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BBenenue

AKmyanvrnocms padonot

TBepapie yncThIE BEllECTBA (MaccoBas 01 OCHOBHOTO KOMIIOHEHTa, W = 99,9 %) mu-
POKO UCHOJIB3YIOTCSI B METPOJIOTMYECKUX paboTax B KauecTBE HOcUTeNeH HHPOPMALUU O XUMHU-
YECKOM COCTaBE€ B HA4YaJbHOM M KOHEYHOM MHTEPBAJE LKA MAacCOBOM J0JIM KOMIIOHEHTa. [Ipn
NEPEeBO/JIC UX B PACTBOP OHU HECYT MH(POPMALIUIO O MACCOBOH (MOJISIPHON) KOHIICHTPALIUU KOMITO-
HeHTa. OOBIYHO OHH CIIY’KAaT JJIsl IPUTOTOBJIEHNS CMECEHN U pAaCTBOPOB METPOJIOTUYECKOTO HA3HA-
YeHUs1, B YaCTHOCTH, NpH padote ¢ ['ocynapcTBeHHbIME NepBUUHBIMU dTasioHamu (I'TID) npume-
HSIOTCS JUIs IPOBECHUSI CIMYEHUH B 00J1aCTH 0a30BbIX U3MEPUTENBHBIX BO3MOKHOCTEMH, a TaKxKe
MCIIOJIb3YIOTCSl HETMIOCPEICTBEHHO ISl IIepelauk €MHUIL] BEJIUYUH, XapaKTEPU3YIOLUX XUMHUYe-
CKUH coCTaB B paboTax IO KaJMOPOBKE M MOBEPKE CPEICTB M3MEPEHHI, aTTECTAllU 3TAIOHOB,
KOHTPOJIIO TOYHOCTU METOIMK u3MepeHuil. HecMoTps Ha TO, YTO HEONPENeIEHHOCTD, CBSI3aHHAs
C YCTaHOBJICHUEM MacCOBOM JOJM OCHOBHOI'O BELIECTBA B YUCTBIX BELIECTBAX, MOXKET BHOCUTH
CYILIECTBEHHBIN BKJIAJl B CYMMapHYIO HEONPEEIEHHOCTh U3MEPEHUN, KPUTEPUU UX BBIOOPA U CIIO-
COOBI OLIEHKH UX MPUTOAHOCTH ISl PA3ITMYHBIX METPOJIOTUYECKUX padOT B IOKYMEHTAX 1O o0ec-
NIEUYEHUIO €IMHCTBA U3MEPEHUil paHee He OblTM ycTaHOBJIEeHbl. He Oblin yHUGUIIMPOBAHBI METO-
JIMYECKUE MOJIXO/bI K OLEHUBAHUIO HEONPEAEIEHHOCTH YUCTOTHI (COAEpkKaHNUs OCHOBHOTO KOM-
MIOHEHTA) NP €€ U3MEPEHNU Ha OCHOBE MUKPOCOIEPKaHUN PUMECHBIX KOMIIOHEHTOB.

AKTYaJbHOCTb TEMBI IOATBEPKAAIOT PaOOTHI, BHITOJIHEHHBIE B HALIMOHATIBHBIX METPOJIO-
ruueckux MHCTUTyTax CIIIA (Cneunanbhas myOmukarmust NIST 1012 «Iloxxon k merponoruye-
CKHM OOOCHOBAHHOW MPOCIEKNBAEMON OLIEHKE XUMHYECKOM YMCTOTHI OpraHMYeCKHX 00pa3lioB
cpaBHeHUs») U ['epmanun (cepus myOnukanuii BAM o moATBEpKI€HUH OLIEHUBAHUS YUCTOTHI
METAJIJIOB, BHICTYNAIOIINX B KAUECTBE NEPBUYHBIX 3TAIOHOB). Takxke akTyaJlbHOCTh MOATBEPHKIa-
eTCs TeKYIIMMH MEKIYHAPOAHBIMU CIIMYEHUSMH B 00JIaCTH OLIEHUBAHUS YHUCTOTHI OPTaHUMYECKUX
Y TBEPJbIX HEOPraHMYECKHUX BEUIECTB, MpoBoAuMbIMU ntoA aruaoi MKMB B pamkax «Corname-
HUS O B3aUMHOM NPU3HAHUM HAIIMOHAIBHBIX 3TAJIOHOB U CEpTU(UKATOB KAIUOPOBKHU U U3Mepe-
HUH, BBIJaBaEMbIX HAIIMOHAIBHBIMU METPOJIOTUYECKUMHU HHCTUTYTaMU».

B oGmnacTi HeopraHu4eckux BELIECTB /IS OLICHUBAHUS YUCTOTHI IPUMEHSIOT HECKOIBKO
CXEM:
— «100 % MuHYC cyMMa NpUMECE» 10 ONPEEIICHNIO IPUMECEN BCEX DJIEMEHTOB B KOJIMYECTBE
91 (pabotet BAM, I'epmanus) Wiu UCTIOIH30BAHHE BEPOSITHOCTHOTO MOAXO0MAA IS OI[CHUBAHHS
YHCTOTHI 110 HE MOJIHOCTBIO OLIEHEHHOMY COZiep KaHuto npumeceil (padots! UHcTUTYTAa XMun Yu-

cteix BemecTB uM. ['.I". JleBsateix PAH, r. Huxuuit Hosropoa, OAO «['mpeamer», r. MockBa);
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— OIpeJIelIEeHHE OCHOBHOIO KOMIIOHEHTA IEPBUYHBIMU METOIaMU: KYJIOHOMETPUH, THTPUMETPUH,
JIEKTPOrPaBUMETPHUH, TPAaBUMETPUU, KPUOCKOIIUU U 30YJIMOCKOIIUH.

B HacTos1ee BpeMsi MeXly ClIeUaINCTaMU U3 pa3HbIX CTPAH aKTUBHO BEJIETCS IUCKYC-
cHsl 0 HanboJjiee NOIXOAIINX CIIOCO0aX OIEHUBAHUS YUCTOTHI OPIaHUYECKUX U HEOPTaHMYECKUX
BelecTB. M B mepByro odepeib 3T0 CBSA3aHO C HEOOXOIMMOCTBIO X HAKOIUIEHUS B KQXKJI0M CTpaHe
MHUpa ¥ OLEHUBAHUS MX YUCTOTHI Il OOECIeYeHUs MPOCIeKUBAEMOCTH B 00JIaCTH M3MEPEHUI
XUMHYECKOT0 COCTaBa 10 MexXayHapoIHOW CUCTeMbl eAnHUL ¢pu3ndeckux Beanuud (CH).

JlesTenbHOCTh MEKIyHAPOAHBIX METPOJOTHUECKUX OpraHu3aluil, Takux kak KoHcyib-
TATUBHBIM KOMUTET 110 KOJIMYECTBY BeliecTBa Mexaynapoanoro Komurera Mep u Becos (KKKB
MKMB), KOOMET u HauroHaabHBIX METPOJIOTHYECKUX MHCTUTYTOB HAIpaBlieHa Ha o0ecreue-
HUE €IMHCTBA U3MEPEHUHN U IPOCIIEKUBAEMOCTH PE3YJIbTaTOB U3MEPEHUN K TOCYJapCTBEHHBIM
JTajloOHaM €JUHUI] BeJIMYMH. OCHOBHOM M OY€Hb BAXKHON YaCThIO CUCTEMBI MIPOCIIEKUBAEMOCTH
pe3yIbTaTOB U3MEPEHUH SIBIISIOTCS MaTepUallbl C aTTECTOBAHHBIM (CEpTU(UIIMPOBAHHBIM) 3HAYE-
HUEM COJEpKaHUS KOMIIOHEHTOB M YCTaHOBJIEHHBIMH HEONPEICIIEHHOCTAMH 3TUX 3HAYEHUU
(ctanzmapTHbIe 00pa3libl YTBEP)KAEHHOIO TUIIA), A1 CO3aHUS KOTOPhIX HEOOXOJMMbI YUCThIE Be-
II€CTBA, aTTECTOBAHHBIE HA 00JIE€ BHICOKOM — 3TaJJOHHOM YPOBHE, T.€. 3TAJIOHbI CPABHEHHUS.

DTaNoHbl CPABHEHUSI B 3TOM ITOHUMAaHUM MPEICTABISIIOT COO0M TBEpAbIE YUCThIE HEOP-
TFaHMYECKHE BEIIECTBA C YCTAHOBICHHBIM 3HAYEHHEM MACCOBOM JJOJM OCHOBHOI'O KOMIIOHEHTA C
HAUBBICIIEN TOYHOCTBIO MJIM C TOYHOCTBIO, IOCTATOYHOM JUIS Nepelad €AMHHIbI BEJIUUUHBI OT
I'TID cnenyromuyM 3BeHbSIM IOBEPOYHOM CXEMBI. DTaJIOHbI CPAaBHEHUS UCCIIEIYIOTCS COTJIACHO Me-
TOJMKAaM BOCIPOU3BE/ICHUS €IMHUI] BEJINYMH, XapaKTEPU3YIOIIUX CO/epKaHHEe KOMIOHEHTOB, C
MCII0JIb30BaHueEM ['ocy1apCTBEHHBIX IEPBUYHBIX X BTOPUUHBIX 3TAJIOHOB U BXOJAT B cocTas [ TIO.

Pa3pa0oTku 3TallOHOB CPaBHEHUS BBIMOIHEHBI B paMKaX Hay4YHO-HCCIIE0BATENILCKOM pa-
60Tel o1 muppom «Hucrora» (2015-2016 rr.) ¥ ONBITHO KOHCTPYKTOPCKOM pabOTHI oA mud-

pom «YwucroTta-26» (2017-2019 rr.).

Llenb padomut

[ToBbI1IEHNE TOYHOCTH PE3YJIBTATOB U3MEPEHUI XUMHUYECKOTO COCTaBa BELIECTB U MaTe-
pHAaJIOB MyTeM pa3pabOTKHU TAJIOHOB CPAaBHEHUS B BUJIE YMCTHIX BELIECTB U CO3JaHUS HA UX OC-
HOBE HOBBIX THUIIOB BBICOKOTOYHBIX CTAaHJAPTHBIX 00pa3I[0B PaCTBOPOB XUMHUYECKUX IJIEMEHTOB

JUIs KaTMOPOBKY aHAJTMTUYECKOH armaparyphl.



Ocrognbvle 3a0a4u ucci1e008anus

Pazpaborats 1eBATH 3TAIOHOB cpaBHEHHMS ¢ TomMolbio ['DT 176 B BUie YMCTHIX BEIIECTB
(V, Cr, Mn, Fe, Co, Ni, Cu, Zn, Cd) u yauduimpoBarb moIxo bl 0 OLIEHKE MacCOBOH JIOJIA OC-
HOBHOT'O KOMITOHEHTA U CBSI3aHHOM C HEH pacIIMPEeHHON HEONpeIeIeHHOCTH JIJIsl ’TAJIOHOB CPaB-
HCHUSL.

PazpaboraTe MeTOAMKY Tepenayu €AMHHUI] MACCOBOM IO M MAacCOBOW KOHIICHTpAIlUU
XUMHYeCcKUX 351eMeHTOB OT 'BOT 196-1 Ha ocHOBE KOMIMApAaTUBHBIX U3MEPEHHUI C BHYTPEHHUM
CTaHJApPTOM MAacCOBOM JOJU AJIEMEHTOB METOJO0M aTOMHO-3MUCCUOHHON CHEKTPOMETPUM C UH-
JIYKTUBHO-CBSI3aHHOM TIJ1a3MOM.

[ToBbicuTh TOUHOCTH U3MepeHui Ha 'BOT 196-1 npu nepenayue equHuI; MacCOBOM JTOJIU
U MacCOBOHM KOHIIEHTPAIIUM XMMHYECKUX 3JIEMEHTOB OT pa3paOOTaHHBIX ITAJOHOB CPABHEHUS
CTaHJapTHBIM 00pa3ilaM pacTBOPOB XUMHUYECKUX JIEMEHTOB.

Pa3paboraTs 1 IPOBECTH HUCIIBITAHUS B MEJSAX YTBEPXKIACHUS THIIA CTAaHAAPTHBIX 00pa3-
IIOB PAaCTBOPOB JICBITH XuMHUecKux meMeHToB (V, Cr, Mn, Fe, Co, Ni, Cu, Zn, Cd) noBsIiieHHON
TOYHOCTH.

Pa3paborate craHgapTHBIN 00pazell MyIbTHIIEMEHTHOTO PacTBOPa C aTTECTOBAHHBIMU
3HAYEHHUSIMU MacCOBOM JI0JIM ¥ MaccoBOM KoHieHTpauuu 9 anementos (V, Cr, Mn, Fe, Co, Ni, Cu,

Zn, Cd).

Hayunas noeuszna

[IpoBeneH aHaiu3 MIECTH AITOPUTMOB OOPAOOTKM MU3MEPUTENbHOM MH(OpPMaLMM IS
OIIEHKH MAacCOBOM JIOJIU OCHOBHOTO KOMIIOHEHTA U CBSI3aHHOM € HEW HEONPEIeIEHHOCTH KOCBEH-
HBIM CIIOCOOOM Ji71s1 9 3TaoHOB cpaBHEeHMs B Bue unucThiX BemecTB (V, Cr, Mn, Fe, Co, Ni, Cu,
Zn, Cd) cneayrommMu crioco0aMu: «OIIEHKA TEXHUYECKON YHCTOTHI», «OIEHKA aKaJIeMHYEeCKOM
qucToTh», «GUM ), «BAM?», «METO/l MHTEPBATLHON OLIEHKHY, «METOJ akajeMHKa JleBATHIX».
[Tokazano, uto Meron «GUM», B KOTOPOM JIJIsl OTICHKH YUCTOTHI TIpearoaraercs uamepenue 91
puMecH, 00eCTieunBaeT HECMEIIEHHYIO (€CIM cyMMa OOHApYKEHHBIX MPUMECEH >> CyMMBI TIpe-
JIEJI0OB OOHApYKEHUS Il HEOOHAPYKEHHBIX MPUMeEceii) OLIEHKY MaCCOBOM JJOJTM OCHOBHOTO KOM-
MMOHEHTA M OIIEHKY HEOMPEICIICHHOCTH, CBI3aHHOM C M3MEPEHHMSIMU HEOOHAPYKEHHBIX PUMECEH,
YTO MOATBEP)KIACTCS BBICOKOTOUHBIMHU PE3YJIbTATAMH MPSMBIX TIEPBUYHBIX U OTHOCHTEIIBHO TIEP-

BHUYHBIX MCTOJOB.

! Guide to the expression of uncertainty in measurement — PykoBOJCTBO 0 BHIPAKEHUIO HEOTPEIEIEHHOCTH U3MEPE-
HUH.

2 The Federal Institute for Materials Research and Testing — ®eaepaibHbIil MFHCTUTYT MAaTEPUATIOBEIEHUS M UCTIBITA-
Huil, ['epmanus.
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BrniepBbie pa3paboTaH alirOpuTM pacdera HEOMpPEIeICeHHOCTH OT HEOITHOPOJAHOCTH Mac-
COBOH JI0JIN OCHOBHOI'O KOMIIOHEHTA IO pe3y/bTaTaM U3MEPEHUN COAEepKaHUs IPUMECEN, KOTO-
PBIH 3aKJIIOYAETCS B TOM, UTO Ha IIEPBOM 3TaIle IPOBOAUTCS OLIEHKA HEOIIPEIEIIEHHOCTH OT HEO/-
HOPOJHOCTH HE MeHee 2/3 0T CyMMapHOW MacCOBOM JI0JIM OOHAPYKEHHBIX ITPUMECEN B COOTBET-
ctBun ¢ ISO Guide 35°, Ha BTOPOM 3Tare OLICHUBACTCS HEOMPEACIIEHHOCTh OT HEOJHOPOIHOCTH
JUTSL CYMMBI UHIUBUAYATHHBIX HCCICIOBAHHBIX OOHAPYKCHHBIX IMPUMECEH, a Ha TPEThEM JTare
BBIUNCIISIETCSI HEOIIPEAETIEHHOCTD JIJIsl MACCOBOM JI0JIM OCHOBHOI'O KOMIIOHEHTA C Yy4E€TOM Macco-
BOI1 10J1M HcCleyeMbIX 0OHApPYEHHBIX IPUMeEcel K CyMME MacCOBBIX J10JIel OOHApPYKEHHBIX U
HEOOHAPYKEHHBIX PUMECEH.

YToyHEeHa MOJAENh KOMIIAPATUBHBIX U3MEPEHUN C BHYTPEHHUM CTaHAAPTOM MacCOBOM
JIOJIU DJIEMEHTOB METOJIOM aTOMHO-3MHCCHOHHOW CIIEKTPOMETPUU C HHAYKTHUBHO-CBSI3aHHOM
I1a3MOM, KOTOpasi y4UThIBaeT HEUI€aTbHOCTh JTMHEHHON MOJIeU (OTKIIOHEHHE OT ONTHMAaNIbHBIX
napaMeTpoB), a Takke HeCTaOMIbHOCTh, O0YCIOBIEHHYIO XpaHEHUEM PAcTBOPA 3TajOHA CpaB-
HEHUS B OTKPBITOM U 3aKpbITOM eMKOCTH. [IpoBeneHa orieHka BKIaJ0B OT Pa3IUYHBIX HCTOYHUKOB
HEONPEICTCHHOCTH U MOKa3aHO, YTO UCTOYHUKU HEOMPEICTECHHOCTH YOBIBAIOT B PSAY: OTHOCH-
TebHasi HHTEHCUBHOCTh SMUCCHUU KOMIIOHEHTA U BHYTPEHHEI0 CTaHAapTa™> MaccoBast 101l KOM-
MOHEHTa B PACcTBOpPE Ui KaTMOPOBKM> rpaBUMETpUYEcKas MpoIlelypa IPUTrOTOBICHHS PaCTBO-
POB.

[Tpemyioxen crmocod KOHTPOIIS XapaKTEPUCTHUK UCXOAHBIX PEAKTUBOB, MATEPHAJIOB U yIia-
KOBKH pa3pab0TaHHBIX CTAaHAAPTHBIX 00pa3iioB pacTBOPoB 9 xuMudeckux nemMeHToB (V, Cr, Mn,
Fe, Co, Ni, Cu, Zn, Cd), koTOpbIe BIUAIOT HA OCHOBHOM MCTOYHHUK HEOIPEAETICHHOCTH - UX CTa-
O6mbHOCTh. CIIOCO0 3aKIII0UaeTCs B 3KCIPECCHOM KOHTpoJie B TeueHue 120 yacoB ucnapeHus Kuc-
JIOTHOTO PAacTBOpPA U3 IJIACTUKOBBIX O0aHOK mpu Temrneparype 60 °C (morepsi Maccel pacTBOpa He

noikHa npeBbimats 0,1 %).

IIpakmuueckas 3nauumocmo

YHudukanus moaxo0B 1Mo OIEHKE MAaCCOBOM /IO OCHOBHOTO KOMITOHEHTA M CBs3aH-
HOM paclIMpEHHON HEONpPEAEICHHOCTH JUIsl 3TAJIOHOB CPAaBHEHMS B BHUJI€ YUCTHIX BemlecTB. Oc-
HOBHBIE MPUHIIUIIBI OLICHKHA METPOJIOTUUECKHUX XapaKTEPUCTUK TAIOHOB CPABHEHUS B 3aBHCHMO-
CTHU OT LIeJIeBOM HeonpeneneHHocTH onucanbl B MU 3560-2016 «Pekomenpanus. I'CHU. Ouenka

HEOMPECACIICHHOCTHU HSMepeHI/Iﬁ MAacCOBOH A0JIM OCHOBHOI'O KOMIIOHCHTAa B HCOPraHUYCCKHUX BC-

3 Reference materials. Guidance for characterization and assessment of homogeneity and stability — CtanzapTHbIe
00pa3ipl. PykoBOACTBO 1O XapakTepH3aluy U OLIEHKE OJHOPOAHOCTH U CTaOMIIbHOCTH.
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miecTBax». Paspaborano «llonoxkenue o base maHHbIX «DTalOHBI CPAaBHEHHS B BHJIC BHICOKOUH-
CTBIX BEIIECTB», B KOTOPOM YCTaHOBJICHBI OOIIHE TPEOOBAHUS K dTAIOHAM CPaBHEHUS, K X pa3-
paboTKe, Ha3HAYEHUIO U IPUMEHEHHUIO.

PazpaboTka cranmapTHeIX 00pa3ioB pacTBOpoB 9 xumuueckux snemeHToB (V, Cr, Mn,
Fe, Co, Ni, Cu, Zn, Cd), ¢ ycTaHOBIeHHOU mpociexuBaeMocThio kK DT 176 mocpencTBoM npu-
MEHEHUS 3TAIOHOB cpaBHEHM Ipu u3MepeHusx Ha ' BOT 196-1. CranngaptHeie oOpasiel o0na-
JIAI0T MOBBILEHHOW TOYHOCTBIO U=2, p=0.95=(0,2-0,4) %, 4t0 B (2-5) pa3 TOUHEE MHOI'MX HUMEIO-
mmxcs aHanoros. [IpoBesieHbl UCIIBITAHUS 3TUX CTAaHAAPTHBIX OOPa3LOB B IIENIAX YTBEPXKICHUS
THUIIA U1 BO3MOXKHOCTU UX IIpuMeHeHus B cepe ['ocynapcTBeHHOTo peryianpoBaHus odecrede-
HUSI €IMHCTBA U3MEPECHUM.

ObecnieyeHne MPOCICKUBAEMOCTH PE3YyIbTATOB XUMUYECKOTO aHAJIN3a B PYTUHHBIX U3-
MEPEHUAX MyTeM MPUMEHEHUS CTaHAAPTHBIX OOPa3I[0B PacCTBOPOB XHUMHUYECKUX 3JIeMEHTOB (V,
Cr, Mn, Fe, Co, Ni, Cu, Zn, Cd), pa3paboTaHHBIX Ha OCHOBE IPUMECHEHUS pa3paO0TaHHBIX 3TAJIO-
HOB CPaBHEHUS B BUJIC YUCTHIX METAJLIOB.

[ToBbIIEHHE TOYHOCTH, UMIIOPTO3AMEIIIEHNE U CHUKEHUE CTOMMOCTH KaJIMOPOBKHU aHa-
JUTHUYECKOTr0 000pyA0BaHUS IyTEM IPUMEHEHHUS CTaHAAPTHBIX 00Pa3I[0B PACTBOPOB XUMHUYECKHUX
AIIEMEHTOB TOBBIIIEHHON TOYHOCTH U YMEHbBIIIEHHE BPEMEHHBIX 3aTpaT Ha MPOBEIEHUE KanuO-
POBKH M KOHTPOJISI TOYHOCTH aHAIMTHYECKOTO 00OpYIOBaHUS MPU NMPUMEHEHUU CTaHIAPTHOTO
00pasia MyJIbTHAJIEMEHTHOTO PacTBOpa ¢ aTTECTOBAaHHBIMH 3HAYCHUSIMH MAacCOBOM JIOJIM M Mac-

COBOM KOHIIEHTpanuu xuMudeckux siemenToB (V, Cr, Mn, Fe, Co, Ni, Cu, Zn, Cd).

Bueopenue pezynomamoe padvomot

AJNeKBaTHOCTH pa3pabOTAHHBIX AITOPUTMOB pacueTa HEONPEIEICHHOCTH, a TaKKe BO3-
MOYKHOCTh NMTPUMEHEHHS 3TAJTOHOB CPAaBHEHMS M CTaHIAPTHBIX 00pPa3LlOB Ui MPOBEJCHUS BBICO-
KOTOYHBIX U3MEPEHMN MOATBEPXkKACHA UX ucnonab3oBaHueM Ha I'OT 176 u I'BOT 196-1 npu yua-
CTHH B MEKIYHAPOIHBIX CIMYCHUSIX:

e B 00JIACTH YUCTBIX BEILECTB:
— CCQM-P149 «Onpenenenne YuCTOTHI IUHKA, UCIIOJIB3YEMOTO B KaU€CTBE IIEPBUYHOrO ATAIOHA
JUTSL OLIPEJICIICHUS COIEP KAHUS LINHKAY;
— KOOMET 645-RU-14 «IlunotHple ciuyeHUs B 00JacTH U3MEPEHUs MAacCOBOW JOIU MEIH U
npuMecei B 0eCKUCIOpoIHON MenHOM kKaTtaHnke Mapku KM6O MO0016 mist onpeneneHust YUCTOTHI
Menny;
— KOOMET 672-RU-15«ITunoTHbIC CAMYEHHS B 00J1aCTH U3MEPEHUSI MacCOBOM JIOJH JKejie3a B
YHCTOM XKeJe3e»;

e B o0OJacTH PaCTBOPOB XUMHUUYCCKHUX DJICMCHTOB:
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— CCQM-K143 «Cnuuenue KamOpOBOYHBIX PACTBOPOB MEAU, MPUTOTOBICHHBIX HMMN»;
e B 00JIACTH MAaTPUYHBIX BEIIECTB:
— KOOMET 562-RU-12/650-RU-14 «IlunotHbie ciuyueHUs B 00JacCTH MU3MEPEHHS MacCCOBOM
JI0JIM METAJUIOB B METAJLITYPIrHUECKOM IIIJIAKe»;
— KOOMET 618-RU-13 «IIunoTHele ciuyeHust B 00JaCTH 3JIEMEHTHOTO aHalli3a COCTaBa CIula-

BOB Ha 0CHOBE Ni».

Honosicenusn, 8blHOCUMBIE HA 3AUUMY

PazpaboTanbl 3TaOHBI CPAaBHEHHS B BHJIE YUCTHIX BEIIECTB Ul XPAHEHUS U TepeIadyn
€MHMUII BEJINYMH, XapaKTEepU3YIoIuX UX cocTaB. Ha 3Toll ocHOBe mpe/uiokeHa cxema nepeaadyu
eaunull BenuyuH oT DC cTaHAapTHBIM 00pa3iiaM pacTBOPOB XUMUYECKUX IJIEMEHTOB C OTHOCH-
TEJIBLHOMN CTaHAAPTHON HEONPEIEICHHOCThIO OT XapakTepu3auuu Ha yposue (0,05-0,10) %.

Hcnonp3oBanue uist KaMMOPOBKU PACTBOPOB 3TAJIOHOB CPAaBHEHHUS B BUJE UUCTHIX Be-
IIECTB MPHU aTTECTAIIMH CTAHIAPTHBIX 00PA3I[0B MO3BOJISET 00ECIEUUTh METPOIOTUYECKYIO MTPO-
CJIe)KMBAEMOCTh M TIOBBIIIEHHE TOYHOCTH U3MEpeHHit B (2-5) pa3, Korjaa cojepkaHue OCHOBHOTO
KOMITOHEHTa B 9TOM YHCTOM BEIIECTBE JTOCTOBEPHO M3BECTHO >99,9 % ¢ pacmmpeHHO Heompe-
neneHHoctsro <0,01 %.

[IpuMeHeHne METOOUMKN KOMIApaTUBHBIX M3MepeHuil g ycraHoBienuss MX CO pac-
TBOPOB XMMHUYECKHX 3JIeMEHTOB npu cpaBHeHUM curHaiza ADC-UCII no3Bosser yMEHbIIUTH
CTaHJapTHYIO HeompeaeneHHocTh Tuna A B (5-10) pa3 npu ucnonb30BaHUM BHYTPEHHETO CTaH-
JlapTa ¥ Mpu yCIOBUU BHIOOPA ONTUMANIBHBIX [TAPAMETPOB.

[Tpumenenue pazpadoranHbix DC MO3BOIMIO co3/1aTh HOBBIE TUIEI CO cocTaBa pacTBoO-
POB XMMUYECKHX JJIEMEHTOB C aTTECTOBAHHBIMU 3HAUEHUAMHU MaccoBoit gomu (10-10000) e u
MaccoBoii konnenTpanuu (10-10000) Mr/aM® ¢ OTHOCHTENLHON PacIIMPEHHON HEONpeieIeHHO-
cteio (0,2-0,4) % u (0,3-0,6) % COOTBETCTBEHHO.

[TokazaHa agekBaTHOCTb MOJENU OLEHKH HeompeneaeHHOCTH CO MHOT03J1eMEHTHBIX
pacTBOPOB MO MPOLEAYPE MPUTOTOBJIEHUSI C UCIIOJIb30BAHUEM B3BELICHHBIX OLIEHOK COJEP/KaHUs
aTTEeCTYEMBIX 3JIEMEHTOB IPU N3BECTHON Macce KOMITIOHEHTOB cMecH. Ha 3Toit ocHoBe pazpaboTan
HoBbIi T CO ¢ aTTeCTOBAHHBIMH 3HAYCHUSIMH MaccoBO# m1oiu ~100 Mita™! ¥ MaccoBO# KOHIICH-
tpanuu ~100 Mr/amM> 1eBATH XMMHYECKHX SIIEMEHTOB C OTHOCUTEIHLHON PaCITUPEHHOI Heonpee-

nenHoctbio (0,3-0,5) % u (0,4-0,7) % cOOTBETCTBEHHO

Anpobdayus pabomut

OCHOBHBIE pe3yNbTaThl U MOJIOKEHUS TUCCEPTALUU J0JI0XKEHBI U 00CykeHbl Ha Bce-

poccHiickoif KOH(EpeHINH MO AHATUTHYECKOW CHEKTPOCKOIUU C MEXKIYHAPOJHBIM Y4acTHEM
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(r. Kpacnomap, 2012 r.), MexxayHapoITHOM Hay4YHO-TEXHHUYECKOM CeMHUHape «MaremaTudeckas,
CTaTHUCTUYECKAsl U KOMIIBIOTEpHAs MOJAECPKKA KAUeCTBA U3MEPEHUI. ATTeCTalMsl IPOrPaMMHOIO
oOecrieyeHus, ucmonb3yyemoro B Merposorun» (. Cankr-IlerepOypr, 2012 r.), MexxayHapoaHoit
HAyYHO-MIPaKTH4YeCKOU KoH(pepeHunu «/3mepeHus: cocTosHue, NepCreKTUBbl pa3BuTus (r. Ye-
ns6uHck, 2012 1.), MexayHapoHOH HaydHO-TIpakTH4YecKol kKoHpepeHuu «M3mepenus. Kave-
ctBO. besomacHocth» (ExarepunOypr, 2012 r.), 1-if MexayHapoJHOH HAy4YHOH KOH(EpEHIHH
«CrangapTHpie 00pa3ibl B U3MEPEHUsX U TexHomorusx» (r. ExarepunOypr, 2013 1), Bropom
chesne ananuTuKoB Poccuu (1. Mocksa, 2013 r.), IV-it Mexaynaponnoi kondpepenunu «TexHu-
yeckas xumus. Ot reopuu K mpaktuke» (r. [lepmb, 2014 1.), II-i u [11-it MexnyHapoaHo#i HaydyHO-
TEXHUYECKOH KOoH(pepeHunn «MeTposorusi GU3NKO-XUMHUECKUX H3MepeHui» (r. Menueneeso,
2017 r. u 2018 r.), I1I-it MexnynapoHo#i HayuHOM KOHpepeHnnn «CtaHaapTHbIe 00pasIbl B 13-
MepeHusx u texHomorusx» (ExatepunOypr 2018 r.), MexnyHapoaHOH HaydyHO-TEXHHUYECKON

koH(pepenuuu «Metpomnorus 2019» (Munck, Pecnyonuka benapycs, 2019 r.).

Hybauxkauuu

[To matepuanam auccepTallMOHHOM paboThl omybaukoBaHo 20 paboT, B TOM 4Hcie: 5
CTaTeil B BeAyIIUX pElEH3UPYEMbIX HAyYHBIX JKypHalaxX, pekoMeHaoBaHHbIX BAK ans myOnuka-
MM OCHOBHBIX HAYYHBIX PE3yJIbTATOB; 2 CTaThbU B COOPHUKAX TPYAOB MEXKIYHAPOIHBIX KOH(DeE-
peHIInif; 2 Te3uca TOKIAA0B Ha pocCUUCKHUX 1 10 Te3UCOB TOKIIA0B HA MEXAYHAPOIHBIX KOH(E-

peHIMsX, a Tak ke 1 qokymenTe mo crannaptuszanuu (MU 3560).

Juunwtit éxnao aemopa

[IpoBenenne u3MEpeHUN METOAOM ATOMHO-dMHCCUOHHOM CIEKTPOMETPUM C HHIYK-
THUBHO-CBSI3aHHOM TJ1a3MOM, B TOM YHCIIE PU pa3padO0TKe U UCTIBITAHUSIX CTAaHAAPTHBIX 00pasIioB
paCTBOpOB JEBATH XUMHNYECCKHUX IJIEMCHTOB, l'IJ'IaHI/IpOBaHI/Ie 3KCHepI/IMeHTOB nu o6pa60TI<a n3Me-
pUTENbHON MH(OpMaLMK, TOTYYEHHOW METOJJaMU Macc-CIIEKTPOMETPUH C WHIYKTHUBHO-CBSA3aH-
HOM IJIa3MOM M BBICOKOTEMITEPATYPHOM SKCTPAKIIMU B HECYIIIEM T'a3€ JIJIsi OLIEHKU MaCCOBOM JTOJIN
OCHOBHOI'0O KOMIIOHEHTa B ATAJIOHAX CPAaBHEHHUs B BUJE YHMCTBHIX BELIECTB, UX OJHOPOJHOCTH U
XapaKTEPUCTUK TOYHOCTU OCYILECTBIEHBI aBTOPOM JIMYHO. ABTOP HEMOCPEACTBEHHO y4aCTBOBAI
B U3MEPEHUAX MPUMECEN a30Ta, KUCIOPO/Iia, BOJAOPOAA, YIIEPO1a U CEPhl B MaTepralie 3TAIIOHOB
CpPaBHEHUS B BUJIE YHCTHIX BEIIECTB METOJAMHU BOCCTAHOBUTEIBHOTO U OKUCIUTEIBHOTO IJIABJIE-
HUs. B paboTax, onmyOIMKOBaHHBIX B COAaBTOPCTBE, JTMUHBIA BKJIAJ aBTOPA B PaBHBIX JOJISAX C CO-

aBTOpaMHU.
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Cmpykmypa u 006vem ouccepmauuu

HuccepranuionHas paboTa COCTOUT U3 BBEACHHUS, YEThIPEX TJIaB, IPUII0KEHUS, BBIBOJIOB
U CIHCKA JIMTepaTypsl, BKItovaromero 102 dubnuorpaduueckue ccbuiku. PaboTta uznoxena Ha

145 cTpanumax Tekcra, CoOIepKUT 53 Tabnuibl U 37 PUCYHKOB.
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1 OO030p auTepaTypbl

ITpoGnema 4MCTOTHI BEIIECTB BCErAa OblIa U OCTAETCs aKTyallbHOMU, T.K. «OCOO0UUCTBIE)
BEIIIECTBA NPUOJINKAIOT HAC K MoJensaM (mporotunam) «lleproandyeckoit CUCTEMBI 3JIEMEHTOBY.
Bo BTOpOii monoBuHe XX Beka ObLTH pa3paboTaHbl MHOTOCTYIIEHYATHIE METO/bI OYUCTKU TPO-
CTBIX BELIECTB U CJIOKHBIX COEAMHEHUNH. OJHOBPEMEHHO Pa3BUBAJINCH U UHCTPYMEHTAJIbHBIE MHO-
rO3JIEMEHTHBIE METO/Ibl aHAJIN3a C HU3KUMHU IIpefenamMmu oOHapyskeHust. OHaKo AajnbHeliee pas-
BUTHE HAyKH M TEXHUKHU CTaBUT IIPOOJIEMbI JaIbHEUIIEro pacliupeHus: Kpyra oco00 YUCTHIX Be-
LIECTB, C OJHOBPEMEHHBIM CHM)KCHMEM COJEP)KaHUS B HUX IIPUMECEH, ITOJy4CHHUsS BELIECTB
CTPOT0 CTEXMOMETPUUYECKOT0 COCTaBa C MOCTOSIHHON CTPYKTYpo# U cBoicTBamu. IIpoGiiema BbI-
SCHEHMSI «MCTUHHBIX» CBOIMCTB BELIECTB — OJIHA U3 (PYHJAaMEHTAJIbHBIX ITPOOJIEM €CTECTBO3HAHMS
— CTaBUT IEPe] UCCIIe0BATENIMH 3a/1a4y [10JIy4EHHs! BELIECTB, IPAKTUYECKH CBOOOIHBIX OT BCS-
KUX npumeceil. Cieayer OTMETUTD, 4TO B 70-80-€ ro/ibl C10KUI0CH HOBOE HAyYHOE HallpaBJIEHUE
— XUMHSI BBICOKOUMCTHIX BEIIECTB. XMMHSI BEICOKOUUCTHIX BEIIECTB OXBATHIBACT J[BA TII00ATBHBIX
acrieKTa npoosieMsl — (yHIaMEHTATbHBIN 1 MPUKIaHONW. OyHIaMEHTATBHBIN aCIIEKT 00YCIIOBICH
IIPEKIE BCErO TEM, YTO MPOCTHIE BHICOKOUUCTBIE BEIIECTBA SBJISIOTCS NIPOTOTUIIAMH JIEMEHTOB
[Tepuonuueckoil cuctemsl. UeM Bblllle JOCTUTAeTCS YMCTOTA STHX BEIIECTB, TEM OJIMKE MBI 1O/~
XOJIUM K MX CBOMCTBaM, 00YCJIOBIEHHBIM COOCTBEHHOW XUMUUYECKOU U (PU3HMUECKOU CYITHOCTHIO
AIIEMEHTOB, a HE BIMSHUEM COJEpKamMxcs B HUX npumecei. C 3ToNW TOUKHM 3peHHs] OOJIbIION
Hay4HbI MHTEPEC MIPEACTABIISET BCECTOPOHHEE UCCIIENOBAHUE CBOMCTB BBICOKOUUCTBIX BEILECTB,
MOKAa3bIBAIOIIUX MOTCHIUAIBHBIE BO3MOKHOCTH UX IIPAKTUYECKOIO NMPUMEHEHUS. Jpyron Bax-
HBIM aCIIEKT COCTOUT B BO3MOXKHOCTSIX MCIIOJb30BAHUM BBICOKOYHCTHIX BEUIECTB B KAYECTBE dTa-
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

CBOEr0 ATAJIOHA — 3TO KOJUYECTBO BEIIECTBA «MOJIb» [1].

1.1 O030p npuMeHsieMbIX METOA0B U3MEPEHHSI XUMHUYECKOI0 COCTaBa

B Hacrosiiee Bpemsi CylIeCcTBYeT MHOXKECTBO METOJ/IOB aHAJIM3a XMMUYECKOIO COCTaBa
BEUIECTB U MaTepuanoB. [t u3mMepeHuil coaepkaHus XMMHUYECKHUX DJIEMEHTOB B HAy4YHBIX U
MPAKTUYECKHX 3ajjauax HauboJblIee pacpoCTpaHEHUE MOTYYHIIN METObI aTOMHO-a0COpOIINOH-
HOM, aTOMHO-3MHCCHOHHON U MacC-CIEKTPOMETPHUH BBUY SKCIIPECCHOCTH, CEIEKTUBHOCTH U 1.
Bapanosckas B.b. B cBoeit paboTe mokasana pacrpoCTpaHEHHOCTb 3THX METOI0B IyTeM aHaJIn3a
CYIIECTBYIOIIUX JOKYMEHTOB B 00JacTH cTaHaapTuiamnuu [2, c. 43], rae CeKTpaabHbIe METOIbI
JUTSL aHaJIM3a YUCTHIX BEIIECTB MPe/ICTaBICHBI O0see yeM B 35 TOKyMEHTax.

B nactosmelr pabore OymyT paccMaTpHBAThCS PE3YyIbTaThl M3MEPEHUH, MOJIYYCHHBIC

aTOMHO-3MHCCHOHHOM 1 MaCC-CHeKTpOMeTpHefI, KaK B3aMMOAOITOJIHAIOIIMEC B IIJIAHEC AUAIIa30HOB
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M3MEpPEHUI U peajn3ylollue paziudyHble CocoObl 0OecredeHHs] MPOCIeKUBAEMOCTH KOJIUYe-
CTBEHHOI'0 XMMHUYECKOI'0 aHAJIN3a.

OTH METO/IbI TIOJIOKEHBI B OCHOBY pa3pabotanHoro B 2012 rogy rocyaapcTBEHHOTO BTO-
PUYHOTO 3TalOHA €IUHUI] MAaCCOBOW JIOJM, MaccoBOM (MOJISIPHOW) KOHILIEHTPALIMU METAJUIOB B
JKUJIKUX U TBEpIbIX BemlecTBax U Marepuanax I'BOT 196-1-2012 [3]. OgHako nepeyucieHHbIe
METO/IbI TAK WJIM MHAUE MPEANOIaraoT UCTIOIb30BaHue CTaHAapTHBIX 00pasnoB (CO) cocraa Be-
LIECTB Ul YCTAHOBJIEHMS 3aBUCUMOCTH BBIXOJIHOTO CHUT'HAJIa COOTBETCTBYIOIIUX CPEICTB U3ME-
pPEHHIl OT coepXaHHs ONpeeNsseMOro KOMIIOHEHTa, T.. HE SIBISIOTCS aOCONIOTHBIMU (IIps-
MBIMH ). AGCOTIOTHBIM K€ MOXKET CUUTATHCS METO/I, pealin3aliusi KOTOPOTO MO3BOJISET IPOU3BECTH
u3MepeHue (GU3MIECKON BETMUNHBI 0€3 CChIIKM HA 3TAJIOH 3TOH BEJTMYMHEI [4], WK, KaK B JAaHHOM
cinyyae — CO.

