTENBHOM pacIIMPEHHOH HEONPEIENEHHOCTEIO
(0,1-0,3) %. AtrecroBannoe 3nadenne SRM NIST cepun 3100 camo o cede mosryueHo Kak cpei-
HEe B3BEIICHHOE PE3yJIbTaTOB IPAaBUMETPHUCCKOTO MIPUTOTOBJICHUS! PACTBOPA U3 BHICOKOYHCTOTO
COCJIMHEHUS C YCTAHOBJICHHBIM COJICPYKAHUEM OCHOBHOTO KOMIIOHEHTA M PE3YJIbTaTOB aHAJIN3a
meTogoM ADC-UCII ¢ kanuOpoBKOM MO YETHIPEM HE3aBHUCHUMO IMPUTOTOBICHHBIM «I1€PBUYHBIM
crangaptamy» (B opurunaie: four primary standards) u3 BEICOKOUHCTOrO COSUHEHHS ¢ YCTAaHOB-
JICHHBIM COJICP)KaHUEM OCHOBHOI'O KoMmoHeHTa [97].

Ha 370 oCcHOBE [UIsI peanu3aiuy CXeMbl 00eCIICUeHUS MTPOCIICKHUBAEMOCTH, TPEI0KEH-
HOM B 1. 1.4 pucyHOK 7, BBIOpaH MeTO1 XapaKTepHu3aliuy pa3pab0oTaHHbIX CTAaHIAPTHBIX 00pa3oB
IyTeM CPaBHEHUS PacTBOpa CTAaHAAPTHOTO 00pa3iia ¢ paCTBOPOM ITAIIOHA CPABHEHHS C TOMOIIBIO
ATOMHO-3MHUCCHOHHOM CHEKTPOMETPHUM C MHIYKTUBHO-CBSI3aHHOM IIIa3MOM.

J11s1 5TO HE0OX0AMMO Ha ITEPBOM 3TaIle OLIEHUTh METPOJIOIMUECKHE XapaKTEPUCTUKH pac-
TBOPOB STAJIOHOB CPAaBHEHHS, HA BTOPOM JTalle MPOBECTU aHAJIN3 YpaBHEHUS W3MEpEHUil, a Ha

TPETHEM OTAIIC — OLCHUTHh METPOJIOTMUCCKHUE XAPAKTCPUCTUKH CTaHAAPTHBIX O6p33HOB.

4.1.1 OueHka MeTPOJOrH4YeCKUX XaPAKTEPUCTHK PACTBOPOB 3TAJT0OHOB CPABHEHHS

MeTtponoruueckue XapakTepUCTUKH pacTBOpoB DC OLEHEHBI MO 3KCHEPUMEHTAIbHO
pacueTHOW mpouenype. [lepen mpUroToBiieHHEM pPacTBOPOB NPOBEAEHA OYMCTKA ITOBEPXHOCTH
HaBecok JC B Te€X K€ KMCIIOTaX, B KOTOPHIX B IOCIEAYIOIIEM IIPOBEIECHO pacTBOpeHue. Bee kuc-
JIOTHI IPEIBAPUTENIBHO MOIBEPTaIN JOMOJHUTEIBHON OYHCTKE METOZ0M Cy000iIepHOil TuCTHII-
nsian (Berghof Products + Instruments GmbH, distillacid BSB-939-IR).

Hageckn OC mocne 04MCTKH MPOMBIBAINCH TEMOHU30BAHHOW BOJOW M CYIIMJINCH CHa-
yaJjia B TOKE aproHa, a 3aTeM B aTMoc(epe aproHa B 3KCHKaTope. 3aTeM HaBECKH B3BEUIMBAIN Ha
Becax IMepBoro crenuaibHoro kinacca tounoctu (Mettler-Toledo AG, XP205) u ¢uxcupoBanu
Maccy ¢ TOYHOCTBIO J10 4 3Haka B JIpoOHOH yacTu. PacTBopeHHe HaBECOK MPOBOIMIN B CMECH

KHCIIOT (cMech 3aBUCUT OT DC) B (TOPOIIACTOBBIX aBTOKJIABaX P HArpeBaHUU HE OOJIee YeM J10
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80 °C. PacTBOp KOJIMYECTBEHHO MEPEHOCIIIM B MPEIBAPUTEIHLHO 3aTaPEHHYIO MOJHUIPOIUIICHO-
BYIO KOJIOY U JIOBOJIWIIH JI0 onipeieacHHO# Macchl (5-10) % pacTBopoM a30THOM KUCIOTHL. PacTBoOp
HepeMeIIMBAIA M B3BEIIMBAJIM HA Becax IEPBOro CICUaIbHOrO Kiacca TouHoctH (A&D
Company Ltd., GX-1000) u ¢puxcupoBain MacCcy ¢ TOYHOCTBIO 10 3 3HAKa B IPOOHOI yacTH. AHa-
JIOTUYHBIM 00pa30M TOTOBUJIN XOJOCTON pacTBOp (OJIaHK).

J1J1s1 OLIEHKH MOTPaBKH Ha BBITAJTKUBAIOIIYIO CHITY BO3/IyXa BO BPeMsl B3BEIIMBAHUI MTPO-
BOIMIIH U3Mepenus armocheproro pasienus (MKS Instruments, Baratron 690A13TRA), temie-
parypsl U oTHOCHTENbHOM BiaakHoctd Bozayxa (CENTER Technology Corp., CENTER 313).
[InoTHOCTH MaTepuana 3TajJoHa CpaBHEHUs JIMOO MPUHUMAJIN PaBHOW CIIPABOYHOI BETUYHUHE CO
cTaHzapTHOH HeompeaenenHocThio 500 kr/m°, mu6o ompenmensu mukHOMeTpudecku (Thermo
Fisher Scientific S.p.A., Pycnomatic ATC). I1inoTHOCTS pacTBOpa Onpeaessuia T100 MUKHOMET-
PHUYECKH, THOO ¢ IOMOIIBIO aBTOMATHYeCKOro motHomepa (Tepmekce, BUIT-2MP).

YPaBHeHI/Ie I/ISMCpCHI/Iﬁ MacCoOBOM J0JIM KOMIIOHCHTA B paCTBOPC 3TaJIOHA CPABHCHUSA

e w- (22— 1)

— . ] . r
Wy = Kstab Khomo Kevap Whiank + ’ (55)
m, - (p—“ - 1)
T
Pn
rae Kstabr Khomo' Kevap — KOB(b(l)I/H.[I/IeHTLI, CBsI3aHHBIC C BpeMeHHOﬁ CTa6I/IJII>HOCTBIO, C O1-

HOPOJHOCTBIO U C BO3MOXKHBIM HCIIApPEHUEM PAacTBOpA ATAJIOHA CPAaBHEHHUS B IPOLIECCE TPUTOTOB-
JIEHHs COOTBETCTBEHHO (B pacyeTax MPUHUMAIOTCS PaBHBIMHU 1, a X HEONPEIeIEHHOCTH yCTaHaB-
JMBAIOTCS HKCIIEPUMEHTANIBHO);

Whiank — MAccoBas JI0Jisl KOMIIOHEHTa B Oanke (onpenensercs metogom MC-HUCII), %o;

m, — Macca HaBeCKH 3TaJIOHA CPAaBHEHUS, T;

m, —Macca pacTBOpa 3TajloHa CpaBHEHMUS, T;

W — MaccoBasi J10JI1 OCHOBHOT'O KOMIIOHEHTA B HCXOAHOM MaTepuaie, %o;

Pa» Pr» Pn — IUIOTHOCTH BO3JyXa, pacTBOpa M JTaJOHa CpPAaBHEHHsS COOTBET-
CTBEHHO, KI/M°.

Tunuyselii OOHKET HEONpPeaeNIeHHOCTH MAacCOBOM JOJM KOMIIOHEHTa B pacTBOpe

STAJIOHA CPaBHEHUS TpeICTaBlieH B Tadmuie 36.

Tabmuia 36 — BrojpkeT HeonmpeneneHHOCTH MacCOBOM JO0JM KOMIIOHEHTa B PacTBOpPE ATaJIOHA
CpaBHEHHUS MEJIM BBICOKOM YMCTOTHI

Hctounuk
Obo- 3HaueHne u Emurmia c uc uc, %
Onucanue 3Hade- BEJIMYHUHEBI
HUE
MaccoBas 710511 OCHOBHOT'O
KOMIIOHEHTA B HCXOIHOM w 999,940 | 0,060 %o 1,0-10° | 6,0-10° | 12,7
MaTepuaie
Macca HaBecKH Mn 1,0019 | 0,0002 r 1,0 2,0:10% | 42,1
Macca pacTBopa mr 1000,901 | 0,002 r -1,0-10® | 1,5-10% | 0,3
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HcTounuk
06o- 3HaueHne u Enunnua c uc uc, %
Ormucanne 3Haye- BEJIMYHHBI
HHE
[TnoTHOCTH BO3MyXA Pa 1,1336 0,0079 Kr/m° -8,7-10* | 6,9-10® 15
Inotnoers uexonmoro ma- | 8920 500 kM | -1,4-10% | 7,110 | 1,5
TepHaa
[110THOCTE pacTBOpa pr 1017 5 Kr/M° 1,1-10% | 55-10% | 1,2
Maccosas 1013 KommIo- Wo 0 |5010%] % 10 |5010°| 105
HEHTa B OJIaHKE
Bosmoxwas neosopon- |y 1 10105 | % 10 | 1010%| 21
HOCTb PacTBOpa
CrabUIbHOCTh PacTBOPa Kstab 1 3,3:10° %o 1,0 33:10°| 7,0
Bosmonoe nenapenne Kevap 1 10104 | % 10 | 1,010%| 211
pacTBopa
MaccoBas 70yl B paCTBOpe Wy 0,99995 %0
CymmapHas cTaHaapTHas Ue(ws) 0,00024 %,
HEOIPEIENIEHHOCTh
Pacmupennas Heonpeze- o
nennocts (k=2, P=0,95) Uws) 0,00048 %o

4.1.2 YTouHeHHE MOJEJH KOMIAPATHUBHBIX M3MepeHu il

VYpaBHeHue u3mMepeHuil B [24] 0CHOBaHO Ha TOYHOM COOTBETCTBUH CPaBHHMBAaeMbIX pac-

TBOPOB. Ero moxxHO 3amucath B BUIC

mSample.Z IIntSt.Z _ mSample.l IIntSt.l
wy - 7 =Wy 7 ) (56)
Mintst.2 Analyte.2 Mintst.a Analyte.1l
rac W, — MaccoBas J0JIsI KOMIIOHEHTA B MaT€prali€ CTaHIapPTHOTO 06pa3ua, %o,

Mgample.1 — MACCa PaCTBOPA STAJIOHA CPABHEHMS, T

Msample.2 — MaCCa PACTBOPA CTAHIAPTHOTO oOpa3ia, r;

Myntse.1 — Macca BHYTPEHHETO CTaHAapTa B paCTBOPE dTAJIOHA CPAaBHEHUS, T

Mypest.2 — Macca BHYTPEHHETO CTaHAapTa B paCTBOPE CTaHIAPTHOTO 00pasIa, T;

IAnalyte.l, IAnalyte.Z — MHTEHCUBHOCTH OMHCCUH KOMIIOHEHTA B pacTBOPE JTAJIOHA CPaB-
HEHUS ¥ CTaHJapTHOTO 00pasiia COOTBETCBEHHO, MB HM;

I1ntst.1 — AHTEHCUBHOCTh SMHUCCUU BHYTPEHHETO CTAaHIapTa B pacTBOPE ATAJIOHA CPaBHE-
HUs, MB-HM,

Iintst.o — AHTEHCUBHOCTh SMHUCCUU BHYTPEHHETO CTAHIapTa B pACTBOPE ITAIIOHA CPABHE-

HUs, MB-HM.