Tax, KoHCynbTaTUBHBIM KOMUTET MO KOJIMUYECTBY BEIIECTBA OMpPEIEIsieT NEPBUYHBIN Me-
TOJI U3MEPEHMsI KaK METO]I, IMEIOIIUN HAUBBICIINE METPOJIOTHUECKHUE CBOMCTBA, MOJIENb (MaTe-
MaTHYECKOE YpaBHEHUE) U peau3alis KOTOPOTo MOJHOCTbIO ONKCAaHbl U MOHATHl B TEPMUHAX
equnun cuctembl CU [5,6] 1, TOMUMO IPOYUX, OTHOCHUT KYJOHOMETPHUIO K IEPBUUHBIM a0COJIOT-
HBIM METOJIaM, a TUTPUMETPHUIO U MAacC-CIIEKTPOMETPHIO C U30TOIMHBIM pa30aBIeHUEM K OTHOCH-
TEJIbHBIM IEPBUYHBIM METOAM.

Kynonomerpuueckoe TUTpOBaHME, KyJOHOMETPHUS C KOHTPOIMPYEMBIM MOTEHIIMAIOM U
Macc-CIIEKTPOMETPHS COCTABIISIOT OCHOBY FOCYAapCTBEHHOT0 MEPBUYHOIO ATAIOHA €UHUI] Mac-
COBOM JI0JIM U MaCCOBOM KOHIEHTPALIMM KOMIIOHEHTA B KUJKHUX U TBEPJIbIX BEILIECTBAX U MaTEPH-
ajlax Ha OCHOBE KyJIoHOMeTpuueckoro tutpoBanus I'OT 176 [7]. OToT 3TanoH BOCIPOU3BOAUT
COOTBETCTBYIOIINE €IUHUIIBI BEJTMYHH, KaK y>K€ OTMEUEHO, 0€3 CChUIKM Ha €TMHUIIBl BETUYHHBI
TOTO K€ poJia U IMepelaeT pa3Mep BEIIMYMHBI 3TAJIOHAM CPaBHEHUS, CTAaHAAPTHBIM oOpasliaM U
BTOPUYHBIM 3TaJOHAM COTJIacHO rocyaapctBeHHol noBepouHoit cxeme (I'TIC) [8,9]. Uckmtoue-
HUEM SIBJISIETCS TOJIbKO YCTAaHOBKA, PEANM3YIOLIas METOJ MacC-CIIEKTPOMETPUU C MHIYKTUBHO-
CBSI3aHHOM IIJIA3MOMW, KOTOpask MCHOJb3YyeTCs I ONPEAEICHUS MACCOBOM JI0JIU MPUMECHOTO CO-
CTaBa METOJIOM J00aBOK M METOJIOM H30TOIHOTO pa30aBlieHHs. DTa YCTAaHOBKA IMO3BOJISIET HC-
noJsib30Bath cxemy «100 % munyc cymma npumecein» [10,11].

W sranonsl cpaBHEHUs B BUJI€ BBICOKOYMCTHIX BellecTB [12], Haxoasmiuecs B mosjie nep-
BUYHOTO 3TasioHa coryiacHo ['TIC, u ctanaapTHBIE 00pAa3Ibl SBISIOTCS CPECTBAMHU TIEPEIaun €11~

HUI BEJIMYUH, XapaKTCPUYIOIIUX XHUMHYSCKHI COCTaB.

1.2 AHaJam3 cpeaCTB NepeJayu eANHNUI BeJTHYNH, XapaAKTePU3YIOINX XUMHUYECKHH COCTaB

[lepenaya equHUIIBI BETUUYUHBI (T.€. MPUBEIECHUE pa3Mepa BEJIMYUHBI, XpaHUMOM cpen-

CTBOM HM3MEPEHHH, K €AUHUIIC BEJIMYUHBI, BOCIPOU3BOJUMON WU XPAHUMOUN 3TAJIOHOM JTaHHOU
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€MHUIIBI BEJTMYMHBI WJIM CTaHAAPTHBIM 00pa3lioM) B KOJIMYECTBEHHOM XUMUYECKOM aHaJIU3e IO
CYTH SIBIIIETCSI YCTAaHOBJICHHEM KaJMOPOBOYHOM 3aBHCHMOCTH BBIXOJHOTO CHTHAJla aHAIMTHYE-
CKOro mpubopa OT COAepKaHUs XUMHUECKOTO dJIEMEHTa (WM KOMIIOHEHTa) B CTaHIAPTHOM 00-
pasue (CO). Takue CO MOXHO pa3ienuTh Ha 2 OOJBIINE KATErOPUHU 10 MPU3HAKY arperaTHoro
COCTOSIHUSL.

K ycnoBHoi1 nepBoii kareropuu otHocsTcst Marpuunble CO, MaTepuan KOTOPBIX Yalle
BCEro MPEJCTABISAIOT COO0N MOHOJUT MM MOPONIOK (CTPYXKKY). HekoTopast 4acTh U3 HUX B OC-
HOBHOM IIpeJHAa3HAaY€Ha ISl KOHTPOJI KayeCTBAa U3MEPEHUN B COOTBETCTBUU C OINPEACIICHHOU
HOMEHKJIATypOH METOAUK U3MEPEHUI, U 4aCTO aTTECTOBAHHBIE 3HAUEHHUSI 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 KauecTBE OU€Hb Y3KUU (Hampumep, s IMIHUPUYECKUX METOJAUK U3MEPEHHUIA).
Jpyras 4acTpe U3 3TON KaTeropuu MpeacTaBisieT co00il MOHOIUTHBIE 00PAa3Ibl CILIABOB WM T.II.
U HEMOCPEICTBEHHO IpeJHa3Ha4YeHa JJis KaTMOPOBKH aHAIMTUYECKUX NMPUOOPOB — HampuMep,
PEHTTeHO(ITYOPECIIEHTHBIX HJIM aTOMHO-IMHUCCHOHHBIX CIIEKTPOMETPOB C IYTOBOW HITH UCKPOBOM
noHm3anue. AtrecroBanubie 3HadeHust 3TuX CO momydeHsl MO0 MyTeM MexIabopaTopHOTo
HKCIEPUMEHTA, JTU00 C MPUMEHEHHEM CTaHAapTU30BAaHHBIX WM aTTECTOBAHHBIX METOJIUK M3Me-
penuii. [IpocnexxnBaeMOCTh aTTECTOBAHHBIX 3HAUYEHUH J1aXe B [TOCIIEHEM CIydyae He BCerja ode-
BHJIHA U MOXKET OBITH yCcTaHOBJIEHA ¢ TomMoItibio 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 YCIOBHON KaTeropuu — pacTBOPHI BEIIECTB, T.K. Aaxke eciu ncxoqHo CO MoxeT mnpea-
CTaBJISITh COOON YMCTBI METaJl WK COJIb, €r0 IPUMEHEHHUE CBA3aHO C MEPEBOJAOM B pacTBOP.
Hanee Oynem paccmarpuBatb CO HMEHHO pacTBOPOB XUMHYECKUX 3JIEMEHTOB, T.K. MX OCHOBHOE

HAa3HAYCHUC — NEpcaavda CAUHHUILIbI BEJIMUUHBI IIPpU I(aJ'II/I6pOBKC aHAJIUTHUYECKOI arraparypsbl.

1.2.1 CranaapTHbie 00pa3lubl pACTBOPOB XUMHUYECKHUX 3JIeMEHTOB

Cpenu yrBepxaeHHbIX TUIIOB CO pacTBOPOB XUMHUYECKHX AJIEMEHTOB OOJBIIYIO YacTh
3anuMaroT CO, BeIyCKaeMbl€ B CTEKJISTHHBIX aMITyJlaX ¢ HOMUHAJIbHOM MacCOBOM KOHIIEHTpalUen
metasa 1 r/mM° u oTHOCHTeNBHOM morpemHocThio 1 % [13].

Takue xapakrepuctuku 3THX CO yKa3pIBalOT Ha HECKOJBKO MPOOJIeM, CBA3AHHBIX C UX
npuMeHeHueM [ 14]:

— OTHOCHUTEJbHAsI MOTPEIIHOCTh U3MEPEHNH MAaCCOBOM KOHIIEHTPAIIMHM METAJJIOB B pacTBOpPaXx Be-

IIECTB M MaTepuasiaXx He MOXKeT ObITh syutie 1 %;
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— HEBO3MOXHO HCITIOJIb30BaTh IPABUMETPUYECKHI METOJ MPUTOTOBIICHUSI KATHOPOBOYHBIX pac-
TBOPOB 63 onpenenenus miotHocta CO;

— IpU XpaHEHUHM MaTepual CTaHAapTHOro o0paslla HaKaIlUIMBAaeT W3 CTEKJIa 3HAYUTENbHbIC IS
Macc-CIIeKTPOMETPUU MPUMECH;

— MIPU IPUTOTOBJICHUU KaJTMOPOBOYHBIX PACTBOPOB Il MACC-CIIEKTPOMETPUU HYXKHO JI€JIaTh TPU

u Oosee pazdasieHuit pactopa CO.

Kpome onucaHHBIX HEIOCTATKOB CTOUT OTMETHUTh, YTO HEKOTOPBIC THITHI yKazaHHBIX CO
W3HAYaJIbHO UMEIOT B COCTaBE HEKOTOPOE KOJIUYECTBO HEKOHTPOJIUPYEMBIX TIPUMECEH, UTO Orpa-
HUYMUBACT UX IPUMCHCHUC IIPU HeO6XOI[I/IMOCTI/I IMPUTOTOBJICHUS MHOT'O3JICMCHTHBIX KaJII/I6p0BO‘-I-
HBIX PACTBOPOB U JIJISI MACC-CIIEKTPOMETPHH.

AXTyaJbHOCTH penieHuss 0003HaUEHHBIX IPO0JIeM 00yCIIOBICHA TOTPEOHOCTHIO HAYKH U
IPOMBIIIICHHOCTH B BBICOKOTOYHBIX H3MEPEHHSX COJCPKAHUS XUMHUCCKHIX AJIEMEHTOB B pa3jiny-
HBIX BeIlleCTBaX U MaTepuanax. OqHuM 13 HanboJiee SpKUX MPUMEPOB MOXKET CITY>KUTh IIPOU3BOJI-
CTBO U HCCICAOBaHHA COCTaBa BBICOKOYHMCTBIX MCTAJUIOB W HUX CIUIABOB AJId HAHOWMHIAYCTPHH,
HHEPTETUIECKOT0 KOMIUIEKCA, MUKPOIJIEKTPOHUKH U a9POKOCMHYECKON OTPACIIH.

B oaHoIf U3 mocneqHNX OTEeYeCTBEHHBIX MyOIuKaluii Ha 3Ty Temy [15] omucana paspa-
6otka CO cocTaBa pacTBOPOB HOHOB PEAKO3EMENBHBIX METANIOB. ABTOPHI MpeIaratoT HEKOTO-
phIe perieHus 0003HAYCHHBIX TPOOIIEM:

— aTTeCTOBAHHOE 3HAUEHUE Co/iep KaHus MeTallna B Matepuaiie CO BbIpaskaeTcsi B BUJE MaCCOBOU
JIOJIA C YKa3aHUEM B Tacropre rmioTHoctu Marepuaia CO;

— B nacropre CO npuBeeHbl OPUEHTUPOBOYHbBIE 3HAUEHHSI MaCCOBOM JI0JIU MPUMeECEil B MaTepH-

aite CO.

Tako# noaxox k uzroropiaeHuto CO cocTaBa pacTBOPOB XMMUYECKUX 3JIEMEHTOB M103BO-
JISI€T MOBBICUTh TOYHOCTH MMPUTOTOBJICHUS KATMOPOBOYHBIX PACTBOPOB, TPUMEHSISI TPAaBUMETpHYE-
CKHI MeTOJ] (10 CPaBHEHHIO C BOJIOMOMETPHUUYECKUM), U YUYUTHIBATh BIUSHUE BO3MOKHBIX TPH-
Mecell B MaTepuase CTaHIapTHOro obOpasiia Ha pe3yibTaThl u3MepeHuil. [lomumo mpouero, us3-
BECTHAsI IJIOTHOCTh PAcTBOpA MO3BOJISIET BBIPA3UTh COAEPKaHWE KOMIIOHEHTA B €MHUIIAX Mac-
COBOM KOHIICHTPAIIMH, YTO TIPeA0CTaBIseT BbIOOP moTpeduTento CO MexTy CKOPOCTHIO BOJFOMO-
METPUYECKOTO M TOYHOCTHIO TPABUMETPUUECKOTO MPUTOTOBJICHHUS KaTUOPOBOYHBIX PACTBOPOB,
YTO MOATBEpKAaeTcs B [14].

BwmecTe ¢ Moja0XKUTENBbHBIMU TEHJICHUUSIMHU aBTOPHI [15] HE mpeioxKuiIu NOBBIILICHUE
TOYHOCTHU CTaHAAPTHBIX 00Pa3IOB, B YACTHOCTH, U3-32 MEKIK3EMILIIPHOM HEOTHOPOTHOCTH, CBSI-

3aHHOM ¢ TIporeaypoi (pacoBKH B CTEKJITHHBIC aMITYJIbI U C CAMOM Tapow.
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ABTOpPOM HacTosIIeH pabOThl COBMECTHO C KOJUIEraMu B cTaThe [ 14] ObUIH MPEeaIOKEHBI
HWHBIC BAPpHUAHTBI YIITAKOBKH, KOTOPBIC, OAHAKO, HC HAIJIM HIUPOKOI0 MPUMCHCHUS BBUAY HU3KOI'O
KauecTBa MaTepHaa MoJIUIPONUICHOBBIX Ty0. [Ipo0iema 3akitouaeTcsi B TOM, 4TO 3HAYUTEIbHAS
4acTh TYO UMEET HEOJTHOPOAHYIO TOJIINHY CTEHOK, U B Ty0aX ¢ TOHKMMH CT€HKaMH CTaOUIIbHOCTh
pacTBopa pe3KO CHUKAETCS, YET0 HEObLII0 0OHAPYKEHHO B MUJIOTHBIX UCCIIEI0OBAHUSAX. Y UNTHIBAS,
YTO XapaKTCPUCTUKHU CTa6I/IHBHOCTI/I CO sBisroTCsa OAHUM U3 OCHOBHBIX MCTOYHUKOB HCOIIPCIAC-
JICHHOCTHU aTTECTOBAHHOTO 3HAYCHUS, UCCIIEIOBAaHUE CIIOCOO0B (haCOBKU U M3YUCHHE TAPHI SIBJIS-
€TCsl OJIHMM M3 OCHOBHBIX HallpaBJieHU mpu pa3zpaboTke u npousBoactse CO pacTBOPOB XUMHU-

YCCKHX 3JICMCHTOB.

1.2.2 Ywucrtoble BelecTBa

YucThle BeliecTBa MMPOKO UCIIONB3YIOTCA B KAUecTBEe HOCUTENeH HHPOpMAIUHU B KOJIU-
YECTBEHHOM XMMHUYeCcKoM aHanuze [2,16,17], Hanpumep, B BUJie pacTBOPOB, UCIIOIb3YEMBIX IS
KaTMOPOBKH aHATU3aTOPOB coctapa [10]. 3HaHWE 0 YUCTOTE UCXOTHOTO BEUIECTBA WIIH, TIO-APY-
romy, o0 MaccoBoi j1osie ocHoBHOro komnonenrta (MZIOK), no3Bosisier pacpocTpaHsaTh HHPOpMa-
IIUI0 O MACCOBOM JI0JI€ WJIM MacCOBOU (MOJISIPHOI) KOHLIEHTPALIUH 11€JIEBOI0 KOMIIOHEHTA MPH T1e-
pEBOJIE ATOTO BEIIeCcTBA B pacTBOp. [Ipoie roBops, 4ucToe BEMECTBO C JOCTOBEPHO U3BECTHBIM
CoJIep’KaHUEM OCHOBHOI'O KOMIIOHEHTA, MOXKET CTaThb OCHOBOM JUIsl MPOCIICKUBAEMOCTH PE3YJib-
TaTOB U3MEPEHMH 11€JIEBOr0 KOMIIOHEHTA HAaUMHAasl OT U3MEPEHUH Ha MEPBUYHBIX 3TAJOHAX U Ye-
pe3 cTaHAapTHhIE 00pas3Iibl COCTaBa 0 PYTUHHBIX U3MEPEHHH.

Jl11s GONBIIMHCTBA YUCTHIX BEUIECTB, MPEACTaBIeHHbIX Ha peiHke, M/IOK oxapakrepu-
30BaHa 110 OTPAHUYEHHOMY YHCITy IPUMECEH, KOTOPbIE BaXKHBI, HAIIPUMED, JUIsl TEXHOJIOTHUYECKUX
IIPOLIECCOB WJIM BEPOSITHBI BBUAY MPOLIETYP MMOIYUEHUS 3TOT0 YUCTOr O BemecTBa. M3-3a aTux oco-
OCHHOCTEH HCIOJb30BAHNE TAKUX BEIIECTB 0€3 JOMOJHUTEIbHBIX HCCIETOBAHUNH HEBO3MOXKHO
BBUJly HAKOIUIEHHUsI HEKOHTPOJIMPYEMBIX CUCTEMAaTHYECKUX cMelleHni. ClenoBaTenbHo, A0IO0JI-
HUTEJIbHBIE HCCIIEI0BAHUS YHCTHIX BEUIECTB HEOOXOAUMBI JIJIsl METPOJIOTUYECKUX 3a/1a4.

Tax xe, cneayeTr onpeaeNuTh JOCTaTOUHYIO CTENEHb YUCTOTHI U IOCTaTOYHBIN YPOBEHb
neneBoit HeonpeneneHHocTH oreHku MJIOK. ABtopsl ctateu [10] 000CHOBaHHO MOJIATAIOT YTO
JUTSL TOCTOBEPHOM OIEHKH YHCTOTHI BEIIECTBA KOCBEHHBIM crocobom (mo cxeme 100 % muHyc
CyMMa npumMeceil) Heo6X0AMMO OIIEHUTH cojepxkanue 91 mpumecu, 4To camo 1o cede 3aaaya He
TPUBHUAJIbHAA, U B CPABHEHUH C MIPSIMBIM CIIOCOOOM 3a4acTyI0 HAMHOTO IOPOXKE, XOTS U JaeT Ooiiee
BbICOKHE nokazarenu Tounoctd MJIOK. CrnenoBarensHo, HE0OOXOIUMO MPUMEHEHHUE BEICOKOTOY-
HBIX METOJIOB U3MEPEHUI M/WIM UX COBOKYITHOCTH JUIS POBEICHUS UCCIICAOBAHUM YHCTHIX BeE-

IIECTB [ UX UCMOJIb30BAHMS B METPOJIOTHYECKOM NpakTuke [17].
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B otedyectBenHoM mokymenTe [11] mansl pekoMeHIaIuy o BHIOOpY MaTepHalia dTaioHa
CPaBHEHHSI U CIIOCOOY OIIEHKH YMCTOTHI, HCXOs U3 1eneBoi HeonpeaeneHHoctu MJIOK. Dtor
JOKYMEHT COTJIacyeTcs C MeXKAYHapOIHBIMU TEHACHIIUSIMH B 00JaCTH METPOJIOTHIECKOTO IIpUMe-
HeHus YucThIX BemiecTB [18,19] u onpoboBan npu yyactuu B cnuueHusx 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] (mpeacTaBieHbI pe3yJIbTaTh, TO-
JTy4eHHbIe KocBeHHBIM criocoboM) 1 COOMET 645/RU/14 «IIunotHble cnuueHus B 00J1acTu u3-
MEpEHHUsI MacCOBOM JIOJM MEIW M IpUMeceil B OECKUCIOPOAHOM MEeAHOU KaTtaHke Mapku KMO
MOO0106 nns ompenenenus 4ucToThl Mean» [21] (mpencTaBieHbl pe3yNbTaThl, MOJYYCHHBIE KaK
IPSIMBIM, TAK KOCBEHHBIM CIIOCO0aMN).

B paborax [18,22] noka3zaHo, UTO BBICOKOUHCThIE MaTE€pPHAIIbl MOT'YT BBICTYIIATh B Kaue-
CTBE MaTEepPHAILHON peanu3aluy eJUHUIIBI MOJIs B MexXayHapOoaHON cHCTeMe €IMHULl BETUYUH
(SI), a ux TpaBUMETPUYECKU MPUTOTOBJICHHBIE PACTBOPHI SIBISIFOTCS MEPBUYHBIMU KaTUOpPOBOY-
HBIMHU PACTBOPaMH U MOTYT IIPUMEHSATHCSI B MHOKECTBE METOIOB KOJIMUECTBEHHOTO XUMHUYECKOTO
aHayn3a. Mmest 1ocTaTOYHO OOJIBIIYIO KOJJIEKLIMIO YHCTBIX BELIECTB, Pa3yMHO HCIOJIb30BATh UX
pactBopsl (primary calibration solution nio [18]) nns xapaktepuszanuu CO pacTBOPOB 3JIEMEHTOB
(secondary calibration solution 1o [18]) MeTo0M BBICOKO3((EKTUBHON CIEKTPOMETPUHU C MH-
JTYKTUBHO CBSI3aHHOMW TUTa3MOM BBUAY BBICOKOU mpenn3uoHHocTH [23,24]. [Ipu sTOM, yuuThiBas,
YTO OTHOCHUTEJIbHAS PACIIUPEHHAs HEONPEEIIEHHOCTh MaCCOBOM J0JIM OCHOBHOI'O KOMITIOHEHTA B
pacTBope uncToro BemiectBa Oyaet nopsaka 0,05 %, oTHOCUTeNnbHas paclIipeHHast HeopeIeIeH-
HOCTbh MaccoBOi gomnu 3Toro komrnoHenta B CO Oynet nopsaka (0,1-0,5) % B 3aBUCMMOCTH OT €r0
CTAOWJIHPHOCTH WJIM HA3HAYEHHOTO CpoKa rogHocTH [25]. Takum 0O6pa3om, MOKET OBITh peasin3o-

BaHa cxeMa o0ecnedeHus npociexkrBaeMocT CO MOHO3JIEMEHTHBIX PacTBOPOB.

1.3 OcHoBHBIE CIOCOOBI XapaKTePU3aLMU CTAHJAPTHBIX 00Pa310B M YHCTHIX BelIeCTB

Jli1g yka3aHHBIX paHee 11eJiell MOXKHO BBLACTTUTh TPU OCHOBHBIX CIIOCO0a XapaKTepu3aluu
CO u 4ucTHIX BemecTs?,

1. 3mepeHue conepkaHust aHAJIUTA MPSMBIM CITIOCOOOM € HCIIOJIb30BaHUEM ITEPBUYHOTO
metona. [Janee (n. 1.3.1) npuBeneH aropuT™ rpaBUMETPUIECKOTO TUTPOBAHUS, KOTOPBIN IIO3BO-
JSIET MOJAy4YaTh pe3ybTaThl C OTHOCUTENbHON CyMMapHOW CTaHAApTHOM HEONPEAEIEHHOCTBIO OT
xapakrtepuzauuu (0,1-0,3) % [11,26].

2. PacueTHo-3KCcIIepUMEHTaIbHAs Mpolieypa NpuroroBieHus marepuana CO u3 4u-

CTOT0 XUMHUYECKOTO COCTMHEHUS C U3BECTHBIM cojiep kanueM ananuTta. Jlanee (1. 1.3.2) npusenex

4 Jlanee paccMOTpEHBI METO/IbI, 33/1EHCTBOBAHHBIE B 1aHHOI pabote npu uccnenosannu DC u CO u/uim peain3oBan-
Hele B 'BOT 196-1.
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OCHOBHOM aJITOPUTM OLIEHKH YUCTOTHI 110 cxeme 100 % MuHyc cymMa mpuMeceil 1 alropuT™ pac-
4eTa [0 IpOoLEeAype IPaBUMETPUUECKOIO IPUTOTOBIEHUS PACTBOPA. DTOT MOAX0/ O3BOJIET 1O-
Jy4aThb pPe3yJibTaThl C OTHOCUTEIBLHOW CyMMapHOM CTaHJapTHON HEONPEAEIEHHOCTH OT XapaKTe-
puzanuu nopsaka 0,05 % [25].

3. V3Mepenue coaepikanusl aHaauTa KOCBEHHBIM criocodom. [anee (. 1.3.3) mpuBeneH
ITOPUTM KOMITAPATHBHOT'O METO/1a BBICOKO3(P(PEKTUBHOM CIIEKTPOMETPHH C MHIAYKTUBHO CBSI3aH-
HOM I1a3MOM, KOTOPBII ITO3BOJISIET IPOBECTH U3MEPEHUS C BBICOKOH MPELIU3MOHHOCTBIO (ITOpsIKa
0,01 % oTH.), a cymMapHasi CTaHAapTHAasI HEONPEAEIEHHOCTh U3MEPEHHH 3aBUCUT OT BBIOPAHHOTO

oOpasma Jj1s KaTmOPOBKH.

1.3.1 IlIpsamoii cniocod u3MepeHnii MaccoOBOIi 101U OCHOBHOI'0 KOMIIOHEHTAa

MeTtoa rpaBUMETPUYECKOTO TUTPOBAHMSI OCHOBAH Ha OOPa30BaHUM MajlO0 JUCCOLUUPO-
BaHHBIX KOMILJIEKCHBIX COCIMHEHHM KaTHOHOB MeTauioB ¢ stuiieHauaMuH-N,N,N’,N’-TteTpayk-
cycHoit kucnoroit (3JITA) o ypasrenuio [27,28] Me?" + H2Y? = [MeY]* + 2H".

ConeprxkaHre HOHOB OMPEIEISAIOT C TOMOIIBIO ABYX albTEPHATUBHBIX MOAXOA0B [27]:
— NpsIMOE TUTPOBaHKE pacTBOpoM aAuHaTtpuesoit conu D/ATA (Tpunona b);
— o0paTHO€ TUTPOBAHUE, MPU KOTOPOM HU30BITOK TPUJIOHA b OTTUTPOBEIBAIOT PaCTBOPOM C1abOTO

KOMHJ’IGKCOO6pa30BaTeJ'I$I KOMIIOHCHTA.

OKBUBAJIECHTHYIO TOUKY P TUTPOBAHUHU OIPENEISIOT € MIOMOILBIO COOTBETCTBYIOIIETO
METAJJIOXPOMHOTO HMHAMKATOpa, KaK TOYKY, COOTBETCTBYIOILIYIO 3KCTPEMYMY IPOHU3BOJIHOMN
(GYHKIIMH 3aBUCUMOCTH ONTHYECKON TNIOTHOCTH TUTPYEMOTO PacTBOPA OT MacChl MPUOABIEHHOTO
pacTBOpa TUTpaHTA.

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

_ MmyAy-(my;—my1)-M

I vare—— (1)
my-AyM m3
— vy . s _ b .Mk
Wo = i (g —m - %) @
yMyo My My
9IS m, — Macca HaBeCKH TpujioHa b, r;

A, — aTTeCTOBAHHOE 3HAYEHUE MACCOBOI 10JIU TpUiioHa b, %;
M,=372,2369 u M — MonsipHbIe MacChl TpUIIOHa b 1 onpenesnseMoro KOMIOHEHTa, COOT-

BETCTBEHHO, T/MOJb [29];

m,,o — Macca IPUTOTOBJIEHHOIO PacTBOpa TpUJIOHa b, T;
Myq ¥ My, — MAcChl pacTBopa Tpuilona b konnentpanueii 0,03 MOJIB/KT, COOTBETCTBYIO-

1IMe MepBOM M BTOPOM TOYKAM SKBUBAJICHTHOCTH, T
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m, — Macca pacTBOpa OIpPEeIIEMOr0 KOMIOHEHTA, J00aBIEHHOTO MOCTIEe PErUCTPALIIH

IEPBOro CKavka Ha KpHBOfI TUTPOBaHU, I';

m4 — Macca onpeacIsIeMoro KOMIIOHEHTA, B3ATOI'0O JJIs1 aHaInu3a, T';

M35, U M) — MacChl pacTBOpa TpHIIOHA b, 106aBICHHOr0 K PacTBOPY M XONOCTOH 1pobe,

COOTBETCTBEHHO, T;
m$ u mP — macce pacTBOpa KOMILIEKCOOGPA30BaTENIsl, H3PACXOJOBAHHOIO HA THTPOBA-

HHUC paCTBOpa U XOJIOCTOM HpO6BI, COOTBECTCTBECHHO, T.

1.3.2 KocBeHHBIH c1I0c00 onpeaeTeHusi MACCOBOM /10J1M OCHOBHOI'O KOMITIOHEHTA

s onenku MJIOK moryT ObITh ucnionb3oBanbl hopmyisl [11] (mogpobduee B 1. 2.2):

n r y .
w:IOO—Zx,.—Z?" (3)
i=1 j=1 ,
B 3. s(BV)‘ ;
T T 4)
j 7
n 1 r
Uk=2)=ku,=2-u, =2 Zu(xl.)2+22yj2 )
i=l j=l
rie X; - pe3yJIbTaT BOCIIPOU3BEJACHHS MAaCCOBOM JIOJIH 1-i OOHApY)EHHOH puMecH, %o;

N - KOJIMYECTBO OOHAPYKEHHBIX IPUMECEH;
Y;j - penies 00HapyXeHus j-i npumMecH, %o,
7 - KOJIMYECTBO MPEETIOB OOHAPYKEHUS;

b:

; - KOOQ(GUIMEHT HAKIIOHA TPAlyMPOBOYHOMN XapaKTEPUCTHKHU IS j-H IPUMECH;

S(BV); - cTanapTHOE OTKIOHEHHE PE3YIbTATOB M3MEPEHHH, TIOTy4E€HHOE Ha (POHOBOM
pacTBope U1 j-i IPUMECH;
u(x;) - crangapTHas HEONMpeAeNIEHHOCTh U3MEpPEHUH iI-ii mpumecH, %o;

Yj . .
u(y;) = ’T - CTaHJIapTHAs HEONPEIEICHHOCTh U3MEPEHHH MTpe/IesIOB OOHAPYKEHHUS j-1

npumecH, %o.

[Ipu sTom n + r He MeHee 91 71 YUCTHIX METAJIOB M MOKET OBITh MEHBIIIE JJI COJIeH
Y OKCHJIOB Ha TO KOJMYECTBO JIEMEHTOB, KOTOPHIE BXOJAT B COCTaB UCCIEAYEMOIO BEIIECTBA.

MaccoByto 710110 OCHOBHOTO KOMIIOHEHTa B PACTBOPE PACCUUTHIBAIOT 1O Gopmyiie [25]

maw- (22 1)
X = Kstap * Knomo * Kevap | wo + m, - (papr_ 1) ’ (6)

Pn
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rae Kstaps Knomor Kevap — K09 UIIMEHTBI, CBA3aHHBIE ¢ BPDEMEHHON CTaOMIILHOCTBIO, C O1-
HOPOJHOCTBIO U C BO3MOKHBIM HCIIAPEHUEM pPacTBOpa B IMpOIlecce MPUTOTOBIECHUS COOTBET-
CTBEHHO (B pacueTax IpUHUMAIOTCS PaBHBIMU 1, @ UX HEONPEIETICHHOCTH YCTaHABINBAIOTCS JKC-
NEPUMEHTAJIBHO);

W, —MaccoBas J10Jisl OCHOBHOTO KOMIIOHEHTA B OJIaHKe (B MpUMEpPE HIKE BETMYMHA TIPU-
HATa paBHOH () C HEOPeIeIEHHOCTHIO B BUJIE IIpeieia OOHApYKEeHUs);

m,, — Macca HaBeCKH UCXOJHOr0 MaTepuasa (YMCTOro MeTasia);

m, — Macca pacTBopa;

W — MaccoBasi JA0Js1 OCHOBHOTO KOMIIOHEHTA B HCXOJJHOM MaTepHale;

Pa Pr» Pn — IUIOTHOCTH BO3TyXa, pACTBOPA M UCXOJIHOTO MaTepHalia COOTBETCTBEHHO.

1.3.3 KomnapaTuBHbIii c11ocod nepeayu eJUHULBI BeTHYNHBI

[Tepenava eauHUI MacCOBOM JTOJM M MacCOBOH (MOJISIPHOM) KOHIICHTPAIIMA KOMITOHEH-
TOB Ha STAJIOHE OCHOBaHA Ha UCIOJIb30BAHUN BHYTPEHHETO CTaHIapTa U MPOUCXOAUT ITyTEM MHO-
TOKPATHBIX KOMITAPATUBHBIX U3MEPEHUI OTHOCUTEIBHBIX HHTEHCUBHOCTEH BHIXOIHOTO CUTHAJIA B
pacTBOpax UCCIEAYEMBIX U KanuOpoBOUHBIX 00pa3uoB [24,14] (moxpobuee B 1. 4.1.2).

B o0uiem Buae pacuer MaccoBOM JI0JIM 3J€MEHTa B aHAJIM3UPYEMOM pacTBOPE MPOU3BO-

IuTCs 110 hopmyie

Ig'Ky
w=Ww," Y
r Ir'Kq (7)
rac Ir u Ia — OTHOCHUTCJIbHBIC UHTCHCUBHOCTH aHAJINTA U BHYTPCHHECTO CTaHAapTa B Kann6p0—

BOYHOM M aHAJTM3UPYEMOM 00pa3iax COOTBETCTBEHHO;

K, n K, — k03 PUIIMEHTHI TpaBUMETPUYECKOTO pa30aBiIeHMs KaTMOPOBOYHOIO U aHAJIH-
3UPYEMOT0 PACTBOPOB COOTBETCTBEHHO;

W, — MaccoBas A0 (MaccoBasi (MOJISIpHAs) KOHIICHTPAI[Us ) KOMIIOHEHTa B KaTMOPOBOY-
HOM pacTBOpE, MI/T.

TakuMm 00pa3oM MOXKET OCYIIECTBIISATHCS Tepeaada eIUHUI BEIMIMH MAacCOBOU JIOJH U
MacCcOBOM (MOJIIPHOI) KOHIIGHTPAIIMA KOMIIOHEHTOB OT KaaTuOpOBOYHOTO 00pasiia U €e BOCIIPO-

HU3BCACHUC B X XUIAKUX U TBEPABIX 06pa3uax.

1.4 OOecneyeHue NPOCJIEKUBAEMOCTH

[Ipu ocyliecTBIEHUU XapaKTepH3alMM KaK CTaHIAPTHBIX 0Opa3IoB, TaK U 3TAJOHOB
CpaBHEHHs HEOOXOAUMO MPHUAEPKUBATHCS PUHIMIIOB 00eCTIeueHHsI METPOJIOTHUECKON MmpocIie-
KMBACMOCTH M3MEPEHUIN aTTECTYEMOW XAPAaKTEPUCTHKH, T.C. ONPEACIUTh CBA3b KAKIOWU BEIIU-

YUHBI, BXOJAIICH B ypaBHEHHE H3MEPEHUH C SIMHUIIAMH MEKTYHAPOIHOW CHCTEMBI ITIOCPEICTBOM
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ATAJIOHOB 3TUX eauHUI. ABTOpHI [30] paccMaTpuBarOT MPOCICKUBAEMOCTh U3MEPEHUN B XUMUU
KOMILJIEKCHO U BBIJEJISIFOT CJIEIYIOLIUE COCTaBIIsIoIure (pUCYHOK 1):
— MPOCIEKUBAEMOCTh pe3yJjIbTaTa aHAIM3a KaK €ro CBOWCTBO, OJHO3HAYHO CBA3aHHOE C HAIIHO-
HaJIbHBIM JTAJOHOM Y€pe3 HEPA3PBIBHYIO JOKYMEHTUPOBAHHYIO LIETIOYKY CIIMYEHHUH U OCHOBAH-
HOE Ha MpociiexuBacMocTd 3TalioHoB (CO), 000pyA0BaHUS U METOAOB, IPUMEHSAEMBIX JJIs TIOJTY-
YEHHSI 3TOTO Pe3yNbTara;
— npocnexuBaemMocTs 3TanoHa (CO) kak CBOMCTBO €ro aTTeCTOBAaHHOIO 3HAYEHHS, OJHO3HAYHO
CBSI3aHHOE C HAI[MOHAJIBLHBIM 3TAJJOHOM Yepe3 HePa3pbIBHYIO TOKYMEHTHPOBAHHYIO IIEMIOYKY CITU-
YeHUI 1 OCHOBAHHOE Ha JAaHHBIX O €TI0 XapaKTCpu3aluu, CTaOMIIBHOCTH U OOIHOPOJHOCTH,
— MPOCIEKUBAEMOCTh 000PYAOBAaHUS B BUJIE YIIPABICHUS TUM 000pyI0BaHUEM, BKITIOUYAs Kaluo-
POBKY, HACTPOMKY, TEXHUUYECKOE OOCITYKUBAHUE, PETUCTPALIMIO COCTOSIHUSI, TOJIOMOK U T.I1.;
— MPOCIEKUBAEMOCTh METO/IMK aHAIN3a, KaK CIIOCOOHOCTH ATOW METOAMKH MPEIOCTABIATh MPO-

CJIC)KUBACMBIC PC3YJILTATHI ITOCJIC COOTBCTCTBYIOIHGﬁ BaJInJallvu.

METHODS

9
\»} 0‘9« PRIMARY
QSO\) 0?9- & METHOD
< &99 WELL-STATED LABOS? TORY
9({’0_ ng:ﬁgzg«g EXCELLENCE
GROUP OF
SIUNIT LABORATORIES
IN A SYSTEMATIC
PT SCHEME

eE o TRACEABLE

— = 1
RESULTS
| — el
SAMPLE
ALIQUOTS

Pucynok 1 — CocraBisioniye npociaexuBacMOCTH XUMUYECKUX U3MepeHuit [30]
Jliis mpsiMoro crocoba ompesieNieHuss MacCoBOM 10 ocHOBHOTO kKommnoneHnTta (MJIOK)

B YHCTHIX BEIICCTBAX METOAAMHU KYJIOHOMETPHH IIPOCIIC)KNBACMOCTDH obecneunBaeTcs IIyTeM IIpu-
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MeHeHHUs 3akoHa Papajes, rae NpocaeKMBaEMOCTh YCTAHOBIICHA 1O 3HAYEHUsI KOHCTaHThI Dapa-
nest [31] u 10 OCHOBHBIX €UHUIL — aMIiep, KWJIorpaMM U cexkyHaa [32,33,5] u, B ciiy4yae ¢ rpaBu-
METPHUYECKUM TUTPOBAHUEM, K TUTPAHTAM, OXapaKTEPU30BAHHBIM a0COIIOTHBIM METOIOM.

Urto kacaeTcsi KOCBEHHOTO IOJIX0/1a, TO 37eChb HEOOXOIMMO YCTaHOBUTH MPOCIIEKUBaC-
MocTh uepe3 npumensiemble CO aiist KaIuOpPOBKH Macc-CIIEKTPOMETPa ¢ UHIYKTUBHO-CBA3aHHON
wiazmoit (MC-HCII). DToT mporiecc B HEKOTOPOM CMBICITIE UTEPAIIMOHHBIN, T.K. OOJbIIAs 4acTh
3TuX CO HMMeeT yCTaHOBJIEHHYIO MIPOCIEKUBAEMOCTD YE€Pe3 TUTPUMETPUIO C IPUMEHEHUEM THUT-
paHTOB, oxapakTepu3oBaHHbIX Ha DT 176 no ocHoBHBIX eauaul] CU u PpyHIaMeHTaIbHBIX KOH-
ctanT. OJIHAaKO B TeX cly4yasxX, KOrJa B MaTepHale STaloHa CpaBHEHHs] OOHAPYKEHO 3HAUYUTEIb-
HOE CojiepXaHue IpUMecHOro aieMeHTa, CO KOTOpPOro He MMEET YETKOM IpPOCIIEKUBAEMOCTH,
HEOOXOMMO YCTAaHOBUTDH 3TY IMPOCIEKUBAEMOCTh JINOO MPSIMBIM CIIOCOOOM, JIMOO KOCBEHHBIM,
KOTOPBIiA B CBOIO OUEPEIb MOKET CTOJIKHYThCS C MOJI00HOMN MpoOIeMOiA.

Jliia obecriedeHus MpOCIeKMUBAEMOCTH NIEpeaul eUHUI] BEIMYNH COACPHKAHHUSI KOMIIO-
HEHTOB B HEOPTaHUYECKUX BEILECTBAX U MaTepHalaX B Pa3IMUHBIX CTPaHAX UCIOJIb3YIOTCS CXO/I-
HBIE cXeMbl. Pa3paboTaHbl mepBUYHBIC CTaHJAPTHBIE 00Pa3Ibl COCTaBAa HEOPTAHUYECKUX MaTepH-
aJoB, 0OBIYHO MPECTABIISIONINE COO0 BHICOKOUHCTHIE METAJUIbI, UX OKCUABI WIH COJIU. DTU 00-
pasiibl IEMOHCTPUPYIOT HAUBBICIIINE U3MEPUTENbHbIE U KATNOPOBOYHBIE BOBMOKHOCTH, U Macco-
Basl J10JI1 OCHOBHOI'O KOMITOHEHTA B HUX MPOCJIEKNUBAIOTCS HETIOCPEICTBEHHO K CUCTEME €TUHUIL
CH. 1ns arrecTanyu Takux 00pa31ioB UCIIONIB3YIOT IEPBUUHBIE METO/IbI, K KOTOPBIM OTHOCSAT I'pa-
BHUMETPHIO U KYJTIOHOMETPHIO (HCCIeI0BAaHUS, TPOBOANMBIE HAITMOHATEHBIMU METPOJIOTHYECKUMU
unctutyramu (HMW) Kananger u I'epmManuu, moka3pIBalOT, 9TO B KAYECTBE MEPBHUYHOTO MOXKET
TaK)K€ pacCMaTpUBATHCSA METOJ MacC-CIEKTPOMETPUH C TIICIOIIHUM Pa3psIoM), a TaK K€ IPOBOJASAT
MexyHapoanble cnuyenus noj srugod KKKB MKMB. [Ins nepenadud eIuHUIl TOTOBAT CTaH-
JapTHBIE 00pa3Ibl B BHJIE MOHO- UJIM MYJIBTUAJIEMEHTHBIX PACTBOPOB, UCTIONB3YS TPaBUMETpUYC-
CKYIO IIPOLIEAYpPY IPUTOTOBIIEHUS U OLIEHUBAs COACPKAHNE KOMIIOHEHTOB B HUX JIPYTMMH 10X O-
nammmu Metoaamu [34]. PactBopsl anemenToB HMU npocnexuBaioT 10 pacTBOPOB NEPBUUHBIX
CO. Ipyrue uzroroputenu CO mpou3BOISAT CBOM KOMMEPUYECKHUE PACTBOPBI, JOCTYIHBIE IS JIFO-
ObIX OpraHu3alMii M HCIBITATeNIbHBIX Ja00paTOpUid, KOTOPBIE MPOCIEKUBAIOTCS O PACTBOPOB
JJIEMEHTOB, BbllTyckaemMblx HMMU.

Tax, nanpumep, B CLLHA pa3zpabotansl crangaptaeie o0pasziusl SRM cepun 3100 [35],
MPEJICTaBIISIIOIINE COOO0M Psii paCTBOPOB BHICOKOYMCTHIX METAIIJIOB MJIM HEOPTraHUYECKUX COEIH-
HEHUI B KMCI0Tax WK Boje. OTHOCUTENbHAS pacIIipEHHAasi HEOIPEAEIEHHOCTh aTTECTOBAHHBIX
3HAYEHUI MAacCOBOM 10U KOMIOHEHTa HaxoauTces Ha ypoBHe (0,1-0,3) %. YcraHnoBneHnue mer-

POJIOTHYECKUX XapaKTEPUCTHK ITUX CTAHIAPTHBIX 00pa3lloB MPOBOIAT MO MPOLEAYPE IPAaBUMET-
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PHYECKOI0 MPUTOTOBJICHUS C IIPUBJICYCHUEM JAHHBIX aHAJIN3a, BHIIIOJIHEHHBIX Pa3IMYHBIMU ME-
TOJIAaMH: ONTHYECKON smuccuoHHol criekrpockonuu (HP ADC-UCII), nonHoi xpomarorpaduu
(HP IC), macc-cnexrpomerpuu (ID-CV-MC-UCII). U3mepenune conepxaHusi npuMeceil yriepojaa
U CepbI BBIITOJIHSAIOT 10 aHAJIU3Y NPOIYKTOB CTOPAHHUS, Ul OOJIBIIMHCTBA YJIEMEHTOB UCIIOIb3YIOT
pasnuyHbie BapuaHThl Macc-ciektpometpun (GD-MS, LS-MS, SS-MS, wiin MC-UCII). ITpocae-
KMBAEMOCTb aTTECTOBAaHHBIX 3HAYEHUH 00eCreunBaeTCs NpoLeypoil TpPaBUMETPUIECKOTO MPH-
TOTOBJICHHS pacTBOPOB BhICOKOUMCTHIX BemiecTB (NIST Primary Materials) n ux cpaBHeHHEM C
pactBopamu («primary standards)), MpUrOTOBIEHHBIMU W3 BBICOKOYMCTBIX BEILIECTB, MAcCOBas
JI0JIsI OCHOBHOT'O BEILIECTBA B KOTOPBIX YCTAHOBIIEHA 10 CXEME «CTO MUHYC npumecn» [36,23].

B Mekcuke nensto npoekta EMPR sBnsiercst obecrnieuenne 10CTOBEPHBIX pe3yJIbTaTOB
U3MepeHuil myTém obecrieueHus ux npociuexuBaeMoctu k equnuinam CU [37]. B kauectse BbIco-
KOTOYHBIX MEPBUYHBIX METOJIOB, HE TPEOYIOIUX IPATyUPOBKU, UCIOJIB3YIOTCS KyJIOHOMETpHUYE-
CKO€ TUTPOBAHUE U I'PaBUMETPHUs (/17151 BHICOKOUUCTBIX CoJiei — OmdTanara Kaiaus, AMXpomara Ka-
must, DJATA) (pucynok 2). B kagectBe BTOpHUHBIX (pe()epEeHTHBIX ) METOIOB IPUMEHSIOT BECOBOE
NOTEHLIMOMETpUYECKOE TUTpoBaHue, aekrporpaBumerputo, ADC-MCII (BbIcOKOUYHCTBIE Me-
TaJIJIbl: LIWHK, ATFOMUHUHN, MarHuii, MeJib, HUKeJb, XpOM, KaaMuii). Jls1si IpUroToBIEHUs CTaHIapT-
HBIX 00pa3loB Ul IPaAyHpOBKHU HCIONb3YyeTCs IpaBUMETpUUecKas npouenypa. I[Ipocnexusae-
MocTb Kk cucreme CU obGecrnieunBaeTcsi B TOM YKCIIE U MEKIYHApOIHBIMU HccieoBaHusAMU. Tak,
JUISL OTIpEe/IeTICHUS TpUMEcel METallIOB U HEMETAJJIOB B COJISIX MPOBOJISATCS COBMECTHBIE PaOOTHI

¢ Kananoii.
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Pucynok 2 — Onpenenenue 4ucToThl BbiIcOKounCThIX coseil B CENAM, Mekcuka [38]

B KHP pazpaboransl CRM, npeacrasnstone co6oi 0J1HO- MM MHOT03JIEMEHTHBIE pac-
TBOPBI C OTHOCHUTEIIBHON PaCIIMPEHHON HEONPENEIEHHOCThIO aTTECTOBAHHOTO 3HAYEHUSI MacCo-
BOI JOJM WJIM MAacCOBOM KOHIIEHTpPAIL[MU AJIEMEHTOB-METAJUIOB WM aHUOHOB (HUTpPAT, HUTPHUT,
xJyiopua, 6pomar, propun) ot 0,2 1o 1,5 %. Takxe pazpaboTanbl cTaHIAPTHBIE 00PaA3Lbl BHICOKO-
YHUCTBIX XJIOpUa HaTpus, KapOOoHaTa HATpus, XJIOpUAA Kallus, TUXpomara Kanus, gocdopa, ok-
CHJa IIMHKA C MAaCCOBOM J10JIe OCHOBHOTO BelecTBa 6oiiee 99,9 % 1 OTHOCUTENHHOM pacIINpeH-
HOM HeonpeaeNEéHHOCThIO aTTECTOBAHHOTO 3HaYeHUs1, cocTaBisitoneit ot 0,005 no 0,04 %.

J1J1s KOJIMYECTBEHHOT'O ONIPEIEICHUS COJEPKAaHUS TPUMECEN UCTIONIb3YIOT METO/IBI KYJIO-
HOMETpPUHU, OOBEMHOIO TUTPOBAHUS, IPAaBUMETPUIO M MOHHYIO XpomaTorpaduto. Onpenenstor
npumecu 72 metamos, H, C, N, O, S, 9 panuoakTUBHBIX 3JIEMEHTOB U 5 0J1aropoHBIX ra3oB.

B SInonum oGecrnieueHue nepenayu pasMepa eIWHULl BEJIMYUH COJIep KaHNs KOMITOHEH-
TOB JOCTUTAeTCsl MyTEM HCIOJIb30BAaHUS IOCIIEI0BATENbHBIX KaTHMOPOBOK C HCIOJIb30BAaHUEM
CTaHJapTOB 00Jiee BEICOKOTO YPOBHsI, XapaKTepU3yIOIUXCS MEHbIEel HeonpeaenEHHoCThIo [39].
Ha BepmmHe 3TOil cXeMbl HAaxXOJATCs HAalMOHAJbHBIE CTaHIAApPTHI, pa3padarbiBaemble NMIJ
(National Metrology Institute of Japan) u mpexycMoTpeHHBIE yKa3aMu MUHHCTEPCTBA IKOHO-
MUKH, TOPTOBIIU U MPOMBIIUIEHHOCTH. KannOpoBodHble 1a00paTopuu akKpeIuTYIOTCSI HHCTUTY-

toMm NITE (National Institute of Technology and Evaluation). Ctanmaptabie ycTpoiicTBa, padboTa-
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IOIUE B aKKPEIUTOBAHHBIX JIAOOPATOPHSIX, HA3bIBAIOTCA BTOPHUUYHBIMH HM3MEPHUTEIbHBIMU CTaH-
JapTamMy ¥ KaTUOPYIOTCS TI0 IEPBUYHBIM CTaHiapTaM. PedepeHTHbIe MaTepHaibl, IPOU3BOANMBIE
UMM, HA3bIBAIOTCS BTOPUUYHBIMU pedepeHTHBIMU MaTepUaTaMu M KaMOPYIOTCS 1O MEPBUYHBIM
RM.

Pa3zpaboranbl cranmapTabie pacTBopbl 40 31eMeHTOB, emé 13 HaxoasTcs B pa3paboOTKe.

Bce npoussoaumeie NMIJ pedepeHTHBIE MaTepHaibl MOXKHO Pa3eIuTh Ha TPH TPYIIIIHL:

1) maTepuabl, CyKaiire OCHOBOU JJII XUMHUYECKUX U3MEPEHUH (ra3bl, paCTBOPHI HEOP-
FaHWYECKUX W OPraHUYECKUX COCIUHEHHUM), akkpenuTtoBanHble cucteMoit JCSS (Japan Calibra-
tion Service System),

2) maTpuuHbIe peepeHTHBIC MaTepHAIIbI, IPUTOTOBJICHHBIE HA OCHOBE MIPUPOTHBIX 00B-
€KTOB,

3) cnenuanbHble peepeHTHbIE MaTEePHUAIIbl, UCIIONb3YEMbIe B U3MEPEHUSX, CBA3AHHBIX
C MOTPeOHOCTSIMH COBPEMEHHOM MPOMBIIUIEHHOCTH.

st pactipoctpanenusi CRM roTOBSAT 1Ba HE3aBUCHMBIX PAacTBOpPa BECOBBIM METOIOM.
OnuH pacTBOp pa3lessitoT Ha AEBATh OYTHUIOK U MCIIOJIBb3YIOT Ul pacnpocTpaHenus. pyroii uc-
MOJIB3YIOT JUIsl CPAaBHEHUS C IBYMsl OYTBhIJIKaMU MEepBOro pacTBopa. Paspaboransl KpuTepuu, npu
COOJTIOJIEHNH KOTOPBIX CPaBHEHHE MTPU3HAIOT YCIEIIHBIM.

[Ipu ananu3e 00BEKTOB OKPYXkAKOIIEH CPe/ibl, MUIIEBBIX MPOJTYKTOB U MPOMBIIIJIEHHBIX
MaTepuajoB UCMONb3yIOTCs 00pa3isl JCSS, npu HEBO3ZMOXKHOCTH MX HCIIOJI30BAHUS — JIIOOBIE
apyrue CRM. Matpuunsie CRM 1 CRM BBICOKOUHCTBIX BELECTB PACIIPOCTPAHSIOTCS ISl BCEX
nojb3oBaresel, Bkiovas 3apyoexxusie HMU. CranpapTHble pacTBOpbl HOHOB MeTauioB U pH

pacnpocTpanstores B 3apyoexusie HMU (pucynok 3).
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Pucynok 3 — Cxema pacrpocTpaHeHHs CTaHAAPTHBIX 00pa31oB
COCTaBa BELIECTB U MAaTEPHAIIOB B SIOHUM

JUisl OLIEHKHM YHMCTOTHI HEOPraHWYECKHX MAaTepHaJoB IMPSMBIM CIIOCOOOM (M3MepeHue
MaccOBOM J0JM OCHOBHOTO BEIECTBA) MCIOIb3YIOTCSI METOABI TPAaBUMETPHUH, KYJTOHOMETPUU U
TUTPUMETPHH, OCHOBAaHHBIE Ha peakluax KoMiuiekcoodpazoBanus ¢ D/ITA, okucaureabHO-BOC-
CTAaHOBUTEJBHBIX PEAKIUAX U PEAKLUAX OCAKACHUS (PUCYHOK 4).

Jlns onpeneneHus cCoAep)KaHus IpUMeceil B HEOPraHMUeCKuX MarepHuaiax (OLeHKa 4u-
CTOTBHI KOCBEHHBIM CIIOCOOOM) PUMEHSIOT METO/IbI AaTOMHO-a0COPOIIMOHHOM CIIEKTPOCKOINH, OTI-
TUYECKOM SMHCCUOHHON CIIEKTPOCKONHH C MHAYKTUBHO cBsi3aHHOM 1uazmoit (ADC-UCII), non-
HOM Xpomartorpaduu, HeHTPOHHBIN aKTUBAI[MOHHBIN aHaNIN3 (B YaCTHOCTH, JISl ONIPEJIETICHHUS Clle-
JIOB KaJIMUs1 B LINHKE BBICOKOW YHCTOTBHI), @ TAKXKE MACC-CIEKTPOCKOINN Taerouiero paspsaa (GD-
MS).

Pa3paboranHble cTaHIapTHbIE 00pa3lbl BHICOKOUHUCTHIX HEOPTaHWYECKUX COETUHEHHM
BKJIIOYAIOT B ce0s1: ruApodTanar Kainus, AMXpoMaT Kallns, kKapOoHaT HaTpusl, UOAAT HATpus, OKca-
JaT HATPUs C aTTECTOBAaHHBIMHU 3HAUEHUSIMH MAaCCOBOM J10JIM OCHOBHOTO BemecTBa 6oiee 99,9 %
u pacmupenHoi HeomnpenenéHuocTpio (0,01 — 0,02) %. B pa3paboTke HaxXoaATCs CTaHIAPTHBIC

00pa3Iipl cocTaBa XJIOPHIa HATPUs, IIMHKA, XJIOPHIa aMMOHHUS | T.]I.
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Concentration comparison by titrimetry
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Pucynoxk 4 — Cxema onpe/iesieHus: YUCTOTHI HEOPTaHUYECKUX COSTMHEHUM U 00eCTICUeHUsI
npociexuBaeMocTu K ennaunam CU

CrnenyeT OTMETHUTbH, YTO OOINBIIOE BHUMAHUE pa3paboOTKe MPUHIIMIIOB HCIIOJIB30BAHUS
Merona GD-MS B kauecTBe NEPBUYHOTO ISl OLICHUBAHUS COJAEPKAHUS MPUMECEH B BHICOKOUH-
CTBIX HEOpraHudeckux marepuanax ynenserca B Kanage n I'epmanun. Pesynbrar nsmepenunii
MerogoM GD-MS npocnexuBaercs k eguHunaMm cucteMbl CH depe3 M3BECTHBIC MOTEHIHAIIBI
noHu3auuu. Ho 17151 BelecTB BHICOKOM YMCTOTHI HEONPEIEIEHHOCTh ONPEACIIEHUS] YUCTOTHI Me-
TaJUIOB CTAHOBUTCSI HE3HAYMMOM OTHOCUTEIBHO KOHEUHOI'O PE3YNbTaTa U3MEPEHUM, U METO]T MO-
JKET UCIIOJIb30BAThCS B KAUECTBE MPSMOTO MEPBUYHOTO MeT0/1a 6€3 HEOOXOAMMOCTH HCTIOIb30Ba-
HUS CTaHJAPTHBIX 00pa3IloB.

J11s1 oTleHUBaHUSI METPOJIOTUUECKHUX XapaKTEPUCTUK IEPBUIHBIX CTAHIAPTHBIX 00PA3I0B
(PRM) cocTaBa BBICOKOYHCTBIX METAIOB B ['€pMaHMM HCTOIB3YIOTCS CIEAYIOIIHNE METOJIBI:
macc-cnekrpomerpust (HR-MC-UCII, LA-MC-UCII), cratuueckasi Macc-COEKTPOMETPUS IS
WHEPTHBIX Ta30B; aTOMHO-a0COPOITMOHHAS CIIEKTPOMETPHS, aTOMHO-IMHUCCUOHHAS CTIEKTPOMET-
pYs ¢ UHIYKTUBHO-CBSI3aHHOMW TIJIa3MOM, CIEKTPO(OTOMETpPHs, BOCCTAHOBUTEIIBHOE U OKHCIIHU-
TEJIbHOE IJIaBJIEHUE, HEUTPOHHO-aKTUBALIMOHHBIN aHaIN3, MOH-CEJIEKTUBHBIM 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 1S
validation check of

additional information dissolution step

Pl

Non-metal
determination certified combined
CGHE; PAA uncertainty
nuclear methods value (GUM)
B 1 Cepaatwant of Anak byl Chame iy | Asferenos Py isrisk: 1}.11. X115 13

Pucynok 5 — MeTobl, ucniosb3yemblie AJis cepTUUKAIIH
NEPBUYHBIX CTaHIAPTHBIX 00pa31oB (BAM, I'epmanus)

CXCMy MMPOCIICIKUBACMOCTH IIEpCAadn CAUHUL BEJIMYHUH COLACPIKAHNUA KOMIIOHCHTOB B HC-
OpTraHHUYCCKUX BCHICCTBAX U MATCpUATIAX B FepMaHI/II/I MOKHO NIPCACTABUThL B BUAC CXCM HA pH-

CyHKax 6 u 7.

Cucrema CU

L

[IepBruHBIE CTaHAPTHI

1L

[lepBuyHbBIE KATMOPOBOYHBIE PACTBOPHI

I

[IpocnexxnBaemMbie KOMMEPUECKHE PACTBOPHI JIJISl TIEpeIaun €UHUIT

II

PesynbTaTel n3MepeHuii B 1abopaTopusax

Pucynok 6 — Cxema npociie:;kuBa€MOCTH PE3yJIbTaTOB U3MEPEHUI
k equaunam CU (BAM, I'epmanus)
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PazpabGotanbl mepBUYHBIE CTaHIApTHBIE 00pPa3lbl BHICOKOYHMCTHIX METAJUIOB (KEle30,
Me/lb, CBUHEIl, BUCMYT U JIp.) U HEOPTAHUYECKUX COJIeH (XJIOpUA Kalusi, XJIOPHUI HATPUS U Ap.)
C MaccoBOM J0JI€i OCHOBHOTO BelecTBa He MeHee 99,9 % u pacmrpeHHON HeonpeneaEHHOCThIO
arrectoBaHHOTro 3HaueHus1 ot 0,001 % no 0,01 %. [1pu 3TOM BenMUMHBI pACIIMPEHHOMN HEOlIpeae-
NEHHOCTHU COJIEPIKaHUS PIIEMEHTOB B PACTBOpaX, MPUTOTOBIICHHBIX TPABUMETPHYECCKUM METOI0OM
U3 JIAaHHBIX TBEPJIBIX BHICOKOUHCTHIX BellecTB, coctapiseT oT 0,1 1o 0,3 %. Dtu oOpasibl npume-
HstoTes Toibko HMU s nepenayuu equau.

DTanoHbl CPaBHEHHSI B BUJIE BHICOKOUMCTBIX BEIIECTB, KaK U UX 3apYOEKHbIC aHAJIOTH:
Primary reference material; primary material [23], npuHIMNIHANBHO OTJIMYAIOTCS OT YMCTHIX Ma-
TEPHUAJIOB, TIPECTABICHHBIX Ha PhIHKE, TIPEIKIC BCETO JOCTOBEPHOCTHIO U MIOJIHOTOU ONIPEICIICHUS
MacCOBOM JI0JIM OCHOBHOTO KOMITOHEHTA M MOT'YT OBITh HCITOJIb30BaHbI KaK OCHOBA JJIsl oOecriede-
HUS IPOCIICKUBAEMOCTH U3MEPEHU €AMHULL BEIMYUH, XapaKTePU3YIOLINX COCTAB BEIIECTB U Ma-
TepuaioB. YUuTbIBasg MexayHapoaHblii ombIT [10,17], mpenctaBisercs pa3yMHBIM CO3/1aHUE
HUEePAPXUUSCKON CUCTEMBI TIepeIavur SIMHHUI] BETUYHH BO IJIaBE C dTaJJOHAMHU CPaBHCHHSI U Jajiee
yepe3 ux pactBopsl (Primary calibration solution; primary element solutions [40]) k kommepue-
CKUM CTaHJApTHBIM 00OpasiiaMm, ¢ MOMOIIBID KOTOPBIX MPOBOAST KaTUOPOBKY aHATHTHUYECKOTO

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

O6pasey, X
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na6opatopum P obpasly X -~
Y Y Y ‘ \  MeToaukm
/) 13MepeHuit
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Pucynok 7 — llenmoyka METpOJIOTMYECKON MPOCIEKUBAEMOCTH JIJIs1 3JIEMEHTHOTO aHanm3a. OHa
MOKA3bIBAET CBsI3b MACCOBOM JIOJIH Wy DJIEMEHTa B Heu3BecTHOM obpasie X ¢ CU
(MexnyHapoaHas cucteMa equHuil u3mepennil). NA — nmocrosaaas ABoranpo; Urel —
OTHOCHUTEIIbHAs paclIupeHHas HeonpeaeneHHocTs (k=2; P=0,95) [41,42]
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BriBoarbl o riase 1

1. Ananu3 nuTeparypbl MOKa3aJl MIMPOKOE PACIpPOCTPAHEHUE CIIEKTPAbHBIX METO0B
aHajiM3a XuMu4deckoro coctaBa u npumeHuMoctb MC-UCII ajist OLleHKH YKMCTOTHI BEIECTB IS
CO3/1aHMSI Ha UX OCHOBE 3TasIoHOB cpaBHeHus, a ADC-UCII ans xapaxkrepuzaunn CO pacTBOpoB
3JIEMCHTOB.

2. IIponeMoHCTpUpOBaHA MPUHIMIHAIBHAS BO3MOXKHOCTh OOCCTICUCHHS] METPOJIOTHYC-
CKOM MPOCIC)KMUBAEMOCTH TIPH Iepeade ¢AMHHUI] BEIMYUH OT 3TaJIOHOB CPABHEHHUS B BUJIE YUCTHIX
BerectB CO, mpeaHa3HAYCHHBIM JIJIs1 KaTHOPOBKY aHATUTHYECKOTO 000PYIOBaHUS KaK B METPO-
JIOTUYECKHX 3a/layax, TaK U MPU MIPOBEACHUN PYTUHHBIX U3MEPECHUM.

3. BolsiBNeHBI HEIOCTATKH CYIIECTBYOIIEeH HOMeHKIaTypsl CO yTBEp:KIEHHBIX THUIIOB

KaK B KOJIMYCCTBCHHOM BBIPA>KCHUHU, TdK U B UX KAYCCTBCHHBIX XaPAKTCPHUCTHUKAX.

Ha ocHoBaHUM MpOBEACHHOTO aHANN3a C(HOPMYITHPOBAHBI CIEAYIONINE 3aJa9u:
— MIPOBECTH aHAJIN3 AJITOPUTMOB OLIEHKU YHCTOTHI KOCBEHHBIM CIIOCOOOM C LI€/IbI0 BHIOOpPA OINTH-
MaJIbHOI'O;
— IPOBECTH IKCIIEPUMEHTAIBHBIE UCCIIENOBAHNS MATEPUAJIOB ITAJIOHOB CPAaBHEHUS JJISl OLIEHKH
UX OAHOPOJHOCTHU
— pa3paboTaTh 3TAJIOHBI CPABHEHUS B BHJIE BBICOKOYUCTHIX BELIECTB HA OCHOBE BHIOPAHHOTO ajl-
TOpUTMa;
— MPOU3BECTH BBHIOOP ONTUMAIIBHBIX NTAPAMETPOB U3MEPEHUN Ha AaTOMHO-3MHUCCHOHHOM CIIEKTPO-
METpE C L[eIbI0 NOBBIIIEHHUS] TOYHOCTH U3MEPEHUI MTPH XapaKTepU3alMi CTaHIapTHBIX 00pa3lioB
pacTBOPOB 3JIEMEHTOB;
— MPOBECTU HKCIEPUMEHTAIbHBIE MCCIEI0BAaHUS YIIAaKOBKH CTAHJAPTHBIX 00pa3lloB pacTBOPOB
3JIEMEHTOB JUIs OLIEHKU CTa0MJILHOCTH MaTepualia U pa3paboTaTh MpoLeyphl SKCIIPECCHOTO KOH-
TpoJis cTaOMIbHOCTH HOBBIX napTtuii CO;
— pa3paboTaTh CTaHJIApTHBIE 00pa3lbl PACTBOPOB AIIEMEHTOB C YCTAHOBJIEHHON MeETpojoruye-
CKOM MpOCIEKUBAEMOCTHIO, OTBEYAIOLINE COBPEMEHHBIM TPEOOBAHUSAM AHAIUTHUYECKOTO KOH-

TPOJISL.
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2  AHaju3 pa3jIMYHbIX MOAX00B K OLlEHKEe YHUCTOThI KOCBEHHBIM CIIOCO00M

2.1 MeroanuecKkue OCHOBBI

YucroTa BeliecTBa UM MaccoBast 10JIsl OCHOBHOTO KOMIIOHEHTa — 3TO OCHOBHAs Xapak-
TEPUCTHUKA MaTepuasa, KOTOPBI MOXKET OBITh MCIIONIH30BaH B KAYECTBE ITAJIOHA CPABHECHUS IS
XpaHEHUs U Mepe/layul eUHUL] BEJIMUKH, XapaKTepU3yIolux coctaB. OJIHaKO, MPOU3BOIUTEIHN YH-
CTBIX HEOPraHWYEeCKUX BELIECTB Yallle BCEro MPEACTABISAIOT HA PHIHOK CBOIO MPOAYKIHUIO, MIPU-
BOJISI MACCOBYIO JIOJIF0 OCHOBHOT'O KOMIOHEHTa ¢ MapKupoBkoil «100 % Munyc cymma obHapy-
YKEHHBIX METAITHYECKUX Mpumecein» [22].

Kpome sToro, B HOpMaTUBHBIX IOKYMEHTAaX, COJIEpPKAIIUX TEXHUUECKUE YCIOBUSI U Tpe-
0OBaHUA K XUMHUYECKOMY COCTaBY Ha MHOTHE BU/JIbI IPOAYKLIUU U3 YUCTHIX METAJIIOB, COJIEPKATCS
TpeOoBaHUS K TMpEeAeTbHBIM COJEpXKAHUSAM Y3KOro Kpyra mpumeceil. Hampumep, B
I'OCT P 53803 [43] onpeneneHo 5 Mapok Meau (B 3aBUCUMOCTU OT JOMYCKAEMBIX COJIEpKAHUN
OTJIENbHBIX TPUMECEi), U3 KOTOPHIX BO3MOXKHO M3TOTOBJICHHUE MEIHOW KaTaHKU C 3aJaHHBIMU
CBOMCTBaMH TSI DJICKTPOTEXHUYECKUX Ieei. TakuM oOpa3om, Ipu MPOU3BOJICTBE ITHX MApPOK
MEIH COKpAIlaloTCs 3aTpaThl Ha M30BITOYHBIA KOHTPOJIb COCTaBa B YacTH, MAJIO BIMSIOIICH Ha
notpeburensckue cBoiicTBa. C TEXHMUYECKON TOYKM 3pEHUs] TaKOM MOJXOJ BIOJIHE 00OCHOBAH.
CoOCTBEHHO, TOATOMY TaKOW BapHWaHT MOXHO Ha3BaTh — «TEXHUYECKAsh YUCTOTA» WIIU TO-IPY-
romy — «ieneBas yucrotay [2, ¢. 109]. [lanee Bo nzdexanue myTaHUIIbI OyI€M MOJIH30BaThCS TEP-
MUHOM «TEXHHYECKasl YUCTOTa» IS OMMCAHUS OTAEIBHBIX aITOPUTMOB 00pabOTKH pe3ylnbTaToOB
M3MEpPEHHI MPUMECHOTO COCTaBa, T.K. OH HE 003bIBa€T KOHKPETHU3UPOBATH HOMEHKIIATYPY OIpe-
JIeJISIEMbIX ITPUMECEN B UCCIIElyeMOM MaTepuase B OTIIMUME OT TEPMUHA «1Ie€JIeBasi YUCTOTA», KO-
TOPBINA, OUEBHIHO, CBSA3AH C KOHKPETHBIMHU TPEOOBAHUSIMH.

KacarenbHO ke OIIEHKM YMCTOTBHI Marepuajia 3TajloHAa CPABHEHUs, ONMUCAHHBIN BBIIIE
MOAXO0J, HE MPUMEHUM IPEXKAEC BCEro MOTOMY, YTO MOJEIb SBISIETCS HEMOJHOM, W, CIeAoBa-
TEJTLHO, MOXKET JaBaTh CMEIIECHHBIN pe3ybTar.

AnpTepHaTHBA — «aKaJeMudecKas auctotay [2, c. 109], orenka KOTopoi moapazymeBaet
onpeieJIEHUE NOJHOrO (WM MPAKTUYECKU MOJHOTO0) MPUMECHOTO COCTaBa UCCIEAyeMOro MaTe-
puana. Hampumep, mis toif sxe menu [43] mapku M0016 13 10mycKOB IO MPUMECHOMY COCTaBY
MO>XHO OTIPEJICTUTh «IIEJIEBYI0 YUCTOTY» He HIbke 99,9935 %, a u3 pe3ynbTaTtoB, MpeaCcTaBIICH-
HBIX B TJIaBe 3, MOYKHO OIIEHUTb, YTO MACCOBasl 10J1s1 MelH, nojaydyeHHas kak 100 % munyc cymma
[EJEeBBIX MpuMecel, coctaBsieT 99,9972 % (4To cOOTBETCTBYET TpeOOBaHUAM), MaccOBas JOJIs
menu, noxydenHas kak 100 % munyc cymma oOHapyKeHHBIX puMecei, coctaBisgeT 99,9943 %,

a C Y4eTOM MpeesioB OOHAPYKEHHsI «aKaJeMUUecKasi YUCTOTa» COCTaBUT JUIb 99,9919 %.
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2.1.1 Mertoabl U3MepeHH I CoAePKAHNS HEOPTAaHUYECKUX MUKPONIPUMeceil

Cyl1ecTBYIOT pa3iMyHble METO/BI ONpeAeNieHUsl colepkanus Mukponpumeceii. Cpenu
HUX MOYKHO BBIJICNIUTH HauboJee paclpoCTpaHEeHHbIE U / WM HauboJiee TOUYHbIe, KOTOPHIE MOTYT
MPUMEHSTHCS 17151 OLICHKU YUCTOTHI BetlecTB 1o cxeme 100 % mMunyc cymma rnpumecei:
— aTOMHO-a0CcOpOLMOHHAS CIIEKTPOMETPHS;
— aTOMHO-?MHUCCHOHHAs CLIEKTPOMETPUS;

— MacCc-CIEKTPOMETPHSL.

ATomMHO-a06copOuuonHas cnekrTpockonus (AAC) [44]

ATOMHO-20COpOITMOHHAS CIICKTPOCKOTIHS OCHOBAHA Ha MOTJIOMEHUY U3ITy4SHUS ONITHYC-
CKOT'O JIManazoHa HeBO30YKICHHBIMU CBOOOIHBIMH aToMaMu. Takum obpazom, B AAC HeoOXxo-
JIuMa TpeBapuTelibHas aToMu3alus npoObl. BennunHa onTHYeCcKOW MIIOTHOCTH aTOMHOTO Mapa
B COOTBETCTBUHU C OCHOBHBIM 3aKOHOM CBETOIOTJIONICHHS TPOTIOPIIHOHATFHA KOHIICHTPAIINH T10-
TJIOMIAIOIINX YAaCTHI] - AaTOMOB OIPEEIIIEMOr0 3JIeMeHTa B aroMu3arope. OCHOBHBIE THUITBI HCTOY-
HUKOB aToMH3aIy, npumensembie B AAC — 3T0 TuiaMs U 3JIeKTPOTEpPMUUYECKUE (HETIaMEHHBIEC)
aTomuzatopsl. B Hacrosimee Bpems B AAC B kKauecTBe HICTOYHHKOB M3JIy4€HUs HauOoJIbIlee pac-
MPOCTPAHEHNE IOy Pa3PsTHBIC JITAMITBI — JIAMIIBI C TIOJIBIM KaTOIOM M 0€33JIeKTPOIHbBIE pa3-
psanabie gammbl. OHU SBJISIOTCS UCTOYHUKAMHU JIMHEWUYATHIX CHEKTPOB. Cephe3HbIN HEIOCTaTOK
pa3psAHBIX JIAMI — MX «y3Kasl CHelMaTu3allvs»: Kaxaas Jamia MpUrogHa AJs OmpeiesieHus
TOJIbKO OJTHOTO 2NieMeHTa. CyIIecTBYIOT, IPaB/ia, 1 MHOTO3JIEMEHTHBIE JTaMIIbl, B KOTOPBIX KaTO
W3TOTOBJICH M3 CMECH HECKOJBKHX DJIEMEHTOB, HO y HUX JKCIUTyaTallHOHHBIC XapaKTePUCTHKH,
KaK MPaBUJIO, XyKe, YeM Y OJHOIICMECHTHBIX.

[Ipenenst obnapyxkenus (IIJIO) B AAC st GONBIIMHCTBA 3JIEMEHTOB COCTABIISIOT
(10° — 10*) % B nnamensom u (10” — 1077) % B snekTpoTepMUYECKHX BapuaHTax. OJHAKO B 3a-
Jlayax, CBSI3aHHBIX C OIpeieIeHneM O0JbIIOro nepeyHs npumecei, npumeHenne AAC He onpas-
JTAaHO U J1aJiee paccMaTpuBaThecs He OyieT.

ATomMHO-3MuUccuoHHAas ciekTpockonus (ADC) [44,45]

MeTo OCHOBaH Ha TEPMUYECKOM BO30YKIEHUU CBOOOJIHBIX aTOMOB UM OJJHOATOMHBIX
HMOHOB M PETHCTPAIMH ONTHYECKOTO CIIEKTPa MCITYCKaHUs BO30YXKICHHBIX aTOMOB. AHATUTHYE-
ckuM curHaJIOM B ADC CITy’)XKUT WHTEHCUBHOCTD MCITyCKaeMoro u3iydeHust. [lockobKy Bo30yk-
JICHUE aTOMOB MMEET TEPMHUECKYIO IPUPOY, BO30YKICHHBIC U HEBO30YK/ICHHBIC aTOMBI HaXO-
JISITCSL M@Ky COOOM B TEPMOJIMHAMUYECKOM PABHOBECHH, TTOJIOKEHIE KOTOPOTO OIMHCHIBACTCS 3a-
KOHOM pactipenencHus boibpIiMaHa, COrIaCHO KOTOPOTO MPH MOCTOSHHOW TeMIiepaType 4YHCIo
BO30YKICHHBIX YACTHI] MPSIMO IPONOPIUOHATIHEHO YUCITY HEBO30YKICHHBIX YacTHII, T. €. aKTu-

YEeCKH 00111eMy YHCITY IaHHBIX aTOMOB B aTOMHU3aTOpeE (ITOCKOJIBKY B peajbHBIX YCIOBUSIX aTOMHO-
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SMHUCCHOHHOT'O aHalln3a J0J1s BO30YXICHHBIX YacTUIl O4eHb Mana). B cBoto ouepens (mpu 3aaaH-
HBIX YCJIIOBHUSIX aTOMM3AIIUH, ONPENEIIEMbIX KOHCTPYKIUEH 1 peKUMOM paboThl mpubdopa, u ps-
JIOM IpyTux (paKTOpPOB), YUCIO ATOMOB B aTOMU3aTOPE MPOMOPIMOHATFHO KOHIIEHTPALIUU OTIpe-
nensieMoro 3yeMenTa B mpobe. B ADC pemaroiee 3HaueHUE UMEET IPABUIIBHBIN BBIOOD YCIOBUM
aTOMMU3AINH U U3MEPEHUS aHATMTUYECKOT0 CUTHAJIA, BKJIIOYas TPalyHpOBKY IO CTaHIapPTHHIM 00-
pasuam.

CambIM COBPEMEHHBIM MCTOYHHKOM BO30YXJIEHHBIX aTOMOB B ADC sBiIsIeTCS MHIAYK-
THBHO-CBsI3aHHan mja3ma [45,46] (MCII), o6namaromias mo meaomy psay rmoka3aTesinei Harmryd-
[IMMH aHAJTUTUYECKUMHU BO3MOKHOCTSIMH U METPOJIOTMUYECKUMHU XapaKTePUCTHKAMHU.

[Ipenenst oOHapyxeHust B ADC 3aBUCAT OT crioco0a aTOMU3ALMU U IPUPOJIbI OIPEEIis-
€MOro 3JE€MEHTa U MOTYT U3MEHAThCA B LIMPOKMX Ipenenax. s JerkoBo30yIuMBIX U JIET-
KOMOHM3UPYIOMIMXCS AJIEMEHTOB (ILIEJIOYHbIE W OOJBIIMHCTBO IIEIIOYHO3EMEIbHBIX METAJIOB)
HAWIYYIIUM UCTOYHUKOM aTOMHU3aluu siBisieTcs miams. [Ipu sTom nmocturaercs npeaen ooHapy-
xenust 107 %. Jlna GONbIIMHCTBA JPYrUX 3JIEMEHTOB HAUBBICIIAS YYBCTBMTEILHOCTh JOCTUIA-
ercs npu ucnons3osanuu UCII ¢ npenenom obHapyxenus 10 %. OnHako yka3zaHHBIE TIpejienbl
0OHapyXEeHHS — TO HAWJTYYIlIUEe JOCTUTAaeMble Pe3yIbTaThl TUIIIb B OTPAHMYEHHOM IEPEYHE MaT-
PHI] U JUIsl Y3KOTO Kpyra OIPENEsIEMBbIX 2JIEMEHTOB. XapaKTEPHBIMU XK€ JIJI1 aTOMHO IMHUCCHOH-
HOM CNIEKTPOCKONMHU ¢ HHAYKTHBHO-CBsI3aHHOi1 i1a3moii (ADC-UCII, ADC-UCII) spnsroTcst
npeensl obHapykeHus nopsaka 10 % [45].

Mertoa xapakTepu3yeTcsl BBICOKOH CTaOUIBbHOCTBIO, HU3KUM YPOBHEM LIYMOB U Majlon
BeIMYMHOMN (oHOBOrO curHana. bonemoe npeumymectso ADC Han AAC 3akmoyaercs B BO3-
MO>KHOCTH OJIHOBPEMEHHOT'0 aHAJIN3a IIUPOKOr0 Kpyra 3J1€MEHTOB. XUMUYECKUE BIUSIHUS U MaT-
puuHble 3D PEKTHI, a TaKKe MELIAIOIINe BIUSHUS CO CTOPOHBI MaTepraioB aTOMU3aTOpa OTCYT-
CTBYIOT. JlONIOJTHUTENBHBIM JOCTOMHCTBOM METO/1A ABJIIETCS BO3MOXKHOCTB IIJIABHO PETYIMPOBATh
YCIIOBHS aTOMU3AIIUH U BO3OYKICHHUS.

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

Macc-crekTpoMeTpuiecKuil MeTo;] aHalln3a OCHOBAH HAa MOHU3ALlUU aTOMOB U MOJIEKYJI
U3y4aeMOoro BEIECTBA U MOCIEAYIONIEM Pa3/IeIeHnH 00pa3ylouXcs HOHOB B TPOCTPAHCTBE WU
BO BpeMeHH. [loyueHHbIe Ipy HOHU3ALMU HOHBI C IOMOILBIO JIEKTPUUECKOTO MOJIs IEPEHOCATCS
B Macc-aHajan3aTop. TaM HauMHaeTCsl BTOPOM 3Tall Macc-ClIeKTPOMETPUYECKOTO aHAIN3a - COPTH-
POBKa MOHOB TI0 OTHOIIEHHUIO MAcChl K 3apsiay.

OTtnuunTenbHOM 0co0eHHOCThIO MC sIBIsIeTCS BOBMOXKHOCTh M30TOITHOTO aHAIM3a, YTO
MO3BOJISIET PEAIN30BaTh METOl M30TOMHOro pasdasiaenus [48,49]. CyTb MeTO/1a 3aKITIOYAETCS B

CICOYIOMIEM: 06p33€l_[ C U3BCCTHBIM HM30TOIMHBIM COCTaBOM, HO HCU3BCCTHBIM COACPKAHUEM DJIC-
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MEHTOB CMEIIIMBAETCS C TOYHBIM KOJMYECTBOM A00aBkU. /lo0aBka coAepKUT HEOOXOAUMBIE dJie-
MEHTBI C U3MEHEHHBIM U30TOIHBIM COCTaBOM. B uaeanbHOM ciyyae 100aBKa JOKHA COEPKATh
AIIEMEHTHI, 00OTalleHHbIE TI0 HAaMMEHEee paclpocTpaHeHHbIM u3oTonaM. C 1epio obecredeHus
M30TOIHOTO 0OMEHa MEKy 00pa3oM U J0OAaBKOH, TOCIIEIHIOO CIIEAyeT BBOJIUTh HA CTAJIUU pa3-
JoXKeHusi o0pasia, eciau TakoBoe HeoOxoaumo. B npyrux ciydasx ¢opma, B KOTOPOM 31€MEHT
CYIIECTBYET B T0OaBKe, JOKHA TI0 BO3MOXKHOCTH OBITh HACHTUYHOM (hOpMe IEeMEHTa B 00pasIie.