PaBeHcTBO cripaBeUIMBO Kak pa3 MpU TOUHOM COOTBETCTBUU CPABHUBAEMBIX PACTBOPOB.
OnHaKo Ha MPAKTHKE TAKOTO JOOMTHCS MpakTHdecku HeBo3MoxHO [98]. [poueaypa u3mepenuit
IpeJnoJiaraeT, YTo M3Ha4aJlbHO CPAaBHUBAEMbIE PACTBOPHI UIEHTUYHBI B IJIaHE MATPUIIBI U COJIEP-
YKaHUS aHAJIM3MPYEMOI0 KOMIIOHEHTa (aHayInTa). {151 M3MepeHnii OMHAKOBBIE aJTMKBOTHI ATUX
pacTBOpOB (IO YETHIPE AIMKBOTHI Ka)KJI0OT0) CMEIIMBAIOTCS C OJUHAKOBBIM KOJIMYECTBOM pac-

TBOpPa BHYTPEHHEr0 CTaHAapTa U pa3z0aBIIsIIOTCs 10 ONpeeIéHHON MacChl.
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Bo-niepBrix, matepuan CO mMoxeT ObITh HE TaKUM YUCTHIM Kak DC, U, ClIeI0OBaTeNIbHO,
HEO0OXOAMMO YUUTHIBATh OTHOCUTEIbHYIO BapHAaIlMI0 MACCOBOI 1oyin aHanuTa B pactBope CO kak
muHuMyM Ha 0,1 %. Bo-BTOpBIX, HEOOXOAMMO YUHTHIBATh, YTO COOTHOIICHUE aHATUTA U BHYT-
PEHHEro CTaHaapTa MpHu pa30aBlIeHUH MOTYT oTindYaThes Ha £1 % oTtHOocuTenbHO ApyT Apyra. U
MocJIeIHee — pa30aBJICHUE TOXKE MOXKET OTJIMYaThest Ha =1 %.
YroOBbl yuecThb 3TH BIUSHHS U YPABHOBECUTH TOXeCTBO (56), BBEICH KOPPEKTUP YIOLIHIA

KOd((UIMEHT, a CaMO YpaBHEHHUE TeTIeph MOKHO 3aIMCaTh B BUJIC

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

Wy = Wy K. (57)

mSample.Z Mintsea IAnalyte.l IIntSt.Z

WM eciu BbIpasuTh K, To

K_WZ mSample.Z Mintsea IAnalyte.l IIntSt.Z +& (58)
W1 Msampier Mintstz  lmesea IAnalyte.Z

B uneanpHOM ciiydae, KOTja MepBbie TPU OTHOIICHUS B ypaBHeHuu (58) paBHbI 1, yer-
BEpPTOE U MATOE OyIyT CTPEMHUTHCS K | CO CTaHAAPTHBIM OTKJIOHEHHEM, OJIM3KUM K MHCTPYMEH-
TanpbHOMY mymMy. OmubOKa € mpu 3TOM OyAeT cTpeMHUThCs K 0 ¢ TeM Ke CaMbIM CTaHIapTHBIM
oTKJIOHeHUeM. M3 3Toro criemyer, 4To ommOKa MOXKET ObITh 3HAYMMOM, €CIIM MPEBHIIIACT CTaH-
JApTHOE OTKJIOHEHHE B TPU pa3a no 36-kpurepuro. OaHaKo NPOBECTH «UACAIbHBIN SKCIEPUMEHT
TEXHUUYECKH HEBO3MOXKHO, U MOITOMY B Ka4eCTBE BBIXOJAHOW BETHMYHMHBI (PaKTOPHOTO JKCIIEPH-
MEHTa MPUHITO OTKJIOHEHHE OT | OTHOIIEHHS] MacCOBBIX JOJIEN CPAaBHUBAEMBIX pacTBOPOB. [Ipu
ATOM B KaueCTBE Mpeesa, MPpU KOTOPOM MOKHO CUMTaTh, YTO OTKJIOHEHHUS B IMapaMeTpax MpoBe-
JIEHUST U3MEPEHUI HaXOASATCs B JIOMYCKAeMbIX IMpejaenaxX, BbIOpaHa BEIMYMHA OTHOCHTEIHHOU

CT&HI[&pTHOfI HCOIIPECACICHHOCTH MacCOBOM JOJIM aHAJINTa B pacTBOPEC 3TAJIOHA CPABHCHU.

(39)

Hcxoas u3 Toro, 4To BapbUpPOBAaHKE MEPBOTO M BTOPOTO OTHOIICHUS B ToxecTBe (58)
3TO, TIO CYTH, OJTHO U TOKE, JJIsl IKCIIEPUMEHTa OBLIN MCIIO0Ib30BaHbl TOMOTE€HHBIE PACTBOPHI ATa-
JIOHOB cpaBHeHMA. Kaxiplif pacTBOp OBLI pa3/ieNneH Ha JBe YacTH, epBas OblIa MCIIOJIb30BaHa C
napameTpamMM Wi, BTOpas ¢ MapaMeTpaMu W,, Kak pacTBOP CTaHJApTHOIO oOpa3lia ¢ HEM3BECT-
HBIM 3HAYE€HHEM MAacCOBOH JOJIM aHalWTa, Tak 4ToOBI anmpuopu wy/w, = 1. Toraa, Bapbupys
BXO/IHBIC TapaMeTPhI (MacChl paCTBOPOB C BHYTPEHHUM CTaHIAPTOM), MOYKHO OLIEHHTh HACKOJIBKO

MOT'YT OTJIMYaTHCS PacTBOPHI, YTOOBI HepaBeHCTBO (59) ocTaBaioCch BEpHBIM.

Jliisa u3mepeHunit ObIII0 IPUTOTOBIIEHO 5 PaCTBOPOB W, C apaMeTpaMu, OJMM3KUMHU K OIl-
TUMAJIbHBIMU M 5 PacTBOPOB Wy

— MEpBbIi ¢ mapaMeTpamu, OJIM3KUMHU K ONTHUMAJIbHBIM;
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— BTOpOH ¢ Maccoii aHanuTa, 6ombIeit Ha 20 % OT ONTUMAaJIbHOM;
— TpeTui ¢ Maccoil aHanuTa, MeHbIel Ha 20 % OT ONTUMAILHOM;
— YeTBEPTHIil ¢ Maccoil BHYTpeHHETro cTanaapTa Oosnbiie Ha 20 % OT ONTUMANIbHOM;

— IISATHIA C Maccoil BHYTpEHHEro cTanaapTa MeHblie Ha 20 % OT onTUMaJIbHOM.

W3 uccneayeMbIX cTaHAapTHBIX 00pa3IoB IKCIIEPUMEHT CO CTaHIaPTHBIM 00pa3IoM pac-
TBOpA IIMHKA MPOSBHJI HAaU00JIee BRICOKYIO YyBCTBUTECILHOCTh K OTKJIOHEHHUSAM ITapaMETPOB IKC-
MEPUMEHTA OT ONTHUMAJILHBIX 3HaUeHUH. [103TOMY pe3ynbrarhl (haKTOPHOT'O IKCIEPUMEHTA MPH-
HSTBI U JUIS OCTAJILHBIX B KAYECTBE «OIICHKU CBEPXY». Pe3ynbTarhl H3MEpEHUN U PACYETOB MPE/I-
cTaBJIeHbI B Ta0uue 37.
Tabnuua 37 — Pe3ynbTarhl pakTOPHOTO SKCIIEPUMEHTA JUTSI OIIPEACICHHS JOITYCTUMBIX OTKJIOHE-

HUI IapaMeTPOB IIPUTOTOBIICHUS PACTBOPOB AHAJINTA M BHYTPEHHETO CTAHAAPTAa IIPU POBEICHUN
KOMIIapPATUBHBIX U3MEPEHUN

HcTounuk
O06o3Haue- 3Hauenue
Omncanue
HHUC
MaccoBast 10113 LIMHKE B PaCTBOpe wy 999,95 | 999,95 | 999,95 | 999,95 | 999,95
9TajJIOHa CpaBHCHUA
Macca pacTBopa 3TajloHa CPaBHEHMS | Msampie1 | 2,9017 2,9984 2,0004 2,4984 2,5004
Macca PaCTBOIi; ;le‘*ﬂapmom 0 | samptes | 25012 | 2,5003 | 24983 | 2,5005 | 2,5012
Macca Buytpensero crannapra (Se) | | 199981 | 10,9989 | 20,0004 | 24,0002 | 15,9989
B paCTBOPC 3TAJIOHA CPABHCHUSA :
Macca sryrpennero crannapra (SC) | | 500002 | 20,0005 | 19,9988 | 20,0007 | 20,0003
B pacTBOpE CTaHAAPTHOTO obpasia
Wurencusiocts 2 (202,548 uv) s | /9 000 405 |1 201 585 | 842 638 |1 009 382 |1 060 707
PacTBOPC 3TaJIOHA CPABHCHUA
MHTEHCUBHOCTL DMUCCUU Zn
(202,548 1m) B pactBope cTaHAapT- | Lanaiyre2 |1 000 054 |1 000 091 |1 040 449 |1 001 111 |1 069 284
HOTro o0pasia
M HTEHCUBHOCTH DMUCCUH SC
(361,383 um) B pacTBOpE 3TAIOHA Iinese1 11000071 999988 (1070 1511279926 | 822 670
CpaBHEHUSI
MHTEHCUBHOCTH DMHUCCUH SC
(361,383 um) B pactBOpe cTavmapT- | Iineseo 999 922 | 999 969 |1 056 030|1 058 822 |1 034 063
HOTO o0pasia
Pe3ynbTaT uamepeHuit MaccoBoi
JIOJIM IIMHKA B PACTBOPE CTaHIAPT- w, 1000,05 | 998,17 | 1001,76 | 998,23 | 1002,22
HOTro o0pasia

W3 aroit Ta6JII/II_[BI BUIHO, YTO YBCIIMUCHUC MACChI KaK aHaJINTAa, TaAK U BHYTPCHHETO CTaH-
JapTa IMPpUBOJUT K 3aHUKCHHBIM PE3yJibTaTaM H3MCpCHHI>i, B TO BpEMA KaK YMCHBIICHUC JTUX

MacC NpUBOAUT K 3aBbINICHHBIM PE3YyJIbTATAM.

Ha ocHOBaHMYM 3TUX JaHHBIX SMIIMPUYECKH YCTAHOBIIEHO, YTO IIPU COOJIIOIEHUH YCIOBUI

IIPUT'OTOBJICHUA  paCTBOPOB, TaKHUM 06p330M, YyTOOBl OTHOCUTENIbHBIE HHTEHCHUBHOCTHU

(Inese/ L Analyte) CPABHUBAEMBIX PACTBOPOB HE OTJIMYAIMSAB OoJiee YeM Ha 5 %o, KOPPEKTHPYIOLIUH
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KOPI(UIIMEHT MOKHO MPUHATH PAaBHBIM 1, a €ro cTaHgapTHas HEONPEAEIEHHOCTh OY/IeT 3aBUCETh

OT COOTHOIIICHHS OTHOCUTEIBHBIX HHTCHCUBHOCTEH CpaBHHUBACMBIX PACTBOPOB

IAnalyte.l IIntSt.Z

u.(K) = —1}-0.015. (60)

IIntSt.l IAnalyte.Z
4.2 OueHka cTa0HIbHOCTH CTAHJIAPTHBIX 00pa31L0B

BBuny Toro, uro pazpaboTaHHble CTaHIApTHBIE 00pa3lbl MPEANOIAraeTcsi NPUMEHITh
JUTSL U3TOTOBJICHUSI MYJBTUAJIEMEHTHBIX PACTBOPOB, HAKOIUIEHHE CTOPOHHHMX IMpHUMeced U3 yma-
koBkH CO OMMKHO ObITh MUHUMANIBHBEIM. [10 3T0M npruynHe BhIOpaHa yrnakoBKa HE B BHJIC 3ara-
SIHHBIX CTEKJITHHBIX aMITyJl, @ U3 OTHOCUTEIHFHO HHEPTHOTO MaTepraia — MOJIMITHIICHA BEICOKOTO
nasnenust (HDPE).

B npenmnonoxkeHuu TOro, 4To MaccoBasi JOJIsl aHAIIUTA JI0JDKHA BO3PACTaTh C TEUCHUEM
BPEMEHU U3-32 PABHOMEPHOW TPAHCIUPALUN PACTBOPHUTENS M3 Tapbl, SKCIIEPUMEHT IO OICHKE
CTaOMITLHOCTH OBLI ITOCTPOCH TAaKUM 00Pa30M, YTO YACTh 00PA3IIOB XPAHUIIACH B YCIIOBHUSX HCKYC-
CTBEHHOT'O CTapeHus, a APyrasi B HOpMaJbHbIX yciioBusX. Mcnons3oBaniuck pactBopsl V, Cr, Mn,
Fe, Co, Ni, Cu, Zn u Cd B done pazauunsix kuciaoT (HNOz — 5 %; HNO3z — 10 %; HCI — 3 %; HCI
—7 %; 1HNO3:2HCI — 5 %), pa3nuThsie B pa3audHbIe IOIMMEPHBIC OAHKU C 3aBHHYMBAIOIIUMUCS
KPBIIIKaMHA. J[71s1 OTICHKU CKOPOCTH TPaHCTHPAIUU OaHKH TIEPUOTUYCCKH B3BEIIMBAIA U OICHH-
BaJIM OTHOCHTENBHYIO TIOTEPI0 Macchl. B kadecTBe Hambosiee MOKa3aTeIbHOTO MPUMEpa Ha PH-
cyHKe 34 npeicTaBJIeHbI Pe3y/IbTaThl HCCIEIOBAHNN OTHOCUTEIBHOM oTepu Macchl 3 HDPE Ga-
nok Nalgine BmectuMocTsio 125 cM® 1S pacTBOpa HHKENS ¢ HOMHHAIBHOW MaccoBOil jpomneii
1000 v B hone 10 % a30THOH KHCHOTHL. B 6aHKAX ¢ THM PacTBOPOM OTHOCHTETbHAS MOTEPS
Macchl OblJIa caMasi 3HauYMTeNbHAs U coctaBmia B cpeqHem 0,14 % 3a 800 mHel nmpu Temmieparype
(22+43) °C. Ilpu stom B apyrux HDPE 6ankax Nalgine stor nmoka3sarens cocrasmi ot 0,10 mo
0,13 % B Tex xe ycnoBusax. [1o Bcelt BUTUMOCTH, TO MOXKHO OOBSICHUTH TEM, YTO MaTepras 0aHOK
noiBepraics okucieHuto 10 % a30THOMN KUCIOTOM W cTan Oonee XpynkuM. [loka3aTelbHO, 4TO
HauOoJIbIIIas MOTePsl Macchl HaboMamack B 0aHKax ¢ Hambojee KOHIEHTPUPOBAHHOW a30THOM
KUCTOTOH. J{71s1 cpaBHEHUS MOA00HBIC SKCIIEPUMEHTHI OBLIHM MPOBEACHHBI ¢ OaHKAMU U3 MOJHIIPO-
MUJICHA ¥ TOJUATHIIEHA HU3KOTO JaBIICHUs, OHAKO ObuH mpekpariensl nocie 90 quei, T.K. OT-
HOCHUTEINIbHAs TIOTEPst MacChl K 9TOMY MOMEHTY yxe cocraBmia mopsaka 0,05 %, aro B 5 pas
oonwire, uem st HDPE GaHok.

Taxxe Ha pucyHke 34 mpuBeEHBI Pe3yIbTATHI sl 0AaHOK, KOTOPBIE XPAHUIUCH B TEPMO-
ctare nipu temmeparype (35+1) °C, u pe3ynbTarsl 1 6aHOK, AOMOJHUTENBHO YIIaKOBAHHBIX B

METAJTTM3UPOBAHHYIO TUIEHKY, KOTOPbIE XPAaHUIUCH B 3THX K€ YCIOBUSX.
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OO6paboTka pe3yabTaTOB M3MEPEHHI MPOU3BEIECHA METOJIOM HAaWMEHBIINX KBaJpaToB,

UCXOS U3 TUHENHON MOJIENHU MTOBEACHUS 00BEKTOB

y=b-x, (61)

rie Y — pe3yJbTaThl U3MEPEHHUI OTHOCUTEIILHOW TTOTepU Macchl, %;
X — TIEPUOJT UCCIICIOBAHMUS, THEH;
b — ckopocTh TpaHCTIpaLUH, Yo/AeHb.

CKopocTh TpaHCTIUPAIMK U CBSI3HAS CTaHIapTHAsI HEOIPEEIEHHOCTh HalIEHBI 10 (op-

MyJ1aM:
P P
— . 2
b=> x, y,,/zxp, (62)
p=1 p=1
1 P P
ub= m'i“"xﬂ‘%)z/z%z' (63)
p=1 p=1
rac P — xonndecTBO PE3YIbTATOB ONPECACICHUA OTHOCHUTEJIbHOM IMOTCpHU MACChI 34 BECh IIC-

PHOJI HCCIICIOBAaHUM;

yp — PpE3YyJIbTAaT OIIPCACIICHUA OTHOCHTEIIBHOU IMOTCpPHU MACChI B p'I>'I MOMCHT BPCMCHHU, %;
.X'p — Iepuoa MpoBCACHUA HCCJIEIOBaHUM OT HaJaja 10 p-rO MOMCHTa BPEMCHHU, JHEH.
OrtHocuTenpHas CTaHdapTHad HCOMMPEACICHHOCTb OT HECTaOMJILHOCTH PacTBOPOB XUMHU-

YCCKUX DJICMCHTOB OIIPEACIICHA 10 (bopMyne

. . 2
bt 365) ' (64)

— e 2
Urel.stab = (ub T 365) + ( \/§
rac T — Ha3Ha4YaeMBbIil CPOK I'OAHOCTH, JICT.

Pe3yJ'II>TaTBI ONPCACTICHUA XapaKTCPUCTUK CTAaOWIBHOCTHU CTaHOApPTHBIX O6pa31_lOB 11

HA3HAYCHHOT'0 CPOKa FOJTHOCTH 2 T0JIa IPEICTaBICHBI B Ta0HIe 38.

Ta6mmma 38 — Pe3ynbratsl uccnenoBanns crabuibaoctu CO

VYcnoBust XxpaHeHUst b, %/nenp ub, %/nenp Urelstabs Y0
Banku HDPE 125 cm® npn Temmeparype 4 6
61=(22+3) °C -1,73-10 4,01-10 0,073
Banxu HDPE 125 cm® npu Temneparype 9.77-10% 7.35-107 0,142
t2=(35=+1) °C
Bauku HDPE 125 cM® 0MONHUTENBHO
yIaKoOBaHHbIE B METAJIU3UPOBAHHYIO -2,72-10° 2,04-10° 0,012
MIeHKY npu Temmneparype 11=(22+3) °C
Bankr HDPE 125 ¢M® 1OMOJNHUTEIBHO
YIIAKOBAHHBIE B METATM3UPOBAHHYIO -1,15-10* 1,27-10° 0,048
IIeHKy npu teMneparype t2=(35+1) °C
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Tak ke yaanoce yCTaHOBUTH KOA((UIIMEHT CKOPOCTH TPAHCITUPALIUH, KOTOPBI 0OBIYHO
cocTaBJsieT oT 2 10 4, T.e. cornacHo npaswity Baut-['odda ckopocTs peakiuu Bo3pacraer B (2-4)
pasa ¢ yBenuueHueM temnepaTtypbl Ha Kaxable 10 °C. OcHOBBIBasICh Ha HAKJIOHE KPUBBIX IPHU

XpaHeHUHU 0aHOK B Pa3IMYHBIX YCIOBUSX, YIAJIOCTh YCTAHOBUTD, YTO KOA(PPHUIMEHT paBeH 3,2 1o

YPABHEHUIO
bz 10/(t2—t1)
=[|— ) 65
y (bl) (63)
rae b; v b, — CKOPOCTH TPaHCIIUPALMI B HOPMAJIbHBIX YCI0BUAX (mpy Temneparype t1, °C) u

YCIIOBHUSIX UCKYCCTBEHHOTO cTapenus (mpu temmeparype tz, °C), %/ neHs.

Hcxonst U3 3T0oro0, ObUT YCTAaHOBIIEH MpEe] TPAHCIIUPAIUH, IPU KOTOPOM CIIPaBEINBa
YCTaHOBJICHHASI OI[EHKA HEOMPEACICHHOCTH OT HECTAOUILHOCTH. DTOT MPeIe MPUMEHSIETCS TIPH
AKCIIPECCHOM KOHTPOJI€ HECTAOMIBHOCTH CIEAYIOIIUX MapTUH MTyTeM UCKYCCTBEHHOT'O CTapEeHUS
npu Temmnepatype 60 °C B Teuenue 5 nueit. [Ipu 3ToM OTHOCHTENbHAS MOTEPS MacChl CTaHAAPT-

HOTO 00pasma He jgowkHa ObITh Ooee 0,1 % v He 6onee 0,02 %/ neHs.

4.3 Onenka METPOJOTHIECCKHUX XAaPAKTCPUCTUK MOHOJJIEMEHTHBIX PaCTBOPOB

O11eHKy aTTECTOBAaHHOTO 3HAYEHHsI moayduin mo ¢popmyie (57), HCXOas U3 MHOTOKpAT-
HBIX M3MEPEHHI OTHOCHTEIbHBIX HHTEHCUBHOCTEH aHAIMTA ¥ BHYTPEHHETO CTaHIapTa B PacTBO-
pax 3TaJOHOB CpaBHEHHS U pacTBOpax craHaapTHHIX oOpasios (Perkin Elmer, Optima 7300 DV),
qyepenysi K3MEpEHHsI OTHOCUTEIIbHBIX UHTEHCUBHOCTEH B ATHX pacTBopax. [l M3MepeHui uc-
TIOJIb30BATUCH 4 HE3aBHCUMO MPHUTOTOBJICHHBIX PACTBOpA 3TaJlOHA CPaBHEHHS U 4 3K3eMILIApa
CoO.

O1rieHKy CyMMapHO# CTaHIaPTHOM HEONPEACeICHHOCTH aTTEeCTOBAHHOTO 3HAUCHHUS TIOJTY-

qaau o Gopmyne

U = \/uchar2 + ustabz + uhomoz' (66)

e Uchar — CTAHIAPTHAS HEONPE/ENEHHOCT OT XapaKTepH3aI[iH, MIH
Ugpqp — CTAHAAPTHAS HEOMPEIENEHHOCTh OT HeCTAOUILHOCTH, MITH 1,
Unomo - CTAHAAPTHAS HEOTIPENETEHHOCTh OT HEOAHOPOJHOCTH, MITH .
CTaHIapTHYIO HEOIPENEIEHHOCTh OT HEOJHOPOIHOCTH OIEHUBAIN B BHIE MEKIK3EM-
IUIIPHON HEOJIHOPOJHOCTH IMyTeM AucrepcronHoro ananmmsa mo 1ISO Guide 35:2017 [94].

CTaHIlapTHYIO HEOMPCACICHHOCTL OT HECTaOMIIBHOCTH pacCUUTBIBAINA 1O (I)OpMyJ'IC

Urel.stab

100 (67)

Ustgp = W2



120
BBuy TOTO, YTO BEIMYMHBI HHTCHCUBHOCTEH BBIXOIHBIX CUTHAJIOB JJISl aHAIMTA U BHYT-
PEHHEro CTaHAapTa KOppeJIUpOBaHbl Kak Jiyist pactBopa JC, Tak u it pactBopa CO, cTaHIapTHYIO

HEOMPEACIEHHOCTh OT XapaKTePU3alluu C YIETOM ITHX KOPPENSIUA PACCUUTBIBAIU TI0 (hopMyIie

Q
2
Z (cq -u(xq)) +
Uchar = a=1 . (68)
u(IAnalyte.l) ' C(IAnalyte.l) ' u(IIntSt.l) ' C(IlntSt.l) ' r(IAnalyte.l; IIntSt.l) +

\ u(IAnalyte.Z) : C(IAnalyte.Z) ‘U nese2) * CUmest.2) 'T(IAnalyte.zi IIntSt.Z)

rac u(xq) — CTaHJapTHas HEOIIPEACITICHHOCTD q-ﬁ BXOI[HOI71 BCJIIMYHHBI,

Cq — K0OOQ(HUIUMEHT 9yBCTBUTENBHOCTH (-1 BXOJAHON BEJIUYMHEI (YaCTHAS IIPOU3BOIHAS);

r(l Anatyte.s | IntSt.l) — KO3 GUHLIEHT KOPEJUIALUU MEXy pe3yJIbTaTaMU U3MEPEeHUI uH-
TEHCUBHOCTH BBIXOJHOI'O CUTHAJIA JIJIsl aHAJIUTa U BHYTPEHHEr o cTanapra B pacrsope 9C;

r(I Anaiyte.2s | mtSt_z) — KO3 PUHULIEHT KOPEIUBALIUU MEXy pe3y/IbTaTaMH U3MEPEHUH NH-
TEHCUBHOCTH BBIXOJHOI'O CUTHAJIA JUUIs aHAJIMTa U BHYTPEHHEro cTanaapra B pacrsope CO.

Tunu4HbIA OIOKET HEONPEIETICHHOCTH MacCOBOM JI0JIM KOMIIOHEHTa (W,) B MaTrepuaie
CTaH/IapTHOTO 00pa3iia MOHOAJIEMEHTHOTO pacTBOpa NMpUBEICHBI B Tadymie 39.