[Tocne BBepeHust 10OaBKM U30TOITHOE OTHOIICHHUE JIEMEHTA B 00pa3iie U3MEHSETCS, U 1O
BEJIMYMHE 3TOr0 U3MEHEHHUSI MOKHO PAaCCUUTaTh COJIEpKaHue dJIeMEHTa B HayallbHOH npooe.

MeTto M30TOMHOTO pa30aBiIeHUs UMEET sl OTPAaHUUYEHUI: BO-TIEPBbIX, OMPEIEIsIeMbIi
AIIEMEHT JIOJDKEH UMETh KaK MUHIMYM J[Ba U30TOIA, BO-BTOPBIX, 3T U30TOIBI JIOJKHBI OBITH CBO-
OOJIHBI OT CHEKTpaIbHBIX HHTEphepeHuil. Kpome Toro, crangapTHbie 00pa3ibl ¢ TOYHO U3BECT-
HBIM U30TOIHBIM COCTABOM JIOPOTHU U HE BCETAa JOCTYITHBI.

Ha TouHocTh aHanmn3a ¢ mpUMeHEHUEM TON METOJIUKH HE OKA3bIBAIOT BIUSHUE HECIIEK-
TpaJbHbIE HHTEP(PEPEHIINH, CBSI3aHHBIE C U3MEHEHHEM YYBCTBUTEIFHOCTH MPUOOpPA BO BPEMEHH,
MaTpudHbie 3()(EKTH U T.1A., TOCKOJIBKY H3MepseTcst He a0COM0OTHAS KOHIICHTPAILKs U30TOIa, a
n30TOINHOE oTHowIeHue. [1o Toif e nmpudrHe B CHITy IPOTEKaHMs U30TOMTHOTO OOMEHa MEXIy 00-
pa3ioM u 100aBKOW MOTEPU aHATUTA MPH MAHUMYJSIIHUAX ¢ TpoOoit He Tak 3HauuMsbl [50,47, cc.
228-232].

OtnenbHO HEOOXOIMMO OTMETUTBH, YTO MACC CIEKTPOMETPHUSI C M3OTOIHBIM pa30aBiie-
HUEM MPU3HAHA OTHOCUTENHHBIM MEPBUYHBIM METOIIOM.

B Heoprannyeckoit XuMuH1 7Sl aHaTIN3a SJIEMEHTHOTO COCTaBa MPUMEHSIOTCS «GKECTKHE)»
METO/IbI MOHU3AINH, TAaKHE KaK: MOHU3AIHsI B MHIYKTHBHO-CBSI3aHHOM TTa3Me U HOHU3AIUS B TIIe-
tomeM paspsne (TP). Apropom [47] onucanbl U Apyrue crocoObl aToMHU3aIuU (J1a3epHas abJis-
IS B COYECTAHMHU ¢ HHAYKTHUBHO-cBsi3aHHOM mia3moii (LA MC-UCII), anexTporepmMuueckas,
AIIEKTPOHHBIN yJap U Jp.), MEHee MOAXOAAIIME U1 U3YyUEeHHUsI COCTaBa YUCTHIX HEOPraHMYECKUX
BemecTB [47, cc. 28-72].

OcHoBHo# 06nacTeio mpuMenennst MC ¢ HHAYKTHBHO-cBsi3HO# mia3moii (MC-UCII)
SBIISICTCS aHAJIM3 KUJAKUX 00pas3lioB M PAacTBOPOB Pa3JIMYHBIX BellecTB U MaTepuayoB. Cyie-
CTBYET MHOXXECTBO croco0oB BBeneHus pactBopa B VICII, HO Bce OHM B OCHOBHOM JOCTHUTAIOT
€MHOI0 pe3yjbTaTa - OHU 00pa3yloT yIbTPaIUCIEPCHBIN a3p030ib, KOTOPBIM MOXKET OBITh (-
(eKTHBHO MOHM30BaH B Iu1a3MeHHOM paspsizae. Toabko (1-2) % mnponeHTa npoObl TOCTUTAIOT

IIJ1a3MBI.
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MC-HUCII no3BosasieT OnpeaesiTh 3JIEMEHThI C aTOMHOK 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 konmyecta aprora. O6eranabii MC-UCII mpubop criocobeH onpeaenuTs coiep-
xanmue ot (1-10) ar/mm® 1o (10-100) mr/am? [50].

ABTtopbl [S51] ormeuaroT kintoueByro poiib MC-MCII B MeTpoorun HEOpraHM4eCcKon Xu-
MUH, TIPUBOJIA B MPUMEP 56 MEXTYHAPOIAHBIX CIMYCHUH, B KOTOPBHIX MPUHSIIO 16 pa3iudHbIX
HAI[MOHAJLHBIX METPOJIOTHYECKUX WHCTUTYTOB, UCIOJB3YS ATOT METOJ JUIS DJIEMEHTHOTO aHa-
JIN3a, MacC-CIEeKTPOMETPUHU C U30TOMHBIM pa30aBlIeHUEM, ONPEACTICHUS H30TOMHOIO COOTHOIIIE-
HUS WIHA COCTaBa METAIJIOOPTaHUYECKUX COeIUHEHUH.

[Ipeumymecteom MC Taeromero paspsina (TP MC, GDMS) siBnisieTcst BO3MOKHOCTb
aHanm3a npo6 0e3 mepeBojia ux B pacTBOp [52], a TakKe BO3MOKHOCTh OMPE/ICICHUSI PACTBOPEH-
HBIX B Ipo0Oe ra3oB U razoo0paszyomux 3emMeHToB. GDMS nossunace 6omee 50 neT Hazan, npu-
yeM 00JIbIIOe KOMMYECTBO HccleaoBaHui Obu10 nmpoBeneHo B CoerckoMm Coroze u Poccun. B mno-
cJeIHee BpeMs BOSHUKJIA HOBasl BOJIHA MHTEPECa K aHATTUTUYCCKUM MPUITOKEHUSIM TIICIOIIETO pa3-
psina, cBsi3aHHAs C TIOSIBJICHUEM UCCIICJIOBATEIILCKAX M KOMMEPUYECKUX aHATMTHUECKUX CUCTEM, B
KOTOPBIX 00bEIMHEHBI TIICIOLIUHN pa3psj] U Macc-ClIeKTpoMeTp. B 3TuX cuctemax Bce HIUpE HAUU-
HAIOT UCIOJB30BaTh PAIMOYACTOTHBIE U UMITYJIbCHBIE Pa3psi/ibl, UMEIOINE PsJ TPEUMYILECTB IO
CPaBHECHHIO C Pa3psIOM TIOCTOSTHHOTO TOKa. B MEXTyHapOIHBIX W3IaHUSAX MPEICTABIICH PsiI 00-
30pOB IO MaCC-CIIEKTPOMETPHUH C TICIOIINM pa3psnoM [53,54,55], HO B pyCCKOSI3BIYHON HAYIHOM
JIUTepaType MoJ00HbIEe MyOINKAIIMK MaJIO PaCIPOCTPAHEHBI.

B Ttabmuue 1 mpenctaBiieHbl CPaBHUTENBHBIE XapPAKTEPUCTUKH HEKOTOPHIX METOJIOB
Macc-criekrpomeTpui [47, ¢. 257]

Tabnuna 1 — CpaBHUTENbHBIC XapAKTEPUCTUKH METOI0B MACC-CIIEKTPOMETPUH
Bug MC 110, Mkr/T YpoBenb TounocTr | KitroueBbie 0ocoO€HHOCTH

BBICOKAsA YyBCTBUTCIIBHOCTD,

GDMS 0,0005-0,1 ++ BO3MOXXHOCTh oneHku IIJI0 meromom

HOPMHUPOBKHU
MC-UCII 0,000001- ++

BBICOKAsA CKOPOCTb U HYBCTBUTCIIbHOCTDH
ID MC-UCII 0,001 +++
LA-MC- 0,00001-

+ BBICOKAsi CKOPOCTh M UyBCTBUTEJIBHOCTD

HCII 0,001

Bce paccMoTpeHHBIE BbIIIE METOIbI U3MEPEHUI COIEPIKAHUST MUKPOTIPUMECEH UMEIOT
CBOU OOCTOMHCTBA M HCOOCTATKH. Baxxupim AJOCTONMHCTBOM aTOMHO-3>MHUCCHOHHON CIICKTPOMCT-
pUU SBIISIIOTCS BO3MOXKHOCTH 3KCIIPECCHOTO, OJJHOBPEMEHHOTO KOJUYECTBEHHOTO OIMpPEAeSICHUS

00JIBIIOrO YKcia 3JIEMEHTOB B HIMPOKOM MHTEpBaJie KOHIEHTPAIUI ¢ MPUEMIIEMO TOUHOCTHIO



36
IIPU UCTOJIb30BAaHUH Masoi Macchl MpoObl. C MOMOIIBIO ATOTO METOa TaKkKe BO3MOKHO peasu-
30BaTh METOJMKY KOMIIAPAaTUBHBIX U3MEPEHM, O3BOJIAIONLYIO IIEpeAaBaTh €IMHUILY MAacCOBOM
JIOJM DJIEMEHTOB Ha MaKpOYPOBHE OT MEPBUYHBIX (20COJIIOTHBIX) METOAOB C BBICOKOW TOYHO-
cThio [14].

ITomuMo Gosiee HU3KHX TIpeAesioB oOHapyxeHus 1mo cpaBHeHuo ¢ ADC-UCII ogaum u3
noctouHcTB MC-UCII sBnsieTcss BO3MOXKHOCTh peajH3allid HM30TOMHOTO pa30aBiIeHUs Jis
OIICHKH MHUKPOTIpPUMECEH ¢ MaKCHMalIbHOW TOYHOCTHIO. HO MeTon M30TOmHOTrO pa3baBlIeHUS
MMEET PsiJl OTPAHUYEHUI: BO-TIEPBBIX, ONMPEACIIAEMBbIN IEMEHT JOHKEH UMETh KAK MUHUMYM 2
M30TOIa, BO-BTOPBIX, 3TU U30TOIIbI IOJDKHBI OBITH CBOOOHBI OT CIIEKTPAIBbHBIX HHTEPHEPEHIIUH.
Kpowme Toro, crannapTHbie 00pa3iibl C TOYHO U3BECTHBIM M30TOIHBIM COCTABOM JJOPOTH U HE BCe-
I/1a JOCTYIIHBI.

ATOMHO-3MHCCHOHHBIA U Macc-criekTpoMmerpuueckuii metonbl ¢ UCII gononustor npyr
Jpyra, 1 Ux napajuielIbHOe UCI0JIb30BAaHUE JJI XapaKTepHU3alui BHICOKOUYHUCTHIX BEILIECTB I103BO-
JISIeT OXBAThIBaTh 00Jiee MIUPOKUN TUATIA30H COJICPKAHUMN NMpUMecel B OHOU MpoOe, KOHTPOIIHU-
pOBaTh MPaBUIBHOCTh aHAINM3a HMPUHLIUIUAIBHO Pa3HBIMU METOJIAMU U OINPEAEIATH JIEMEHTHI,

AHAJIIUTUYICCKUC JIMHUKU KOTOPBIX B OJJHOM U3 MCTOJAOB UCIILITHIBAIOT PA3JIMYIHBIC [IOMCXHU.

2.1.2 Meroabl u3MepeHuil coaep:KaHus ra3o00pasylIuX NpuMecen

B nacrosiiee Bpems 1 NpoBeAeHUs aHaIM3a razooopasytomux npumeceit (I'Tl) B me-
TaJIaX U CIUIaBax MPUMEHSIOTCS pa3InYHble HHCTPYMEHTAJIBHBIE METO/IBL: 3TO MPEXKIE BCETO Me-
TOJIbI TOpPSTYEH SKCTPAKIMUU (METOABI BOCCTAHOBUTEJIBHOTO M OKMCIUTEIBHOIO IIABJICHHS) B 1O-
TOKE MHEPTHOIO T'a3a, YMHUCCUOHHAS CIIEKTPOCKOIHUS, CIIEKTPOMETPHUS C UHIYKTUBHO-CBSI3aHHON
IJIa3MOM, peXke aKTHBALMOHHBIM aHAINW3 Ha 3apsDKEHHBIX YacTUIAX, MacC-CIEKTpajbHbIA aHa-
a3 [17].

K oueBuaHBIM IpeUMyIIECTBAM ONTUYECKONH SMUCCUOHHOM CIIEKTPOMETPHH IIPU aHAIHU3E
I'TI cnegyer OTHECTH IKCIPECCHOCTD, HU3KYIO0 CTOMMOCTh aHaIN3a U XOPOILIO OTpabOTaHHYIO IIPO-
HeAYypY aBTOMaTHU3MPOBAHHOM MOJATOTOBKH Mpo0. B mocnennee Bpems MosBUIOCH 3HAUUTEIBHOE
YHCII0 paboT, MOCBAILICHHBIX pa3pab0oTKe HOBBIX METOAMK U COBEPIICHCTBOBAHUIO CIIEKTPAIbHBIX
npubOpOB ¢ UCKPOBBIM Bo30YkeHueM (spark-OES) ns ananusa craneit ¢ yabTpaHU3KUM COJIep-
’KaHHeM yriepoJia 1 a30Ta. ONTUMH3AIII HCTOYHUKOB BO30YK/1eHUs, 00€CTIeUnBAOIIUX XOPOLIO
BOCIIPOM3BOAMMBIE MapaMeTpbl MUCKPOBOIO pa3psija, NPOrpaMMHOrO 0OeCHedeHus], MMO3BOJISIO-
IIETO aHAJIU3UPOBATH ONTHMAJIbHBIE YYACTKU AHAIUTUYECKUX ITMKOB, BBEJCHHE BHYTPEHHUX
CTaH/apTOB MO3BOJISET 3HAYUTEIBHO MTOBBICUTH BOCIIPOM3BOJUMOCTD pe3yabTaToB aHanu3a [Tl B

00J1acTH HU3KUX KOHIEeHTparui [56,57]. OqHako cnekTpaabHOE ONpEACICHHEe HU3KUX KOHIICH-
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TpaIui JIEMEHTOB CBS3aHO ¢ HEOOXOAMMOCTHIO 0TOOpa MPoO MeTaia C UCIIOIB30BAaHUEM CIIe-
UATBHBIX POOOOTOOPHUKOB, MPOIYBAEMBIX APTOHOM, M CHEIUATBHON MPOLEAYPbl TOATOTOBKU
po0, YTO COOTBETCTBEHHO NMPHUBOJHUT K YBEITUUEHUIO 001l MPOJODKUTEIFHOCTH aHAN3a, 10-
BBIIIIAET €r0 CTOMMOCTb, HUBEIUPYS MPEUMYIIECTBa CIEKTPaIbHBIX METO/I0B. Tem He MeHee 00-
1iee BpeMs CIEKTPaJIbHOIO aHainu3a HU3KUX KoHueHTpauuid [Tl B cTamsx Ha crekTpoMerpax ¢
HCKPOBBIM UCTOYHUKOM BO30YXICHUS COCTABISET OT 2,5 10 4 MHH.

OCHOBHBIM NIPEUMYLIECTBOM CIEKTPOMETPOB TIECIOUIETO paspsiia no I'puMmy sBisercs
BO3MOKHOCTB ITPOBEJICHHS KOJTMYECTBEHHOTO MOCI0HOT0 aHanu3a [58,59,60]. [1o Bo3aMoxxHOCTH
JOCTHIKEHUS HU3KUX TIPEEIIOB OOHAPYKEHUS CIIEKTPOMETPHI TICIOIIETO Pa3psiia UMEIOT Onpeie-
JICHHBIE TIPEUMYIIECTBA 110 CPABHEHHUIO CO CIIEKTPOMETPAMH C JPYTUMH UCTOYHUKAMHU BO30YKIe-
HUS. AHAJIUTHUYECKAss TOUHOCTh MU3MEPEHUH B CIIEKTPOMETpaX TJCIOIIETO pa3psiaa BbIIIE BCIE-
cTBUE 00siee CTaOMIBHON TUIa3Mbl TJICIOIIETO pa3psijia Mo CPaBHEHUIO ¢ Ayroi u uckpoil. Kon-
CTPYKTHUBHBIE OCOOEHHOCTH COBPEMEHHBIX UCTOYHHKOB IMO3BOJSIOT 00ECHEUUTh OBICTpOE U 3(-
dexTBHOE ymaieHue ancopOupoBaHHBIX Boabl M [Tl ¢ BHyTpeHHEH NOBEPXHOCTH JIAMITBI
['pumma. 3ameHa (opBaKyyMHBIX HACOCOB Ha TypOOMOJIEKYJISIPHBIC ITO3BOJIMIA CHU3UTH BEJIH-
yuHY (OHA.

Taxoxe B KauecTBE UCTOYHHUKOB BO30YXK/IEHUSI MOXKET OBbITh MCIIOJIb30BaH J1a3ep. Meron
MI0Ka3aJl BECbMa BBICOKYIO 3KCIPECCHOCTh, HO HEJOCTaTOUHYIO YyBCTBUTEIBHOCTh U BOCIIPOU3BO-
JUMOCTb PE3yIbTaTOB U, YTO HEMAJIOBAXXKHO, HEOJHO3HAUYHOCTh KOJIMYECTBEHHOW MHTEPIIpEeTallun
pe3ynbTaToB [61].

ITpumeneHue macc-criekTpoMeTpuu npu onpeaeneHuu [Tl mo3BosnseT 3HaYUTENBHO CHU-
3UTh Ipesieabl OOHAPYKEHUsI U TIOBBICUTh TOYHOCTh aHanmu3a [62,63]. [Ipu sToM mMacc-crekTpo-
METPUYECKU METO/T TTOKa SBISETCS JOCTATOUYHO JUTUTEIBHBIM, TPYIOEMKHM U TOPOTHM METO0OM
aHanu3a.

MeTo/bl aKTHBAIMOHHOTO aHaJN3a OCHOBAHBI HA MCIOJIb30BAHUHU OBICTPHIX M MEIJICH-
HbIX HeHUTpoHOB (HAA), 3apsDKEHHBIX YacTHIl U FaMMa-KBAaHTOB ISl MHAYLIMPOBAHUS SIEPHBIX
peaKInii, B KOTOPHIX 00pa3yloTCsl HHANKATOPHBIC PaJUOHYKIH/IBL. BaKHBIMU MTPEUMYIIIeCTBAMU
AKTUBAIIMOHHBIX METOJOB aHAJN3a SBJIAIOTCSA UX OYEHb HU3KHE Mpeeibl 0OHAPYKEHUS 110 00JIb-
HIMHCTBY 3JIEMEHTOB M BO3MOKHOCTb IPOBEJEHHS MPSAMBIX U3MepeHuil [64,65]. MeTtoas! no3Bo-
JSIIOT OTMPEACIIATH Ta3000pa3yolIre mpuMecH 0e3 ydeTa acopOMpOBaHHBIX HA TTOBEPXHOCTH 00-
pasla, YTo 0COOEHHO Ba)KHO B CiIydae ONpeiesieHus HU3KUX KOHLIEHTPAlUH yriepoja U KUCIo-
poza. CI0XHOCTh HHCTPYMEHTAJIBHOTO 0(pOPMIICHHUS, [UTUTEIIHOCT U BBICOKAsi CTOMMOCTb OTIpe-
JIeNIeHHsI IEPEBOAST JaHHBIE METO/BI B pa3psJl HCCIEI0BATEIbCKUX M apOUTPaKHbIX.

OdeHb BBICOKOM YyBCTBUTEIBLHOCTHIO 00J1aaat0T MeTo bl nHGppakpacHou (MK)-criexTpo-

ckonuu [66], mpuMEHsIEMbIE TIPU ONPEETCHUH KUCIOpoAa B KPEMHUU U MOJYIPOBOIHUKOBBIX
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Marepuanax. OgHaKO METOJ CBSI3aH C MCIOJb30BAaHUEM CIIOKHOTO O0OpYIOBaHUS, TPUMEHUM
TOJIBKO JUIsl aHAJIM3a TBEPABIX BEIIECTB, MPO3PAYHBIX B MH(PAKPACHOM TUANA30HE M3ITYICHUS, U
HE BCETJla YHUBEPCAJICH M3-32 MIUPOKOTr0 HAbOopa CIIEKTPOB TOTJIONICHUS U OTCYTCTBHS CBEICHUI
0 K03 HUIMEHTAX IKCTUHKITUH.

MeTo/ibl BBICOKOTEMIIEPATYPHOUM IKCTPAKIIMA B HECYIIEM ra3e MOJYYUIIM B MOCIECIHEE
JECATHIIETUE CYIIECTBEHHOE Pa3BUTHE, OOYCIOBIEHHOE COBEPIICHCTBOBAHUEM M3MEPHUTEIBHBIX
HK-siueek, JETEKTOPOB TEMIONPOBOJAHOCTH, KOMIIBIOTEPHBIX CUCTEM, MUHUATIOPU3ALMEN DJICK-
TPOHUKH, YTO MPUBEJIO K PACHIMPEHUIO TUAMA30HOB U3MEPSIEMbIX KOHIIEHTpAIlUii, CHUKEHHUIO Ha
MOPSAZIOK MPeIelIoB OOHAPYKEHUS U TIOBBIIICHUIO METPOJIOTMUECKUX XapaKTePUCTHK aHAIU3aTO-
poB. CoBpeMEeHHbBIEC aHAIM3ATOPHI BKIIOYAIOT CUCTEMbI MPEIBAPUTEIHHOMN BEHICOKOTEMIIEPATYPHOI
OYMCTKHU TTOBEPXHOCTH 00paslia rnepej aHaJIu30M, YTO MOBBIIIACT TOYHOCTh OMPEACIICHUS] HU3KUX
KOHIIEHTpalui kucioposa [67].

BakyyMHO-3KCTpaKIIMOHHBIE METO/bI, JOMHUHHPOBABIINE B IIECTUIECATHIE TOAbI MPO-
[IUIOTO BEKa, celvac MPUMEHSIFOTCS TOJIBKO B MCCIIEIOBATEIBCKUX IEJISIX U MPAKTHUYECKH BBITEC-
HEHBI C PhIHKA aHAJTUTHYECKOTO0 000pyaoBaHus [68].

B pabote [68] mpuBeeHb OPHEHTHPOBOYHBIC TAHHBIE I10 MPEeIIaM JJOCTOBEPHOTO OIIpe-
JIEJIEHNs HEKOTOPBIX Ta3000pa3yroIINX MPUMECEH B CTasIX M CIUIaBaX Ha YKEJIEe3HOW OCHOBE IS

Pa3IMYHbBIX METOJI0B aHaIn3a:

Tabnuna 2 — CpaBHeHHE METOJIOB (MKI/T)

DNeMeHT
Meron ananusa
Bonopon A30T Kucnopon Yraepon

BricokoremneparypHas (To-

psAYas) IKCTpaKIus B HECY- 0,01 0,15 0,15 0,2

1IEM Ta3e

OMHCCUOHHAs CIEKTPOCKO- 3 25 1

s € :;zﬁoébll)l\fgﬁzﬁ)ymﬂe (149,2 um) (130,2 M) (165,7 um)
DMHCCUOHHAs CIIEKTPOCKO- 10 10 20 4

e ;;Z*;I;?E;’Dp_gg’ga TO ) (656.2mM) | (1492mM) | (1302mm) | (165,7 Hwm)
I'amMMma-akTHBaIIMOHHBIN aHa-

s 0,1 0,1 0,1 0,1
Macc-cnekrpomeTpus

C HCKPOBBIM MPo000TOOpOM 0,2 1 1 0,2

C JIa3epHBIM MTPOO0OTOOPOM 0,001 0,01 0,03 0,02
HeiTpoHHO-aKTUBalMOHHBIN 1 1 5 1

aHaJIN3

Hcxons U3 BBIIIEU3IOKEHHOTO, CPEICTBA U3MEPEHUs (aHAJTM3aTOPhl), OCHOBAaHHBIE Ha
METO/I€ BBICOKOTEMIIEpATYPHOIl (Topsideii) SKCTPAKIIMH, SIBJISIIOTCS ONTUMAIbHBIM BEIOOPOM Kak B
SKOHOMMYECKOM IUIaHe, TaK U B IJIaHE 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 IIPOCICIKUBACMOCTb 13-

MepeHI/Iﬁ IMpU UCIIOJIBb30BAHUU MMOBCPOYHBIX I'a30BbIX CMeCeil MIIH YHCTBIX OKCHJOB U coJieu me-

TamnoB [67,69].

2.1.3 OueHuBaHMe MpeaeIOB O0HAPYKEHHS M NIPeAeIOB ONpeae/IeHus]

Heo6x0oauMocTh OIIEHKH MpeenoB 0OHAPYKEHUS U MPEIEIIOB ONPENEICHUs IS Leen
HacToswIel paboTel cBsizana ¢ BerurciaeHussMu MJIOK no cxeme 100 % munyc cymMMa nmpuMece.
[Tpu 3TOM HasI0 OOECIIEYUTh JOCTOBEPHOCTH pe3yabTaToB u3Mmepennii MJIOK Ha ocHOBe n3mepe-
HUM npuMecel, 00JIbIIas YaCcTh KOTOPBIX OLEHUBAETCS B BUJIE IIPeJiea OOHAPYKEHUSI.

Cyl1ecTBYIOT pa3iMuHbIE ONpPENEICHHUs] TEPMUHOB - MpEIesl OOHApYKEHUs U Ipenes
onpeaenenusa. Hanpumep, cornacuo [70]:

npenea ooHapyxxenusi (ananaura), limit of detection (LOD): Haumensiiee conepxa-
HUE aHAJINTA, IPU KOTOPOM OH MOKET OBITh 0OHApYIKEH IO JTAHHON METOJIMKE aHaJIi3a BEeIIeCTBa
WIM MaTepuala C 3alaHHOM TI0BEpUTEIbHON BEPOATHOCTHIO;

npenea omnpeaenenusi (anaaura), limit of determination, limit of quantitation
(LOQ): Haumensliiee coaep:kaHue aHAINTA, KOTOPOE MOXKET OBITh KOMTUYECTBEHHO OMPEEIICHO
C MTOMOIIIBIO JAHHOM METOJIMKHU aHaju3a BEIIeCTBa WM MaTepHalla C YCTaHOBIIEHHBIMU 3HAUYEHHU-
MU XapaKTEPUCTUK MOTPEUTHOCTH WM HEONPEeAEIEHHOCTH.

B npyrux ucrounukax:

npenea ooHapy:xenus, detection limit, limit of detection: I3mMepenHoe 3HaueHMEe Be-
JUYUHBI, OJYYEHHOE B COOTBETCTBUU C JAHHOW METOAMKON M3MEPEHUH, AJI1 KOTOPOTrO BEPOSIT-
HOCTb OIIMOOYHOI'O YTBEPXKJIEHUSI 00 OTCYTCTBMM KOMIIOHEHTA B MaTepHalie paBHa [3, a BEposT-
HOCTb OIIMOOYHOTO YTBEPKIEHHS O €ro HAJIMYMK paBHa o [71];

npenesa odoHapy:keHusi minimum detectable quantity, detection limit: MunumansHoe
3HaYeHHE HE3aBHCUMON BEIMYMHBI, KOTOPOE MOXKET OBITh C YBEPEHHOCTHIO OOHAPYKEHO (C Bepo-
ATHOCTBIO P), UCIIOIB3YS CTAaHAAPTHOE OTKIOHEHUE CUTHaja XOJIOCTOrO OMbITa B KaUueCTBE MOPO-
roBOro 3HaYeHwus [72].

Takue pa3HOUTEHUsI CKOpEE BCETO CBS3aHbI C PA3IMYUSMU B MOJX0JIaX K OLEHKE 3THUX
MPEJIETIOB - CTATUCTHYECKUA U BEpOSATHOCTHBIN [73]. OqHako oOmIMi CMBICT KaK OMpelelIeHHIH,
TakK ¥ MOJAX0/I0B MPAKTUYECKU HE Pa3HUTCS U HE BIMSET HAa KOHEUHBIN PE3yNIbTaT B CIIydae JTMHEH-
HOM 3aBUCHUMOCTH BBIXOJIHOTO CHTHAja OT COJAEpKaHUs aHaIuTa (KaKk B METOJaX, OMMCAHHBIX III.
2.1.1-2.1.2). ABtopsl [73] noka3zanu cBs3p Mexay oneHkamu LOD n LOQ kotopas Belpakaercs
JUIIb B BBIOOpE CTATHCTUYECKOTO KPUTEPHS, KOTOPHIN pasfenser mosiBieHue omuook [ pona

(;moxxHas TpeBora) u Il pona (mpomyck curnana). B oGmem, Takue mMoaxosl CBOASTCS K BEIOOPY
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YUCJICHHOTO 3HaUYeHUsI 3Toro kodddurmenTa (k), KOTOPBI MOXET MPUHUMATh 3HAYEHUS OT 2 10

10 B hopmyre
Soi
=k =2,
Yj bj (8)
rne y; — npenen oOHapy>KEHHsI j-T0 JIEMEHTa, MI/T;

SOj — CTaHJAPTHOC OTKJIIOHCHUEC CUT'HAJIa B XOJIOCTOM OIIBITE;

bj — K02QHUIMEHT HAKIIOHA IPAJyUPOBOYHON XapaKTEPUCTUKHU ISl j-i TIPUMECH, T/MT.

O6wruno st LOD 3Havenue k& mpuHUMaroT paBHbIM 3 [74, ¢. 31] a qia LOQ — 6 [73, c.

23 1], T.C. pa3Hulla MEXKAY ITPCACIOM 06Hapy>KeHI/I$I U OIIPEACIICHUA CBOAUTCA K TOMY, YTO BO BTO-

POM cilydae BEpOSATHOCTh OIIMOOK BTOPOTO POAA, T.€. IPOITYCK MUKPOIPUMECH, CHUKEHA IO CPaB-

HeHu1o ¢ nepBbiM. Ha prucyHke 8 rpaduuecku 1mokazaHbl 3Ta pa3HHIIA.

~
~a.Limits

Report

’ ~
. .
Relative “
A )
Frequency LY
\
\
A
A
A
A
\
1
A
\
1
\
A
A
A
Y
\
A
A}
A}
\
\
\
\
\
A
\
Y
~
~—
O LoB LoD LoQ Total Error
Report | I I I
| Not detected Detected Detected As measured
< LoD <LoQ <LoQ

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

Distribution of Blank
Distribution of Sample at LoD
Distribution of Sample at LoQ

Pucynok 8 — Pacnipenenenue pezynbraroB amns 6manka (LoB) u mpob ¢ conepkanuem aHanura
Oomm3kuM K ipeneny nerektupoBanus (LoD) u k mpeneny onpenenenus (LoQ) [75]

B Merposiornveckux 3amadax MCIONb30BaHUE YMCTHIX BemecTB (UB) cBsa3anHO ¢ TOU-

HOM, TIOJTHOM M IOCTOBEPHOU OLIEHKOHM MX 4MCTOTHL. C 3TOM TOUKM 3peHHs mpeien 0OHapyKEeHUs

WIN OTIpeNieIeHUs] HEOOXOIUMO paccMaTpuBaTh Kak HEKOTOPBIH MHTEpBaJl, KOTOPBINA C ompee-
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JICHHOW BEpPOSITHOCTBIO BKJIIOUAET B ce0sl 3HaUEHHUE, HAIPUMEDP, MaCCOBOM JI0JIU 3JIE€MEHTa, KOTO-
pO€ MpHU HBIHEIIHEM YPOBHE Pa3BUTUU TEXHUKHU HE YIAETCS ONPEAEINUTD, T.€. IOJIYYUTh OLIEHKY
U3MEpSAEMON BEIMYMHBI C I'PAaHULAMHU IOTPELIHOCTU WM PaCIIMPEHHON HEOIPENEIEHHOCTBIO.

VYcnoBHO 3TOT HHTEPBAJI MOXHO NPCACTaBUTE B CIICAYIOIICM BHUIC

x; € (0;y)), 9)
rae Xj — MaccoBasi JI0Jisl j-TO JIEMEHTA, MT/T.
Tor;[a CTaAaHOBUTCA OYCBHUIHBIM, UTO HpeBbIH_IeHI/Ie BerHef/'I FpaHI/II_[bI I/IHTCpBaJIa 10 ypaB-
HeHuo (9) Mpu HAIMYKK OITMOKH BTOPOTO POJa BEAET K COBEPIICHHO HHOW 00paboTKe n3MepH-
TenbHOU HH(OPMALIUK B anropuTMax 1o 1. 2.2. CiaenoBaTenbHO, BOJIN3H Mpesenia 00HapyKeHus
BEPOSATHOCTD «JI0’KHOM TpeBorW» He npesbitiaet 0,05, a BEpOSITHOCTh «IIPOITYCKa CUTHAJIa» MOKET

nocrurats 0,5, koahdunuent k cienyer BIOUpaTh OOIBIINM WU PaBHBIM 3-X.

2.2 O030p cylmecTBYIOIIUX U HOBBIX AJITOPUTMOB

Hcxons u3 ckazaHHOTO paHee, Jlajiee MPOBECH CPAaBHUTEIbHbBINA aHAJIN3 LIECTH AT OPUT-
MOB 00pabOTKH M3MEPHUTEIbHOW HH(pOpMAIMH ISl OIIEHKH MacCOBOW JIOJIM OCHOBHOTO KOMIIO-
HeHTa 1o cxeme 100 % MuHYC cyMMa puUMecei ClIeyIOIUMHU CITIOCO0aMU: «OIeHKa TEXHUYECKOH
YUCTOTBI», «OLEHKa aKaJeMH4eCKOoW dYHUCTOTB», «BAM», «GUM», «meTon HHTEpBaIbHOU

OIICHKMY, «METOJ aKajeMuKa JeBsIThIX».
2.2.1 OueHka YUCTOTHI MO HEMOJTHOMY IPUMECHOMY COCTABY

2.2.1.1 CrarucrH4ecKuii moaxoma

Ananu3z pabot [76,77] moka3bIBaeT, 4TO BO3MOXHO TTPOU3BECTH OIEHKY YHUCTOTHI BEIlle-
CTBa IO HEIOJIHBIM JAHHBIM aHaIM3a. Pe3ynbTaThl U3MEPEHNI TPUMECEN MPEICTABISIOT B BUJIE

BBIOOPKH, COCTOSIIIIEH U3 COIepKaHUi 0OHapyKEHHBIX PUMecel U MpeiesioB 0OHapyxeHus [77]

X,X5 ... Xp; V1, Yo,..., Y}, n+r=N, (10)

e
Xi=—lgxl-,i=1,...,n, (11)
Yi==lgy.,j=1,...,n (12)

[Ipu nonHoM uncne OOHAPYKEHHBIX MpUMeceld QYHKIUS pacrpeneaeHus] BeIUUuHbl X
XapaKTepu3yeTcs IByMs TapaMeTpaMu — CPETHUM [ U JUcliepcueld. AHaIOrnyHoO Habop mpese-

JI0B OOHApyKeHHs Y XapaKTepU3yeTCs apaMeTpaMu [, U JUCTIEPCUEH.
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DYHKIIUN TPABIOTIOIO0MS C yIeTOM padoThl [78] MOTYT OBITH TIPEICTABIICHBI B BUJIC:
n _
Lx=rlnd>(f)—nlna—ﬁ(52+(X—u)2), (13)

Ly=rin® (=& —ring, — 22(5 + (Y - yy)) (14)

Vckomble mapaMeTphl OJDKHBI OJHOBPEMEHHO MaKCUMHU3UpPOBaTh 00e Gpynkiun (13) u

(14), T.e. yIOBIETBOPSTH CUCTEME

( - r o 3
=X+—-—B8B
U +- . )
, P+ X -w?)
o~ = =
X—u
1-§=
] . no g (15)
Hy =¥ + 2 =B(=%)
( + (Y ) )
/“‘y
\ 1+ E )
rac X, S - BI)I60pO‘-IHI)I€ 3HA4YCHU CpeI[HCFO nu cpe)lHeKBaz[paTqucxoro OTKJIOHCHUS BCJIN-
YUHBI,
Y . Sy - BI)I60p0‘IHI>Ie 3HAYCHUA CpeI[HGFO nu CpeI[HCKBaI[paTI/ILIGCKOFO OTKJIOHCHUS BCJIIN-
YuHE Y
_ U= Hy
§ = P (16)
o, = /02 + 03, (17)
@(&)
B(§) = —+, 18
_1 (—ﬁ) 19
0 = 2n) ze\ 2), (19)
£
2© = [o@ar (20)

—00

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

KOHIIEHTpaluu npumeceil. Jlorapugm cymmapHoro cojiep:kanusi npuMeceil paBeH

Z=u—1Iyo—0,250"11g(N), (21)

rac
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+00

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

— 00

CranpapTHas HEONPEIeICHHOCTh U3MEPEHUN CYMMapHOTO COJEPKaHMsI IPUMECEH B CO-

OTBETCTBUU C [77]

u(Z) = 3-107%0,0, \/YN . (23)

DTOT MOJX0J, MpeAIoKEHHBIN akagemMukoM ['.I°. JIeBAThIX, MpenoiaraeT, 4To pacipe-
JIEJICHUE COJCPKAaHUE MPUMECEH B YUCTBIX BEHIECTBAX JOJKHO OBITh OJU3KHM K JIOTHOPMAJTh-
HOMY. [Ipy HEKOTOPBIX U3BECTHBIX COJIEPIKAHUAX OOHAPYKEHHBIX MPUMECEH U allpHOPHBIX JaH-
HBIX O TIpeenax OoOHapy>KeHUs BO3MOXKHO JKCTPANOIUPOBATh KPUBYIO 3TOTO pACHpPEIEIICHUS,

IUIOLIA/b [TOJ1 KOTOPOM OyJeT paBHAa CyMMAapHOMY COJIEP’KaHHUIO IPUMECEH.

2.2.1.2 OueHKa TeXHHYECKOI YHCTOThI

TexHnyecKkyro 4MCTOTY Ha IIPaKTHKE 4acTo oleHuBaroT 1o cxeme 100 % MuHyc cymma
HCKOTOPBIX U3BCCTHBIX HpI/IMeCGI\/JI, OOHAKO B JIUTCPATYPEC HEC BCTPLCHACTCA OIMUMCAHUSA AJITOPUTMOB
OLIEHKH XapaKTEepUCTUK TOUHOCTU. HecMoTps Ha 3T0, u3 Mozenu (24) MOXKHO NMPeAIoN0KUTh, 4TO

HEOIPEeIEHHOCTh OLIEHKH YHCTOTHI MOKHO OLIEHUTH 110 Gopmyiie (25).

n
w =100 — z Xi, (24)
i=1
U=2- /z Uyi?, (25)
rje X; - MaccoBas J0Ji1 OOHapYyKEeHHOU i-if mpumecH, %o;

N - KOJIMYECTBO OOHAPYKEHHBIX IpUMecei.
2.2.2 OuneHka YUCTOTHI 10 MOJTHOMY IPHUMECHOMY COCTaBY

2.2.2.3 OuneHkKa akaJeMHU4YeCKON YUCTOThI

Kak u B cityyae ¢ O1[eHKOM «TeXHUYECKON YUCTOThI», YETKOTO ¥ €IMHOOOPA3HO OMUCaHUs
AJITOPUTMOB HET, U XOTh B YPaBHEHUAX OLICHKH «aKaJeMUYECKON YMCTOThD» Y4aCTBYET BEINUYHHA,
CBsI3aHHas ¢ IpezenamMu oOHapyxeHus, He Bceraa orenka MJIOK mpou3BoanTcs Mo MakcuMab-
HOMY KOJINYECTBY Ipumecei. B pabote [2] roBOpUTCS 0 TOM, YTO 3TOT «I10AXO0/ COCTOUT B OIpe-
JIeJICHUH TIOJIHOTO IPUMECHOT0 COCTaBa BELIECTBA, T.€. IPAKTHUECKU BCEX MJIM MOUYTH BCEX dJIe-
MeHTOB Ileproanueckoii cucTeMbl», OHAKO Ha NMPAKTUKE NEPEUEHb NIPUMECEN OrpaHUYNBAETCS

30-70 snementamu. U xoTs copeprkanne 70 37I€MEHTOB 3TO JAIEKO HE aOCOTIOTHO TOJTHBIA XUMU-
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YECKHUH COCTaB, ajiee OyIeM paccMaTpyBaTh 3TOT aJITOPUTM, UCXOJIs U3 PE3yIbTaTOB Ompeee-
HUS conepkanus 91 nmpumecH JIsl TOTO, YTOOBI MOXKHO OBIJIO €r0 CPaBHUBATH C APYTUMU O100-
HBIMH II0JIXOJaMH.
Urak, no Bceit Bunumoctu orienka MJIOK u cBsizaHHOM paciimpeHHON HeonpeaeaEHHO-

CTH MOXET IPOBOJUTHCS 10 hopMyiam:

n '
w=100—zxi—zyj, (26)
i=1 =
Viy?
U=2- Zuxi2+2(7) , (27)

rae X; - MaccoBas J0Js OOHapyKeHHOH i-il mpumecH, %;

U,; — CTaHJIAPTHAS HEOMPEEIIEHHOCTh MaCCOBOM JI0JH i-il mpumecH, %;
N - KOJMYECTBO OOHAPYKEHHBIX TPUMECEI;
y; - Ipefiest 0OHapyKeHus j-i mpumecH, %o;

7 - KOJIMYECTBO IIPE/IETIOB OOHAPYKEHUSI.