Tabmuna 39 — BropkeT HEONpeneIeHHOCTH HM3MEPEHUH MAacCOBOWM JIONM MEAH B Marepualie
CTaHJapTHOI0 00pa3iia ¢ yueTOM KOPEJUISIIHI MEX Ty BeTHUMHAMU HHTEHCUBHOCTH IMHUCCHUU aHa-
juta Cu (327 um) u BHyTpenHero cranaapra Mn (257 um)

HcTtounux 3Haye- U En. c (wc)? Bxnao,
Omnmcanne O0Oo3Hauenue | Hue BEJT-HEI %
MaccoBas 1071 OCHOBHOTO KOM-
[IOHEHTA B pacTBOPE 3TaJIOHA Wy 999,95 0,24 wia? | 0,984 |5,6-10?| 26,6
CpaBHEHUS
Macca paCTBOPIi‘HfaHOHa AR mcamples  |2,50443| 0,0002 | r | 3927 [62:10%| 2,95
Macea paCTBOPSaZEHHaPTH"m 00| samptes |2,50264| 00002 | r | -3930 |6.2:10%| 2,95

Macca BHyTpeHHET0 cTaHAapTa B
pacTBOpE TAJIOHA CPABHEHHS
Macca BHyTpEeHHET0 CTaHapTa B
pacTBOpE CTaHAAPTHOTO 00pa3Ia
M HTEeHCUBHOCTH DMUCCHUH KOMIIO-

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

Mynese2 | 20,771 | 0,0002 r 4735 [9,0-10° | 0,04

1676

HEHTa B PaCTBOPE 3TAJOHA CPaB- | lanaiyte1 733 437 MB-HM | -6:10* [6,6-:10? | 31,3
HEHHS
WHTEHCUBHOCTL SMUCCHH KOMITO- 1696
HEHTA B PACTBOPE CTAHAAPTHOTO | lanaiyte2 505 426  |MB-am| 6-10* |6,1-102| 29,1
oOpa3sna
HHTEHCUBHOCTh SMHUCCUH BHYT- 1692
PEHHETO CTaHIapTa B PaCTBOPE Iinesta 712 348 |MB-am| 6:10* [4,1-102| 19,5
JTaJIOHA CPABHEHUS
WHTEHCHBHOCTD DMUCCHH BHYT- 1692

PEHHETO CTaH/AapTa B pacTBOpE Iintst.o 323 464  |MB'mm| -6-10% |7,3:102 | 34,7
9TaJOHA CPAaBHEHHUS
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HcTtounmk 3Haue- U En. c (we)? Bxnao,
Onucanue O6o3HaycHue | HHC BCJI-HBI %
OMmnupudeckuii kKodpPuueHrt,
YYHATHIBAIOIIHNA OTKIIOHEHHE TIPO- K 1 5,0-10° 1 9836 (2410 | 4,62
[eAypbl KOMITAPATHBHBIX H3Mepe-
HUM OT ONTUMAaIbHBIX 3HAYCHUHN
[ToBTOpsieMOCTh w, 983,60 0,10 miH? 1 9,7-10° | 4,62
Koaddunument xoppensiunuu uH-
TeHcuBHOCTEH amuccun komno- | 7(1 Analyte.1s 0998 | 15105 1 3107 |-5.2-102| -24.7
HEHTA U BHYTPEHHETO CTAHAAPTA B| 1 4611) ' ’ ' '
pacTBOpPE TaJOHA CPABHEHUS
Koaddunument xoppensiunu uH-
TeHcuBHOCTEH smuccun komno- | 7(1 Analyte.2 0999 | 20-105 1 3107 1-6.6102| -31.7
HEHTA U BHYTPEHHETO CTAHAAPTA B|  [1,4612) ' ’ ' '
pacTBOpE CTaHAAPTHOTO 00pa3iia

CranpgapTHast HeonpeaeIeHHOCTD
sap et Ua 0,3627 e
THIAa A
CrangapTHas HEOIPEAEIEHHOCTD
slap el Us 0,2658 MtHL
Tuma B
CyMmMapHas cTaHOapTHas HEOoIpe-
yMMap fap p Uchar 0,45 Th0:
JIEJICHHOCTH OT XapaKTepH3aIluu
Pacmupennas HeopenejlIeHHOCTh
P Pe U(wz) 0,90 Mo

(k=2, P=0,95)
Z[J'ISI YIYULIICHUA HOTpe6I/ITeJ'IBCKI/IX CBOI‘/‘ICTB, IOMHUMO MaCCOBOU JA0JIM aHaJInTa B pa3pa-

GOTaHHBIX CTAHJAPTHHIX 0Opa3Iax aTTecTOBaHA MAaCCOBas KOHIEHTpanus anamuTa (C, mr/mvd),

KOTOpas mojy4yeHa 1o ¢popmyie

C = Wy p, (69)

rje p — INIOTHOCTh CTAHAAPTHOTO 00pa3Ia pacTBOpa MeTaIIa, KI/mM>.

DT0 J1aeT BBIOOP MOTPEOUTETIO MEXKTY TOYHOCTHIO TPABUMETPUUECKOTO U CKOPOCTHIO BO-
JIOMOMETPUYECKOr0 pa3zdaBiieHHs CTaHAApTHOro oOpa3la AJsi MPUTrOTOBJIECHUS KaTMOPOBOYHBIX
pacTtBopoB. [Ipu 3TOM B HEONPEAENEHHOCTh ATTECTOBAHHOTO 3HAYEHHSI MACCOBOM KOHLIEHTPALIUN
BKJIIOYEHBI BO3MOJKHBIE BapUalllM IUIOTHOCTH pacTBOpa B uana3oHe remmnepatyp (20+£3) °C.

Taxkum 00pazom, oleHKa METPOJIOTHUECKUX XapakTepucTuk CO MOHO3JEMEHTHBIX pac-
TBOPOB METAJJIOB BKIIFOYAET B CEOS:

— OmpelelieHne aTTeCTOBAHHOTO 3HAUYEHUS IyTeM Mepefadyd €IUHUIBI MaCCOBOM JIOJIM KOMIIO-
HeHTa OoT 3TanoHa cpaBHeHus1 MeTogoM ADC-VCII nyreM KoMnapaTUBHBIX U3MEPEHHM C BHYT-
PEHHUM CTaHAAPTOM,;

— OIpelIelIeHNE MEXIK3EMIUIIPHON HeoqHopoaHocTH naptun CO,;

— omnpeseieHne CTa0MIIBHOCTH MITH MOATBEPKACHNE YCTAHOBIEHHON CTa0MIIbHOCTH;

— onpenenenue miotHoctu CO.

JlnarpamMma MpUYMHHO-CIICACTBEHHON CBSI3M, MpPEACTaBICHHAs Ha pUCYHKE 35, 1eMOH-

CTpUPYET UCTOYHUKHU HEOIIPEAETIEHHOCTH aTTecToBaHHOro 3HaueHus CO.



Xapax'repusau,uﬂ

Yucrorta 4}[

PacTteop Mcxop,l-loro

Macca HaBeCcKu

Macca pacrsopa

NonpaBKa Ha

MNOTHOCTb HaBeCKH
MnoTHOCTbL pacTeopa

Temnepartypa
OTH. BNa)XHOCTb
ATm. pasneHue

Pucynox 35

marepunand o Komapuposaﬂue 3TanoH cpaBHeHUA
MpeunsmoHHOCTb Macca HaBecKH
CneKtpomertp Macca pacteopa
BbITa/IKUBAIOLLYIO CUNY Onepatop Yucrora

C, mr/am

-1
W3 MJ/H

OagHOpoAHOCTD YnakoBKa

Hucrora TpaHcnupauma
pacTBopuTtens
PaszbasneHue u CrabunbHOCTb NaoTHOCTL
romoreHmMsauus co pactsopa CO

- HpI/I‘II/IHHO-CJ'Ie)ICTBeHHaH CBs3b aTTCCTOBAHHOI'O 3HAYCHHA COJACPIKAHNA KOMIIOHCHTA B CO pacTBOpPOB METAJIJIOB

¢l
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4.3.1 CranaaptHblii o0pa3eln cocTaBa pacTBOpa Meau

Pesynbrate uccnenosanuii CO npencrasiieHsl B Taosmie 40.

Tao6nuia 40 — Pesynbratsel uamepennii copepxkanus meau B CO (Cu-1000)

1

Howmep Pe3ynbTaThl n13MEpEHUN, MIIH Cpennee
IPOOBI 1 2 3 4 5 3Ha4YCHHE
1 983,24 984,13 983,51 984,00 984,06 983,79
2 983,73 984,08 983,89 983,59 984,37 983,93
3 983,84 982,90 082,98 983,61 983,15 983,30
4 983,15 983,33 082,87 983,92 983,21 983,30
ATTeCTOBaHHOE 3HAYCHUE MACCOBOM JJOJIH, MIIH 983,6
PaciipenHas HeonpeaeaeHHOCTh aTTECTOBAHHOTO 3HAYCHHUSI MAaCCOBOM J10JIN 23
(k=2; P=0,95), miu™ ’
[ImoTHOCTH cTaHIAPTHOTO 00pa3Ia, r/em® 1,0168
CrangapTHas HeomnpeeleHHOCTh ioTHocTtu CO, r/em® 0,0024
ATTeCTOBaHHOE 3HAYEHHE MACCOBOH KOHIIEHTPAIINH, MI/IM° 1000,1
PacmpenHas HeolnpeaeIeHHOCTh aTTECTOBAHHOTO 3HAYEHUSI MAaCCOBOM KOHIICH- 36
tpaumu k=2; P=0,95), mr/am° ’
CraHJapTHas HEONPE/ENEHHOCTh OT HEOHOPOIHOCTH, MITH * 0,29
CranmapTHas HEONPEICICHHOCTh OT HeCTaOMIBHOCTH, MTH L 0,57
4.3.2 CranaapTHblii 00pa3el] cocTaBa pacTBoOpa xkeje3a
Pesynbrate! uccienoBanuit CO npencraBiieHsl B Tadmmie 41.
Tabnuna 41 — Pe3yapTathl n3MepeHuit coaepikanus sxenesa B CO (Fe-1000)
Homep Pe3yIbTaThl H3MEPEHHH, MITH * Cpennee
pOoObI 1 2 3 4 5 3HAYCHUEC
1 983,09 983,46 983,17 984,70 983,99 983,68
2 984,78 984,19 984,15 984,27 983,55 984,19
3 983,21 983,13 983,26 984,08 984,19 983,57
4 983,97 983,33 984,11 984,35 984,25 984,00
ATTeCTOBaHHOE 3HAYCHUE MacCOBOM JOJTH, MITH 983,9
Pacmpennas HeolnpeIeIeHHOCTh aTTECTOBAHHOTO 3HAYEHUST MAacCOBOM JT0JIH 23
(k=2; P=0,95), mmn! ’
TI10THOCTE CTaHJAPTHOTO 06pa3ia, r/cM’ 1,0165
CraHjapTHas HeonpeaeaeHHocTs mwioTHocTH CO, /M’ 0,0024
ATTECTOBaHHOE 3HAYEHHE MACCOBOM KOHIIEHTpAIUH, mr/mme 1000,1
Pacimmpennas HeonpeneIeHHOCTh aTTECTOBAHHOTO 3HAUYEHUSI MAaCCOBOM KOHIICH- 36
tpammn (k=2; P=0,95), mr/am° ’
CraHjapTHas HEONPEIENEHHOCTh OT HEOHOPOIHOCTH, MITH * 0,16
CranmapTHas HEONPEIEeIECHHOCTh OT HECTAOMILHOCTH, MUTH ® 0,55
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4.3.3 CranaapTHblii o0pa3ell cocTaBa pacTBopa KodajbTa

Pesynbrate uccienoBanuii CO npencTaBiieHbl B Ta0mie 42.