2.2.2.4 Mertox mo GUM

9TO0T moaxoa OCHOBAH Ha MPpUHOUIIAX, U3JIOKCHHBIX B I[OpO)KHOﬁ KapTe 110 OLICHKE Yu-
CTOThI YUCTBIX MCTATNIMYCCKUX JJICMCHTOB [19] Hpe,Z[CTaBJ'IeHHLII\/'I B 3TOM JOKYMCHTC AJITOPHUTM
CXO0X C «aKaJeMHYECKON YHCTOTOI» 3a TEM HUCKIIIOYCHUEM, YTO IJId MIPCACIIOB 06Hapy>KeHI/I}I

MIPEANONAraeTcsi paBHOMEPHOE PACIIPEICICHUE, a B OIEHKY YHCTOTHI MPUHUMAETCS TOJIOBUHA

w=100—ixi—i% (28)
= =
U=2- Zuxi2+2(2_yf/§)2. (29)

[Tpu aToM n + r = 90 (u 60mee). [Ipenen oOGHapyKEHUSI OLIEHUBAETCS 1O ypaBHEHUIO (8).

npezena oOOHapyKeHUS:

2.2.2.5 Metrog BAM

AHnanu3 gaHHbIx padot [79,80,81,82] moka3biBaeT, 4TO MaccoBas 10Jisi OCHOBHOTO KOM-

MOHEHTa (00111ast YMCTOTa) HA OCHOBE U3MEPEHHI MaCCOBBIX J10JIE MUKPOITPUMECEH BHIYUCIISETCS

n r
Yj
=100 — = )y =
w le Z > (30)
i=1 j=1

Pacimmpennas HeonpeaeIeHHOCTh U3MEPEHUH OlleHUBaeTCs 1Mo (popmyrne

110 YPaBHEHHUIO



U=2 Zuxiz + Zr: (%)2 31

2.2.3 Meroabl HHTEPBAJIBLHOI OLlEHKH

Kpome onncanHbIx Bbllle CIOCOOOB, Jlajiee CPAaBHUBAIOTCS €I1I€ J1Ba, KOTOPbIE aBTOP MpHU-
MEHSUT JUIS TIPeABAPUTEIbHBIX OLIEHOK. DTH CIIOCOOBI OCHOBAHBI TaK e Ha MOJIHOM MPHUMECHOM
COCTaBe C yYETOM TpPeeTIOB OOHAPYKEHHUSL.

[lepBbiif OCHOBAaH HA MPEAMOIOKEHUH, YTO HCKOMAsl BEIMYMHA JISKUT B JTUAa30HE, KO-
TOPBIN POPMHUPYIOT pe3yIbTaThl H3MEPEHUI MAaCCOBBIX JI0JIEH MPUMECel U OLIEHKH MPEIeioB 00-

Hapy>XeHHsI. Y CIIOBHO BEPXHIOIO TPAHUILY 3TOTO MHTEPBaja MOKHO BBIYHCIHTE IO (opMyIIe

n
h =100 — Exi + 2 - u(x;), (32)
i=1
a HIDKHIOKO 110 (hopMyIie
n T
l=100—2xi—2yj—2-u(xi). (33)
i=1 j=1
Toraa MJIOK u ee ctangapTHast HEOMIPEAEICHHOCTh MOT'YT ObITh BHIYHCIICHBI 0 (hOpMy-
JaM:
_h+l
W= (34)
_h—1
u=—. (35)

Bropoii cmoco6 moxosx Ha mepBbIi, oHAKO JuIs HarsaHocTu orenka MJIOK Gepercs
0e3 yueTa mpeaenoB OOHAPYKEHHsI ISl TOTO, YTOOBI UX MOYKHO OBLIO YTOUHSTH B CIEIYIOIINX
HCCIIEIOBAHUSAX, a4 HEOIPEIEICHHOCTh OLICHUBAETCS C HEPABHOMEPHBIMU I'paHULIaMHU. PacyeTsl

IPOBEJIEHBI MO CIEAYIOUINM (hopMyIam

w =100 — Z X, (36)
i=1
U :+2'\/Zu—xi2
(e TTT) 67)

2.3 CpaBHeHMe KOJMYECTBEHHBIX MOKa3aTeeil

HJ’IH HarjiiAHOro CpaBHCHHA PaA3JIMYHBIX AJITOPHUTMOB IMPOHU3BCIACHBI KOJIUYCCTBCHHBIC

OLICHKHU ITOJIY4aC€MBbIX MCTPOJIOTHUYCCKUX XapPAKTCPUCTUK HCCICAYEMBIX 3TaJIOHOB CPaBHCHHUA.
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Ha pucynke 9 rpaduuecku npeacraBieHsl pe3yiabTaTbl paci€ToOB B COOTBETCTBUU C all-

roputMamu no mnm. 2.2.1-2.2.3 g 3TajoHa CpaBHEHMs BaHaus BBICOKOW 4MCTOTHL. [Ipu 3TOM

UCII0JIb30BAHBI PE3yJIbTAaThl COTIACHO Tabmuie 3.

Tabmuua 3 — Jlannbie 11 oueHKU XapakrepucTuk DC BaHaAHs BHICOKOW YHCTOTHI

HanmeHnoBaHue xapakTepucTUKU

3HaueHue, MI/KT

Pacmmpennas HeornpeaencH-
Hocthb (k=2; P=0,95), mr/kr

CyMMa MaccoBBIX J0Jiel oOHa-

npuMecen

N 554,0 25,3
PYKEHHBIX TIpUMecen
[TonoBuHA CyMMBI ITpeenoB 00-
Hapy>KeHUsI HeOOHAPYKEHHBIX 69,1 18,5

Ha pucynke 10 moka3aHo To e JjIsl 3TaJIOHA CPaBHEHUSI MEIU BHICOKOM YHCTOTHI C HC-

XOJHBIMH JaHHBIMU [0 TadmIie 4.

Tabmuua 4 — Jlannsle 1uisa oneHkH XapakTeprucTuk DC Meu BRICOKOH YUCTOTHI

HanmMeHnoBaHue XapaKTCPHUCTUKHU

3HaueHHe, MI/KT

Pacimpennas HeornpeaeacH-
Hocthb (k=2; P=0,95), mr/kr

CymMma mMaccoBbIX Jofieit oOHa-

npumecen

. 56,6 4,2
PYKEHHBIX IpUMecen
ITonoBuHa cyMMBI peieoB 00-
HapyXeHHsI HEOOHAPYKEHHBIX 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
AKagemuyecKkasn GUM BAM MHTepBanbHaa 1 MHTepBanbHaa 2 TexHuyecKan
4YmnCcTOoTa 4HMCTOTA

Cnocob oueHKu

Pucynox 9 — CpaBHenue oneHok xapaktepucTuk JC BaHaus BBICOKOH YuCcTOTH (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

©-99,9931——©99,993——©99,9931
7 7 J7,733X
@ 99,9919
AKagemuyecKkasn GUM BAM MHTepBanbHana 1 MHTepBanbHaa 2 TexHuyecKan
4YmnCcTOoTa 4HMCTOTA

Cnocob oueHKM

Pucynok 10 — CpaBuenue orieHOK xapaktepucTuk IC Meau BeICOKOM YUCTOTHI (k=2)

87
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AHanu3 ypaBHeHHM 1o . 2.2.1-2.2.3 u BU3yaJbHOE CPaBHEHHE MPEICTABICHHBIX I'pa-
(PMKOB MOKA3bIBACT, YTO AITOPUTM «AKaJeMUYECKasi YUCTOTa» JTaeT HauboJee HU3KOe 3HAYCHHE
MJIOK, B To Bpemsi Kak anropuT™ «TeXHUYeCcKast 9uCTOTay - Hanboyee BEICOKOe. DTOT (PaKT CBsI-
3aH C T€M, YTO BO BTOPOM CIIy4ae HE YUUTHIBAIOTCS BO3MOXKHOE COJEpKaHHUE HEOOHAPYKEHHBIX
npUMecei, a B IEPBOM 3TO YUTEHO «C 3armacom». [Ipu 3ToM asist 3THUX ciay4yaeB HET HOAPOOHOIO
OTKCAHMI CIIOCOOOB PACUYETOB XAPAKTEPUCTUK TOYHOCTH OLIEHOK MacCOBOM TOJIM OCHOBHOT'O KOM-
IIOHEHTA.

[IpennoxxeHHbIE aBTOPOM AJNTOPUTMBI MO YCJIOBHBIMH O0O3HAYEHHUSIMH «UHTEPBAJIb-
Has 1» U «MHTepBalbHAas 2» MOCTPOSHBI HA OCHOBAaHUU OOIIUX PACCYk ACHUN O MPUMEHEHUU 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 PUMEHE-
HUA [IpU [IepeAadye €IUHULIBI BEIUYUHBI OT TAJIOHA CPaBHEHUs, T.K. HE CTaHJAPTHU30BaHBI, YTO
MO>KET HapyIIaTh MPUHIUIIBI O0eCTIeYeHUS AMHCTBA U3MepeHni. OIHaKO MPUMEHEHHUE ITUX MTOJI-
XO0JI0OB MOXET 0Ka3aTbCs LEIeCO00pa3HbIM B TEX Cllydasx, KOrJa MaTepual 3TajloHa CpPaBHEHUS
HCCJIEN0BAH HEAOCTATOYHO IOJIHO WJIM JUISl HarJBIAHOW JIEMOHCTpPAlUy BO3MOKHBIX CMELIECHUN
snauennss MJIOK nipu yrouHeHuu psija npeieioB oOHapyKeHus, HaIpUMep, pHU MPOBEICHUU J10-
MOJIHUTEJIbHBIX WJIU MEPUOJUYECKUX HUCCIEIOBAaHUN MaTepuaia 3TajloHa CPAaBHEHHS. DTO 0CO-
OEHHO 3aMETHO rpaHUuUecKy AJIs aJrOpUTMa «MHTEpBaJIbHAS 2», IJIe MOKHO BUIETH (Hampumep,

pucyHok 10), uyto Bo3MoxHOe cMmemieHue orneHkn MJIOK B cTopoHy yBenuueHUs BO3MOXKHO

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

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

Anroputmsl orieHoK «GUM», «BAM» uaentuunsl B ruiane pacuera MJIOK, Ho oTinuya-
I0TCSl JITOPUTMAaMU OLICHKU XapaKTEPUCTUK TOYHOCTH. B nepBoM ciiydae alrOpuTMBbl CTPOTO CO-
OTBETCTBYIOT TPeOOBAaHUSAM PYKOBOJICTBA 110 BBIPAXKEHUIO HEOIpeIeIeHHOCTH [§83], BO BTOpOM H
B TpeTheM OSTU TpeOOBaHUS HE BBIMONHSIIOTCSH. Anroput™M «BAM) mnpeamonaraer «OUEHKY
CBEpXy» M IpeHeOperaeT MpeArnoioKeHHeM O paBHOMEPHOM paclpe/IesIeHNH /71l BEIMYUH B BUJIE
mpeienioB 0OHApYX)EHHs, KaK 3To Toka3aHo B 11. 2.1.3. TIpu atom onenkn MJIOK mo anropurmam
«GUM», «<BAM» He MOTYT UMETh CMEIIIEHHE OTHOCUTEIBHO IPYT ApyTa U B JIFOOOM ciydae OyayT
COBMECTUMBI. [IoMMMO OTCYTCTBHSI OTHOCUTENBHOIO CMEILIEHUS, IPUBEACHHBIE PE3YJIBTAThl MEX-
JTyHapoJHBIX cnuuyeHui [84] (moapoOHee B riiaBe Ommoka! McTOYHUK cCHIKM He Hali/leH.) 1o-
Ka3bIBaIOT, UTO OLIEHKH 10 alroput™My «GUM) COBMECTUMBI C OLICHKAMH, MIOJTy4YE€HHBIMU PSIMbIM
CrocoOOM C HCTIOIh30BaHUEM MEPBUYHOTO (abcomoTHOro) Meroaa (Ha pucynke 11: UNIIM1 —
pe3yabTaT U3MEPEHUI MAcCOBOM J0JIM MEIU B YMCTON MEIU METOAO0M KYJIOHOMETPUU IPU KOH-
TpotupyemMoM noteHnumane; UNIIM2 - pe3ynbTaT U3MEpeHU MAacCOBOM JIOJIM MEIU B YUCTOMH

meau 1o cxeme 100 % MuHyc cymma npumeceii).
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Pucynok 11 — Pesynerarel cmuuennii KOOMET 645/RU/14 (k=1) [84]

[Ipu Bcem paznuuuu BCEX OMUCAHHBIX MOIXO00B B PEAbHBIX IPUMEPAX OHU JAIOT COB-
MECTHUMBIE PE3YJIbTaThl B MpeJiejaX CBOMX TOUHOCTHBIX XapaKTEPUCTUK, €CITU MPUMEHEHBI K Ma-
Tepuany yucTorori Menee 99,999 %, u npakTUYECKN UACHTUYHBIE PE3YNbTaThl, €CJIU IPUMEHEHBI
K MaTepuany yuctoroit meree 99,8 %, 4T0 MOKHO MPOAEMOHCTPUPOBATH IPpapUUECKU €CIIH MPO-
JIOJDKUATH MBICIIEHHBIN SKCTIEPUMEHT NpeioxkeHHbIH B [ 10, cc. 62-63], cMoaenupoBaB rpaHUYHBIC

YCJIOBHSI B COOTBETCTBHH C Tabiaumamu 5 u 6.

Tabauna 5 — Moaensabie ganabie 111 MJIOK ~99,999 %

HaumenoBanue XapPaKTCPUCTUKHU 3Ha‘-IeHI/Ie, MT/KT

Pacuinpennas HeonpeneneH-
HocTth (k=2; P=0,95), mr/kr

CymMma mMaccoBbIX Jo7eit oOHa-

. 0,10 0,02
PYKEHHBIX IpUMecen
ITonoBuHa cyMMBI IpeieIoB 00-
HapyXeHHsI HEOOHAPY>KEHHBIX 0,58 0,14

npumecen

Tabmuma 6 — Moaensabie tanubie 11t MJIOK ~99,8 %

Pacmmpennas Heonpenenen-
Hoctb (k=2; P=0,95), mr/kr

1949,3 389.9

HanMeHOBaHME XapaKTEpUCTUKH 3HaueHue, MI/Kr

CymMa MaccoBBIX J10J1ei 0OHa-
PYXEHHBIX IpUMECEN

[TonoBMHA CyMMBI ITpeieioB 00-
Hapy>KeHUsI HeOOHAPYKEHHBIX 25,3 11,2
npumecen
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Pucynok 12 — CpaBuenue ouenok xapakrepuctuk 9C ¢ emogenupoanHoit MJIOK 99,999 % (k=2)
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Ha pucyHnke 12 npencraBieHbl CMOAEIMPOBAHHBIE TAHHBIE, T1€ BUIHO, YTO NOJYYEHHBIE
3HAUEHUS 10 ATOPUTMY «AKaJeMHUECKas YUCTOTa» HE COIIacyroTcs ¢ oueHkamu o «GUM» u
«BAM», a ouenka 1o anropurmy «TexHuueckas 4McToTay BISETCS KpallHe COMHUTEIbHON, YTO
MOATBEPKIAeT HenoiaHoTy Moaenu. Ha pucynke 13 moxasano, uro npu MJIOK menee 99,8 %
OLICHKH 3TOW BEJIMYMHBI CTAHOBATCS MPAKTUYECKH UACHTUYHBIMUA, OCHOBHOM BKJIaJl B HEOIIpEe-
JICHHOCTb MU3MEPEHHUI BHOCHT MCTOYHHK, CBSI3aHHBIN C MAacCOBOM J10Jieii OOHApY>KEHHBIX MTpHUMe-
cell.

[IpuHrMast BO BHUMaHUE HEMOJIHOTY Mojenu «TexHuueckas 4ucToTay, U30bITOUYHOCTh
MozeNn «AKareMuuecKass YUCTOTa» U OTCYTCTBUE CMELLIEHUSI OTHOCUTENBHO PE3yIbTaTOB, MOJY-
YEHHBIX C MPUMEHEHUEM IPSAMBIX METOJAOB, /IS LieJei HacTosleld paboThl, MOKHO paccMaTpH-
BaTh aroput™ «GUM» kak Haubosee moaxoAaIuil.

Jlyig Banuaanuy BHIOPAHHOTO aJIFOPUTMAa Ha MPUMEPE PE3YIbTATOB U3MEPEHUI TPUMEC-
HOTO coctaBa MeaHou kaTaHku B cimueHusx KOOMET 645/RU/14 nposeneno onenka MJIOK
metozioM Mownre-Kapno. Cmonenuposano 10° 3Hauenuii st kaxaoii 0OHAPYKEHHOM MPUMECH C
HOpPMAaJIbHBIM PacHpe/IeICeHUEM CO CTaHJapTHBIM OTKJIIOHEHHEM, PABHBIM CYMMapHOW CTaHJapT-
HOM HEONpPEeIEeICHHOCTH MAacCOBOM J10JIM KOHKPETHOM MPUMECH U TSl KaXKAOTo Mpeaena oOHapy-
KEHHs C paBHOMEPHBIM pachpezeieHueM B rpaHunax ot 0 mo mpenena oOHapyxeHUs (pucy-
HOK 14).

== 1000000
[1.9-10“]

w=100— 32— 3 2. =00.0031 Uw.-::!-ﬁzas’+2q’ —0.000727

I=rowa(z)-1 J=rows(y)-1
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%)

mi::m]ml{n’ai’ui] Y = mormn, 5,
Stdav[i]m_]zﬂ.lﬂ Stdav[i]wn_]z

i i = I
nr=100— E!:mi— f]ym 2-Stdev(w) =0.000727

e - 7
W‘;Bﬂl't(‘lﬂ) 2-m-ME%-1  m—m-REE-1
k= =1.58

omr==mean () = 059931 2-Btdev (w)
Uw=Sidev (w) - k=0.0007 H_X::hiﬂtngmm[ﬁ,m

Norm—=dnarm (H_Xm,mﬂm(m] ,Shhv(ln]) c:ﬂ

Pucynox 14 — [Iporpamma moaenupoBanus MJIOK B meanoit katanke B ciinueHussx KOOMET
645/RU/14 B cpene Mathcad
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[TonyueHnHbIe pe3yabTaThl COTIACYIOTCS ¢ BBIOPAaHHBIM QJITOPUTMOM, a paclpeneiieHue
BBIXOJHOW BEIIMYUHBI (PUCYHOK 15) O6Mu3Ko K HOpManbHOMY ¢ KoddduinuenTom oxsara k=1,96
npu P=0,95, uto u cienoBano 0xxunaTh, UCXO/I U3 MOJIOKEHUHN LIEHTPAJILHOM MpeebHONU TEO-
PEMBI.

H_xW
max I:H _X{IJ)

Norm-c

& 000024 90 9938

Gho0ld 990991F OO.802] 9949435 OHB03E 000432 OOORES 09030 000043 DO04048 000040 090053

Pucynok 15 — Pacnipenenenne BeIxoaHoU BenuuuHsel pu Moaenuposannn MJIOK B menHon
karanke B camaeHussx KOOMET 645/RU/14 (o ocu x — MJIOK, %; 1o ocu y — TNIOTHOCTh
BEPOSTHOCTH (CHHSISI THCTOTPaMMa); KPAaCHBIN MMyHKTHP — HOPMAJIbHOE pacrpeeieHue;
BEPTHUKAIbHBIE OTCEUKH — IpaHUYHbIE 3HaueHus mpu P=0,95)
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BriBoabl o riiase 2

[IpoBeneH cpaBHUTENBHBIN aHAIN3 IIECTH aJITOPUTMOB 00paOOTKH U3MEPUTEIHLHON WH-
dbopmaruu sl OIEHKH MacCOBOM JI0JIM OCHOBHOTO KOMIIOHEeHTa 1o cxeme 100 % muHyc cymma
npUMeceil CIeIyIOUMMH CIoco0aMHu:

1. «OIleHKA TEXHUYCCKOM YHCTOThI)» - OLICHKA YMCTOTEI BEIICCTBA HA OCHOBE KOCBCHHOI'O
croco0a 1o HETMOJHOMY WJIH IE€JICBOMY TPUMECHOMY COCTaBY;

2. «OlIEHKA aKaJeMUYECKOM YHCTOTRI» - OLIEHKA YMCTOTHI BEIIECTBA HA OCHOBE KOCBEH-
HOTO CII0c00a 10 MOJHOMY IPUMECHOMY COCTaBY C YYETOM MPECIIOB OOHAPYKECHHUS;

3. «(BAM» - olieHKa 4MCTOTHI BEIIECTBA Ha OCHOBE KOCBEHHOTO CIOCO0A IO MOJHOMY
MPUMECHOMY COCTaBY C y4€TOM IpelielioB OOHapYKEeHHs, peiokeHHas B paborax Denepab-
HOTO MHCTUTYTa MaTepUaIoBeIeHUs U UCTIbITaHuil, [ epManus;

4. «GUM» - orieHKa YMCTOTHI BEIIECTBA HA OCHOBE KOCBEHHOI'O CIOCO0A IO MOJTHOMY
MPUMECHOMY COCTaBY C YYETOM IPEIeNIOB 0OHApYKEHUs, OCHOBAaHHAs Ha Toaxo0/1e PykoBoacTBa
M0 BBIPAKEHUIO HEOMPEICTICHHOCTH U3MEPEHUI B MPEIIOJIOKEHIH PABHOMEPHOTO pacIipeserie-
HUS BEIMYUH B BUJE MIPEIETIOB OOHAPYKEHUS;

5. «MeTobl HHTEPBAIHHOU OLIEHKI - TOCTPOEHBI HA OCHOBAHUU OOIIMX PACCYXACHUM O
MpUMEHEeHUU KocBeHHOro mojxosa k orenke MJIOK no cxeme 100 % Munyc cymma nmpumeceii;

6. «meToa akajemMuka JIeBsAThIX) - IPEANOaraeT, YTo pacupeieiieHue CoAep KaHus Mpu-
MecCel B UHCTHIX BEIIECTBAX JOKHO OBITh OJM3KHUM K IOTHOpMaibHOMY. [1pr HEKOTOPBIX U3BECT-
HBIX COAEPXKaHMIX OOHAPYKEHHBIX MPUMECel U almpUOPHBIX JaHHBIX O Mpeaenax oOHapyKEeHHs
BO3MOYKHO 3KCTPAroOJUPOBATh KPHUBYIO 3TOTO paclpeneieHus, IIONaab MOj KOTOpoi Oyner
paBHa CYMMapHOMY COJIEPKaHHUIO TTPUMECEH.

B pesynbpTaTe mpoBeNeHHOTO aHa K32 BBISABIECHBI TPUHIIUIINAATIBHBIC OTPAHUYCHHS TTOJI-
XO0JIOB, CBSI3aHHBIX C OI[EHKOM YHMCTOTHI IO HEMIOJHOMY IIPUMECHOMY COCTaBY IIyTEM MOJEIUPO-
BaHMsI OIEHOK MIPUMECHOTO 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 YMCTO-
Toil MeHee 99,999 %, u npakTUUECKHU UAECHTUYHBIE PE3YJIBTATHI, ECIIM IPUMEHEHBI K MaTepUaily
qucToTON Menee 99,8 %.

BrisiBiieHBI OT/ICNIbHBIE HEIOCTATKA AITOPUTMOB «AKajgeMudecKas 9ucTota» u «TexHu-
YyecKas YUCTOTa» M ONMUCAHBl TPAHUYHBIE YCIOBUS MPUMEHEHHSI alTOPUTMOB, TIPEIOKCHHBIX aB-
TOPOM.

[Tokazano, uro Mmetor «GUM», B KOTOPOM JjIsl OLIEHKH YHUCTOTHI MIPEIIOIAraeTcsi onpe-

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

BHUYHBIX U OTHOCUTCIIbHO IICPBUYHBIX METOA0B.
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3 PaspaﬁoTKa 3TAJIOHOB CPAaBHECHHUSA B BH/I€ YUCTBIX METAJIJIOB

3.1 Onmnpeaenenne OCHOBHBIX TPeOOBAHMI K ITAJIOHAM CPABHEHMUS

Ha ocHoBanuu ananusa alropuTMOB OLEHKH YUCTOTHI KOCBEHHBIMH CIIOCOOaMHU, ITPOBE-
JIEHHOTO B IJIaBe 2, pe3ysibTaToB cianueHuit [16,21], mopoxkHOM KapThl O OLIEHKE YUCTOTHI [19],
nyOonukanuii [26,41,22] 1 mpeanonaraeMoro Ha3HaueHUs STAJTOHOB CPAaBHEHUS pa3padOTaH JIOKY-
MeHT MU 3560-2016 «Pexkomennanus. ['CH. Ouenka HeonpeaeIeHHOCTH U3MEPEHU MacCOBOM
JIOJTM OCHOBHOT'O KOMIIOHEHTa B HEOpraHWYecKux BerectBax» [11], B koropom chopmynrpoBaHbl
MIPUHIIAITEI KCCIICIOBAHUH 3TAJIOHOB CPABHEHHUS, UCXO/IS M3 IICJICBOM HEONPEICIICHHOCTH

a) MPSAMBIM CIOCOOOM — ITyTEM HETIOCPEICTBEHHOTO BOCIIPOU3BEACHHUS:

® [IpU BOCIPOM3BEACHHUH CAWHHIIBI BEIMYUHBI C PACIIUPEHHON HEOIPEIeICHHO-
ctbto U = 0,050 % MoryTt ucnosnb3oBaThCs:
— TUTPUMETPUS (IOJKHBI OBITh YUTEHBI MEIIAIOIINE MPUMECH JIPYTHUX METAIIOB MIPHU UX COJEp-
’KaHKH cBbIe 5-10™ %, KOTophle TaKXkKe OTTUTPOBHIBAIOTCS BBU/Y HECEIEKTHBHOCTH TUTPAHTA);
— rpaBUMETPUS (IOJKHBI OBITH YUTEHBI 3(PPEKTHI COOCAKICHUS: aICOPOIUs, OKKIIIO3USI, U30MOP-
busm);
e TMpU BOCIOPOU3BEICHWU EIUHUIIBI C PACIIUPEHHOW HEOMPEEICHHOCThIO
0,010 % < U < 0,050 % MoryT ucnoiab30BaThCsi KyJIOHOMETPUUECKOE TUTPOBA-
HUE, KyJOHOMETPHUS MTPU KOHTPOJIUPYEMOM MOTCHIIHAJIC;

0) KOCBEHHBIM CIIOCOOOM - ITyTEM BOCIIPOU3BEICHUS STUHUITBI MACCOBOM JOJIH ITPUMECEH
¥ TOCJIEIYIOIIETO BEIYUCICHUS COIePKaHMsI OCHOBHOTO KOMIIOHEHTa C pacIIMpPEHHON Heomnpee-
neraHocteio  0,0010% < U <0,010%  MOryT UCHOJB30BAaThCS  MAaCC-CIICKTPOMETPUS,
ATOMHO-a0COpPOIIMOHHAS CIIEKTPOMETPHUSI, aTOMHO-3MHUCCHOHHAS CIIEKTPOMETPHS, CIIEeKTpodoTo-
METpHs, METO/IbI MJIABJICHUS Ul ONpEeNIeHUs] Ta3000pa3yIoINX JIEMEHTOB, HEUTPOHHO-AKTH-
BallMOHHBIN aHaJIN3, MOHHAs XpoMaTorpadusi, NOH-CEJIeKTUBHBIN aHaIu3 U JIp.

Ha PUCYHKC 16 NpeaACTaBJICHA CXEMa BI:I60pa noaxXoAa0B JJIsd OLICHKH YHCTOThI B 3aBUCH-

MOCTH OT LeneBoi HeonpeaenenHoctu MJIOK.

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

> 0,010 % <0,010 %

TutpumeTtpua npsiMasi KynoHOMETPHS,

o/ _ 9
+ MaxkopHble npumecu ICP MS KynoHOMETpu1eckoe ThposaHue 1001% -2 npnmecen

Pucynox 16 — Beibop meronos onpeaeneaust MJIIOK mo MU 3560-2016
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B noxymeHTe Tak e MpuBEIeHbl OCHOBHbBIE KPUTEPHUH BHIOOpA M MOATOTOBKH YMCTBIX

BCIICCTB, KOTOPBIC U3JIOKCHBI HUIKC.

3.1.1 KpnTepnn BblﬁOpa H OIICHKA NIPUTOAHOCTU YUCTHIX METAJIJIOB JISl HCII0JIB30BaAHUSA B

Pa3JIMYHBIX METPOJIOTHYECKUX padoTax

Cpenu MCIONIb3yEeMBIX B HACTOSIIEe BpeMsi B HAyKe M MPOMBIIIJICHHOCTH HEOpTraHuye-
CKUX YHMCTHIX BemecTB (UB) MOYKHO BBIIEIUTE CIICAYIONIME OCHOBHBIE KJIACCHI, KOTOPBIC TaK MU
WHaue JOCTYIHBI JUIsl IPOBEACHUS UCCIICIOBaHUI B HACTOSIIIEH HAYYHO-UCCIIEIOBATEIBLCKON pa-
oore:
— UB B BH/IE YUCTBIX METAJUIOB M MX CILIABBI JJISI MUKPO3JICKTPOHUKH, aTOMHON M a3POKOCMUYE-
CKOM MPOMBILIUIEHHOCTH [85];
— UB B BHJIe coJieii METAJUIOB, UCIIOJIb3yEeMbIC, B OCHOBHOM, B (papMaIleBTUKE ¥ XUMUYECKOH Ipo-
MBIIUICHHOCTH;
— UB B BHJIec MOHOKPHCTAJJIOB METAJIOB U UX COJICH, 0CO00 YMCThIEC METAJUIBI, UX CILIABBI U TBEP-
JIbIC PACTBOPHI, UCIIOIH3yEMble B HAHOUHTYCTPHH, MUKPO- M HAHO AJICKTPOHUKE, TIPU UCCIICIOBA-

HUSX U pa3pabOTKe HOBBIX MAaTEPHUAJIOB U XMMHUUECKUX MPOAYKTOB [86].

VYkazanusie kiaaccel UB He 0XBaThIBAIOT MOJHYIO HOMEHKJIATYPY MX HMPUMEHEHUs, OJ-
HAKO WX YMCTOTa UMEHHO B 3THUX OOJACTAX SBISIETCS HanOOJIee KPUTHIECKUM MapaMeTpoM, T.K.
HanpsAMYIO CKa3bIBAETCSl Ha CBOMCTBAX KOHEYHBIX MTPOAYKTOB U 3HAYUTEIHHO BIUAET HA TEXHOJIO-
THYECKHUE MPOLECChI (HalpuMep, MpH MOJy4YeHHH BEIIECTB C 3aJaHHBIMU CBOMCTBAMN).

BwmecTe ¢ aTHM [1s1 HACTOSIIIUX MCCIIeIOBAaHUN HEOOXOMMO BBIICITHTh TaKUE XapaKTe-
puctuku YB, KOTOpBIE TTO3BOJIST UCIIONB30BAaTh UX B PA3JIMYHBIX METPOJIOTMUYECKHX paboTax (B
TOM YHCJI€ B KaQueCTBE TAJIOHOB CPAaBHEHMS IPH JUIMTEIILHOM XpaHEHHUHU U Iepejiaue eAMHUIIbI
KoJIn4yecTBa BemecTBa). [Ipexkae Bcero HEOOXOAMMO YYMUTHIBATH, YTO OOJBIIMHCTBO METOJIOB,
NPUMEHSIEMBIX [UTS UCCIIEOBAaHUH COCTaBa BEIIECTB U MaTEPHAIIOB, TPEOYIOT NepeBoia MpoOkl B
pacTBOp, OHA JTOJHKHA OTHOCHUTEIILHO MIPOCTO PACTBOPSITHECS 0€3 00pa30BaHMUs OCTaTKa.

Ucxons u3 o0bekTHBHBIX TpeboBauuii k UB ans Merposiormueckux paboT, KOHEUHbIH
npoaykt ('CO, OC u np.) nomxkeH obIagaTh JOCTATOUHON TOYHOCTBIO OMPEAETECHUS] YUCTOTHI,
CTaOMIIBHOCTBIO, OTHOPOTHOCTHIO U (PU3MUECKUM Y00CTBOM ITPU MPUMEHEHUH B KOHKPETHBIX 3a-
nadax. Jys 9TOro MOKHO BBIICNTUTH pa3iMyHbIe XapakTepucTuku UB, mpencraBieHHbIE B Ta0-

e 7.
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Tabmuua 7 — Xapakrepuctuku YB

HanmeHoBaHMe XapaKTepUCTUKU PaccmarpuBaemMble COCTOSIHUS
JlucriepcHoe COCTOsIHUE HOPOLIOK
KpHUCTaJIB
MOHOJIMUT
HomunanwHas uncrora <99,9 %
99,9-99,99 %
>99,99 %
Bup uucroro Benectsa COEJIMHEHUS 3JIEMEHTOB (COJIM, CIJIABbI)
YUCTHIE 3JIEMEHTHI
®a30Bblii cocTaB (151 COJIEH U COEAMHEHUI) | CTEXHMOMETPUYEH
HE CTeXMOMETPHUYEH

[Ipu uccnenoBaHMU YKUCTOTHI MAaTEPUANIOB MPUMEHSETCS MHOXKECTBO AHATMTHUYECKUX
MOJIXOJIOB ¥ METOIOB, OJTHAKO ISl JTFOOOTO METO/a XapaKTePHbI HEKOTOPBIE BIUSIONIUE (DAKTOPHI.
CambIM OOIIMM U3 HUX SIBJISIETCS HATMYME HEKOTOPOTO HEKOHTPOJIUPYEMOT0 KOJIMUECTBA IPUME-
ceil Ha moBepXHOCTU MaTepuana [ 1], KoTopble He XapaKTepu3yIoT 00N COCTaB CaMOT0 MaTepH-
aja ¥ MpU 3TOM HANpPsIMYIO BIUSIIOT HA ONpeereHue MaccoBOM 1o1u. O4eBUIHO, UYTO MaccoBas
JIOJISL DJIEMEHTA B MaTepHaie, KOTOopas OMPEIEseTCsl KaK Macca 3TOTO AJIEMEHTA, OTHECEHHAs K
Macce BEeIeCTBa, TPU U3MEPEHUSX MACChHI BEIIECTBA M0 YMOJIYAHUIO OYAET BKIFOUATh TAKKE U T€
IIPUMECH, KOTOPBIE COAEPKATCSA HA IIOBEPXHOCTH:

— OKCHUIHBIN CIIOH;
— cOpOMpPOBAaHHBIE Ta3bl B TOBEPXHOCTHOM CJIOE;

— MCXAHUYCCKHEC ITOBCPXHOCTHLIC BKIIFOYCHHU.

Haunyuimmm crnoco6oM HCKITF0UEHUS TaKUX BIHUAIOLINX (PAKTOPOB ABIsSETCS PU3NUECKOE
yZaJeHUe MPUMECHBIX KOMIIOHEHTOB C MOBEPXHOCTH uccienyeMoro UB. B mpotuBHOM ciyuae
TpeOyeTcs OTAENbHBIN aHaTu3 MOBEPXHOCTH U COMIOCTaBJICHHE C MAaCCOBOM J10J1el KOMIIOHEHTOB,
KOTOpPbIE HAaXOAATCs B ITyOMHe (a3bl. B 3TOM cilyyae 3TO BHOCUT JONOJHHUTEIbHYIO HEONpee-
JIEHHOCTH B OLIEHKY YHCTOTBI MaTepUaa U 3HAYUTEIbHO YCIOXKHSET ITOCTABJICHHYIO 33a4y.

Cpenu crioco0OB OYMCTKU NMOBEPXHOCTH MaTepualia MOKHO BBIIETUTh MEXaHUYECKHUE U
xumuueckue. [lepBriii 3akirodaercs B aOpa3suBHON 00paboTke moBepXHOCTH. OCHOBHBIM HEJO-
CTaTKOM TaKOIr'o CIOco0a SIBJISETCS 3arpsA3HEHUE UCCIeNyeMOro o0beKTa MaTepuaaoM abpa3usa.
XUMHUECKUH cr1oco0 OYUCTKU MOBEPXHOCTH OOBIYHO MPEACTABISAET COOOM TpaBlieHHE BEICOKOYH-
CTBIMH KHCJIOTaMH MTOBEPXHOCTHOTO c10s1 [87]. O6a 3T criocoObl MPUMEHSFOTCS JIMIIB [T MaTe-
pHAJIOB B KOMIIAKTHOM (MOHOJIMTHOM) COCTOSTHMM, TAKOM KaK CIMTOK, Ip00b MJIN pa3InYHbIE KyC-
KOBBIE (DOPMBI, T.K. IIPY BO3JEHCTBUU KMCIOTHI HA MIOPOIIOK MIIM KPUCTAJLIbI BEJIMKA BEPOSATHOCTh

IMOJIHOT'O paCTBOPCHHA BCCr0 Marcpurajia. Ounctka MTOBCPXHOCTHU HOpOI_HKOO6p33HLIX BCIICCTB
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TaK)kKe BO3MOXKHA (HampuMep, BaKyyMHO-TEIIJIOBBIM BO3JACHCTBHEM), OJJHAKO OHA MeHee 3] dek-
TUBHA, T.K. B OCHOBHOM HarpaBJieHa Ha yJaJieHHE BJIaru 1 JETKOJIETYYHX KOMIIOHEHTOB.

OmnucanHble 0OCTOSATENBCTBA BBIACISAIOT HaWJIydllee AuUcHepcHoe coctosHue UB ms
HACTOSIIUX Lieraed — MoHoUT. OOpaboTKa MOBEPXHOCTH CHUIIBHO 3arpsA3HEHHOIO0 KOMIIAKTHOI'O
MaTepHaja MOXKET BKJIIOYaTh JIBa IOCJIEJOBATENBHBIX 3Tana — cHayasla adpa3uBHast oOpadoTKa,
3areM xummuueckas. O6paboTka MoBepXHOCTHU c1ab0 MM HE3HAUYUTEIBHO 3arpsI3HEHHOT0 MaTepu-
aJia MOXeT OBITh OTPaHUYECHA TOJIBKO XMMUYECKOH 00pabOTKOM.

CrnenaHHbIi BBIOOP B M0JIb3Y MAaTE€PHUAIOB B KOMIIAKTHOM BHJI€ BBUIY OTHOCHUTEJIbHON
IPOCTOTHl OYMCTKU MOBEPXHOCTU U OTCYTCTBHUS BBICOKMX TPEOOBaHMH K YCIOBUSAM XpaHEHUS
TaKXXe MMO3BOJISICT OTAATh MPEANOYTEHUE YUCTHIM METalIaM 110 OTHOIICHHIO K MX COJISIM, T.K. Ta-
KM€ COJIM Yallle BCETo MPEICTABISIOT cO00M OPOIIKOOOpa3HbIe MAaTepHAIIBI HITM HEOOIbIITNE KPH-
cTajuibl. Pa3BuTas MOBEPXHOCTh ITUX MATEPUAIOB HAIIPSIMYIO BIUSET Ha CIOCOOHOCTH IpUMEC-
HBIX 3JIEMEHTOB COPOUPOBATHCS HAa TIOBEPXHOCTH U «MEIIATh)» OLICHKE UX YHCTOTHI.

OpHako CyIIECTBYET Psi/i JEMEHTOB, KOTOPbIE 3aTPYAHUTEIBHO WM JaXKe OIACHO Xpa-
HUTh B UUCTOM BHJI€ (HaIlpUMep, LIEIOUHbIE METAJUIBI U T.11.). B 3TOM ciryyae HeoOX01UuM HEKO-
TOPBIH KOMIIPOMUCC B 3aBUCHUMOCTH OT IOCTABJIEHHBIX LI€JIeH MpHU UCIOJIb30BAHUU, HAIIPUMED,
coJiel 3TUX METayIoB B MopolikooOpasHoi (opme. OpHako, paccMaTpuBas HEOOXOIUMOCTh
OILIEHKH YUCTOTHI, HEOOXOIMMO IIPUHIMATH BO BHUMAHHE CTEXHOMETPHYECKOE COOTHOIIICHHE dJIe-
MEHTOB B 3THX BemlecTBax. Hampumep, oOIIyt0 YHCTOTY COJNIE METaysIoB Ha MPAaKTUKE YacTo
OTpeNeNAI0T THTPUMETPUYECKUMH METO/1aMHU, T.€. C TOMOILBIO TUTPAHTA U3BECTHOT'O COCTaBa OT-
TUTPOBBIBAIOT AHUOH WJIM KaTHOH M IO €r0 KOJUYECTBY PACCUUTHIBAIOT OOIIYIO UUCTOTY MaTepH-
ajia o CTEXMOMETPUUYECKOMY COOTHOIIEHHU!O [87]. B ciiyyae ¢ TUTpoBaHMEM aHMOHA HEOOXOJMMO
YYUTHIBATh HAIMYHE B COCMHEHUH PA3IMYHBIX KATHOHOB, 00Pa3yIONINX COSTMHEHHNE C 3TUM aHH-
OHOM, a B 00I1IeM ITPU TAKOM MOJIX0/i€ 00s13aTeJIeH CTPOTUi CTEXHOMETPUUYECKHX COCTAB BEIIECTBA
JUIs1 a/IGKBATHOT'O BBITIOJIHEHUS pacueTHOM mpoueaypsl [88].

B nepsom npubnmxenuun Beioop UB no ero HOMuHaNbHON YHCTOTE CBSI3aH C KOHKPET-
HBIMHU 3a7adyaMH. Tak, MaKCHMaJIbHOW TOYHOCTH OIIEHKH YUCTOTHI MOYKHO JTOCTHYb, MTPUMEHSS
KocBeHHBIH moaxon (100% - cymma mpumeceii) mpu MacCoBOM JI0JIEe OCHOBHOTO BEI[ECTBA HE Me-
Hee 99,97 % [10]. IToaTromMy B 3aBUCMMOCTH OT 33J]a4¥ BO3MOYKHOCTH NPUMEHEHHSI KOHKPETHOTO
METO/Ia U IIeJICBOT0 3HAUEHHS HEOTIPEIEIIEHHOCTH OIIEHKH YHCTOTHI BO3MOXKHBI Pa3JINYHbIC BapH-
anTbl. O0ImMM U1 JTH000r0 MOJAX0/Aa OCTAETCSl MUHMMAalbHAas MPAaHUIA HOMMHAJIBHON YHCTOTHI
Marepuana — 99,7 %, T.K. MEHee YUCThI€ BELIECTBA MOTYT COAEPKATh MAKPOIPUMECH, CHUKAIO-
M€ TOYHOCTh KaK NPSAMBIX, TaK U KOCBEHHBIX MeTOA0B. Hanpumep, mpumecu ra3oB u razoo0pa-
3YIOILUX 3JIEMEHTOB (KUCIIOPOJI, BOAOPO, CEPa, YIIEPO, a30T) MOT'YT HETAaTUBHO CKa3bIBaThCA HA

TOYHOCTH OLIEHKH YHUCTOTHI BemecTB 1o cxeme 100 % mMuHyc cymma npumece, T.K. H3MEpEHUs
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MacCOBOH JIOJIM 3THUX 3JIEMEHTOB, HAIIPUMEP, METOJaMU TropsSYei IKCTPAKINK (BOCCTAHOBUTEIb-
HOE TUTABJICHUE) UMEIOT OTHOCHTEIFHO HEBBICOKYIO TOYHOCTh CAMH 110 cebe, K TOMY K€ 4acTo 3TU
AJIEMEHTHI pacmpeesieHbl 0 00beMy MaTepraia HEpaBHOMEPHO, YTO HETATUBHO CKa3bIBacTCS Ha
XapakTepuctukax TouHoctu onpeaenenus MJIOK, T.k. mOBbIIIAET OIEHKY CTaHAApTHOM Heolpe-

ACJIICHHOCTHU OT HCOAHOPOAHOCTH.

3.1.2 Csenenus 0 CTAa0MJILHOCTH YHCTBIX BeIECTB

DreMeHTapHble BEILIECTBA, IMOJy4yaeMble B IPOMBIIUIEHHOCTH, SBISIOTCS HECTaOWUIIb-
HbIMU B peajbHbIX yciaoBHsX. C TeueHHEM BPEMEHU OHM HEOOpaTHMO IpEeBpallaroTcs B Oosee
YCTOMYMBBIE COEIUHEHMS], pearupysi ¢ KOMIIOHEHTaMH BO3/yxa (KMCIOpOJ U BOJSHOW map) npu
KOMHATHBIX TeMIIepaTypax. A30T 0ObIUHO IEHCTBYET Kak pa30aBUTEINb, IOCKOJIBKY YCTOHUNBOCTh
HUTPH/I0B METAJUIOB (MarHus, aJllOMUHUS ) HUKE YCTOWYMBOCTH COOTBETCTBYIOLINX OKCHI0B [89].

N3BecTHO, YTO UMCTOE KENe30 KOPPOAUPYET, HAXOAACh B KOHTAKTE C BOAOMW, 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/Ia, B TO BpeMsl Kak JJIsl HeprKaBeIollel CTaiau HabmogaeTcss oOpaTHast 3aKOHOMEPHOCTb.

[Ipn 0OBIYHBIX TeMIlepaTypax OOJBIIMHCTBO METAJIOB MOKPBHITHl OKCHIHOM MIEHKOM
tonuHou oT 3 10 10 HM. Takas m€Hka oOpasyercss oueHb OBICTPO (B TEUEHNE HECKOJIBKUX MHU-
HYT) NPH KOHTAKTe C aTMOC(EPHBIM BO3yXOM, HO JAJIIbHEHIINI €€ pocT OOBIYHO HE3HAUUTEIEH.
[Tpu Gonee BBICOKMX TeMIepaTypax OKHCICHHE MOXKET WATH Jlanblie BriyOb, MOCKOJIBKY pearu-
pyIOIlIME YacTHUIbl MOTYT MPOHUKATh Yepe3 IJIEHKY OKcHJa. Takue OKCHIbl HAa3bIBAIOT 3alUT-
HBIMH, ITOCKOJIBKY CKOPOCTb OKHCJIEHHS] YMEHBLIAETCS C POCTOM TONIIMHBI MIEHKU. [Ipu s3TOM
MIOBEPXHOCTh METAJIJIa MO>KHO MPEACTABUTH B BUJE IIEKTPOXUMHUECKON SIUEHKH, TJI€ Ha IPaHULE
METaJUI/OKCHU/T TPOUCXOAUT PEaAKIIMsl OKUCIICHHsI aTOMOB METaJlIa, & Ha TPaHMIIE BO3AYX/OKCUI —
MIPOLIECC BOCCTAHOBJIEHUS MOJIEKYI Kuciaoposa. [lepeHoc MOHOB U 3JE€KTPOHOB OCYIIECTBIISETCS
nyTéM nuddy3un yepes neeKTsl B KPUCTATUNIMYECKON CTPYKTYpe okcuia. TakuM 00pa3om, CTpyK-
Typa 00pa3yroIerocsi OKCua BIUSET Ha CKOPOCTh Koppo3uu. Hampumep, OKCHIbI XpoMa U aro-
MUHHSI COAEPIKAT HEOOJbIIOE YUCIO e(EKTOB, TO3TOMY OHHM BECbMa YCTONYMBHI J1aXke TPU BbI-
COKHX TemrepaTypax. Eciau pazHuna B OTHOCUTEIBHBIX 00bEMax MeTaljia U ero OKCUAa BelHuKa
(MarHmii, ypaH), TO 3alIUTHBIA CJION HE 00pa3yeTcs U3-3a €To MIOXOU are3un K MeTally.

g oxcnpa FeoO3 xapakTepHO BO3HMKHOBEHHME aHHOHHBIX BaKaHCHUM, B TO BpeMs Kak
i FeO — xatnonnsix Bakancuil, Fe;O4 conepxut aedexrsl cMmemanHoro tuma. Camo xene3o
KPUCTAJUTH3YETCs B KyOndeckoi cTpykrype mpu temmneparype Hmwke 910 °C. Okcua ZnO xapak-

TepusyeTcsi 00pa3oBaHueM JIePEKTOB B KATHOHHOU MOPEIIETKE.
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[Ipyn mpou3BOACTBE METAUNIMYECKUX CIUTKOB BO3MOKHO BO3HMKHOBEHHE CIEAYIOIIMX
CTPYKTYPHBIX OCOOEHHOCTEH: TpaJueHTa KOHIICHTpalui npumMecel (0T HeHTpa K MOBEPXHOCTH
KaK OT/IEJIbHBIX KPUCTAJIJIOB, TAK U CIIUTKA B LI€JIOM), [TOJIOCTH BHYTPHU CIUTKA, OKKJIIO3US ra30B
MPUBOJIUT K MEXKICHIPUTHOM MOPUCTOCTHU (XapaKTEpHO I BOASHOIO Iapa B MEH ), IPOUCXOIUT
OKKJIFO3UsI OKCHUJIOB M JIPYTMX BHEIIHMX Ipumeceil. Ecau CIMTKY MoABEpraoTcs B JajbHENUIIEM
OJTHOHANPABJICHHON IeOpMaliu MPU BBICOKOH TEMIIEpaType, TO MPOUCXOAUT MPOLECC PEKPH-
CTaJZIM3alliy, B PE3yJIbTaTe KOTOPOrO ACHJPUTHBIE KPUCTAJLIbl 3aMEHSIOTCS MOJIMTOHAIbHBIMU
KpUCTAJIJIaMH, BBITSHYTHIMH B HampaBlieHUu oOpaboTku. Pacmpenenenue mpumeceid mpu 3ToM
cTa”HoBUTCA OoJiee paBHOMEpHBIM. [Ipu X0101HON MpOKaTKe MaTepHall CTAHOBUTCS OoJiee aHU30-
TPOTTHBIM.

[IpemioxkeHo HECKOJIBKO IOAXOAO0B K ONMCAHUIO IPOLECCOB OKMCICHHS METAIUIOB Ha
BO3J/lyX€.

Teopus Kabpepa-Motra [90] onrchIBaeT OKHUCIECHUE METAIJIOB, HA TIOBEPXHOCTH KOTO-
PBIX 00pa3yroTCsl TOHKHE 3alIUTHbIE TUIEHKH. TonmumHa 3TUX MIEHOK cocTaisieT oT 3 10 10 HM,
a 3aBUCUMOCTH €€ OT BPEMEHH OIHCHIBACTCS JIOTapu(PMUUIECKOH, 0OpaTHON JTOrapupMHIECKON
Win Kyouueckoil QpyHKIMen, B 3aBUCMMOCTH OT NMPUPOABI MeTauia. TeopeTnyeckue ucciaenoBa-
HUS 3TUX MPOLIECCOB CIOKHBI U3-32 HU3KOM CKOPOCTH POCTa IUIEHKU M Majoi €€ TommuHsl. Oc-
HOBHBIE TIOJIO’KEHUSI TEOPHUH:

1) AToMbI KHCIOpOJa COPOUPYIOTCSA HAa IOBEPXHOCTH pasjiesa BO31yX/OKCU/I.

2) [In€Hka HaCTONBKO TOHKASL, YTO IEKTPOHBI METAJLIA TPOXOSAT CKBO3b HEE BCIIE/ICTBHE
TEPMOMOHHOM 3MUCCHH WIIM U3-3a KBAHTOBO-MEXaHNYECKUX 3()()EKTOB TYHHETUPOBAHHUS.

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

Takum 00pa3oM, B MIEHKE BO3HUKAET OYEHb CHIIBHOE 3JIEKTPHUUYECKOe MoJsie (OKOJI0
10% B/cM), KOTOpOe cOCOGCTBYET MUTPAIIMU aTOMOB MeTajljla yepe3 oKcua. PocT mnéuku orpa-
HUYMBAETCS MAJIBIM TPOOETOM 3JIEKTPOHOB.

Teopus Baruepa [89] onumceiBaeT mpoiiecchbl OKUCICHUS B TEX CIydasx, Korjaa oOpasy-
I0TCS CPABHUTENILHO TOJICThIE MIIEHKU OKCHUJIOB, TOJIIMHA KOTOPBIX I0CTAaTOYHA JUIsl TOTO, YTOOBI
Ha 00eMX MX CTOPOHAX YCTAaHOBWJIMCh XMMHUecKHe paBHoBecus. COriacHO 3TOHM Teopuu, CKO-
POCTh POCTA OKCUAHOM TUIEHKU OMpeAessieTcss CKOPOCThIo AU Py3un pearupyronmx yacTull ye-
pe3 cioi okcuaa no nedekraM ero kpucramuimyeckoil pemérku. [lpu atom npeanonaraercs, 4To
OKCH/I SIBJIIETCS YCTOMYMBOM M30TPOITHOM (ha30i OJMHAKOBOW TOJIIMHEI, a Apyrue mytu guddy-
3UM HE BHOCST 3HAUUTENBHOIO BKJIaJ]a B MACCOIIEPEHOC.

MexaHu3M OKHCICHUS METaJIJIOB Ha BO3YyXC OIMPCACIIACTCS HpI/IpO,Z[Oﬁ mMmeraijia, T.C. €ro

ne(hEeKTHOM CTPYKTYpPOH.
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Hamnpumep, okucIeHHE IIMHKA — METallIa, 00pa3yIoIIero OKCUIbI ¢ 1e()eKTOM BHEIPCHUS
KaTHOHOB — MOKHO OIHUCaTh cleAyromuM oopa3zom. Ha rpanuiie pa3aena okcua/arMocdepa mpo-
TEKAIOT CJICIYIOLIHE TPOLIECCHI:
AjicopOrust aToma KuCiIopoJa u3 arMochepsl,
Wonusanus ero ¢ o0pa3oBaHUEM aHHOHA,
KoopauHarust ¢ MeKI0y3e/IbHBIM KATHOHOM METaJLIA.

XUMHUYECKH ITH MTPOLIECCHI MOKHO BBIPA3UTh yPaBHEHUEM
1/20; + Zn*" + 2e = ZnO. (38)

Ecnu npunsaTh BennuuHy akTuBHOCTH ZnO 3a 1, TO KOHCTaHTa 3TOr0 paBHOBECHS BbIpa-
YKAETCsl ypaBHEHUEM

1
K=—m——s (39)

p022'n2n2+'”5,
rae Do, — IABIEHUE KUCIOPO/Ia B aTMOCHEPE, Nyzp2+;
N,— YUCIIO MEXKI0Y3EIbHBIX KATHOHOB U 3JIEKTPOHOB, COOTBETCTBEHHO.
Ha moBepxHOCTH pasena MeTaJl/OKCHI aTOMBI METaJlla POHUKAIOT B 30HY OKCHIA B

BUJIC KATHOHOB U 3JICKTPOHOB

Zn = 7Znt + Ze. (40)

OxwucieHue MPOUCXOINT, €CITH apIIHAIbHOE JaBlICHHE KUCIOpo/Ia B aTMocdepe OobIIe,
yeM naBieHue nuccorpanuu ZnO. IIpu sToM Habmonaercs rpaJueHT KOHIEHTPALUU MEeXJO0-
y3€JIbHBIX KaTHOHOB B 30HE OKCHJA: KOHILIEHTpalus 1e(deKToB BOIM3M I'paHHIBI pa3jena Me-
Tasur/okcu 00bIIe, YeM Ha TpaHulle OKcuj/atMocdepa.

HpI/I OKHCJIICHUHN MECTAJlJIOB, 06pa3y}onmx OKCHJbI C KaTHOHHBIMH BAaKaHCHAMU, MEXaA-
HU3M pEaKLUil oNpeensieTcsi CHOCOOHOCThIO OKCH/IAa IPUHUMATh KaTHOHHbBIE BakaHCcHU. KaTtnon
MeTaJula IePEeHOCUTCS U3 OAPEHIETKH OKCH/IA, YBEIMUMBAsL KOJIMYECTBO BAKAHCUH, a DJIEKTPOHBI
JUIsl BOCCTAHOBJIGHUS KHUCJIOpoAa OepyTcs ¢ 000JI0UEK MOHA MeTajula, 00pasysl IJIEeKTpPOHHBIE
nwipku. [Iponece okucenus TaKkxke UAET IPU YCIOBUHH Do, > Po. IIpu 5TOM Tarke HabmoaeTcs
IPaJMEHT KOHIIEHTPALMI BaKaHCH, HO €ro HalpaBJIeHUE MPOTHBONOJIOKHO: KATHOHHBIE BaKaH-
CHM BO3HHUKAIOT Ha TPaHMIIe OKCHJ/aTMOC(epa 1 CUe3al0T Ha IPaHUIle METall/OKCUIL.

Jl1st MeTaioB, 00pa3yroIIMX OKCUABI C AHHOHHBIMU BaKaHCUAMH, [lepBast craaus 3aKito-
YaeTcs B epexo/ie aToMa MeTajula U3 METajula B OKCHJI, €T0 HOHU3AINU M KOOPIMHAINH C aHUO-
HOM KHCJIOpPO/a. DTOT aHHUOH YXOJIUT M3 MOJIPEHIETKN OKCH/IA, CO3/1aBasi aHNOHHYIO BaKaHCHUIO, a

U30BITOYHBIE QJICKTPOHEI IMMOMAaAar0T B 30HY IPOBOAUMOCTU OKCHUA. ATOMEI KucJopoaa aIICOPGI/I-
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PYIOTCS Ha MMOBEPXHOCTH, MPUHUMAIOT 3TU W30BITOYHBIE AJIEKTPOHBI U 3aMOJIHAIOT AHHOHHBIE Ba-
kaHcuu. KoHnenTpanus 1eeKToB B JTaHHOM CIIy4ae YMEHBIIACTCS B HAPABICHUH OT METAJUIA JI0
MOBEPXHOCTH.
CKopocCTh peakiiK OKUCIIEHUsI B Teopur Baraepa npomnopiuoHanbHas CKOPOCTH Jud-
¢by3un yactui, KoTopasi 00paTHO MPOMOPLKUOHANIbHA TOJIIINHE CJI0s Okcuaa. TakuM o6pazom, Toj-

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

x = 2kt'/2, 41)

3aBHCHUMOCTD CKOPOCTH pCaKlU OT TEMIICPATYPbI OIIPEACITIACTCA TeMnepaTypHoﬁ 3aBU-

cuMocThi0 ko3 ummenta nuddy3un u, B 00IIeM ciIydae, BRIpaKaETCsS ypaBHEHUEM

lgk==+B, (42)

rae A u B — KOHCTaHTHI.

VY CcTaHOBIEHO, YTO CKOPOCTh PEAKIMM OKHCIEHUS MHOTHX UYHCTBIX METAIOB (B TOM
4HClle, JKeJIe3a, MEIM U IIMHKA) KUCIOPOAOM BO3AyXa IPU KOMHATHON TeMIIEpaType HacTOJbKO
MaJia, 4To 00pa3Ibl MOTYT CUUTATHCS CTA0MIBHBIMU B T€YCHHUE JIECATKOB JIET.

CrnenyeT OTMETUTH, YTO HAIMYHE IPUMECEH B CTPYKTYpE MeTaJlia MOXKET CUIIHHO MTOBITH-
ATh Ha CKOPOCTb €ro OKHCJIeHMs. B 3aBucMMOCTH OT MpHUpoAbl A€PEKTOB B OKCHUJIE U MPUPOIbI
IPUMECH BO3MOXKHO KaK yBEJIMYEHHE, TaK U YMEHBIICHHE CKOPOCTH PEaKIIMK Ha HECKOJBKO I0-
PSIKOB.

B nenom n3MeHeHue cocraBa MeTajula MpH XpaHEHUH MPOUCXOTUT B OOJIbIIEH CTENeHH
Ha MOBEPXHOCTH 00pa3lia U CBA3aHO C €r0 B3aUMOJICHCTBUEM C KOMIIOHEHTaMU aTMochepsl (Kuc-
JIOPOJIOM, BOJIOH, YIJIEPOJICOEPKALMMHU BelecTBaMu). Takke cileayeT Y4YUThIBaTh BO3MOXK-
HOCTh U3MEHEHHUs COCTaBa METajula MpU 0TOOpe MpOoOkI s aHaIKM3a: 3arpsi3HEHHE TOBEPXHOCTU
AIIEMEHTaMHU, PUCYTCTBYIOLIUMH B MOCY/IE, MHCTPYMEHTAX; OPraHUYECKHUMHU BEIIECTBAMHU KOXKH
WM CMa3KH; MOTEPS JIETKOJIETYYUX WK ra3000pa3HbIX BEIIECTB, HAXOAAUINXCS BOJIU3U MOBEPX-
HOCTH. JIJ1s1 TOTO, YTOOBI YMEHBITUTH BIUSIHUE (DAKTOPOB OKPYXKAIOIIEH CPeIbl U MpoIiecca mpo-
600TOOpa Ha TOMOT€HHOCTh 00paslia, pEKOMEHAYIOT IPUHUMATh clenyromue Mepsl [91]:

1) U3roroBnaTe uiam npuodperarb 00pasiibl C BO3MOKHO MEHbIIEH TUIOMAAbI0 TTOBEPX-
HOCTH: B BHUJIe OPYCKOB, Ta0JIETOK; peke — B (hOpMe CTPYKKH UITH YCIITYEK.

2) XpaHuTth 00pa3libl B INIOTHO 3aKPBITOM Tape (0aHKU M3 MOJMATHIIEHA WM CTEKJIa).

3) Ilepen ncnoab30BaHUEM MOBEPXHOCTh O0PA3IIOB OYMIIATH OT OKCHIHOTO CIIOS C IO-
MOIIbI0 MEXaHMYECKUX WIIM XUMUYECKHUX cpesicTB. K MexaHMUEeCKUM cpelICTBaM MOKHO OTHECTH
00paboTKy HaXxaauHOM Oymaroii, o0paboTKy Ha TOKapHOM cTaHke U T.11. K Hanboiee pacrpoctpa-

HEHHBIM XMMHUYECKUM cpeacrsam O6pa6OTKI/I IMMOBEPXHOCTU METAJIJIOB OTHOCUTCA BBIACPKUBAHUC
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B pa30aBIECHHOM PACTBOPE a30THOU (MJIM CEPHOM ) KUCIIOTBI, TPH KOTOPOM PACTBOPSETCS U yIaIsi-
€TCsl OKCHIHBIN CIIOH, C TIOCJICAYIOIIMM OIOJIACKUBAHUEM JUCTHIUIMPOBAHHON HITH IEHOHU30BAH-
HOU BonoM. J{nst Oornee miansmieil OYMCTKY, B TEX cydasi, KOT/Ja MOoTepsi MeTasia n3-3a BO3MOXK-
HOTO €0 PacTBOPEHHS B KUCJIOTE HEKelaTelbHa, PEKOMEHAYIOT 00paboTKy pacTBOPOM IMEPOK-
cuna Bogopozaa uiau cmecbto HF+H>Oo (s ynanenus nmpuMmeceil KpeMHHsI) B COYETAHUU C YITb-
Tpa3ByKOBOM 00paboTkoi [91]. Takxke ynaneHue OKCHIHOTO CJIOS TOCTUTASTCS BBIIEPKUBAHUEM
o0pa3ia B Toke cyxoro Boxoposa. st n30aBiaeHus OT yriaepoAcoaepKaliux IpumMecen, KOTopbie
0COOEHHO XOpOIIO COpOMPYIOTCS M3 aTMocdepbl HAa OBEPXHOCTH BBICOKOUMCTOTO Kele3a, 00-
pasibl 00pabaThIBAlOT OPraHMYECKUMU PACTBOPHUTENSIMU (3TAHOI, alleTOH), 3aTeM JAUCTUIUIUPO-
BaHHOM BOJIOW B YyJIbTPa3BYKOBOM BaHHe, 3areM HarpeBatoT npu (420—450) °C B teuenue (5—
10) munyt [92,93].

4) IlpoOy st aHaM3a oTOMpaTh HE C MOBEPXHOCTH, a IO BO3MOKHOCTH U3 IIEHTpa 00-
pasua. He pexomeHayeTcs HCIIONB30BaTh 7S aHAIM3a MOBEPXHOCTH, HA KOTOPHIX €CTh TPEUIUHBI
U Ipyrue 1eQeKThl, MOCKOJIbKY TAKHE MECTa CIIOCOOCTBYIOT OoJiee OBICTPOMY H INITyOOKOMY OKHC-

JICHHUIO ME€TaJljia.

3.2 OueHka 0OJHOPOJIHOCTH YHMCTOI0 BEIECTBA M0 IPUMECHOMY COCTABY

CranznapTHBIN c110COO OLIEHKH HEOINPENEIEHHOCTH, CBSI3aHHON C OJJHOPOJHOCTBIO MaTe-
puana, IpUMEHUTENBHO K CTAaHAAPTHBIM 00pa3liaM cocTaBa BEIIECTB U MaTEPHAJIOB ONKCAH B Py-
koBojicTBe ISO Guide 35:2017 [94] u npeacraBisieT co60i CpaBHUTENBHBIM aHATN3 IUCHIEPCHI
pe3yabTaTOB U3MEPEHH BHYTpU MpPOObI U MexAy Mpod. [IpuMeHnTeNnbHO K MPSMBIM METOJaM
onpeaenenuss MJIOK ykazaHHBIN OAX0/1 MOKET ObITh peaIn30BaH MOCPEACTBOM MHOTOKPATHBIX
U3MEPEHUN B HECKOJBKUX PAaCTBOpaX pa3iIMUYHBIX HABECOK OJHOW MpoObl. B aToM ciryuae oOpa-
00TKa M3MEPUTENBHOW MH(OPMAIIMK MPOBOAUTCS METOAOM OJHO(DAKTOPHOTO JUCHEPCHOHHOTO
aHaJIn3a.

J1sl OLIEHKH HEOJJTHOPOJHOCTH M aTTECTOBAHHOT'O 3HAYEHHs MAacCoBast 10JIs Kax /101 00-
Hapy>KeHHOH npuMecH npoBeaeHs! oT 4 1o 10 napamnensHbix uamepenuit (V=v; v=4...10) B 3-15
npobax paszHoit Mmaccsl (7T=t; =3...15), oTOOpaHHBIX OT MaTepHaja 3TaloHa cpaBHeHus. Kaxas
npoba noJBepranach MOArOTOBKE M0 M. 3.1 /i yJaieHus IOBEPXHOCTHOT'O CIIOS.

W3mepenus conepkaHusi IpUMecH MPOBOAMIIN B YCIOBHSIX BHYTpUIIaOOpaTOpHOIl mpe-
IIU3UOHHOCTHU M PaCCUUTHIBAIIU CICAYIOIINE TapaMeTphl:

— cpemHeapupMeTHIecKOe 3HAaUCHUE BCEX PE3YyIIbTaToB 1Mo (popmyrie

T
=) Y x, (43)
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rae Xj,, — V-M pe3yNIbTaT U3MEPEHUH MAaCCOBOM JI0JIs i-i TIPUMECH B 1-0M 1PO0OE,

t

— CpeHUE Pe3yNbTaThl I KaKA0i MpoOsl o dpopmyie

\%4
X, = ) %, (44)

— CyMMY KBaJIpaTOB OTKJIOHEHUM PE3YJIbTATOB M3MEPEHUM OT CPEIHUX 3HAYEHUM IS KAKIOU

poOkI o popmyie

$S,, = i i(xiw —x;), (45)

— CyMMYy KBaJIpaTOB OTKJIOHEHHI CPEeTHUX PE3yIbTaTOB JJIsl KaXI0W MpoObl OT cpeanero apud-

METHYECKOI'0 BCEX PE3yJIbTAaTOB O (hopmyiie

T
SSp, =V E(Xit -x)" (46)
t=1

— CPpCOIHHUC KBaApPaThbl OTKJIOHCHHI pe3yIbTaTOB I/ISMepeHI/Iﬁ OT CpCaAHUX 3HAUCHUM s KaH(HOﬁ

npoOsI 1o popmyie

_ SSe,

SSe, = m, 47)

— CpelHHEe KBaJpaThl OTKJIOHEHUMN PE3yJbTaTOB MU3MEPEHHUM OT CPEAHUX 3HAYCHUN MEXKIY Ipo-

O6amu o Gopmyiie

SSh i (48)

izm’

— CTAHAAPTHOC OTKJIOHCHHUEC HCOAHOPOAHOCTH 110 CYMMC KBaJApaTOB OTKJIOHEHMH OT CpCAHUX 3HA-

YEHUH TSI KaXa0U poObI o popmyie

Eei 4 2
T V-(T-1)

Se, = (49)

—nipu (SSp, — SS,,) = 0; VVt5 = const cTaHaapTHOe OTKIOHEHHE HEOAHOPOIHOCTH 10 CyMMe

KBaJPaTOB OTKJIOHEHUH CPETHUX PE3yJIbTAaTOB B IMPOOE OT OOIIETO CPeIHETo 1o GopMyIie

5 KonMuecTBO pe3yabTaToB U3MEPEHUI MACCOBOM JIOJH TIPUMECH B KAXKIO0M IpoGe.



(50)

— Ipu (ﬁh SS, ) 0; V'Vt # const cranmapTHOE OTKJIOHEHHE HEOJHOPOJHOCTH 10 CyMME

KBaJIPATOB OTKJIOHEHUH CPEHHUX PE3yIbTaTOB B IPOOE OT OOIIETO CPeIHEro mo Gpopmye

= | (55, -5, )/Z t—ivﬁ in-[T—l] , (51)

— IIpH (Ehi — ﬁei) <0 CTAaHAAPTHOC OTKIIOHCHHUE HCOAHOPOAHOCTH IO CYMMC KBAaApaTOB OT-

KIIOHCHU CPEeTHUX PE3YJIbTATOB B MPOOE OT 00IIEro MpUHUMASTCS paBHBIM ()

4

OrieHKa CTaHIAPTHOM HEOPE/ICTIEHHOCTH OT HEOJHOPOIHOCTH POBE/ICHA 110 (popmyiie

u, = zn:xl/z X Zmax(Sel,Shl) (53)
i=1

rae d — KOnMM4ecTBO OOHAPYKEHHBIX NMPUMECEH, 10 KOTOPHIM TPOU3BENEH pacueT HEOIHO-
pomHoctH (i = 1...d).
Ilpu d=n cranmapTHas HEONPEAEIEHHOCTh OT HEOJHOPOJHOCTH OIEHUBAETCS IO II0JI-

HOMY MPUMECHOMY COCTaBY UCXOJ U3 MAaKCUMyMa MEXAY CTaHIapPTHBIM OTKIOHEHHEM pe3yJlb-
TaTOB M3MEPEHUH MeXIy npoOaMu M CTaHAAPTHBIM OTKJIOHEHHEM PE3yJIbTaTOB MapalleIbHBIX
M3MEpPEHUI MaccoBOM J0JIM KOMIIOHEHTa B mpobe. Takoi Mmoaxos JaeT «OLIEHKY CBEpXY» B Te€X
cilyyasix, Korjaa (Ehi — ﬁei) < 0, T.€. PKCIIEPUMEHTAIBLHO BBIJEIUTH HEOAHOPOJHOCTh MaTEPHU-
asia Ha (hoHe cirydaifHOro pa3dpoca pe3yabTaToOB U3MEPEHHI HEBO3MOXKHO.

[pu (ﬁhi — ﬁei) > 0, CTaHZAPTHOE OTKJIOHEHWE HEOMHOPOJHOCTH JUIS KOHKPETHON
MIPUMECH SIBJISIETCS] 3HAYUMBIM U MOKET ObITh OOOCHOBAHO MPHUHATO B KAYECTBO MCTOYHHMKA HE-
OTIpeIeNIEHHOCTH.

N3 popmynsl (29) BunHo, uto Monens u3mepenuit MJIOK kocBeHHBIM crioco6oM mpen-
1oJjlaraeT CyMMHPOBAHHE MACCOBBIX JI0JIel 0OHApY)KEHHBIX MPUMECeH, CTaHIapTHBIE HEOoIpee-
JICHHOCTH PE3y/IbTaTOB U3MEPEHUN MACCOBBIX JIOJIEH ATHX MpUMecel He0OX0IMMO CYMMHUPOBATh
KBaJPaTUYHO JJIs TOJTY4YEHUSI CyMMapHOM CTaHAapTHON HEONPeeIEHHOCTH BBIXOAHOM BEINYMHEI
(MJIOK) cormacno [83]. Torna crangapTHBIE HEOTIPEAEICHHOCTH OT HEOTHOPOTHOCTH JIJIsi OOHA-
PYKEHHBIX MIPUMECEH TakK ke He0OXOAMMO CYMMHUPOBATh KBAaApaTHUHO, a popmyiy (29) MOkHO

3amucarh 0oJiee pa3BepHYTO
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n T

U=2- Zuxi2+2(2 _yi'/g)z+u,12, (54)

i=1 j=1

4TOOBI BBIJCIUTH CTAHJAPTHYIO HEONPEAEIEHHOCTh OT HEOAHOPOJAHOCTH KaK OTACIbHBIA UCTOY-
HUK.

Kpome storo, npennoxkena Mmozaeinb oreHku HeogHopoaHoctn MJIOK npu d<n, koTopas
II03BOJISIET 3HAYUTEIBHO COKPAaTHUTh BPEMEHHbIE M MaTepHUalbHbIN 3aTpaThl IPU MCCIIEJOBAHUU
OC. Toraa nocie npeaBapUTEIbHON OLIEHKH IMPUMECHOTO COCTaBa MOYXHO MCKJIKOYUThH IPOBEE-
HUE MHOTOKPATHBIX U3MEPEHUH IS OLIEHKH HEOAHOPOIHOCTH T10 OTAEIBHBIM IPUMECSM €CITH UX
CYMMapHO€ COZIep)KaHUE HE3HAUUMO Ha (pOHE OCTalIbHBIX OOHApYyKEeHHbIX npumeced. Kpurepuii
3HAYMMOCTHU YCTAHOBJIEH SYMIIMPUUECKHU, UCXOS U3 OOLIMX COOOpaKEHUH U SKCIIEPUMEHTAIbHBIX
JTAHHBIX.

I'unore3a 3akioyanach B TOM, YTO €CThb MUHUMAJIBHOE JIOCTATOYHOE KOJIMYECTBO IPHU-
Mecel cyMMapHas CTaHAAapTHAs HEONPEAEICHHOCTh OT HEOAHOPOAHOCTH, KOTOPBIX B OTHOCUTEb-
HOM Bujie He OyJeT MEHblIe CyMMapHOH CTaHAAapTHOIH HEONpeleIeHHOCTH, PACCUUTAHHOM MpH
n=d. llpuHrMas BO BHMMAaHME YCTOSIBLLIEECS «IPaBWJIO HE3HAYMMOCTH MoOTrpemHoctei» (1+3),
6bLa IpoBesieHa otenka uy, npu (X1 x; /N, x;) < 1,5, T.e. B pacyeTax GbUIH yuTeHbI IPUMECH
coJiep’KaHue KOTOPBIX COCTaBUIIO KaK MUHUMYM 2/3 OoT 0011ero coaepxaHus npuMecei. Pezyinb-
TaThl PAaCYETOB JUIsI HEKOTOPHIX METAJIJIOB MpeACTaBIEHbl B TabauIle 8, rie BUAHO, YTO IPU BbI-

6paHHOM COOTHOLICHUH THUIIOTE3a MMOATBCPKAACTCA.

Ta6n1z1ua 8 — CpaBHeHI/Ie HeOHpeHeHeHHOCTeﬁ OT HECOAHOPOAHOCTH, IMOJTYYCHHBIX 110 BCEM o0Ha-

PYKEHHBIM TPUMECSM U TI0 OTPAHUYCHHOMY YHCITy IPUMECEH
OneMeHT w, % d_n d=<n
Cymma x;, % Uy, % CymmMma x;, % Uy, %
A% 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, UCXOJS U3 KPUTEPHUS 3HAYMMOCTH BKJIAJa 3TOTO UCTOYHHMKA B OOIIMH
OrO/IKeT HEONpeAeIeHHOCTH, KOTOPBIH 3aKII04aeTCcs B TOM, YTO OLEHKY HEOJIHOPOJHOCTH HEO0O-
XOJIUMO MPOBOAUTH KaK MUHUMYM JJIsi TeX OOHApYKEHHBIX MpPUMEcel, CyMMa MacCOBBIX J10JIeH

KOTOPBIX MpeBbIMIAeT 2/3 oT 001Ieil CyMMBbI MacCOBBIX /10JI€H BceX OOHAPYKEHHBIX TPUMECEH.

3.3 Pe3yabTarhl HCCICAOBAHUI 3TAJTOHOB CPABHEHHS

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

TOJbI U3BMEPEHUM:
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— «HE» - ropstuas sxcrpakiust (GCHE) — rpynmna MeTo10B, OCHOBaHHBIX Ha OKUCIUTEIEHOM JIH00
BOCCTaHOBUTEJILHOM IIABJIEHUU 00pa3lia ¢ MOCIEAYIOUIMM XpoMaTorpaduuecKuM pasieieHueM
ra3oBoi (ha3bl U IETEKTUPOBAHUEM Ha OCHOBE HH(PPAKPACHOTO AETEKTOpA UIIH JETEKTOpa 110 Tel-
JIOIPOBOIHOCTH;

— «MC-UCII» - Macc-CIEKTPOMETPHUS ¢ UHAYKTUBHO CBSI3aHHOM IJ1a3MOM.

Kpome Toro, st moJHOTHI XapaKTepU3alul OMpPEeSIeH KPYT 3JIEMEHTOB, KOTOPbIE HE
MOT'YT IPUCYTCTBOBaTh B Marepuasie IC B JOCTATOYHOM IS IETEKTUPOBaHUs KosinuecTBe. Cpeau
HHX:
— bnaroponnsie rassi: Ne, Ar, Kr, Xe, KOTOpble IPaKTUYECKH HE B3aUMOIECHCTBYIOT C IPYTrUMU
XUMHUYECKUMH JIEMEHTaMH, T.€. MOTYT IPUCYTCTBOBATh B MaTepuaiie IC TOIbKO B paCTBOPEHHOM
Buje. M3 Bcex GaropoaHbIX ra3oB, KOTOPBIE MOTYT OBITh 33J€HICTBOBAHBI B TEXHOJIOTHMUECKOM
MPOIIECCE, MOKHO BBIICIUTH TOJBKO aprod. OJHAKO M €ro KOJWYECTBO JOJKHO OBITH KpaiHe
Maio.
— PagnoaktusHblie 3nemenTsl: Tc, Pm, Po, At, Rn, Ra, Ac, Pa, koTopsie HE MOT'YT HAXOAUTHCS B
matepuane DC B konuuectse 6osee 1-107 % u3-3a cpaBHUTENHEHO HEGOBIIOTO HEPHOA TOMTY-

pacmaga [1].

Taxum 00pa3oM, pH OLIEHKE YHCTOTHl KOCBEHHBIM CIIOCOOOM, OBLIIO YYTEHO BO3MOXKHOE
coJiepskaHMe ITHX dJeMeHToB B auanasoHe ot 0 1o 1-:107 % ans Ne, Kr, Xe, Tc, Pm, Po, At, Rn,
Ra, Ac, Pau ot 0 10 5-107 % 115 aprona B BHie TEOPETHUECKUX OLIEHOK MPEIEIOB 0OHAPYKEHHS

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

3.3.1 DTaJjIoH CpaBHEHHMS MEAU BBICOKOW YMCTOTHI

Matepuan DOC — OeckucinopoaHas MeaHas karaHka wmapku KMO MO0016 mno
I'OCT P 53803-2010 npousBoactea KameHnck-Ypansckoro 3aBoga OLIM maccoit 1 kr. Ucxonusiii
IIPYTOK IUaMETPOM 8 MM IOpe3aH Ha KyckH 1o ~10 mm.

B matepuane 9C mean BBICOKOW YHCTOTHI MPOBEACHBI U3MEPEHUST MacCoBOM oym 91
npumecH, uto xapakrepusyercs 100 % monHoTON 3KcnepuMeHTanbHbIX pabot. [Ipu 3Tom ompe-
JiefieHa BBICOKasi OJHOPOJHOCTh MaTepualia Mo BceM 00HapyKEHHBIM IPUMECSM.

Pe3ynbrarsl U3MeEpeHnii MacCOBBIX JOJIEN MPUMECEN B CBOJHOM BHJE IPEICTABICHbI B
tabnuie 10 u Ha pucynke 17, rae B BUAE NEPHOIUICCKON TAOIHIIBI XUMUYECKUX dJIEMEHTOB TJIe
11071 0003HAYEHUEM KaXk10T0 3JIEMEHTA IPUBEICHBI CBEJIEHUS O IPUMEHEHHOM METO/1€ U3MEPEHUI

U TIOJTYYEHHOM pe3ylibTaTe («<» MeHee mpenena ooHapyxeHus; «NA» - OIleHKa MacCOBOH J0JIH
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He MPOM3BOIUIACK; «IHCIIO» - MACCOBAas 0N, BepakenHas B [man']). Ha pucynke 18 rpaduue-
CKH TIOKa3aHa OJHOPOJHOCTh MPUMECHOTO COCTaBa MO OOHAPYKEHHBIM METAITHYECKHM MpPUMe-
CSIM.
Pe3ynbrarhl u3mMepeHuil MaccoBoOil 10JiM BCceX OOHAPYKEHHBIX MMPUMeECEl MPHUBEICHBI B

Tabiuue 9.