Tabnuia 42 — PesynbTathl u3Mepenuii coaepxanus kodaabra B CO (Co-1000)

Howmep Pe3ybTaThl H3MEPEHHHA, MITH * Cpennee
IPOOBI 1 2 3 4 5 3HAYEHHUE
1 984,22 983,24 082,98 982,85 984,10 983,48
2 983,24 983,21 083,81 983,84 984,40 983,70
3 983,92 983,87 984,25 984,11 983,76 983,98
4 983,95 984,31 983,84 983,38 982,95 983,69
ATTeCTOBaHHOE 3HAYCHUE MACCOBOM JJOJIH, MIIH 983,7
Pacmimpennas HeonpeneneHHOCTh aTTECTOBAaHHOTO 3HAYEHUST MacCOBOM JI0JIH 23
(k=2; P=0,95), miu™ ’
[ImoTHOCTH cTaHIAPTHOTO 00pa3Ia, r/em® 1,0168
CrangapTHas HeomnpeeleHHOCTh ioTHocTtu CO, r/em® 0,0024
ATTeCTOBaHHOE 3HAYEHHE MACCOBOH KOHIIEHTPAIINH, MI/IM° 1000,2
PacmmpenHas HeonpeaeIeHHOCTh aTTECTOBAHHOTO 3HAYCHUSI MACCOBOM KOHIICH- 36
tpanmu (k=2; P=0,95), mr/am° ’
CraHJapTHas HEONPE/ENEHHOCTh OT HEOHOPOIHOCTH, MITH * 0,15
CraHapTHAs HEONPENeIeHHOCTh OT HECTAOMIBHOCTH, MJTH 0,59
4.3.4 CranaapTHblii 00pa3el cocTaBa pacTBOpa MapraHia
Pesynbratel nccnenoanuit CO npencraBieHs! B Tabnmie 43.
Tabnuna 43 — Pe3yabpTathl u3Mepenuii cogaepxanus mapraniia B8 CO (Mn-1000)
Homep Pe3yIbTaThl H3MEPEHHH, MITH * Cpennee
HpO6BI 1 2 3 4 5 3HAYECHUE
1 983,72 083,44 984,27 983,98 983,76 983,83
2 983,65 983,60 983,87 984,02 983,80 983,79
3 984,03 983,48 983,70 984,01 984,44 983,93
4 983,94 082,78 982,63 983,82 983,85 983,40
ATTeCTOBaHHOE 3HAYCHUE MacCOBOM JOJTH, MITH 983,7
Pacmpennas HeonpeaeaeHHOCTh aTTECTOBAHHOTO 3HAYCHUS MAaCCOBOH JIOJH 23
(k=2; P=0,95), mmn! !
TI10THOCTE CTaHJAPTHOTO 06pa3ia, r/cM’ 1,0164
CraHjapTHas HeonpeaeaeHHocTs mwioTHocTH CO, /M’ 0,0024
ATTECTOBaHHOE 3HAYEHHE MACCOBOM KOHIIEHTpAIUH, mr/mme 999,8
Pacmmpennas HeonpeneneHHOCTh aTTECTOBAHHOTO 3HAUYEHHUSI MACCOBOM KOHIICH- 36
tparuu (k=2; P=0,95), mr/am> ’
CraHjapTHas HEONPEIENEHHOCTh OT HEOHOPOIHOCTH, MITH * 0,14
CraHjapTHAS HEONPEIETEHHOCTh OT HECTAOMITBHOCTH, MITH — 0,57
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4.3.5 CranaapTHblii o0pa3ell cocTaBa pacTBopa XpoMa

Pesynbrater uccnenoBannii CO npencTaBiieHbl B Ta0nwuie 44.

Ta6nuia 44 — Pesynbrathl u3aMepennii cogepkanus xpoma B CO (Cr-1000)

Howmep Pe3ybTaThl H3MEPEHHHA, MITH * Cpennee
IPOOBI 1 2 3 4 5 3HAYEHHUE
1 983,77 983,26 984,34 984,71 983,65 983,95
2 983,68 984,39 984,19 984,40 984,22 984,17
3 983,86 082,84 083,88 984,17 984,13 983,78
4 985,27 983,71 982,96 984,89 983,64 984,09
ATTECTOBAaHHOE 3HAYCHHE MACCOBOI TOJH, MITH - 984,0
Paciipennas HeonpeaeaeHHOCTh aTTECTOBAHHOTO 3HAUCHHUST MAaCCOBOM J10JIH 23
(k=2; P=0,95), miu™ ’
[ImoTHOCTH cTaHIAPTHOTO 00pa3Ia, r/em® 1,0164
CrangapTHas HeomnpeeleHHOCTh ioTHocTtu CO, r/em® 0,0024
ATTeCTOBaHHOE 3HAYEHHE MACCOBOH KOHIIEHTPAIINH, MI/IM° 1000,1
PacmpenHas HeonpeaeaeHHOCTh aTTECTOBAHHOTO 3HAUCHUSI MAaCCOBOM KOHIICH- 36
tpanmu (k=2; P=0,95), mr/am° ’
CraHJapTHas HEONPE/ENEHHOCTh OT HEOHOPOIHOCTH, MITH * 0,19
CranmapTHas HEONPEICICHHOCTh OT HeCTaOMIBHOCTH, MTH L 0,54
4.3.6 CranaapTHbiii o0pa3el cocTaBa pacTBOpPa BaHAIMA
Pesynbrate! uccinenoBanuit CO mpencTaBiieHbl B Tabnuie 45.
Tabnuna 45 — Pe3yabTatsl n3Mepenuii coaepyxanus Baaaus 8 CO (V-1000)
Homep Pe3yIbTaThl H3MEPEHHH, MITH * Cpennee
HpO6BI 1 2 3 4 5 3HAYECHUE
1 984,54 983,23 985,18 983,92 984,64 984,30
2 984,32 984,76 984,43 984,91 983,57 984,40
3 984,16 983,73 984,52 983,57 984,54 984,10
4 984,07 985,13 984,62 984,14 984,23 984,44
ATTeCTOBaHHOE 3HAYCHUE MacCOBOM JOJTH, MITH 984,3
Pacmpennas HeolnpeIeIeHHOCTh aTTECTOBAHHOTO 3HAYEHUST MacCOBOM JT0JIH 36
(k=2; P=0,95), mmn! !
TI10THOCTE CTaHJAPTHOTO 06pa3ia, r/cM’ 1,0159
CraHjapTHas HeonpeaeaeHHocTs mwioTHocTH CO, /M’ 0,0020
ATTECTOBaHHOE 3HAYEHHE MACCOBOM KOHIIEHTpAIUH, mr/mme 1 000,0
Pacimmpennas HeonpeneIeHHOCTh aTTECTOBAHHOTO 3HAUYEHUSI MAaCCOBOM KOHIICH- 54
tparuu (k=2; P=0,95), mr/am> ’
CraHjapTHas HEONPEIENEHHOCTh OT HEOHOPOIHOCTH, MITH * 1,28
CraHJapTHas HEONPE/IENEHHOCTh OT HeCTaOMIIBHOCTH, MITH 0,70
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4.3.7 CranaapTHblii 00pa3el cocTaBa pacTBOPa HUKeJIA

Pesynbrate uccnenosanuii CO npencraBiieHbl B Ta0smie 46.

Ta6nuia 46 — Pesynbratsel uamepennii copeprxkanus vukess B CO (Ni-1000)

Howmep Pe3ybTaThl H3MEPEHHUH, MITH * Cpennee
IPOOBI 1 2 3 4 5 3HAYEHHUE
1 987,58 087,21 088,18 987,75 987,63 987,67
2 989,06 088,92 988,59 987,72 987,16 988,29
3 987,85 988,06 087,74 988,35 988,33 988,07
4 987,36 987,23 987,69 988,47 987,97 987,74
ATTECTOBAaHHOE 3HAYCHHE MACCOBOI TOJH, MITH - 987,9
Pacmipennas HeonpeneneHHOCTh aTTECTOBAaHHOTO 3HAYSHUSI MaCCOBOM J10JIU 37
(k=2; P=0,95), miu™ ’
[ImoTHOCTH cTaHIAPTHOTO 00pa3Ia, r/em® 1,0119
CrangapTHas HeomnpeeleHHOCTh ioTHocTtu CO, r/em® 0,0018
ATTeCTOBaHHOE 3HAYEHHE MACCOBOH KOHIIEHTPAIINH, MI/IM° 999,7
PacmpenHas HeolnpeaeIeHHOCTh aTTECTOBAHHOTO 3HAYEHUSI MAaCCOBOM KOHIICH- 59
tpanmu (k=2; P=0,95), mr/am° ’
CraHJapTHas HEONPE/ENEHHOCTh OT HEOHOPOIHOCTH, MITH * 1,22
CraHapTHAs HEONPENeIeHHOCTh OT HECTAOMIBHOCTH, MJTH 0,70
4.3.8 CranaapTHblii o0pa3el cocTaBa pacTBOpPa HHHKA
Pesynbrate! uccienoBanuit CO npenctaBiieHbl B Tabuie 47.
Tabnuna 47 — Pe3yabTarsl n3Mepenuit cogepykanus muaka B CO (Zn-1000)
Homep Pe3yIbTaThl H3MEPEHHH, MITH * Cpennee
HpO6BI 1 2 3 4 5 3HAYECHUE
1 989,98 989,45 991,10 989,84 990,39 990,15
2 989,52 988,45 990,12 990,05 990,55 989,74
3 989,57 990,10 989,61 990,24 990,23 989,95
4 989,10 989,73 989,96 990,04 989,98 989,76
ATTeCTOBaHHOE 3HAYCHUE MacCOBOM JOJTH, MITH 989,9
Pacmpennas HeolnpeIeIeHHOCTh aTTECTOBAHHOTO 3HAYEHUST MacCOBOM JT0JIH 39
(k=2; P=0,95), mmn! !
TI10THOCTE CTaHJAPTHOTO 06pa3ia, r/cM’ 1,0109
CraHjapTHas HeonpeaeaeHHocTs mwioTHocTH CO, /M’ 0,0019
ATTECTOBaHHOE 3HAYEHHE MACCOBOM KOHIIEHTpAIUH, mr/mme 1 000,7
Pacimmpennas HeonpeneIeHHOCTh aTTECTOBAHHOTO 3HAUYEHUSI MAaCCOBOM KOHIICH- 54
tparuu (k=2; P=0,95), mr/am> ’
CraHjapTHas HEONPEIENEHHOCTh OT HEOHOPOIHOCTH, MITH * 1,32
CraHJapTHas HEONPE/IENEHHOCTh OT HeCTAOMIIBHOCTH, MITH 0,70
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4.3.9 CranaaptHblii o0pa3el cocTaBa pacTBoOpa KaJaMus

Pesynbrate uccienoBanuii CO npencrabiieHbl B Ta0smie 48.

Ta6nuiia 48 — Pesynbratsl uamepenunii copepxkanus kaamusi B CO (Cd-1000)

Howmep Pe3ybTaThl H3MEPEHHHA, MITH * Cpennee
IPOOBI 1 2 3 4 5 3HAYECHUE
1 983,87 084,64 984,67 984,29 984,62 984,42
2 984,41 984,07 984,68 984,81 984,23 984,44
3 985,01 985,03 984,34 985,14 984,35 984,77
4 984,22 984,59 984,14 984,47 985,13 984,51
ATTECTOBAaHHOE 3HAYCHHE MACCOBOI TOJH, MITH - 984,5
PaciipenHas HeonpeaeaeHHOCTh aTTECTOBAHHOTO 3HAYCHHUSI MAaCCOBOM J10JIN 33
(k=2; P=0,95), miu™ ’
[ImoTHOCTH cTaHIAPTHOTO 00pa3Ia, r/em® 1,0159
CrangapTHas HeomnpeeleHHOCTh ioTHocTtu CO, r/em® 0,0018
ATTeCTOBaHHOE 3HAYEHHE MACCOBOH KOHIIEHTPAIINH, MI/IM° 1 000,2
PacmpenHas HeolnpeaeIeHHOCTh aTTECTOBAHHOTO 3HAYEHUSI MAaCCOBOM KOHIICH- 49
tpanmu (k=2; P=0,95), mr/am° ’
CraHJapTHas HEONPE/ENEHHOCTh OT HEOHOPOIHOCTH, MITH * 0,83
CranmapTHas HEONPEICICHHOCTh OT HeCTaOMIBHOCTH, MTH L 0,69

ITo pesynbpTaTam uccneq0oBaHM pa3paboTaHbl CTaHIAPTHBIE 00pa3Ilbl AEBSITH MOHOAIIE-
MEHTHBIX PacCTBOPOB, C OTHOCUTEILHON pacIIMPEeHHON HeompeaeneHHOCThIo He 6omee 0,5 % mms
aTTECTOBAHHOTO 3HAYEHHU MaccoBOH noau U He Oosee 0,7 % I aTTECTOBAHHOTO 3HAYEHUS Mac-
COBOM KOHIIeHTpaluu. [I[poBeIeHbI MX UCTIBITAHUS B IIENIAX YTBEpKAeHUs Tuma. [ljis aToro:

— pa3paboTaHbl TEXHUYECKUE 3aTaHMS;

— pa3paboTaHbl METOJIUKH MTPUTOTOBICHUS MaTepUaa;

— pa3paboTaHBI OMIMCAHUS TUIIOB CTAHAPTHBIX 00Pa3IOB;
— MOATOTOBJICHBI TTACTIOPTA CTAaHAAPTHBIX 00PA3IIOB;

— o(opMIIEHBI OTYETHI O pa3pabOTKE U STUKETKU CTAaHAAPTHHIX 00Pa3IoB.

KoMIIeKThl JOKYMEHTOB YCHEIIHO MPOLUIH SKCIEPTU3Y, U TUIBI CTAaHJAPTHBIX 00pas3-
LIOB yTBEPKJEHBI NpuKazamu Poccrannapra. MeTponornyeckne XxapakTEpUCTUKN MEPBBIX Map-
TUI 3TUX CTaHJAPTHBIX 00pa30B ¢ HOMUHAIBHBIM 3HAY€HHEM MaccoBOi koHueHTpauuu 1000

Mr/mm3 npencTaBieHbl B Tabmuie 49.