Ta6mmma 9 — Cenenust 06 oOHapyKeHHBIX mpuMecsx B Mateprasie IC Cu BEICOKOW YHCTOTHI

PesynbTat usmepe- Pacmupennas Ornocurenbuaz
DaeMeHT Merton HHUS MacCOBOM HEOIPEJIEICHHOCTD pacllipeHHasd
o, % Unes. % HEONpPEeIeIEHHOCTh
Ut=2), %o
0] HE 1,32-10 5,11-10* 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 37,5
Fe MC-UCII 7,34-10* 7,86-107 10,7
N HE 6,77-10* 2,83-10 41,8
Pb MC-UCII 5,39-10* 5,40-107 10,0
Se MC-UCII 1,82-10 4,60-107 253
Mg MC-UCII 8,47-107 2,14-10° 25,3
Sb MC-UCII 8,13-107 1,63-107 20,0
H HE 7,67-107 3,83:107 49,9
As MC-UCII 6,34-10° 1,28:107 20,2
Zn MC-UCII 4,45-107 1,16-107 26,1
Al MC-UCII 3,28:10° 1,59-10° 48,5
Te MC-UCII 1,65-107 3,36-10° 20,4
Bi MC-UCII 1,07-107 2,17-10° 20,3
Mo MC-UCII 8,00-10° 1,73-10° 21,6




Tabnuma 10 — CBojHbBIC JaHHBIE 0 TPUMECHOM cocTaBe Mareprana IC Meau BBICOKOW YUCTOTHI

MaccoBas o 3aeMeHTa, %

Nempoder = Fe Pb Se Sb As Zn Al Te Bi Mo | cymma
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 = 10,00288
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 i - 0,00002 | 0,00001 | 0,00001 | 0,00279
13 0,00128 | 0,00070 | 0,00054 i 0,00008 | 0,00006 i - 0,00002 | 0,00001 | 0,00001 | 0,00271
14 0,00130 | 0,00066 | 0,00055 i 0,00008 | 0,00007 i - 0,00002 | 0,00001 | 0,00001 | 0,00269
15 0,00136 | 0,00078 | 0,00054 i 0,00008 | 0,00006 i - 0,00002 | 0,00001 | 0,00001 | 0,00285

Cpemee, % | 1,30-10° | 734107 | 5,39-107 | 1,82-107 | 8,13-10° | 6,34-10° | 4,45-10° | 3,28-10° | 1,65-10° | 1,07-107 | 8,03-10°° | 0,00302
Sh 544107 | 1,41-107 | 3,14-10° | 9,57-10° | 8,66-107 | 4,20-10° | 3,83-10° | 3,35-10° | 7,24-107 | 2,88-107 | 9,33-107 | 0,00018
VT 08 140 112 27 121 107 46 23 111 110 69
U 1,31-107 | 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

IL



H LlenoyHbie Me |Apyrue Me He
HE B ICP M5
e Wenou.3em Me Moy ME € “|—eement <0.001
Li Be NautaHonppi Hemertannei ICP MS <« — Method B C N (0) F Ne
1cP Ms | 1cp ms [ IcPMS | HE HE HE |[1cPms | THE
<0,001 | <0,001 AkTUHOMAR! LR <0,001 < Value,ppm | ;41 | 790 | 6767 | 13233 | <0,002 | <0001
Na Mg lNepexogHbie Me |MHepTHBIE rasel Al Si P S CI Ar
ICP MS | 1cP MsS 1cPMs | 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 | cpms | 1cpms | 1cpms | 1cpms | 1cpms | 1cpms | icpms | 1cpms | 1cp ms 1cPMs | 1cPms | icpms | 1cPMs | 1cPMs | 1cPms | THE
<4448 | <3,074 | <0,03 | <0,034 | <0,006 | <0,173 | <0,037 | 7,338 | <0,008 | <0,703 | ochoma | 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 | Snh | Sb | Te I 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|La|Hf | Ta| W | Re | Os | Ir | Pt | Au|Hg | Tl | Pb| Bi | Po | At | Rn
icPMs | icpms | 1cpms | 1cpms | 1cpms | 1cpms | icpms | 1cpms | 1cPms | 1cpms | cPms | icpms | icpms | 1cems [ 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| FlI [Uup| Lv | Uus|Uuo
IcPMs | THE THE
<0,001 | <0,001 | <0,001 [ N NA NA NA NA NA NA NA NA NA NA NA NA NA NA
< |LOD, ppm Ce | Pr{Nd|Pm |Sm| Eu | Gd| Tbh | Dy | Ho| Er | Tm | Yb | Lu
Not availabl icpms | cpms | 1cpms | THE | 1cpms [ 1cpms [ 1cpms | 1cpms [ 1cpms [ 1P ms | cpms | icpms | P ms | 1cp s
NA |Not available <0,004 | <0,004 | <0,01 | <0,001 | <0,01 | <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
icPmMs | THE | P ms
<0,01 | <0,001 | <0,002 | NaA NA NA NA NA NA NA NA NA NA NA

Pucynoxk 17 — CBenenust o npumecHoM coctaBe Matepuana IC Cu BBICOKOW YUCTOTHI
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Takum o6pa3zom, B onienke MJIOK 3aneiicTBOBaHBI CIEAYIOIINE TaHHBIE:

— KonnuectBo onpenensieMbIX 3JIEMEHTOB -91;
— KonndectBo 00HApY)KEHHBIX JIEMEHTOB (Nn) -17,
— KonngectBo nipenenoB oOHapyxeHwus () —174;
— CyMMa 0OHaApYKEHHBIX 2JIEMEHTOB (), X;) —0,00693 %;
— Cymma npefeno oOHapyxeHus (., y;) —0,00245 %;
— CrangapTHas HEONpPEIeICHHOCTh OT HEOJTHOPOAHOCTH —-0,00042 %.

W3 3TOT0 OIIeHeHBI MaccoBasi I0JIsI OCHOBHOTO KOMIIOHEHTa 1o (opmyrie (28) u ee pac-

HIMpEHHAas HeollpeIeIeHHOCTh 1o ¢hopmyne (29). PesynbTarsl npeacrasiensl B Tabnuie 11.

Tabmuna 11 — Metposiornueckue xapaktepuctuku JC MeH BRICOKOW YHCTOTBI

Pacmupennast Heonpenen€HHOCTh
ATTecToBaHHasg ATTecToBaHHOE
X ADAKTEDHCTHKA snavcHme. % aTTECTOBAHHOI'O 3HAYCHUS
0
PaKTep : U (k = 2, P=0,95), %
MaccoBas goist Mequ 99,9918 0,0015

3.3.2 3JTaJIOH CpaBHEHHUS HMHKA BHICOKON YMCTOTHI

Martepuan OC - nunk npousBoactsa Sigma Aldrich (lot. 14404 #SZBB0820V) maccoit
250 r. Matepuain npezacraBiser co00i IIMHKOBYIO IPOBOJIOKY AUAMETPOM 2,5 MM, OPE3aHHYIO
Ha KyCKH 110 4 MM.

B matepuane OC nuHKa BBICOKOM YMCTOTHI MPOBEAEHBI U3MEPEHUS MaccoBOM omu 91
npumecH, uto xapakrepusyercs 100 % mnonHoTON 3KcniepuMeHTanbHbIX padot. [Ipu 3Tom ompe-
JiefieHa BBICOKasi OJHOPOJHOCTh MaTepualia o BceM 0OHapyKEHHBIM IPUMECSIM.

Pe3ynbrarsl u3MepeHnii MacCoOBBIX J0JEH MPUMECEH B CBOAHOM BHUJE NPEICTABICHBI B
tabnuie 12 u Ha pucyHke 19 , e B Buae NepHOIUIECKON TaOIUIIBI XUMHUYECKUX DJIEMEHTOB TJIE
101 0003HaYEHNEM KaX 10T 0 AJIEMEHTA IPUBEACHBI CBEACHHS O IPUMEHEHHOM METO/1€ U3MEPEHU I
U TIOJTyYEHHOM pe3yJibTaTe («<» MeHee Ipejena ooHapyxeHus; «NA» - OlleHKa MacCOBOH J0JIH
He TIPOM3BOIMIIACK; «YHCJIO» - MACCOBas M0, BhIpaxkeHHas B [Miin ™ |). Ha pucynke 20 rpapuue-
CKU TI0Ka3aHa OJHOPOJHOCTh MPUMECHOTO COCTaBa MO OOHAPYKEHHBIM METAJUTMYECKUM IPHUMeE-

CsM.



Tabmuna 12 — CBojHbBIC JaHHBIE O TPUMECHOM cocTaBe Mareprana JC IIUHKA BHICOKOH YHCTOTHI

MaccoBas 1o 3ieMenTa, %

Ne mpoGet 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 0,00001 | 1,45-10° | 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 0,00001 | 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 | 0,00051 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 | 0,00021 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 0,00001 | 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 0,00001 | 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
Cpennee, % | 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 96 134 150 150 150 138 124 79
U 1,90-10% | 2,04 10 | 1,89-10* | 6,11-10° | 2,88-10° | 1,70-10° | 1,00-10° | 6,45-10° | 1,34-10° | 1,32:10° | 2,59-107 |0,00056

SL



H LllenouHbie Me |Opyrue Me He
HE ICP M
e LWenou.3em Me |Mony ME B e “T—Element <CO.00§
Li Be NaHTaHoUAp! HemeTannbi ICP MS 4— Method B C N (0] F Ne
ICPMS | IcP MS | ICP MS HE HE HE GDMS THE
<0.003 | <0.008 AKTMHGMAE! Fanorenbi <0.008 «}—value, ppm <005 | <20 <5 11 | <0.01 | <0.001
Na Mg NepexogHblie Me |UHepTHbie rasbi Al Si P S Cl Ar
IcPMS | 1cpms icpMs | eoms | eoms | eoms | eoms | THE
<05 | <0.02 <0.01 | <0.005 | 0.01 | <0.01 03 | <0.001
K Ca| Sc | Ti \'} Cr |Mn| Fe [ Co[ Ni | Cu| Zn | Ga | Ge | As | Se | Br | Kr
1cpMs | icpms | icpms | icpms | icpms | icpms [ 1cPpms [ 1cPMs | 1cP Ms | 1cp ms | 1cp Ms icems | icems | icems | 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 I Xe
icems | icpms | icpms | icpms | icpms | icems | THE | 1cpms | 1cPms | 1cpms | 1cPMs | 1cems | epoms | icpms | 1cpms | icpms | 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 [ AulHg | Tl | Pb | Bi | Po | At | Rn
icPMs | icpms | icpms | icpms | icpms | 1cpms | 1cpms [ 1cpms | 1cpms | 1cpms | icpms | 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 | 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 icems | icems | icepms | THE | icpms | icpms | icpms | icpms | 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
icems | THE | 1P Ms
<0.01 | <0.001 | <0.002 | nNa NA NA NA NA NA NA NA NA NA NA

Pucynok 19 — Cenenus o npuMecHoM coctaBe Marepraia IC Zn BBICOKOM YUCTOTHI
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Pucynoxk 20 — OgHopoaHocTs npuMecHoro coctaBa 9C Zn BICOKOW YUCTOTHI
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Pe3ynbrarhl n3MepeHuit MacCOBOM JTOJIM BCeX OOHAPYKEHHBIX MPUMECEH MPUBEIICHBI B

Tabiuue 13.

Ta6mmma 13 — Cenenus 06 0OHapyKEHHBIX ITpUMecsax B MaTepraie JC Zn BBICOKOW YHCTOTHI

OtHOCHUTENbHAS
PesynbTaTt usmepe- Pacmupennas
DIeMEeHT Merox* HHUSA MacCOBOU HEOIPEJEICHHOCTD PacllipeHHa
o, % U te- 2 p095), % HEOIpeAeIeHHOCTh
Ui =2, p=0,95), %0
Fe MC-UCITI 1,90-107 2,04-10* 10
Pb MC-UCII 1,90-1073 1,90-10* 10
Cd MC-UCITI 1,67-107 1,89-10* 11
H HE 4,70-10" 8,00-10” 17
Cu MC-UCII 426-10* 6,11-107 14
Tl MC-UCII 2,87-10* 2,88:107 10
Ag MC-UCII 1,67-10* 1,70-107 10
0] HE 1,10-10* 3,00-107 27
Mn MC-UCII 4,95-107 1,00-107 20
Ni MC-UCII 3,11-107 6,45-10° 20
Cl GDMS 3,00-107 2,40-10° 8
Sb MC-UCII 6,70-10° 1,34-10° 19
Co MC-UCII 6,60-107° 1,32-10° 20
Bi MC-HCII 1,30-10°° 2,59-107 19
P GDMS 1,00-10° 8,00-10°® 8
Taxum oOpasom, B orienke MJIOK 3aneiicTBoBaHbI ClieAyIOIINE JaHHbBIE:
— KonnuectBo onpenensieMbIX 3JIEMEHTOB -91;
— KonndectBo 0OHapyKEHHBIX 3JIEMEHTOB (1) —15;
— KonuuectBo npenenoB oOHapyxeHus () —76;
— Cymma 0OHapy»KEHHBIX JIEMEHTOB () X;) —0,00705 %;
— Cymma npefenos oOHapyxeHus (3 y;) —0,00172 %,;
— CrangapTHasi HEOPEEICHHOCTh OT HEOTHOPOTHOCTH —0,00026 %.

N3 sToTO O11eHeHs MaccoBas 07151 OCHOBHOTO KOMIIOHEHTa 1o popmyire (28) u ee pac-

HIMpEHHAas HeollpeeIeHHOCTh o ¢hopmynie (29). PesynbTarsl npeacTaBieHsl B Tabnuie 14.

Ta6muma 14 — Metponorudeckue xapakrepucTuku JIC ITMHKA BHICOKON YHCTOTHI

Pacmupennas HeonpenenEéHHOCTh
ATTecToBaHHAs ATTECTOBaHHOE
X ADAKTEDHCTHKA sHAveHMC. % aTTECTOBAHHOTO 3HAYEHUS
0
paKtep ’ U (k = 2, P=0,95), %
MaccoBast 10J1s1 IIMHKA 99,9921 0,0013

3.3.3 DTaJIoH CpaBHEHUS KeJjie3a BHICOKOI YMCTOTHI

Marepuan OC - xene3o npousBoacta Sigma Aldrich (lot. 267945 # MKBJ4567V) mac-
coit 1 kr. Marepuan npeacTaBiseT co0oil jkelne30 B BUC IMUIACTUHOK (YUTICOB) MPOU3BOJILHOTO

pasmMepa, TOJIMHOMN 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-
JiefieHa JOCTaTO4YHask OJHOPOJHOCTh MaTepualia 1o BceM 00HapYKEHHBIM IIPUMECSIM.

Pesynprarel n3MepeHuil MacCOBBIX J0JIel IPUMECEN B CBOAHOM BHJIE MPEACTABICHBI B
tabnuie 16 u Ha pucyHke 21, rae B BUAE NEPHOINISCKON TAOIHMIIBI XUMUUYECKHUX JIEMEHTOB TJIe
1101 0003HAYEHUEM KaXk10T'0 AJIEMEHTA [IPUBEACHBI CBEACHUSI O IPUMEHEHHOM METO/1€ U3MEPEHUI
U TIOJTYYEHHOM pe3ylibTaTe («<» MeHee mpenena ooHapyxenus; «NA» - OIleHKa MacCOBOM J0JIH
He MPOM3BOJIUIIACK; «IHCIIO» - MACCOBAas oM, BeIpaxkenHas B [man']). Ha pucynke 22 rpaduue-
CKU TI0Ka3aHa OAHOPOJHOCTh MPUMECHOTO COCTaBa MO OOHAPYKEHHBIM METAUTMUYECKUM ITPHUMeE-
CsIM.

Pe3ynbrarel u3MepeHuil MaccoBOi J10JiM BCceX OOHApYKEHHbIX NPUMECEN MPUBEICHBI B

Tabymue 15.

Tabmuna 15 — Cenenust 00 oOHapyXeHHBIX puMecsix B Matepuane JC Fe BRICOKOW YHCTOTHI

OrtHocuTenbHas
PesynbraT uzmepe- Pacmupennas
OneMeHT Meton* HUSl MacCCOBOM HEOIIpeIeJICHHOCTh pacliinpenias
o, % U -2 095, % HEOIPEICTICHHOCTh

U = 2, P=0,95), %o
0] HE 2,20-1072 2,25-107 10,2
Zn ICP MS 3,47-107 9,62-10* 27,7
S HE 3,10-10°7 1,07-107 34,5
N HE 3,08:107 1,06-1072 34,4
Mn ICP MS 1,17-107 1,90-10* 16,2
Co ICP MS 9,64-10™ 1,30-10* 13,5
Ni ICP MS 5,63-10* 9,74-107 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 5,50-107 18,7
Mo ICP MS 1,25-10* 2,50-107 20,0
Cu ICP MS 1,07-10* 1,84-10° 17,2
Ti ICP MS 5,00-107 2,20-10° 4,4
Al ICP MS 2,76-107 6,21-10° 22,5




Tabnuma 16 — CBogHBIC JaHHBIE O TPUMECHOM cocTaBe Matepuaia JC jkene3a BBICOKOM YUCTOTHI

Ne po6st

MaccoBast o 3aeMeHTa, %

0,000962

Zn Mn Co Ni Cr Al Ti Cu As Mo cymMma
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-r 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

08



H LllenouHble Me |Apyrue Me He
4',1:8 LLienou.3em Me |Mony ME Be “T—Element I<COP0M051
Li Be NaHTaHOMABI Hemetannbl ICP MS <«— Method B C N (@) F Ne
IcP MS | 1cPMs [ ICP MS HE HE HE | 1IcPms | THE
<0,003 | <0,01 AKTMHOMAEL FanoreHo! <0,01 <—value, ppm <0,2 <10 | 308 | 219,7 | <0,001 | <0,001
Na Mg NepexoaHbie Me |MHepTHbie rasbi Al Si P S Cl Ar
IcP MS | 1cpMs cpms | icpvs | cpvs | HE | icems | THE
<2 <0,1 0,276 <5 <5 31 <0,001 | <0,001
K Ca| Sc | Ti \Y) Cr |Mn| Fe [ Co| Ni | Cu| Zn | Ga | Ge | As | Se | Br | Kr
icpMs | icpms | 1cpms | 1cpms | 1cp s | 1cp Ms | 1cp ms 1cpMms | 1cpms [ 1cPpms | 1cpms | icpms | icpms [ 1epms | 1cPms | 1cpms | THE
<1 <25 | <002 | o5 <0,2 | 3,88 | 11,718 | ocvosa | 9,637 | 5,628 | 1,071 | 34,651 | <0,1 | <003 | 2,944 | <01 <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 | icpms | 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 | <0,001
Cs [Ba| Lla| Hf | Ta[ W | Re | Os | Ir [ Pt | Au|Hg|[ Tl [ Pb]| Bi | Po | At | Rn
icpMs | icpms | 1cpms | icems [ 1cpms [ 1cpms | 1cpms | icpms | icpms | 1cpms | 1P ms [ icpms | icpms | icpms [ icpms | THE THE THE
<0,003 | <0,1 | <0,002 | <0,004 | <0,002 <t | <0,002 | <0,002 | <0,002 | <0,00 | <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
< |op Ce [ Pr | Nd[Pm|Sm| Eu | Gd| Tb | Dy | Ho | Er | Tm | Yb | Lu
NA |Not availabl icpMs | 1cpms | 1cpms | THE | 1cpms | 1cpms [ icpms | icpms | icems | 1cpms | 1P ms | 1cpms | icpms | 1cp s
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
iceMs | THE | 1cPms
<0,01 | <0,001 | <0,002 | NA NA NA NA NA NA NA NA NA NA NA

Pucynoxk 21 — CBenenust o npumecHoM coctaBe Matepuana IC Fe BbICOKOM YUCTOTHI
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Takum o6pa3zom, B onienke MJIOK 3aneiicTBOBaHBI CIEAYIOIINE TaHHBIE:

— KonnuectBo onpenensieMbIX 3JIEMEHTOB -91;
— KonndectBo 00HApY)KEHHBIX JIEMEHTOB (Nn) - 14;
— KommuectBo npenenoB ooHapyxenus (r) - 77,
— CyMMa 0OHaApYKEHHBIX 2JIEMEHTOB (), X;) —0,0358 %;
— Cymma npefeno oOHapyxeHus (., y;) —0,0043 %;
— CrangapTHas HEONPEICICHHOCTh OT HEOTHOPOAHOCTH —0,0045 %.

N3 sToro orneneHnsl MaccoBas J0Jsi OCHOBHOTO KOMIIOHEHTa 1o (popmyre (28) u ee pac-

HIMpEHHAas HeolpeeIeHHOCTh o dhopmyne (29). PesynbTarsl npeacTasieHsl B Tabnuie 17.

Tabmuna 17 — Metposiornueckue xapakrepuctuku JC xelre3a BBICOKOM YUCTOTBI

Pacmupennast Heonpenen€HHOCTh
ATtTecroBaHHas ATtTecToBaHHOE
X ADAKTEDHCTHKA snavcHme. % aTTECTOBAHHOTO 3HAYCHUS
0
PaKtep : U (k = 2, P=0,95), %
MaccoBast 1oJid xejie3a 99,9636 0,0094

3.3.4 JTaJIOH CPAaBHEHHUSI XPOMA BbICOKOH YMCTOTHI

Matepuan OC - XxpoMm MeTaluiMueckuil anekrtponutudeckuit mapku ECR99.2 mno
I'OCT 5905-2004 mpouzBoactea AO «H3XC» maccoit 1 kr. MaTtepuan npeacrasisier coboil xpom
B BU/I€ TUTACTHHOK (YellyeK) MPOM3BOJIILHOTO pa3Mepa TOJNIMHOM 10 0,5 MM.

B matepuane OC xpoma BBICOKON YMCTOTHI MPOBEIEHBI U3MEPEHUSI MaccoBOM fomu 91
npumecH, uto xapakrepusyercs 100 % monHoTOM 3KcnepuMeHTanbHbIX padoT. Ilpu 3ToM onpe-
JiefieHa yI0BJIETBOPUTENbHAs OHOPOIHOCTh MaTepraia Mo BceM OOHApYKEHHbBIM ITPUMECSM.

Pe3ynbrarsl H3MEpeHNi MacCOBBIX A0JEH MPUMECEH B CBOJHOM BHJIE€ IIPEJCTABIICHBI B
tabnumax 18-20 u Ha pucyHke 23, T1Ie B BUIC EPUOTUICCKON TaOIUIIBI XUMHUYECKUX DJIEMEHTOB
/1€ 110/l 0003HaYEHUEM KaXKJI0TO 3JIEMEHTA MPUBEACHBI CBEACHUS O IPUMEHEHHOM METOJI€ N3Me-
PEHHUI U MTOJIyYEHHOM pe3yibTare («<» MeHee npenena oOHapyxkeHus; «NA» - olleHKa MacCOBO
JIONM He TIPOM3BOJIMIIACK; «YUCII0» - MACCOBas JI0JIs, BhpaskeHHas B [Miin ™' ]). Ha pucynke 24 rpa-

¢buyecku nmokazaHa 0JHOPOAHOCTh IPUMECHOTO COCTaBa M0 OOHAPYKEHHBIM IIPUMECSM.



Tabnuna 18 — CBogHBIC JaHHBIE 0 TPUMECHOM cocTaBe Marepuania IC Xpoma BEICOKOM YUCTOTHI (4acTh 1)

MaccoBas 107 daeMenTa, %

Ne mpodt Na Fe Ga Ti Zn As Ni Zr Ag v
1 0,00057 | 0,00090 | 0000058 | 0,00024 | 000018 | 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 | 000067 | 0,00034 | 000013 | 0,000080 | 0,000089 | 0,000090 - 0,000086
4 0,00159 | 0,00110 | 000057 | 0,00029 | 0,0030 | 0,000092 | 0,000115 | 0,000079 | 0,000083 | 0,000025
5 0,00103 | 0,00068 | 000078 | 0,00035 | 000012 | 0,000111 | 0,000053 | 0,000073 | 0,000106 -
6 0,00057 | 0,00078 | 0,00081 | 0,00033 | 000024 | 0,000086 | 0,000095 | 0,000071 | 0,000109 | 0,000126
7 0,00066 | 0,00080 | 000071 | 0,00031 | 000012 | 0,000107 | 0,000112 | 0,000075 | 0,000077 | 0,000071
8 000114 | 0,00105 | 000094 | 0,00024 | 000015 | 0,000071 | 0,000119 | 0,000090 | 0,000049 | 0,000104
9 0,00067 | 0,00098 | 000075 | 0,00028 | 000029 | 0,000142 | 0,000128 | 0,000077 | 0,000056 | 0,000053
10 000113 | 0,00108 | 000070 | 0,00039 | 000015 | 0,000106 | 0,000091 | 0,000097 | 0,000061 | 0,000096
Cpeniee, % 0,00100 | 0,00087 | 000073 | 0,00031 | 000020 | 0,000100 | 0,000099 | 0,000081 | 0,000077 | 0,000076
Sh 328-10% | 1,76-10% | 1,0810% | 427-10° | 7,06:10° | 1,89-10° | 19810° | 7,66-10° | 227-10° | 2,64-10°
VT 84 100 9% 96 87 98 95 99 67 75
U 1,16:10° | 629105 | 506-10° | 2,64-105 | 2,30-10° | 1,13-10°5 | 1,15-10° | 94610 | 1,05-10° | 1,10-10°

8



Tabmuna 19 — CBogHbBIC JaHHBIE 0 TPUMECHOM cocTaBe Marepuanaa IC Xpoma BEICOKOW YUCTOTHI (4acTh 2)

MaccoBas 107 daeMenTa, %

Ne mpodu 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°3 7,35-10¢ 8,78-10°¢ 5,87-10¢ 7,59-10°6 3,87-10°¢ 3,79-10°¢ 3,24-10°° 2,77-10°¢ 2,88-10¢

¢8



Tabnuma 20 — CBoHBIC JaHHBIE O TPUMECHOM cocTaBe Marepuanaa IC Xpoma BEICOKOM YUCTOTHI (4acTh 3)

Ne mpo6er

MaccoBas 105 daeMenTa, %

Pb Y Sb Ba Co Y Re In Te cymma
1 1,28-10° 1,22:10° 1,18-10° 1,23-10° 2,63-10° 2,75:10°¢ 3,13-10° 2,59-10°¢ 1,49-10¢ | 0,00328
2 1,49-10° 1,04-10° 7,72-10°¢ 5,69-10° 3,27-10°¢ 3,01-10°¢ 2,26:10° 1,34:10° 1,36-10° | 0,00399
3 1,43-10° 1,23-10° 7,39-10° 6,02-10° 5,72-10° 2,91-10°¢ 3,44-10° 2,64-10°¢ 1,71-10% | 0,00386
4 1,73-10° 1,14-10° 7,55-10°¢ 1,10-10° 4,16:10°¢ 2,97-10°¢ 2,25-10°¢ 2,63-10°¢ 1,66-10¢ | 0,00465
5 1,11-10° 1,14-10° 8,51-10¢ 1,30-10° 7,12-10°¢ 3,27-10°¢ 2,39-10°° 1,51-10° 1,43-10° | 0,00375
6 1,50-10° 1,27-10° 9,26-10° 5,18-10° 2,14-10° 3,06-10¢ 2,71-10°° 3,51-10° 1,89-10° | 0,00360
7 1,12:10° 9,44-10° 1,17-10° 5,51:10°¢ 2,70-10° 2,84:10°¢ 2,57-10°¢ 1,51-10° 1,93-10¢ | 0,00341
8 1,20-10° 9,20-10° 9,73-10° 3,06-10° 7,08-10°¢ 2,98-10° 2,81-10° 1,56-10° 1,87-10° | 0,00438
9 1,31-10° 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 1,09-10° 9,21-10° 1,02:10° 1,49-10° 3,13-10° 2,98:10°¢ 1,96:10° 1,50-10° 1,85-10¢ | 0,00437
Cpennee, % 1,33-10° 1,07-10” 9,36-10° 8,46-10° 4,08-10°¢ 2,92:10°¢ 2,58-10°¢ 2,02:10° 1,71-10¢ | 0,00396
Sh 1,48-10° 8,63-107 1,05-10° 3,91-10° 1,90-10° 1,49-107 2,82:107 6,65-107 9,37-10% | 0,00040
V-T 92 98 98 89 85 85 93 88 68
U 2,41-10° 2,03-10°° 1,89-10°¢ 1,89-10°¢ 1,05-10°¢ 7,62-107 6,96-107 5,98-107 5,13-107 | 0,00081

98



H LLlenoyHbie Me |Apyrue Me He
<H1E0 LLienou.3em Me |Mony ME B e *“1— Element <32%1
Li Be NaHTaHOMAbI HemeTannbi ICP MS <«<4— Method B C N O F Ne
ICPMS | I1CPMsS [ IcPMS | THE HE HE | cpms | THE
<002 | <0.01 AKTMHGMAE FanoreHbl <0.01 <«—value, ppm <03 | <30 | <10 | <10 | <0.001 | <0.001
Na Mg MepexoaHbie Me [MUHepTHbie rasb Al Si P S Cl Ar
ICP MS | ICP MS cpms | icpms | 1cpms | icems | icpms | THE
9.976 | 0.552 0725 | <40 <50 <10 | <0.001 | <o0.001
K Ca| Sc | Ti VvV Cr | Mn| Fe | Co| Ni [ Cu| Zn | Ga | Ge | As | Se | Br | Kr
icPMs | icpms | 1cp ms | 1cp ms | 1cP Ms 1cpms | 1cpms [ 1cpms | 1cpms [ 1cPms | 1cpms [ 1cPms [ 1cpms [ 1cPms | 1cPms | 1cpms | THE
<5 <3 0.239 | 3.082 | 0.763 | <ocrosa| 0.162 | 8.698 | 0.041 | 0.992 | 0.578 | 1.951 | 7.331 | 0.164 | 0.995 | <0.01 <1 | <0.001
Rb| Sr | Y [ Zr | Nb|Mo| Tc | Ru| Rh [ Pd | Ag | Cd | In [ Snh | Sb | Te | | Xe
icpMs | icpms | 1cpms | 1cpms [ 1cPms [ 1cpms | THE | 1cems | 1cpms | icpms [ 1cpms | 1cpms [ 1cPms | 1cPMs | icPms | 1cPMs | icpms | THE
<0.01 | <0.003 | 0.020 | 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 | <0.001
Cs [Ba| La| HF [ Ta| W | Re|[Os | Ir | Pt | Au[Hg | Tl | Pb | Bi | Po | At | Rn
1cpMs | xcpms | 1cpms | icpms | 1cpms | 1cpms | 1cPms | icpms | 1cpms | icpms | 1cpms | 1cpms | 1cpms | 1cpms | icems | 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
< |op Ce | Pr | Nd|Pm|Sm | Eu [ Gd | Tb [ Dy | Ho | Er | Tm | Yb | Lu
NA |Not availabl icpms | icems [ icpms | THE [ 1cpms | icems | 1cpms | icems | 1cpms | 1cpms | 1cpms | 1cpms | icpms | 1cp ms
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
icPms | THE | cPms
<0.01 | <0.001 | <0.001 | NA NA NA NA NA NA NA NA NA NA NA

Pucynoxk 23 — CBenenust o npumecHoM coctaBe Matepuana IC Cr BBICOKOM YUCTOTHI
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Pe3ynbrarhl n3MepeHuit MacCOBOM JTOJIM BCeX OOHAPYKEHHBIX MPUMECEH MPUBEIICHBI B

Tabnuie 21.

Ta6mmma 21 — Ceenenust 06 oOHapyKeHHBIX ITpuMecsax B MaTtepuane JC Cr BBICOKOW YUCTOTHI

OtHOCHUTENbHAS
Pesynbrar uzmepe- Pacmmpennas
. pacipeHHast
OneMeHT Meron* HUS MacCOBOM HEOIPE/IeICHHOCTb
o, % U -2 -5, % HEOIIPEeIIEHHOCTb
’ TP Ui =2, p=0,95), %0
Na MC-UCTI 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* 5,1-10° 6,9
Ti MC-UCII 3,1-10* 2,6:10° 8,6
Zn MC-UCIIT 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 8,1:107 9,5-10°¢ 11,7
Ag MC-UCIT 7,7-10° 1,1-10° 13,6
\Y MC-UCIIT 7,6:10° 1,1-10° 14,4
Al MC-UCII 7,3:107 1,0-10° 14,1
Cu MC-UCII 5,8:107 7,4-10°¢ 12,7
Mg MC-UCII 5,5:107 8,8:10° 15,9
Sn MC-UCIT 43-10° 5,9-10° 13,5
Nb MC-UCIT 3,9-10° 7,6:10° 19,7
Mo MC-UCITI 2,610 3,9-10°¢ 15,0
Sc MC-UCITI 2,4-10° 3,8:10°¢ 15,8
Ta MC-UCITI 1,9-10° 3,2:10°¢ 17,3
Ge MC-UCIT 1,6-10° 2,9-10¢ 17,6
Mn MC-UCIT 1,6-107 2,8:10° 17,1
Pb MC-UCITI 1,3-10° 2,4-10°¢ 18,1
\ MC-UCITI 1,1-10° 2,0-10°¢ 19,0
Sb MC-UCIIT 9,4-10° 1,9-10° 20,1
Ba MC-UCIT 8,5:10° 1,9-10° 22,3
Co MC-UCIIT 4,1-10° 1,0-10° 25,6
Y MC-UCITI 2,9-10°¢ 7,6:107 26,3
Re MC-UCITI 2,5-10°¢ 7,0-107 27,8
In MC-UCII 2,0-10¢ 6,0-107 29,9
Te MC-UCII 1,7-10°¢ 5,1:107 30,2
Taxum oOpasom, B orienke MJIOK 3aneiicTBoBaHBI ClieAyIOIINE JaHHBIE:
— KonndecTBo onpenensieMpIx 3JIEMEHTOB -91;
— KonnuectBo 06HapyKEeHHBIX 3JIEMEHTOB (1) -29;
— KonudectBo npenenoB oOHapyxeHus () - 62;
— Cymma 0OHapy»KEeHHBIX JIeMEHTOB (), X;) —0,00396 %;
— Cymma npefenos oOHapyxeHus (. y;) —0,01705 %;
— CranzpapTHasi HEOIPEAEIEHHOCTh OT HEOAHOPOJHOCTH —0,00081 %.

N3 sToro oreHeHbl MaccoBas J0J1s OCHOBHOTO KOMIIOHEHTa 1o (popmyre (28) u ee pac-

IMPEHHAs HEOMpeIeIeHHOCTh 1Mo hopmyre (29). Pe3ynbTaTsl ipeacTaBieHsl B Ta0auIe 22.
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Tabnuua 22 — Metponoruyeckue xapakrepucTuk DC Xpoma BBICOKOH YUCTOTHI

Pacmmpennas HeonpenenéHHOCTh
ATTecToBaHHAas ATTecToBaHHOE
XapaKTEpHCTHKa sHavcHie. % aTTECTOBAHHOI'O 3HAYECHUS
0
’ Uk=2 P=095),%
MaccoBas 10151 XpoMa 99,9875 0,0076

3.3.5 DJraJjioH cpaBHEHHMS MAPraHUA BbICOKOI YHCTOTHI

Marepuan 3C - mapranen npousBojictBa Alfa Aesar (36215 Manganese granules lot No
UO1A055) maccoii 0,1 kr. Marepuan npeacTaBisieT co00H TpaHyJIbl METAJUTMYECKOT0 MapraHiia
IIPOM3BOJILHOTO pa3Mepa.

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

Pe3ynbTaThl M13MEpEeHU MAaCCOBBIX JIOJIEM TPUMECE B CBOJHOM BHJIE€ MPEICTABICHBI B
tabnuie 23 u Ha pUCYHKE 25, T1ie B BUJIC MEPUOINIECKON TaOIUIIBI XUMHUYECKUX 2JIEMEHTOB TJIe
o1 0003HaYEHUEM KaXI0T0 AJIEMEHTA IPUBEACHBI CBEACHHS O IPUMEHEHHOM METO/1€ U3MEPEHU I
U MOJIYY€HHOM pe3yibTaTe («<» MeHee mnpezaena ooHapyxkeHus; «NA» - olleHKa MacCOBOM 0NN
He TPOU3BOJINIIACH; «UUCIIOY» - MACCOBas J0JIs, BhIpakeHHas B [MiH']). Ha pucynke 26 rpaduue-

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



Ta6mmma 23 — CBogHBIC JaHHBIE O IPUMECHOM cocTaBe Martepuaia DC MapraHiia BBICOKOW YUCTOTHI

MaccoBast 107 SIeMEHTa, MIIH |

Ne mpods O Mg | Na | Mo | Cu | Pb | Zn | Fe B Cr | Si| Al | As | Sn | Sb | Ti | U | Co |cymma

1 2018 122 | 28,06 | 18,09 | 17,84 | 6,59 | 11,01 | 8,75 | 3,36 | 3,26 | 3,42 | 2,14 | 2,34 | 1,36 | 1,63 | 1,13 | 0,24 | 0,33 2250

2 2241 113 27,55 | 20,42 | 14,03 | 7,46 | 10,70 | 4,29 | 3,36 | 5,31 | 3,08 | 2,73 | 2,08 | 1,66 | 1,80 | 1,28 | 0,22 | 0,15 2460

3 2071 182 | 30,50 | 15,81 | 10,40 | 19,82 | 8,96 | 4,82 | 3,75 | 3,13 | 2,85 | 1,75 | 2,06 | 2,09 | 2,17 | 0,78 | 0,23 | 0,14 2362

4 1631 141 62,89 | 16,20 | 19,16 | 21,17 | 9,26 | 832 | 4,73 | 3,35 | 3,32 | 2,60 | 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 | 5,42 | 3,12 | 292 | 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 | 2,97 | 3,36 | 290 | 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 | 2,96 | 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 | 1,96 | 1,93 | 1,06 | 0,23 | 0,19 2199

Cpennee, wuTH! 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 1,96 | 1,92 | 1,03 | 0,23 | 0,19 2203

Sh 205,10 | 27,70 | 20,22 | 1,86 | 3,61 | 7,24 | 0,64 | 1,79 | 0,91 | 0,84 | 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 4342 | 599 | 435 | 0,58 | 0,82 | 1,55 | 0,32 | 0,42 | 023 | 0,22 | 0,13 | 0,12 | 0,11 | 0,15 | 0,09 | 0,07 | 0,02 | 0,02 | 4186

16



H LenouHbie Me |Opyrve Me He
HE B b THE
4 LLlenoy.3em Me |Mony ME e Element <0,001
Li Be NaHTaHoUApI HemeTtannbi ICP MS d— Method B C N (0 F Ne
IcPMS | 1cp Ms | ICPMS | THE HE HE | cpms | THE
<0,05 | <0,05 SRR Fanorexb: <0,05 <«}—value, pPpm 3,8 <10 | 66,7 | 1929,7| <01 | <0,001
Na Mg NepexoaHbie Me |UHepTHbie rasbi Al Si P S cl Ar
ICP MS | ICP Ms 1cPms | 1cpms | icpms | 1cpms | icpms | THE
50,07 | 140,88 211 | 311 | <50 <1 <1 | <o,001
K | Ca| Sc| Ti V| |C|Mn| Fe|[Co|Ni |Cu|Zn| Ga|Ge | As | Se | Br | Kr
icpMs | cpms | 1cpms | 1cpms | 1cpms | 1cp ms 1cPMs | 1cpms | 1cpms | 1cPms | 1cPms | icpms | 1cpms [ 1cpms | 1cPms | icPms | 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 | | | Xe
icpms | icpms [ 1cpms [ 1cpms | 1cpms [ 1ecpms | THE [ 1cpms | 1cpms [ 1cpms [ 1cpms | icpms | icpms [ 1cpms [ 1cpms | 1cpms [ icPms | THE
<0,001 | <005 | <01 | <005 | <0,05 | 17,91 | <0001 | <005 | <01 | <005 | <01 | <005 | <001 | 1,96 | 1,92 | <01 <2 | <o,001
Cs | Ba|La|Hf | Ta| W |Re|[Os | Ir | Pt | Au|lHg | Tl | Pb| Bi [ Po | At | Rn
icPMs | icpms | 1cpms | 1cpms [ 1cpms | 1cpms | cpms | icpms | 1cpms | 1cpms [ 1cpms | 1cpms | 1cpms | 1cpms | cpms | THE THE THE
<0,05 | <0,05 | <001 | <001 | <005 | <05 | <001 | <001 | <001 | <005 | <005 | <01 | <000 | 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 |Not available icpms | 1cpms | 1cpms | THE [ 1cpms | 1cpms | icpms | 1cpms | 1cpms [ 1cpms [ 1cpms | 1cpms | icpms | 1cpms
<001 | <001 | <001 | <001 | <001 | <001 | <001 | <00t | <001 | <001 | <001 | <001 | <001 | <0,01
Th|[Pa| U |[Np|Pu|[Am|Cm | Bk | Cf [ Es | Fm [ Md| No | Lr
cpMs | THE [ 1cPMs
<0,01 | <0,001 [ 0,231 | Na NA NA NA NA NA NA NA NA NA NA

Pucynok 25 — Cegenust o npuMecHoM coctaBe maTeprasia 9C Mn BbICOKOM YHCTOTHI
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Pe3ynbrarhl n3MepeHnii MacCoOBOM JTOJIM BCeX OOHAPYKEHHBIX MPUMECEH MPUBEICHBI B

Tabnuiie 24.

Tabymma 24 — Ceenenus 06 0OHapYyKEHHBIX TpuMecsax B Matepuaie DC Mn BBICOKON YHCTOTHI

OtHOCuTENbHAS
Pacmmupennas
SLeMEHT Pe3yanaiT M3MEpEHUs HEOTPEICICHHOCT pacimupeHHas
MaccOBOM J0JIH, MI/KT HEOIPEIeICHHOCTb
U (k = 2, P=0,95), MI/KT Ui s s o). %
(k =2, P=0,95), 70
O 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 0,4
H 4,0 0,4 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 59
Sn 1,96 0,15 7,7
Sb 1,92 0,09 4,7
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 3aneiicTBOBaHBI CIEAYIOIINE TaHHBIE:
— KonnuecTBo onpenenseMbiX 3EMEHTOB -91;
— KonnuectBo 06HapyKEeHHBIX 3JIEMEHTOB (1) —-21;
— KomnuectBo npenenoB ooHapyxenus (r) -170;
— Cymma 0O0HapyKEHHBIX JIEMEHTOB (] X;) —0,2274 %;
— Cymma npefeno oOoHapyxeHus (. y;) —0,0081 %;
— CranzmapTHasi HEONIPEAEIEHHOCTh OT HEOAHOPOJHOCTH —0,0208 %.