Tabmmia 49 — MeTposiornueckue XapakKTepUCTUKH pa3pab0TaHHBIX CTaHIAPTHBIX 00pa3IloB

Drne- Ne T"'CO MaccoBas nons, Urel (k=2, MaccoBast KOH- Urel (k=2,
MEHT MUTH P=0,95), % [EHTpALIUS, P=0,95), %
mr/am®
\Y 11235-2018 984,3 0,36 1000,0 0,54
Cr 10946-2017 984,0 0,23 1000,1 0,36
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Dre- NeT'CO MaccoBast 1051, Urel (k=2, MaccoBast KOH- Urel (k=2,
MEHT MUTH P=0,95), % LEHTpaIus, P=0,95), %
mr/am°
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

4.4 Pa3pabdoTka MyJIbTHIJIEMEHTHOr0 CTAHIAPTHOI0 00pa3ua

Jlist mpon3BoacTBa CO MHOTORJIEMEHTHOTO PacTBOPA OYEBHJIHO, YTO OJHHUM U3 CaMBIX
IPOCTBIX CIOCOOOB SIBJIIETCSA CMEIICHHE MOHOYJCMEHTHBIX PACTBOPOB C M3BECTHBIM COEpIKa-
HUEM aHanuTa. [[JIsl OIIEHKU HEONPECIEHHOCTH OT IMPUTOTOBIICHUSI CMECH MPEIJIOKEH TMOIXO,
uznoxennsiit B 1ISO Guide 35:2017, ocHOBaHHBI Ha MPUMEHECHHH CPEAHEB3BEIICHHBIX OIIEHOK

[94], rae coneprkaHue KOMIIOHEHTA B CMECH OTIPEEIIAeTCs 10 popMyiam:

N
X = z Wj * Xij, (70)
=1
N
wy=m/ ) m. @
j=1
rac fi — CPCAHCB3BCHICHHAA OLICHKA COACPIKAHUA i'FO KOMIIOHCHTA B CMCCH,

X;j — COJIEpKaHue I-ro KOMIIOHEHTA B J-0l cocTaBsAIOmIEd cMecH;

W; — BECOBBIE KOO(DPUIUEHTSI,

m; — Macca j-oif cocTaBIsIoLIel cMecH.

ISO Guide 35:2017 Tak»xe mpemiaraet GopMyiTy IS OICHKH CTaHIApPTHOM Heorpee-
JICHHOCTH OT XapaKTepH3allMH IO MpPOIEAype T'PaBUMETPHUYCCKOTO MPHUTOTOBICHUS OWHAPHOI
cmecH, Ut ciaydas N=2.

Onnako B pamkax merononorun GUM B paborax [99,100] nokaszaHo, 4To KBagpar cyM-

MapHOﬁ CTaHHapTHOﬁ HEOMPECACIICHHOCTHU BBIXOI[HOﬁ BCIIMYHUHBI Xj MOKHO IMPEACTAaBUTH AJIA IPO-

M3BOJIBHOTO KOJIMYECTBA KOMITOHEHTOB (N < 00) B 00111eM BHUIE

2
N N
u,zzi = Z [mjz -u,zcij + (Xij - JZL.)Z .urzn]_]/ Z m; |, (72)
. =

J=1

rae Uy,; — CTaHJ[APTHAS HEONPEICTICHHOCTh CONCPIKAHMS I-r0 KOMIIOHEHTA B -0 COCTaBIIs-
IOILEel cMecH;

Upn; — CTAaHJAPTHAS HEOTPE/IETICHHOCTD WU3MEPEHUI MaCChI J-Oi COCTABIISAIONIECH CMECH.
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Jlis onpoOoBaHUs MPEATOKEHHOTO0 MOAX0Ja ObLT MPUTOTOBIIEH MYJIbTHAJIEMEHTHbIN

CO, xoTopbIil IpencTaBiIsieT co0oi cMech MOHOAIEeMeHTHBIX pacTBopoB (V, Cr, Mn, Fe, Co, Ni,

Cu, Zn, Cd) B marpurie 5 % a3otnoit kuciotsl (blank).

I/ICXO,I[HBIe JaHHBIC IIPpXU IPUTOTOBJICHUHN CMECH IMPECACTABJICHEI B T36J'II/II_IC 50.

Tabauna 50 — JlaHHbIe IPU IPUTOTOBICHUH CMECH

MaccoBas 10515 B pacTBOpe, MI/KT'

reMeHT pacmeop cmanoapmuo2o obpasya Erank
V Cr Mn Fe Co Ni Cu Zn Cd

v 1001 | 0,071 | 0,070 | 0,070 | 0,070 | 0,070 | 0,070 | 0,070 | 0,070 | 0,070
Cr 0,14 | 1000 | 0,13 | 0,094 | 0,00 | 0,09 | 0,09 | 0,09 | 0,09 | 0,090
Mn 0,045 | 0,045 | 1000 | 0,057 | 0,046 | 0,045 | 0,045 | 0,05 | 0,045 | 0,045
Fe 0,112 | 0,111 | 0,167 | 999 | 0,108 | 0,218 | 0,102 | 0,30 | 0,102 | 0,102
Co 0,021 | 0,021 [0,0230| 0,031 | 1000 | 0,024 | 0,021 | 0,021 | 0,021 | 0,021
Ni 0,135 |0,1360 | 0,1370 | 0,141 | 0,175 | 1000 | 0,135 | 0,138 | 0,135 | 0,135
Cu 0,062 | 0,062 | 0,211 |0,0631| 0,066 | 0,062 | 1001 | 0,046 |0,0010| 0,062
Zn 0,005 |0,0020 | 0,109 | 0,035 |0,0010| 0,005 | 0,004 | 1000 |0,1120] 0,111
Cd 0,019 | 0,019 | 0,019 | 0,019 | 0,019 | 0,019 | 0,019 | 0,199 | 1000 | 0,019
Maccaprac“"pa’ 9,9894 | 9,9998 |10,0000[10,0011/10,0014| 9,9938 | 9,9898 |10,0004|10,0006/10,0754

I[JI?I OLCHKKU HEOIIPCACICHHOCTU MacCOBOM HOJIM IICICBBIX KOMIIOHCHTOB B CMECH IIO

dopmyie (72) cranmapTHas HEONPEACICHHOCTh u3MepeHuit maccnl npusaTa 0,0005 T 1 UCIONb-

30BaHbl OCHKH CTAHAAPTHBIX HeOHpeHCHCHHOCTeﬁ MAacCOBBIX JOJIEH KOMIIOHCHTOB, ITPUBCICH-

HBIC B Ta6J'II/II_[e 51. 3naucHus CTaHAApTHBIX HCOHpeHCHCHHOCTCﬁ MAacCOBBIX JI0JIEE OCHOBHBIX

KOMIIOHEHTOB B Ka)KJIOM M3 pacTBOPOB MPHUHATHI paBHBIMU 0,1 %, T.€. 0e3 yueTa HecTaOUIbHOCTH,

T.K. JJIsI CMCIICHU A OBLIH UCIOJIL30BaHbI CBCIKCTIPUTOTOBJICHHBIC PACTBOPLI.

Ta6n1/1ua 51 — CBCI[GHI/ISI 0 HCONPECACICHHOCTU NCXOAHBIX JaHHBIX

CymMapHasi CTaHJapTHas HEOPEIeIIEHHOCTh MAaCCOBOM JIOJTU B PACTBOPE, MI/KT
Die- pacmeop cmanoapmuo2o oopasya -
MEHT \% Cr Mn Fe Co Ni Cu Zn Cd
\% 1 0,000 | 0,006 | 0,006 0,006 | 0,006 0,006 | 0,006 | 0,006 | 0,006
Cr 0,01 1 0,016 | 0,028 | 0,0045 | 0,0045 | 0,0045 |0,0045|0,0045 | 0,005
Mn 0,0036 | 0,0036 1 0,011 | 0,0092 | 0,0036 | 0,0036 | 0,009 |0,0036| 0,004
Fe 0,0056 | 0,00555| 0,008 1 0,016 | 0,013 0,0051 | 0,01 |0,0051| 0,005
Co |0,00168|0,00168| 0,0046 | 0,005 1 0,004 | 0,00168 |0,00168|0,00168| 0,002
Ni | 0,00675 | 0,0082 |0,00685 | 0,00703 | 0,00875 1 0,00675 |0,0069 [0,00675| 0,007
Cu |0,00496|0,00496| 0,013 | 0,0050 | 0,006 |0,00496 1 0,008 |0,0002 | 0,005
Zn |0,00555| 0,0003 | 0,007 | 0,010 | 0,0003 |0,00555 | 0,00555 1 0,0067 | 0,006
Cd |0,00152|0,00152|0,00152 | 0,00152 | 0,00152 | 0,00152 | 0,00152 | 0,016 1 0,002

Jns Bamumanumn

MNPEAJIOKECHHOTO IMOAXO0Ja HNPOU3BEACHO MOACIUPOBAHHUE METOJIO0M

MonTe-Kapno (MMC) [101] 1-10°3HaueHnit comepskanHus KaskI0ro SIEMEHTa C HOPMAIbHBIM pac-
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IIPEJIETICHNEM BXOIHBIX BEJIMYUH CO CTAHJAPTHBIM OTKJIOHEHUEM, YUCIICHHO PABHBIM UX CyMMap-
HOW CTaHJapTHOW HEONpeAeTIeHHOCTU. BbIXonHas BeIMYMHA MMEET pacmpesesieHue OIu3Koe K
HOpMaJIbHOMY ¢ K03 duiineHToM oxBara okosio 1,96 (pucynok 36).

" 0498081 1002018
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09,45 8055
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1. 25

100.35
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Pucynoxk 36 — Pactipenenenne BIXOAHON BeTUYUHBI Tpu MoaenupoBannn MMC
(110 ocH X — MaccoBast 0, MJIH ; TI0 OCH Y — IIIOTHOCTb BEPOSATHOCTH (CHHsS THCTOIPaMMa);
KpacHBIN MMyHKTHP — HOPMAaJIbHOE paclpeielieHne; BEPTUKAIBHBIE OTCEYKH — TPAHUYHBIE
3naueHus npu P=0,95)

Pesynbrathl mpescTaBiieHbl B Ta0IMIE 52, T/Ie MOKa3aHbl Pe3yIbTaThl PacYeToOB MO Gop-

myiam (70)-(71), ycpenHennsie anubie nmoaydenubie MMC v OTHOCHTEIBHBIE OTKIIOHEHHUS 3THX

OIICHOK.

Tabnuua 52 — Pe3ynbTatel 00paboTKH

Orerka o (70)-(71) Onenka MMC OTHOCHTENBHBIE OTKIOHEHHUS
DJIeMEeHT pe3yJIbTaToOB
W, e U, maa? W, moa? U, maa? SW, % U, %

Vv 100,0054547 | 0,199945401 | 100,0055416 0,200302 -8,6885E-05 | -0,17803086
Cr 100,0369303 | 0,200243396 | 100,036775 | 0,2007786 | 0,000155208 | -0,26656413
Mn 99,99020344 | 0,200158038 | 99,9901002 | 0,2008064 | 0,000103252 | -0,32287893
Fe 99,99147791 | 0,200214825 | 99,9915292 | 0,2006416 | -5,1296E-05 | -0,21270494
Co 99,98240354 | 0,200156003 | 99,9822666 0,200768 | 0,000136962 | -0,304828
Ni 100,0131538 | 0,200044727 | 100,0130788 | 0,2007424 | 7,50212E-05 | -0,34754619
Cu 100,0098578 | 0,199956752 | 100,0098408 0,200462 1,69785E-05 | -0,25204201
Zn 99,99087815 | 0,200161564 | 99,9908142 | 0,2007514 6,3952E-05 | -0,29381416
Cd 99,9895358 | 0,200160763 | 99,9895264 | 0,2005146 | 9,40462E-06 | -0,17646446

CpaBHeHI/IC MOoKa3aJI0 COBMECTUMOCTD IMOJTYYCHHBIX OLICHOK U, CJICAO0BATCIIbHO, KOPPCKT-

HOCTb CPCAHCB3BCIICHHBIX 3HAYCHMI COACPpKaHNUA KOMIIOHCHTOB B CMECH U paCu€TOB UX CTaH-

naptHoit HeornpeaenenHocTH 1o (70)-(71). Bmecte ¢ TeM mokasaHo, 4To HanboJIee CYIIECTBCHHBIM
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BKJIAJIOM B HEOIPEJECICHHOCTh aTTECTOBAHHBIX 3HAYEHNUI BHOCHT HEOIPEIEICHHOCTh MaCCOBBIX
JI0JIei aTTeCTyeMBbIX KOMIIOHEHTOB B MX MCXOJHBIX pacTBOpax (OTHOCHUTENIbHBIM BKIaa Oonee
90 %), KoTOpass XapaKTepU3yeTcs KOMIIO3UIMEH COCTABIIAIONINX IPABUMETPUIECKOTO IPUTOTOB-
JICHUS PaCTBOPOB U3 YHCTHIX BEILECTB, OXapaKTepu30BaHHbIX 10 cxeme 100 % munyc cymma npu-
Mecel, CTA0MIIBHOCTBIO 3THX PACTBOPOB U PE3yJIbTaTaMU KOMIIAPATUBHBIX U3MEPEHUI METOJI0M
BBICOK03()(hEeKTHBHOM aTOMHO-IMUCCHOHHON CIEKTPOMETPHUHU C UHAYKTUBHO CBSI3aHHOMH IJIa3MOM.

Torga, eciim Macca KOMIIOHEHTOB CMECHU OINPEENAETCSA JOCTATOUYHO TOYHO, BO H30eka-
HUE MOTEPU TOYHOCTU KOHEUHBIX PE3YyJbTATOB, CyMMa IPUMECEH LIEJIEBOrO 3JIEMEHTA B KOMIIO-
HEHTaX CMECH HE JOJDKHA 3HAYUTENBbHO NPEBBIIATL 3HAUYECHUS CTaHIAPTHOW HEOIPENEICHHOCTH
COJIEPKaHus 1IEJIEBOI0 KOMIIOHEHTA B €T0 OCHOBHOM pacTBope. IIpy 3TOM TOUHOCTS onpesenenus
IIPUMECHOT0 COCTaBa SBIISETCS HE CYIIECTBEHHOU. B 00paTHOM ciydae, Korjaa HEBO3MOXKHO JI0-
OUTHCA MUHUMAJILHOI'O HAKOIUICHUs IpUMECEH 11€JIeBOr0 KOMIIOHEHTa, He0OOXOUMO, YTOObI He-
OIPEAEIEHHOCTh CYMMapHOI'O COAEP KaHMs IIPUMECEN He MPEBBIIIaa /2 3HAYCHUs CTAaHIaPTHON
HEOIIPEACIEHHOCTU COEPKaHuUs LEJIEBOr0 KOMIIOHEHTA B €0 OCHOBHOM PacTBOPE.

OneHku cofepxkaHusi KOMIOHEHTOB, ITOJIy4€HHbIE IO TIPOLEAYPE IPUTOTOBICHUS, IO~

TBEPKICHBI U3MEPEHUSIMH 3TUX BearnuuH metogoM ADC-UCII (x;, L=2).

100,40
100,30
=
5 100,20
2 100,10
=6
g 100,00
/M
Q
S 99,90
=
99,80
99,70

V Cr Mn Fe Co Ni Cu Zn Cd
® [10 TIPOIIEqYPE 100,01 100,04 99,99 99,99 99,98 100,01 100,01 99,99 99,99
® pesynpratel ICP OES 99,92 100,07 100,13 99,94 100,04 99,87 99,89 100,10 99,99

Pucynok 37 — CpaBHeHue pacueTHbIX JaHHBIX U pe3ynbTaToB ADC-MCII
st mynbtuaneMenTHoro CO Takke HOPMHPOBAHO 3HAYEHHE MACCOBOM KOHLIEHTpALUU
Ha OCHOBAaHUHM PE3YJbTaTOB U3MEPEHUN TUIOTHOCTH. [IJ1s1 OTIEHKM TOUHOCTHBIX XapaKTEPUCTUK TaK
K€ ObUTH yYTEHBI HEOIPEACIICHHOCTH OT HECTAOMIILHOCTH M OT MEXIK3EMIUIIPHON HEOTHOPOTHO-
ctu. Merponoruueckue xapakrepucTuku CO MyIbTUIEMEHTHOTO pacTBOpPa METAJIOB IIPE/ICTaB-

JIEHbI B Ta0muie 53.
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Ta6muma 53 — Merponorudeckue xapakrepucTuk CO MyIbTHAJIEMEHTHOTO pACTBOPA METAIIIOB

o, A (P=0,95),| U (k=2), Coo, A (P=0,95), U (k=2),
DJIeMEHT 3 3 K
MI/KT MI/KT MI/KT MI/IM MI/aM MI/IM

Banaauii V 99,0 +0,5 0,5 100,1 +0,7 0,7
Xpom Cr 99,0 +0,5 0,5 100,1 +0,7 0,7
Mapranert Mn 99,0 +0,5 0,5 100,1 +0,7 0,7
MKeneso Fe 99,0 +0,3 0,3 100,1 +0,5 0,5
KobGanbT Co 99,0 +0,5 0,5 100,1 +0,7 0,7
Hukenn Ni 99,0 +0,5 0,5 100,1 +0,7 0,7
Menb Cu 99,1 +0,3 0,3 100,2 +0,5 0,5
[k Zn 99,0 +0,3 0,3 100,1 +0,5 0,5
Monubaex Mo 99,0 +0,3 0,3 100,1 +0,5 0,5
Kanmuii Cd 99,0 +0,5 0,5 100,1 +0,7 0,7
Cepebpo Ag 99,0 +0,5 0,5 100,1 +0,7 0,7

® — aTTECTOBAHHOE 3HAY€HHE MaccoBOM 101H; C20 — aTTECTOBAaHHOE 3HaYEHHE MAacCOBON KOH-
neHTpauu npu (20 + 3) °C;

A, U — rpaHuiisl a0COIFOTHOM MOTPEIIHOCTH M paclIupeHHasi HEONPEIeJICHHOCTh aTTECTOBAH-
HOT'O 3HaYEHUS COOTBETCTBEHHO.
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BriBoasbl o riaase 4

YTouHEeHa MOJIETh KOMIIAPATHBHBIX U3MEPEHHUH MMyTEeM SKCIIEPUMEHTAILHON OIICHKU KO-
s duimenTa, yYUTHIBAIOMIETO OTKIOHEHUE MPOLEAYypPhl KOMIIAPATUBHBIX M3MEPEHUN OT ONTH-
MaJIbHBIX 3HaUeHUH. [I[prMeHeHre 3TOro MeTo /1a Haps Iy C UCIIOJIb30BAHHEM ITAJIOHOB CPABHEHUS
MO3BOJIMJIO OJTHO3HAYHO YCTAHOBHUTH MPOCIC)KUBACMOCTh M MIOBBICUTH TOYHOCTh XapaKTepU3alluu
CTaHJAPTHBIX 00pa3IoB B (2-5) pa3 OTHOCUTEIHHO CYIIECTBYIONMINX OTEUYECTBEHHBIX aHAJIOTOB 10
m 1.2.1.

[TpoBeneHbI FKCIIEPUMEHTATBHBIC UCCIICIOBAHNS CTAOMILHOCTHA PACTBOPOB DJIEMEHTOB B
MOJIUATHIICHOBBIX OYTBUIKAX B HOPMAJBHBIX YCIOBHSX U B YCIIOBUSX H30XPOHHOTO cTapeHwus. Pe-
3yNbTaThl 3THX MCCIEIOBAHUMN IMO3BOJHMIM YCTAHOBUTH MpEAeNl TPaHCHHPAIUU, IPU KOTOPOM
CIpaBeJlJIBa YCTAHOBJICHHAS OIIEHKA HEOMPEIEICHHOCTH OT HeCTaOUIFHOCTU. DTOT Mpeelt IpU-
MEHSIETCS P IKCIPECCHOM KOHTPOJIE HECTAOMILHOCTH CIICYFOIINX MTAPTHH ITyTeM HCKYCCTBEH-
HOTO crapenus npu temmneparype 60 °C B Tteyenue 5 maHeit. [Ipu 3TOM OTHOCUTENbHASA MOTEPS
Macchl CTaHAapTHOTO 0Opasia He poinkHa ObITh Oomee 0,1 %.

PazpaboTanbl cTangapTHBIE 00pa3Ilbl IEBITH MOHOJJIEMEHTHBIX PaCTBOPOB, THUITBI KOTO-
PBIX YTBEPXKJIEHBI C OTHOCUTENBHON PACIIMPEHHOM HEOMpeIeleHHOCThIo He Oonee 0,5 % s at-
TECTOBAHHOI'O 3HAYEHHS MacCOBOH 10JM U He Oonee 0,7 % m1st aTTeCTOBAaHHOTO 3HAYEHHUS Macco-
BOU KOHIICHTpAIMH. TUTIBI 3THX CTAHIAPTHBIX 00PA3IIOB YTBEPIKICHBI.

Pa3paboran MyIbTHAIEMEHTHBIN CTaHIAPTHBIN 00pa3el] Ha OCHOBE CMEIIEHUSI MOHODJIe-
MEHTHBIX C OTHOCUTEIFHOU PacIIuPeHHON HEONPeeIeHHOCThI0 He Oonee 0,5 % /s aTTecToBaH-
HOTO 3HAa4Y€HUs MaccoBOM n0au U He Oojiee 0,7 % mJ1st aTTeCTOBAaHHOI'O 3HAYEHUSI MACCOBOM KOH-
[IEHTPAIINH.

[ToaTBeprkeHa KOHUEMIUS CXEMbI Mepelaull eAMHUI] BEIUYUH OT 3TaJOHOB CPABHEHMUS
KaK OT MPOTOTHUIIOB MOJS K KOMMEPYECKHM CTaHAApTHBIM oOpas3iam, KOTOPhIE MOTYT MpHUMe-
HATHCS IPU PYTUHHBIX U3MEPEHUSX, COXPAHSS TPEOOBAHUS K METPOJIOTHICCKOM MPOCIICHKHUBACMO-

CTH.
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5 IloarBep:kaeHue U3MEPUTENbHBIXU KAJIUOPOBOYHBIX BO3MOKHOCTEI

Pa3paboTka 5TalOHOB CpaBHEHWsS B BHJIE YHUCTHIX BemiecTB Havamach B DIVII
«YHUHNM» eme 10 BKIFOYEHUS 3TaJIOHHOW YCTAHOBKHM HAa OCHOBE MacC-CIIEKTPOMETPA B COCTaB
I'OT 176. Ha nauanbHOM 3Tane uccnenoBanus nposoauauck MerogamMu MC-HUCIT u ASC-UCII
peanuzoBanHbIME B coctaBe [ BOT 196-1 mist yuactus B munotHeix cnudenusx CCQM-P107.1
«YHucToTa IMHKA M0 OTHOIICHUIO K IIECTH ONPEAEICHHBIM METAIIMYECKUM aHATUTaM», KOTOpbIe
npoBoauiich BMecTe ¢ KiroueBbiMu CCQM-K72 [102]. ITocie ycremHoro y4actusi B 3TUX IIH-
JIOTHBIX CITMYEHUSX M OBLIO MPUHSATO PEIICHHE HaYaTh pa0dOTy MO HAKOTUICHUIO YUCTHIX BEIICCTB
Ha 0a3e saboparopuu 251 OI'VII «YHUNM» nist u3y4eHus BX YUCTOTHI KOCBEHHBIM CIIOCOOOM
U TaM, TJie BO3MOXKHO, C IPUBJICUYEHUEM MPSMBIX METOJIOB.

Jiis moaTBEpKIACHUS Pe3yIbTaTOB UCCIEA0BAHUN PUMECHOTO COCTABa YUCTHIX BEIIECTB
B iepuoz ¢ 2013 o 2019 rr. ObUIO NPUHATO Y4acTHE B CIAEAYIOIIMX MEK/YHAPOIHBIX CIMUECHUSX

e B 00JACTH YUCTHIX BEIICCTB:
— CCQM-P149 «OnpeneneHue 4nCTOTH IUHKA, UCTIOIB3yEMOT0 B KAY€CTBE MIEPBUYHOTO ITATOHA
JUTSL OLIPEICIICHUS COIePIKaHUS LIMHKAY,
— KOOMET 645-RU-14 «IlunotHple caudeHus: B 00JIaCTU U3MEPEHUS MACCOBOM JTOIM MEAU U
npuMecel B OECKUCIOPOIHOM MeaHOM kaTanke Mapku KM6 MOO016 nis onpeneneHus 4ucTOThI
MEIH»,
— KOOMET 672-RU-15«ITunoTHbie cIMYEeHHs B 00J1aCTH U3MEPEHUSI MacCOBOM JIOJIH JKeJie3a B
YHCTOM JKeJe3e»,

e B 00JIaCTH paCTBOPOB XUMUYECKUX DIIEMEHTOB:
— CCQM-K143 «Cnuuenne KaTmOpOBOYHBIX PACTBOPOB ME/IH, TPUTOTOBICHHBIX HMWN»;

e B 00JaCTH MAaTPUYHBIX BEIICCTB!
— KOOMET 562-RU-12/650-RU-14 «ITunoTHBIE CIWYEHHS B OOJIACTH WU3MEPEHHUS MaCCOBOM
JIOJIM METAJJIOB B METAJLTYPTUYECKOM IILIAKEY;
— KOOMET 618-RU-13 «IlunoTHeie ciudeHust B 00JaCTH 3JIEMEHTHOTO aHajli3a cocTaBa CIija-
BOB Ha ocHOBe Ni».
— CCQM-K128 «M3mepeHns TSHKETBIX METAIUIOB M 0JIOBA B IMTOPOIITKE KOKNY;

— CCQM-K145 «OcHOBHBIE U TOKCHUYHBIC JIEMEHTHI B ObIUbCH TICUCHM .

B cBomnom Bune pesynbrathl ®I'VII « YHUMM» npencraBieHsl Ha pucyHke 38, rie
BHUJIHO, YTO BCE PE3YJIbTAThl HAXOAATCS B mpejenax -1<0<1, 3HaueHue KOTOPOro OMpeeNaeTCs 1Mo
bopmyne
|xi - xref.il

°= \/Uz(xi) + Uz(xref.i) (73)
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rae x; — pesyabrat Y HUNM;
Xref.i — OOPHOE 3HAYCHHUE 10 PE3YJILTATAM CIIMYECHHMIA;
U?(x;) — kBajipat pacIIMpeHHOl Heonpe1eIeHHOCTH BEJIUUMHEI X;

U?(xye f.i) — KBaJIpaT PaCIIMPEHHOM HEONPEICTIEHHOCTH BEJUIUHBI Xyef ;-
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Pucynok 38 — Pe3ynbrarhl MEKIyHApOIHBIX CIMYEHUM

Pe3y.]'IBTaTI)I MCKAYHApPOAHBIX CITMYEeHHUH MNOATBCPKAAOT aACKBATHOCTH BI)I6paHHI>IX all-

TOPUTMOB IJIs OLICHKH MacCOBOM JOJIM OCHOBHOI'O KOMIIOHEHTAa KOCBEHHBIM CIIOCOOOM M CBSI3aH-

HOM ¢ Hell pacmnpeHHoﬁ HCEOMIPCACIICHHOCTH, 4 IPUMCHCHUEC CTAHAAPTHBIX 06p213L[OB pacTBOpPOB

AJIEMEHTOB IPU YYaCTUU B ATHX CIMYEHHUAX MOKA3aJI0, YTO 3TU 00pa3libl 0XapaKTEPU30BaHbI J0-

croBepHo. Kpome Toro, mpeaBapuTelbHbIC pe3yabTaThl CINYCHUHN B 00JIaCTH PACTBOPOB XHUMHUYE-

ckux aneMeHToB (CCQM-K143 CpaBHeHHe KaTMOPOBOYHBIX PaCTBOPOB MEM, IPUTOTOBICHHBIX

HMMU) neMOHCTpUPYIOT CIIPaBeIMBOCTh KCIEPUMEHTAIBHO-PACUETHOM MPOLEAyphl IO TPaBU-

MCTPUUCCKOMY MMPUTOTOBJICHUIO PACTBOPOB 3TAJIOHOB CPABHCHUA IAJIA UX UCIIOJIB30BAHUSA IIPU I1C-

pe€aaduc €ANMHUIBI BEJIMYNHBI CTAHAAPTHBIM 06pa3uaM PaCTBOPOB XUMHYECCKUX IJICMCHTOB.
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3akarouyeHue

MeTtponoruueckre XapakTepUCTUKH 3TAJIOHOB CPABHEHHUSI YCTAaHOBJIEHBI B COOTBETCTBUU
¢ PykoBo/1cTBOM 110 BBIpa)KEHUIO HEONPEIEICHHOCTH U3MEPEHHI Ha OCHOBE KOCBEHHOT'O MOAX0/1a
no cxeme «100 % MuHYC cymMMa mpuUMecei» ¢ OOLIMM KOJMYECTBOM YYTEHHBIX NMPUMECeH s
KQXKI0r0 3TalloHa cpaBHeHUs 91 mT. B pacueT nmpuHATHI Kak colep:kaHus oOHAPYKCHHBIX MPH-
Mecel, Tak W IpeiesioB 0OHapyKeHHsI HEOOHAPYKEeHHBIX, mojaydeHHbie Ha ['OT 176. Ilpu sTom
pa3paboTan U ompoOOBaH CHOCOO OLEHKH HEONPEIEeIEHHOCTH OT HEOJHOPOJHOCTH MacCOBOM
JI0JIM OCHOBHOI'O KOMIIOHEHTA JUIsl YMCTHIX BEIIECTB HA OCHOBE aHAJIM3a IPUMECHOT0 cocTana. Ta-
KM 00pa3oM, BIEpBbIE pa3palOTaHbl STaJOHBl CPAaBHEHUS B BHUJAEC UHUCTBIX METAJLJIOB:
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) %, meTposoru-
YECKHUE XapaKTEPUCTUKHU KOTOPHIX YCTAHOBJIEHBI C HAMBBICIIEH TOYHOCTHIO.

[Toaxompl, cBSI3aHHBIE C OIEHKOM METPOJIOTHYECKUX XapaKTEPUCTUK ITAJOHOB CpaBHE-
HUS B BUJIC YHCTHIX HEOPTraHMYECKUX BEIECTB, YHU(PHUIIMPOBAHBI U BHEAPEHBI IIyTEM yTBEPXK/Ie-
Huga gokymenta MU 3560-2016 «Pexomennanus. I'CH. Ouenka HeONpeaeIeHHOCTH U3MEPEHUI
MaccOBOH JI0JIM OCHOBHOI'O KOMIIOHEHTa B HEOPraHWYECKUX BellecTBax». Pazpabotano «Ilono-
keHue o baze maHHBIX «ITAJOHBI CPABHEHUS B BUJIE BHICOKOUMCTHIX BEIIECTBY», B KOTOPOM yCTa-
HOBJICHBI 0011IMe TPEOOBAHUS K STAIOHAM CPaBHEHUS, K X pa3padOoTKe, HAa3HAYCHUIO U TPUMEHE-
HUIO.

Ha nopsaok noBbimieHa ToyHocTh u3MepeHuil Ha ['BOT 196-1 npu xapakrepuzanuu
CTaH/IapTHBIX 0OPA3I[0B PaCTBOPOB JIEMEHTOB 3a CUET MPUMEHEHUS I KaTMOPOBKH pacTBOPOB
ATAJIOHOB CPABHEHUS B BUJI€ YUCTHIX BEIIECTB U peain3allii METOa KOMIIapaTUBHBIX U3MEPEHUI
C BHYTpeHHUM cTaHaaptoM. [IpoBeseHa oneHka BKJIaI0B OT Pa3IMYHbIX UCTOUHUKOB HEOIpEe-
JIEHHOCTH, ¥ TIOKa3aHO, YTO HCTOYHUKH HEOTIPEICTICHHOCTH YOBIBAIOT B PSJIY: OTHOCUTEIbHAS UH-
TEHCUBHOCTh SMHUCCHHM KOMITOHEHTA W BHYTPEHHETO CTaHJapTa > MaccoBas JI0JIsl KOMIIOHEHTA B
pacTBope JUIsl KAMTMOPOBKU > rpaBUMETpPUYECKasl MpoIlelypa IPUTOTOBICHHS PAaCTBOPOB.

BriepBbie pazpaboTaHbl yTBEPKISHHOTO TUTIA CTaHAAPTHBIE 00pa3Ibl MOHOAJIEMEHTHBIX
pacTBOpOB (9 IIIT.) ¢ XapaKTePUCTHKAMH TOYHOCTH Ha ypoBHE U k=2, p=0.95=(0,2-0,4) %, uro B (2-
5) pa3 TouHee MHOTUX UMEIOUINXcs aHajuoros. peayioxken cnocod KOHTPOJIST OCHOBHOTO UCTOY-
HUKa HEONPEACNEHHOCTH NIPU BBIMTYCKE CTAaHAAPTHBIX 00PA3IOB OJHOANIEMEHTHBIX ¥ MHOTOAJIE-
MEHTHBIX PACTBOPOB JIEMEHTOB, CBSI3aHHBIN C MX HECTAOMIBHOCTHIO. CIIOCO0 3aKTF09YaeTCs B IKC-
MIPECCHOM KOHTpOJIE B TeueHue 96 yacoB ucmapeHusi KUCIOTHOTO PAcTBOPA U3 MJIACTUKOBBIX Oa-
HOK mipu Temrieparype 60 °C (moTepst Macchl pacTBopa He JokHa npessimath 0,1 %). Ha ocHoBe

3THUX Pa3pabOTOK CO3AaH CTAHJAPTHBIA 00pa3el] MyJIbTUIIEMEHTHOTO pacTBopa (9 31eMeHTOB) ¢
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XapaKTepPUCTHKAMHU TOYHOCTU Ha ypoBHE Uk=2, p=0.95)=(0,3-0,7) %, npeaHazHauCHHBIN TSI KAIHO-
POBKH aHAJIMTUYECKOM anmapaTypbl OJJHOBPEMEHHO 10 HECKOJIBLKUM 3JIEMEHTAM.

[IpunsATO yyacTue B BOCbMHU MEXIYHAPOJHBIX CIMUYEHHUSX MO U3MEPEHUIO COJIepKAHUS
KaK OCHOBHOTO, TaK U IPUMECHBIX KOMIIOHEHTOB C IPUMEHEHHEM pa3pabOTaHHBIX ITAIOHOB CPaB-
HEHUS U CTaHJApTHBIX 00pa3loB. Pe3yabTaThl STUX CIIMYEHHUM OITBEPKIAIOT aICKBATHOCTD ITPH-
MEHSEMOr0 KOCBEHHOI'O MOJXO0Aa JJIsl OLIEHKU YMCTOThI 110 cxeme «100 % MuHyc cymma npume-
ceil» U OLIEHKHU CBSI3aHHOM C HUM HEOIPEIEIEHHOCTH B COOTBETCTBUU ¢ PyKOBOACTBOM 1O BbIpa-
YKEHUIO HEONPEIEIEHHOCTH U3MEPEHUIN U KOPPEKTHOCTh YCTAHOBIIEHUSI METPOJIOTMYECKUX XapaK-
TEPUCTUK CTAaHIAPTHBIX 00PA3II0B PACTBOPOB XUMUUECKHX JIEMEHTOB ITyTEM KOMIapaTUBHBIX U3-
MEpEHUN OTHOCUTEIBHBIX CUTHAJIOB KOMIIOHEHTA M BHYTPEHHETO CTaH1apTa ¢ MPUMEHEHUEM pac-

TBOPOB 3TaJIOHOB CPABHCHUS.
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CnuCcoOK OCHOBHBIX COKPaIlleHUI U YCJIOBHBIX 0003HAYeH U

I'TID (I'9T) — N'ocynapcTBEHHBINM MEPBUYHBIN TAIOH

I'BOT — I'ocygapcTBEHHBIN BTOPUYHBIN 3TaJOH

CH — MexaynapoaHasi cucTeMa eIMHULl (PU3NYeCKUX BEIMYUH

MKMB (BIPM) — Mexnynapoaabiii Komuter Mep u Becon

KOOMET (KOOMET) — PerunonanbHass MeTpoJiorndeckas opranusanus EBpo-Asuar-
CKOE COTPYAHHYECTBO FOCYAAPCTBEHHBIX METPOJIIOTUYECKUX YUPEKIACHUN

GUM — PykoBOACTBO 1O BBIPAKEHUIO HEOTIPEIEICHHOCTH U3MEPEHHIA

KKKB (CCQM) — KOHCY/IbTaATUBHBIA KOMUTET 110 KOJIMYESCTBY BEIICCTBA

OC — 3TanoH CpaBHEHHUS B BHJIE YHCTOTO BEIIECTBA

YB — uncToe BemnecTBo

CO — crangapTHBIiA 00pa3zelr

CRM — ceprudunmpoBanHbIii CTAaHAAPTHBINA 00pa3zery

I'CO — cranmapTHBIif 00pasen yTBEpKAEHHOTO TUTIA

I'TIC — rocynapcTBeHHas IOBEpOYHas cxema

MJIOK — maccoBast 10Ji1 OCHOBHOT'O KOMIIOHEHTa

MC-UCII — macc-crieKTpOMEeTpHsl C UHIYKTUBHO-CBA3aHHOM I1a3MOU

HMMU — nanmoHnanbHbIA METPOJIOTHYECKUI MHCTUTYT

ADC-UCII — aTOMHO 3MHCCHOHHAs CIIEKTPOMETPUS ¢ UHAYKTUBHO-CBSI3aHHOM IJIa3MOI
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