13 3TOTO OIIEHEHBI MaccoBast 1011 OCHOBHOTO KOMITOHEHTa 1o gopmyie (28) u ee pac-

HIMPEHHAas: HeONpeIeNeHHOCTh 1o hopmyie (29). PesynbraTsl npeacTaBieHsl B Tadauie 25.

Tabnuua 25 — Merponoruyeckue xapakTepuctuk IC Maprasiia BHICOKOH YHUCTOTHI
PacmmpenHas Heonpeaen€HHOCTh

ATTecToBaHHaA
XapaKTEPUCTHKA

ATTecToBaHHOE
3HaueHue, %

ATTCCTOBAHHOI'O 3HAYCHUA

Uk=2 P=095), %

MaccoBas 105151 Maprasua

99,77

0,04
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3.3.6 JTaJIoOH cpaBHEHUA KOOAIbTA BHICOKOH YHCTOTHI

Marepuan OC - kobansT nmpousBojcTBa Alfa Aesar (J16Z052 Cobalt pieces, #10454)
Mmaccoit 0,1 xr. Marepuan npeacTaBiseT COO0H CIUTOK METaUTMYEeCKOro KoOabTa.

B marepuane 3C xobajibTa BRICOKOW YUCTOTHI IPOBEJICHBI U3MEPEHUS MACCOBOM 0N
91 npumecu, yro xapakrepuzyercs 100 % moiHoTo# 3KCIepuMeHTaIBHBIX padboT. [Ipu 3TOM ompe-
JIeJIeHa yIOBJIETBOPUTEIbHAS OJHOPOIHOCTh MaTepHala Mo BceM OOHapyKEHHBIM MPUMECSM.

Pe3ynbrarhl u3mMepeHnuit MacCcoBbIX J0Jei MpuMeceil B CBOAHOM BUJE MPE/ICTaBICHBI B
tabnuie 27 ¥ Ha pUCyHKe 27, T/ie B BUJE MEPHOAMUYECKON TaOIUIIBI XUMUYECKUX 3JIEMEHTOB T/e
1101 0003HaYEHUEM KaX 10T 0 3JIEMEHTA IPUBEACHBI CBEICHUS O IPUMEHEHHOM METO/1€ U3MEPEHUN
U MOJIyY€HHOM pe3yibTaTe («<» MeHee npejaena ooHapyxeHus; «NA» - olleHKa MacCOBOM J0JIU
HE TIPOM3BOIMIIAC; «UHCIIO» - MACCOBAs 10N, BhIpaskeHHas B [MiiH ' ]). Ha pucynke 28 rpaduue-
CKH{ [TOKa3aHa OJJTHOPOJIHOCTb IPUMECHOTO COCTaBA 110 OOHAPY>KEHHBIM IIPUMECSIM.

Pe3ynbrarel u3MepeHuil MaccoBOi J10JiM BCceX OOHApYKEHHbIX NPUMECEN NMPUBEIEHBI B

Tabymue 26.

Tabmuna 26 — CBexenus 00 o0HapykeHHBIX npuMecsax B Matepuane IC Co BBICOKOW YHCTOTHI

DiIeMeHT PesynbraTr usMepeHus Pacmpennas OtHOcCUTENbHAS
MacCOBOM J0JH, MI/KI HEOIPEJIEIIEHHOCTD pacimpeHHast
U =2, p=0,95), MI/KT HEOTPEICIIEHHOCTD
U & =2, p=095), %o
O 50,6 12,1 23,8
As 40,2 1.4 34
Ni 22,6 0.9 4,2
Si 20,9 1,1 5,1
P 5,02 0,16 33
Cu 5,02 0,16 33
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
/n 0,34 0,05 14,2
B 0,33 0,02 4,7




Ta6mmma 27 — CBogHbIC JaHHBIE O TPUMECHOM cocTaBe MaTepuaiia DC KoOanbTa BBICOKOM YUCTOTHI

MaccoBas J0JI DJIeMeHTa, MJIH

1

Ne po6b1
O As Ni Si P Cu Ca Fe Mg Pb Al Zn B cymma
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 43,58 | 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, min™' | 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 LLlenoyHbie Me |Apyrue Me He
SE LLienou.3em Me |Mony ME B e *“1— Element <g|g%1
Li Be NaHTaHOMAbI HemeTannbi ICP MS <«4— Method B C N O F Ne
ICPMS | ICP MS | ICP MS THE HE HE ICP MS THE
<01 | <01 AxTuHouAb! T <0,1 <}—value, ppm 033 | <10 <s | 506 | <01 | <0,001
Na Mg MepexoaHbie Me [MHepTHbie rasbi Al Si P S Cl Ar
ICPMS | ICP MS ICPMS | ICPMS | ICPMS | ICPMS | ICP MS THE
<0,5 1,46 0,42 20,92 5,02 <5 <5 <0,001
K|[Ca|Sc|Ti | V]|]Cr|Mn|Fe|Co| Ni|Cu|Zn)|Ga|Ge | As | Se | Br | Kr
ICPMS | ICPMS | ICPMS | ICPMS | ICPMS | ICPMS | ICPMS | ICP MS ICPMS | ICPMS | ICPMS | ICPMS | ICPMS | ICPMS | ICP MS | ICP MS THE
<0,5 4,05 <0,5 <0,5 <0,1 <0,5 <0,5 1,96 ocHoBa | 22,64 5,02 0,34 <0,5 <0,1 40,2 <0,5 <0,1 <0,001
Rb| Sr | Y [ Zr | Nb|Mo| Tc | Ru| Rh [ Pd | Ag | Cd | In [ Snh | Sb | Te | | Xe
ICPMS | ICPMS | ICPMS | ICPMS | ICPMS | ICP MS THE ICPMS | ICPMS | ICPMS | ICPMS | ICPMS | ICPMS | ICPMS | ICPMS | ICPMS | ICP MS 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 | ICPMS | ICPMS | ICPMS | ICPMS | ICPMS | ICPMS | ICPMS | ICPMS | ICPMS | ICPMS | ICPMS | ICPMS | ICP MS | ICP MS THE THE THE
<01 | <01 | <01 | <01 | <0t | <05 | <01 | <01 | <01 | <05 | <05 | <05 | <ot | o84 | <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 NA 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 ilabl ICPMS | ICPMS | ICP MS THE ICPMS | ICPMS | ICPMS | ICPMS | ICPMS | ICPMS | ICPMS | ICPMS | ICPMS | ICP MS
ot available <0,1 <0,1 <0,1 <0,001 <0,1 <0,1 <0,1 <0,1 <0,1 <0,1 <0,1 <0,1 <0,1 <0,1
Th | Pa| U [Np|Pu|Am|[Cm | Bk | Cf [ Es | Fm | Md | No | Lr
ICP MS THE ICP MS
<0,1 <0,001 <0,1 NA NA NA NA NA NA NA NA NA NA NA

Pucynok 27 — CBenenusi o npumecHoM coctaBe Matepuana 9C Co BRICOKOW YUCTOTHI
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Takum o6pa3zom, B onienke MJIOK 3aneiicTBOBaHBI CIEAYIOIINE TaHHBIE:

— KonnuectBo onpenensieMbIX 3JIEMEHTOB -91;
— KonndectBo 00HApY)KEHHBIX JIEMEHTOB (Nn) -13;
— KommuectBo npenenoB ooHapyxenus (r) —-178;
— CyMMa 0OHaApYKEHHBIX 2JIEMEHTOB (), X;) —0,01538 %;
— Cymma npefeno oOHapyxeHus (., y;) —0,00468 %;
— CrangapTHas HEONPEICICHHOCTh OT HEOTHOPOAHOCTH —0,00132 %.

N3 sToro orneneHnsl MaccoBas J0Jsi OCHOBHOTO KOMIIOHEHTa 1o (popmyre (28) u ee pac-

HIMpEHHAas HeollpeIeIeHHOCTh 1o ¢hopmyne (29). Pe3ynbTarsl npeacTaBieHbl B Tabnuie 28.

Tabmuna 28 — Metposiornueckue xapakrepucTuku JC KoOaJlbTa BEICOKOH YHCTOTHI

Pacmupennast Heonpenen€HHOCTh
ATtTecroBaHHas ATtTecToBaHHOE
X ADAKTEDHCTIKA snavcHme. % aTTECTOBAHHOTO 3HAYCHUS
0
PaKTep : U (k = 2, P=0,95), %
MaccoBas 1011 KobaabTa 99,9823 0,0033

3.3.7 JTaJIOH CPABHEHUS HUKEJSI BLICOKOH YMCTOThI

Martepuan 9C - Hukens npoussoacTa OOO MaruerpoH (HaBecku U3 HuKens mapku HO
no 'OCT 849-2008, 99,99, maptust Ne 15) maccoit 0,2 kr. MaTtepuan npencrasisier co0oil mia-
CTUHKH METAJJTNYECKOTO HUKEIIS.

B matepuane IC HuKeNsI BEICOKOW YHCTOTHI MTPOBEJACHBI U3MEPEHUSI MacCOBOU 101H 91
npumecH, uto xapakrepusyercs 100 % mnonHoTON 3KcniepuMeHTanbHbIX padot. [Ipu 3Tom ompe-
JIeJIeHa yIOBIETBOPUTEIbHAS OJJHOPOJIHOCTh MaTepHala Mo BceM OOHApYKEHHBIM MPUMECSM.

Pe3ynbrarhl n3MepeHuil MacCOBBIX J0JIeH PUMECEl B CBOJHOM BUJIE IIPE/ICTABIIECHBI B
tabnuie 29 u Ha pucyHke 29, rae B BUAE NEPHOIUICCKON TAOIHIIBI XUMUYECKUX YJIEMEHTOB TJIe
101 0003HaYEHNEM KaX 10T 0 AJIEMEHTA IPUBEACHBI CBEACHHS O IPUMEHEHHOM METO/1€ U3MEPEHU I
U TOJIY9€HHOM pe3ynbTaTe («<» MeHee mpejaena ooHapyxeHus; «NA» - olleHKa MacCOBOM ONH
HE TIPOM3BOIUIIACK; «UHCIIO» - MACCOBAs 10N, BhIpakeHHas B [MiH ' ]). Ha pucynke 30 rpaduue-
CKU TI0Ka3aHa OJHOPOJHOCTh MPUMECHOTO COCTaBa MO0 OOHAPYKEHHBIM METATTHYECKUM MpUMe-

CsM.



Tabmmma 29 — CBogHbIC JaHHBIE O IPUMECHOM cocTaBe MaTepuaina DC HUKENS BBICOKOH YMCTOTHI

MaccoBas J0JI DJIeMeHTa, MJIH

1

Ne po6b1

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 7,51 4,64 0,82 1,46 0,40 3,24 2,40 2,70 0,23 0,80 0,20 10,25

V-T 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

001



H LLllenouHbie Me |Opyrue Me He
THE
. Wenouy.3em Me |Mony ME B e *“T—Element <g:|)%1
Li Be NaHTaHOMABI HemeTtannbi ICP MS d— Method B C N (0] F Ne
THE | 1cPMms [ THE THE THE THE THE THE
<0.001 | <0.001 AxtHoMAp! FanoreHe! <0.001 «—value, ppm <002 | 50.06 | <5 <50 | <0.01 | <0.001
Na Mg NepexoaHbie Me |MHepTHbie rasbi Al Si P S Cl Ar
THE | 1cP Ms 1IcPMs | 1cPms [ 1cPMs [ 1cPMs | THE THE
<0.05 | 9.92 1218 | 917 | 947 | 938 | <01 | <0.001
K Ca| Sc | Ti \' Cr ([Mn| Fe | Co| Ni | Cu| Zn | Ga| Ge | As | Se | Br | Kr
THE | cpms | THE THE THE THE | 1cPms | 1cp Ms | 1cP Ms cPMs | icPpms | THE THE THE THE THE THE
<0.05 | <0.001 | <0.01 | <0.03 | <0.02 | <0.001 | 9.94 | 19.86 | 49.97 | ocHosa | 10.06 | 0.5 <0.1 | <001 | <001 | <0.1 <0.1 | <o0.001
Rb| Sr | Y [ Zr [ Nb[Mo| Tc | Ru | Rh | Pd| Ag| Cd | In | Sn | Sb | Te | | Xe
THE | icPms | THE | cPms | THE THE THE THE THE THE THE | 1cPms | 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 | <0.1 | <0.001
Cs [Ba| La| Hf [ Ta| W | Re|[Os | Ir | Pt | Aul[Hg | Tl | Pb | Bi | Po | At | Rn
THE | 1cPms | THE THE THE | 1cPms | THE THE | 1cPms | icpms | THE THE THE | 1cPms | 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 | 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
< |LoD Ce| Pr | Nd|Pm|Sm | Eu | Gd | Tb [ Dy | Ho | Er | Tm | Yb | Lu
NA |Not availabl THE THE THE THE THE THE THE THE THE THE THE THE THE THE
ot avatlable <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 | NA NA NA NA NA NA NA NA NA NA NA

Pucynoxk 29 — Ceenenus o npumecHoM coctaBe Matepuana IC Ni BBICOKOW YUCTOTHI
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Pe3ynbrarhl n3MepeHuit MacCOBOM JTOJIM BCeX OOHAPYKEHHBIX MPUMECEH MPUBEIICHBI B

tabimuue 30.

Ta6ymma 30 — Cenenust 06 oOHapyKeHHBIX ITpuMecsax B MaTtepranie JC Ni BBICOKOW YUCTOTHI

OtHOCuTENbHAS
Pacmmupennas
Pesynbrar usmepenus pacimupeHHas
OneMeHT . HEOIPE/IeICHHOCTb
MaccOBOM J0JIH, MI/KT HEOIPEIeICHHOCTb
U (k= 2, p=0,95), MI/KT U o
(k = 2, P=0,95), %0
C 50,1 3,5 7,0
Co 50,0 3,5 7,0
Fe 19,9 1,8 8,9
Al 12,2 1,2 10,1
Cu 10,1 1,1 10,6
Mg 9,9 1,1 10,6
Mn 9,9 1 ) 1 1 076
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 ob6paszom, B onerke MJIOK 3aneiicTBoBaHBI ClieAyIONINE JaHHBIE:
— KonnuecTBo onpenenseMpiX 3J1EMEHTOB -91;
— KonudectBo 0OHapyKEHHBIX 3JIEMEHTOB (1) -11;
— KonnuectBo npenenoB ooHapyxeHus (r) - 80;
— Cymma 0O0HapyKEHHBIX JIEMEHTOB (), X;) —0,01905 %;
— Cymma npefeno oOoHapyxeHus (. y;) —0,00609 %:;
— CrangapTHasi HEONPEEICHHOCTh OT HEOTHOPOTHOCTH —0,00103 %.

W13 3TOTr0 OlIEHEHBI MaccoBast 1011 OCHOBHOTO KOMITOHEHTa 1o gopmyie (28) u ee pac-

HIMpEHHAas HeollpeieIeHHOCTh o popmynie (29). PesynbTarsl npeacrasiensl B Tabnuie 31.

Tabmuua 31 — Merponoruyeckue xapakTepucTuk IC HUKEIs] BBICOKOH YUCTOTHI

Pacmmpennas HeonpenenéHHOCTh
ATtTecToBaHHas ATTecToBaHHOE
X APAKTEPHCTHA sHAveHMC. % aTTECTOBAHHOTO 3HAYEHUS
0
paKtep : U (k = 2, P=0,95), %
MaccoBast 10JIsI HUKEJIS 99,9779 0,0055

3.3.8 JTa/IoH cpaBHEHUS KAAMHUA BbICOKOH YHCTOTHI

Martepuan OC - xagmuii mpousBoactBa OAO T'mpenmer (Kagmuit K-BU-1 kycku;
npo6a Ne KO007; mpotokon 17060.11; 99,9997 %) maccoii 0,1 kr. Marepuan npeacrasiser coooi
KYCKH METAJJTNYECKOr0 KaIMUSI.

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

JieJIeHa yIOBJIETBOPUTEIbHAS OJHOPOJIHOCTh MaTepHasa Mo BceM OOHapyKEHHBIM PUMECSM.



Pe3ynbTaThl M13MEpeHU MacCOBBIX JI0JIEH MPUMECE B CBOJHOM BHJIE€ MPEICTABICHBI B
tabnuie 29 u Ha pucyHke 29, rae B BHJIE IEPHOJNISCKON TaOIUIBI XUMUIECKIX SJICMEHTOB TIIC
1o/ 0003HaYEHUEM KAk I0T0 3JIEMEHTA MPUBEICHBI CBEJICHUS O IPUMEHEHHOM METO/1€ U3MEPEHU M
U MOJIyY€HHOM pe3yibTaTe («<» MeHee npejaena ooHapyxeHus; «NA» - olleHKa MacCOBOM J10JIU
He MPOM3BOJIUIIACK; «IHCIIO» - MACCOBas 0N, BepakenHas B [man']). Ha pucynke 30 rpaduue-

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

CsM.

Pe3ynbrarel u3mMepeHnit MacCOBOM J10JIM BCEX OOHApYKEHHBIX MPUMECEH MPUBEACHBI B

tabymue 30.
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Tabmuna 32 — Cenenust 00 oOHapyxeHHbIX puMecsx B MaTepuase 9C Cd BBICOKON YHCTOTHI

OTtHOCHUTEIbHAS
Pacmmpennas
Pesynbrar usmepenus pacimpeHHast
DaeMeHT . HEONPEICICHHOCTh
MAacCOBOM HOJIHM, MI/KT HEOIPEICIICHHOCTh
U ( = 2, P=0,95), MI/KT o
U @ =2, pr=0095), %
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




Ta6mmma 33 — CBogHbIC JaHHBIE O IPUMECHOM cocTaBe Matepuaia DC KaJIMusi BBICOKOW YUCTOTHI

MaccoBas J0JIsL DJIEeMEeHTa, MJIH"

1

Ne npo6b1
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

SoI1



H LLllenouHbie Me |Opyrue Me He
HE
10 Wenouy.3em Me |Mony ME B e *“T—Element <-(I)-:|)%1
Li Be NaHTaHOMABI HemeTtannbi ICP MS d— Method B C N (0] F Ne
ICPMS | 1cPMs [ IcPMs | HE HE HE | cpms [ THE
<0.001 | <0.001 SRR FanoreHe! <0.001 + Value, ppm | 5001 | <10 <10 <30 | <0.001 | <0.001
Na Mg NepexogHbie Me |UHepTHble rasbi Al Si P S Cl Ar
ICPMS | ICP Ms cpms | cpms | icpvs | HE | epms | THE
<0.03 <0.004 0.01 <0.03 <0.5 <5 <0.5 <0.001
K | Ca | Sc | Ti \' Cr ([Mn| Fe | Co| Ni | Cu| Zn | Ga| Ge | As | Se | Br | Kr
icpMs | 1cpms | 1cpms | icpms | 1cpms | 1cPms | 1cpms | 1ecpms | 1cpms | icpms | 1cpms | e s | 1cPms | 1cpms | cPms | 1cpms | cems | THE
<004 | 0.2 | <0.003 | <0.004 | <0.004 | 0.04 | <005 | 0.1 <0.03 | <001 | 003 | 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
icpMs | xcpms | 1cpms | icpms | 1cpms | icems | THE | 1cpms | 1cpms | icpms | 1cpms icpms | icpms | 1cpms | 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| La| Hf [ Ta| W | Re|[Os | Ir | Pt | Aul[Hg | Tl | Pb | Bi | Po | At | Rn
icpMs | icpms | 1cpms | icpms | icpms | icpms | icpms | icpms | icpms | 1cpms | icpms | THE | 1cPms | 1cpms | icems | THE THE THE
<0.01 | <001 | <0.01 | <007 | <25 <0.1 | <0.06 | <0.06 | <0.04 | <01 | <0.03 <1 <0.09 | <0.04 | <0.04 | <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
< |LoD Ce| Pr | Nd|Pm|Sm | Eu | Gd | Tb [ Dy | Ho | Er | Tm | Yb | Lu
NA | Not available icpms | cpms [ icpms | THE [ cpms | icpms | icpms | icpms [ 1cpms | 1cpms | icpms | 1P ms | cpms | 1cp ms
<0.01 | <001 | <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
icpvs | THE | cPms
<0.03 | <0.001 | <0.03 NA NA NA NA NA NA NA NA NA NA NA

Pucynoxk 31 — Ceenenus o mpumecHoM coctaBe Matepuana 9C Cd BICOKON YUCTOTHI

901
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Pucynox 32 — Ognopoanocts mpumecHoro coctaBa DC Cd BBICOKOM YHCTOTHI
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Takum o6pa3zom, B onienke MJIOK 3aneiicTBOBaHBI CIEAYIOIINE TaHHBIE:

— KonnuectBo onpenensieMbIX 3JIEMEHTOB -91;

— KonndectBo 00HApY)KEHHBIX JIEMEHTOB (Nn) -7,

— KonngectBo nipenenoB oOHapyxeHwus () —84;

— CyMMa 0OHaApyKEHHBIX 2JIEMEHTOB (), X;) —0,000044 %:;
— Cymma npefeno oOHapyxeHus (., y;) —0,007357 %;
— CrangapTHas HEONPEICICHHOCTh OT HEOTHOPOAHOCTH —0,000010 %.

N3 sToro orneneHnsl MaccoBas J0Jsi OCHOBHOTO KOMIIOHEHTa 1o (popmyre (28) u ee pac-

HIMpEHHAas HeollpeIeIeHHOCTh Mo ¢hopmyne (29). PesynbTarsl npeacTaBieHsl B Tabnuie 34.

Tabmuna 34 — Metposiornueckue xapaktepuctuku DC KaaMusi BBICOKOH YUCTOTHI

Pacmupennast Heonpenen€HHOCTh
ATTecTOBaHHAsA ATTecToBaHHOE
X ADAKTEDHCTIKA snavcHme. % aTTECTOBAHHOI'O 3HAYCHUS
0
PaKTep : U (k = 2, P=0,95), %
MaccoBast o KaaMus 99,9963 0,0035

3.3.9 CgoaHble pe3yabTaThl HCCACA0BAHUI ITAJOHOB CPABHEHHS

O060011IeHHbBIE pe3yIbTaThl UCCIEIOBAaHUN IO pa3pabOTKe 3TAJIOHOB CPAaBHEHUS TPEIl-

CTaBJICHEBI B Ta6J'II/II_IC 35.

Tabmuia 35 — XapakTepucTuku pazpab0TaHHBIX STaJOHOB CPAaBHEHUSI

DneMeHT w, % Cymma xi, % | Cymma yj, % up, % PZI{),(;(S_)?’%

A 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
/n 99,9921 0,0070 0,0017 0,0003 0,0013
Cd 99,9956 0,0001 0,0087 0,0001 0,0053

Ceenenust 0 pa3pabOTaHHBIX 3TAJOHAX CPABHEHUS 3aHECEHBI B DJIEKTPOHHYIO 0a3y JaH-
HBIX «JTaJIOHbl CPABHEHMS B BUJI€ BBICOKOUUCTHIX BEIIECTBY [12], rae uM mpUCBOEHBI pErUCTpa-
IMUOHHBIC HOMEPA B 3aBUCUMOCTH OT KaTCrOprUHU YUCTOr0 BE€IICCTBA B COOTBETCTBUH C KJ'IaCCI/I(bI/I-
karueit MBMB [95]. Takoke B 3T0# 6a3e JaHHBIX €CTh CCHUIKH Ha TTACIIOPTa 3apETUCTPUPOBAHHBIX
9C.

ns NPpCACTABJICHHBIX 3TAJIOHOB CPAaBHCHUS TOJIBKO JJIS Mn pacIMpCHHas1 HCONPCACIICH-

HocTb npeBbimaet 0,01 %, 4To 00ycia0BIEHO KaK pa3 ero YNCTOTOM. 3aBUCUMOCTD pacIIupeHHON
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HeonpeneneHHocTH MJIOK oT unctoThl MeTaia (pucyHok 33) UMEeT SIBHYIO KOPPEIISALHIO U T10-

Ka3bIBaECT, UTO JJIs JOCTIKeHUs esieBoit Heonpenenénnoctu 0,01 % MJIOK nomxna ObITH OoJiee

99,9 %.

100,05

100,00 | gre. ® y =-6,4489x +100,01
-9 ® R? = 0,9502
°

99,95 | e _

999 | el .
99,85 e
99,80 e

9SS — " .

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

PaclumpeHHas HeonpeaeneHHocTb, %
Pucynok 33 — 3aBucumocTts pacumpennoit neonpenenennoctu (k=2, P=0,95) or MJIOK

Ha mpaxTuke BelecTBa Takoil YMCTOTHI HE BCET/Ia 11eJIeCO00pa3HO MPUMEHSTh IS Xpa-
HEHUS U Iiepeauu eIuHUIIBI MaccoBoil 1onu. B aToM mpumepe ans Mn (99,77+0,04) % ocHoBHOM
MPUMECKIO sBIIIETCS KUCIopoa ~0,2 %, KOTOphIN HE TOMENIAET TPU TPABUMETPHUIECKOM MPUTO-
TOBJIEHUW PACTBOpPA, €CJIM MPOIEAYpa OYUCTKUA MOBEPXHOCTU XOPOIIO CTAaHAAPTU30BAHA M KaXK-
JIbI pa3 BOCIIPOM3BOJUTCS OJUHAKOBO. Toraa MOKHO MPEANONIOKUTh, YTO IIPHU NIEPEBOJIE B pac-
TBOpP HE OyIyT HAKaIJIUBATHCS METAUIMYECKHE MPUMECH, KOTOPhIE MOTYT HETaTUBHO CKa3aThCs
IIpU Iepeadye eIMHULbI OT PacTBOpPA 3TAJOHA CPABHEHUS CTaHJAPTHOMY 00pa3ily MOCPEICTBOM

ATOMHO-3MHCCHOHHOM CIIEKTPOMETPHUH C MHIYKTUBHO-CBSI3aHHOM IIa3MOMN



110

BriBoanbl 1o riiase 3

Pazpaboran nokymentr MU 3560-2016 «Pekomenmanus. 'CH. Ouenka HeonpeaeaeHHO-
CTU U3MEPEHUI MacCOBOM JI0JIM OCHOBHOTO KOMIIOHEHTAa B HEOPTaHMYECKHUX BEIIECTBAX», B KOTO-
poM chopMyTUPOBAHBI TIPUHIIUIIEI UCCIICOBAHMA 3TaJIOHOB CPABHEHMS, UCXOS U3 IEJICBOU He-
OMPEIETICHHOCTH, U OCHOBHBIE KPUTEPHUH BHIOOPA U MOATOTOBKU YUCTHIX BEIECTB ISl HCIIOIb30-
BaHM B PA3JIMYHBIX METPOJOTUUECKHX padoTax. Takum oOpa3oM, yHH(PHUIIUPOBAHBI TOIXOIBI 1O
OIICHKE MaCCOBOM JI0JIM OCHOBHOT'O KOMIIOHEHTA U CBA3aHHOW C HEW pacUIMpEeHHON HEONpeAesieH-
HOCTH JIJIs1 TAJIOHOB CPaBHEHUS.

Pazpabotano «Ilomoxxenue o baze naHHBIX «DTaTOHBI CPABHEHHS B BHJIE BRICOKOYHCTHIX
BEIIIECTBY, B KOTOPOM YCTaHOBIIEHBI 00IIIME TPEOOBAHUS K ATAIOHAM CpPAaBHEHUS, K UX pa3paboTke,
Ha3HAYEHUIO U IPUMEHEHUIO.

OrnrcaH anropuTM pacuera HeONpeIeIEHHOCTH OT HEOJHOPOHOCTH MAaCCOBOM 10U OC-
HOBHOT'O KOMIIOHEHTA T10 PEe3yJIbTaTaM U3MEPEHUN MPUMECEH, KOTOPBIM 3aKIII0YaeTCS B TOM, YTO
Ha MIEPBOM 3TaIlle MPOBOJUTCS OIEHKA HEONPEISIICHHOCTH OT HEOJHOPOIHOCTH HE MeHee 2/3 OT
CyMMapHO MaccoBOM J0JM 0OHapyKeHHBIX pumMeceit B cooTBeTcTBUM ¢ ISO Guide 35, Ha BTO-
POM 3Tare OLIEHUBAETCS HEONPEAEIEHHOCTh OT HEOJHOPOAHOCTH ISl CYMMbI MHIUBUAYaTbHBIX
MCCJIEIOBAHHBIX OOHAPYKEHHBIX MPUMECE, a Ha TPETHEM dTalle BRIYUCIISETCS HEOMIPEACIICHHOCTh
JUUISI MACCOBOM JTOJIM OCHOBHOT'O KOMITOHEHTA C YY€TOM MacCOBOM JIOJIM UCCIIEAYyEeMbIX OOHAPYKEH-
HBIX TIpUMeced K CyMMe MacCOBBIX JI0Jiel 0OHAPYKEHHBIX U HEOOHAPYKEHHBIX PUMECEH.

Pa3paboranst 9 sTanonoB cpaBHeHHs B Buae yucThIX MeTaioB (V, Cr, Mn, Fe, Co, Ni,
Cu, Zn, Cd) c aTTecToBaHHOM MacCOBOM J0JIeil OCHOBHOTO KOMIIOHEHTa 1o cxeme «100 % munyc
cymMMa npuMecei» ¢ pacmupenHoi neonpeneneHnoctsio (k=2, P=0,95) ne xyxe 0,01 % (3a uc-

KIIF0OYeHHEM Mn BBICOKOI YHCTOTHI).
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4 Paspa0borka cTaHIapTHBIX 00Pa3L0B PACTBOPOB 3JIEMEHTOB

4.1 Meroa xapaKkTepu3anun

Cnemunammctel NIST B 2001 1 pa3paboTain METOUKY KOMITAPATUBHBIX U3MEPEHUM CHUT-
HAJIOB OT TaKUX PacTBOPOB C MCIIOJIb30BAaHUEM BHYTPEHHEro cranjapra [23,24]. Oty MeTouKy
OHH TIPEJIOKIIIN UCTIONB30BaTh Npu ceprudukanuu CRM pacTBOpOB XMMHUYECKHX 3JIEMEHTOB.
OCHOBOH TIPOCIICKUBAEMOCTH MPU 3TOM BBICTYIAIOT cTaHaapTHbie 00pa3isl SRM NIST cepun
3100 [96], koTOpBIC MPEACTABISAIOT COOON KHCIOTHBIE PACTBOPHI XMMHYECKUX JIEMEHTOB C HO-
MUHATBHOI MaccoBoit foneit 10000 MitH™! ¢ OTHOCHTENILHOM paclIMPEHHON HEOMPeaeIeHHOCTIO
(0,1-0,3) %. AttecroBannoe 3HaueHne SRM NIST cepuu 3100 camo no cebGe moaydeHo Kak cpeji-
HEe B3BELICHHOE PEe3YJIbTAaTOB IPAaBUMETPUUECKOTO MPUTOTOBIICHUS PACTBOPA U3 BRICOKOUHUCTOTO
COEIMHEHUS C YCTAHOBJICHHBIM COJEpKaHMEM OCHOBHOTO KOMIIOHEHTA U Pe3yJbTaTOB aHaIHM3a
meTogoM ADC-UCII ¢ kanuOpoBKOM MO YETHIPEM HE3aBHUCHUMO IMPUTOTOBICHHBIM «I1€PBUYHBIM
cTaHgapTam» (B OpUrHHAJE: four primary standards) N3 BBICOKOUYUCTOTO COSIMHEHHS C YCTaHOB-
JICHHBIM COJIEp>KaHNEM OCHOBHOT'O KOMIOHEHTa [97].

Ha 5101 ocHOBe A11s1 peanu3anuu cXeMbl 00eCIeUeHUs POCICKUBAEMOCTH, MPEJIOKEH-
HOM B 11. 1.4 pucyHok 7, BBIOpaH METOJI XapaKTepHu3aluu pa3paboTaHHBIX CTaHIAPTHBIX 00Pa31IoB
IyTE€M CpPaBHEHHUS pacTBOpPA CTAHIAPTHOIO 00pa3lia C pacCTBOPOM 3TAJIOHA CPABHEHHUS C TIOMOIIBIO
ATOMHO-3MHCCHOHHOM CIEKTPOMETPHUM C MHIYKTUBHO-CBSI3aHHOM IJIIa3MOM.

J11s1 5TO HE0OX0AMMO Ha IIEPBOM 3TaIle OLIEHUTh METPOJIOIMUECKHE XapaKTEPUCTUKH pac-
TBOPOB JTAJIOHOB CPAaBHEHUs, HA BTOPOM 3Talle IIPOBECTH aHAIM3 YPAaBHEHUS W3MEpPEHUI, a Ha

TPETHEM OTAIIC — OLCHUTH METPOJIOTHUCCKHUE XAPAKTCPUCTUKH CTaHAAPTHBIX 06pa3u013.

4.1.1 OwueHka MeTPOJIOTHYECKUX XaPAKTEPUCTHK PACTBOPOB 3TAJI0HOB CPABHEHU

Mertposorndeckue XapakTepuCTUKH pacTBOpPOB DC OIEHEHBI MO 3KCHEPUMEHTAIBHO
pacueTHoM mnpouenype. Ilepen mpUroToBI€HHEM PACTBOPOB MPOBEAEHA OYUCTKA MOBEPXHOCTH
HaBecoK DC B TEX ke KUCIO0TaX, B KOTOPBIX B MOCJIEAYIOIIEM MTPOBEICHO pacTBopeHune. Bee kuc-
JIOTHI TIPEJIBAPUTEIHHO MOABEPraliu AOMOJIHUTEIHHON OUMCTKE METOIOM CyOOONIepHOM AUCTHII-
nsun (Berghof Products + Instruments GmbH, distillacid BSB-939-1R).

Hagecku OC nocie 04MCTKY TPOMBIBAIUCH TEMOHU30BAHHOW BOJOW M CYIIWJIUCH CHA-
yaja B TOKE aproHa, a 3aTeM B aTMoc(epe aproHa B IKCHKATOpE. 3aTeM HaBECKU B3BEIIMBAIA HA
Becax MepBOro crenuanbHoro kimacca tounoctu (Mettler-Toledo AG, XP205) u dukcupoBanu
Maccy ¢ TOYHOCTBIO 10 4 3HaKa B IpoOHOI yacTh. PacTBOpeHHE HAaBECOK MPOBOAUIN B CMECH

KHCIIOT (cMech 3aBUCUT OT DC) B (TOPOIIACTOBBIX aBTOKJIABaX P HArpeBaHUU HE OOJIee YeM J10
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80 °C. PacTBOp KOJIMYECTBEHHO NMEPEHOCUIIM B MPEABAPUTEIBLHO 3aTAPEHHYIO MOJHUIIPOIHICHO-
BYIO KOJIOY ¥ IOBOAMIIN JI0 onipeieieHHoi Macchl (5-10) % pacTBopom a30THOM KHCIOTHL. PacTBOp
IepEeMELINBAIM U B3BEIIMBAJIM Ha BECAaxX IMEPBOr0 CHELMAIBHOrO kiacca ToyHoctu (A&D
Company Ltd., GX-1000) u ¢pukcupoBaau Maccy ¢ TOYHOCTHIO 710 3 3HaKa B IPOOHOM yacTu. AHa-
JIOTUYHBIM 00pa30M TOTOBUJIM XOJOCTON pacTBOp (OJIaHK).

J1J1s1 OLIEHKH MOTPAaBKH Ha BBITAJTKUBAIOIIYIO CHITY BO3/IyXa BO BPeMsl B3BEIIIMBAHUI MTPO-
Bomu u3Mepenus atmocepuoro nasiennst (MKS Instruments, Baratron 690A13TRA), Temme-
patypel u oTHocutenbHON BiaakHocTH Bo3zayxa (CENTER Technology Corp., CENTER 313).
[InoTHOCTH MaTepuana 3TajJoHa CpaBHEHUs JIMOO MPUHUMAJHM PaBHOW CIIPABOYHOI BETUYHUHE CO
cTaHJapTHOI HeomnpezeneHHoCThI0 500 kr/M°, 6o ompenensiu nukHomeTpudecku (Thermo
Fisher Scientific S.p.A., Pycnomatic ATC). [InmoTHOCTh pacTBOpa ONpeaessuiv JIM00 MTUKHOMET-
pUYECKH, TMO0 ¢ TOMOIIBI0 aBToMaTrdeckoro iotHomepa (Tepmekc, BUIT-2MP).

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

myew- (22— 1)

— Pr
W1 = Kstap * Knomo - Kevap | Whiank T ’ (55)
m, (p_a — 1)
T
Pn
rae Kstabr Knomor Kevap — K0dDOUIMEHTEI, CBI3aHHBIE ¢ BDEMEHHOM CTAOMIIBHOCTBIO, € OJI-

HOPOJIHOCTBIO M C BO3MOYKHBIM UCTIAPEHHUEM PACTBOPA 3TAJIOHA CPABHEHHUS B TIPOIIECCE TPUTOTOB-
JICHUS] COOTBETCTBEHHO (B pacueTaxX MPUHUMAIOTCS PaBHBIMHU |, a UX HEOINPeIeJICHHOCTH YCTaHaB-
JUBAIOTCS YKCIIEPUMEHTAIBHO);

Whiank — MaccoBasi 10J1s1 KOMIIOHEHTa B Onanke (omnpeaensiercs merogoM MC-UCIT), %o;

m,, — Macca HaBECKH 3TaJlOHa CPaBHEHHS, T;

m, — Macca pacTBOpa dTaJloHa CpaBHEHWS, T

W — MaccoBas J0J1s1 OCHOBHOTO KOMITOHEHTA B HCXOJTHOM MaTepuaie, %o,

Pa» Pr» Pn — TUIOTHOCTH BO3AyXa, pacTBOpa M JTaJlOHA CpPaBHEHUS COOTBET-
CTBEHHO, KI/M".

Tunuuuelii OOMKET HEONPEAETCHHOCTH MAacCOBOM JIONIM KOMIIOHEHTa B PacTBOpPE

ATaJIOHA CPaBHEHUS MPEJCTaBIIeH B Taowmie 36.

Ta6m/1ua 36 — bromxer HCOMPCACIICHHOCTH MacCOBOM JI0JIM KOMIIOHEHTa B PacTBOpPC STAJIOHA
CpaBHCHHA MCIU BBICOKOM YHCTOTHI

Hcrounuk
0O6o- 3HaueHue u Enuruna c uc u<c, %
Ornucanne 3Haue- BEITNYNHBI
HUE
MaccoBas J0JIs1 OCHOBHOT'O
KOMITOHEHTa B UCXOJHOM w 999,940 0,060 %o 1,0-10° | 6,0-10° | 12,7
MaTepuaie
Macca HaBecKH my 1,0019 0,0002 r 1,0 2,0-10% | 42,1
Macca pacTBopa m, 1000,901 | 0,002 r -1,0-10° | 1,5-10° | 0,3
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HcTounuk
06o- 3HayeHne u Enunnua c u-c u-c, %
Omnucanue 3Haue- BEJIUYUHEI
HHE
[110THOCTH BO3MyXa Pa 1,1336 | 0,0079 Kkr/m? -8,7-10% | 6,9-10° | 1,5
Inotnoers uexonmoro ma- | 8920 500 k| -1410% | 7.1-106 | 1.5
Tepuaia
[110THOCTE pacTBOpa Dr 1017 5 Kr/m> 1,1-10° | 5,5-10° | 1,2
Maccosast 10713 KOMIIO- Wwo 0 [5010°| % 10 |5010%] 105
HEHTa B OJIaHKe
Bo3MoxHas HeonHOpOA- Koo | 1,0-10° %o 1,0 1,0-10°% 2.1
HOCTPH PacTBoOpa
CraGUILHOCTH PacTBOpa Kiap 1 3,3-10° %o 1,0 3,3:10° | 7,0
Bosmonroe nenapenne Keovap I 1,010 | %o 1,0 | 1,0-104] 21,1
pacTBopa
MaccoBas 1015 B pacTBOpe Wy 0,99995 %0
CymmapHas cTaHaapTHas we(wy) 0,00024 %,
HEONPEICICHHOCTh
Pacmupennas Heonpeze- o
neHnocTh (k=2, P=0,95) Utwi) 0,00048 Yoo

4.1.2 VYTo4HeHHMe MOJeJIM KOMIIAPATUBHBIX H3MepeHHUil

VYpaBHeHue uzMepenuil B [24] 0CHOBaHO Ha TOUHOM COOTBETCTBHM CPaBHMBAEMBbIX pac-

TBOPOB. Ero moxxHO 3amucath B BUC

. mSample.Z . IIntSt.Z . mSample.l . IIntSt.l

W2 == Wl
Mmese2  lanaiyte2

, (56)

Mmesea  lanaiytea

rae W, — MaccoBas J10Ji1 KOMIIOHEHTa B MaTepuaie cTaHAapTHOro oopasua, %o;

Mgample.1 — MACCa paCTBOPA ITAIIOHA CPABHEHMS, T

Msample.2 — MAcCa PacTBOPa CTAaHAAPTHOTO 00pasa, T;

Mynest.4 — Macca BHYTPEHHETO CTaHAapTa B pacTBOPE 3TAJOHA CPaBHEHMS, T;

Mintst.2 — Macca BHYTPEHHET0 CTaHAapTa B PacTBOPE CTaHAapTHOTO oOpasia, T;
Lynaiyte.1» lanaiyte.2 — AHTEHCHBHOCTH SMHCCHH KOMIIOHEHTA B PaCTBOPE TAJIOHA CPaB-

HEHUS ¥ CTaHIapTHOTO 00pasiia COOTBETCBEHHO, MB HM;

Iintst.1 — AHTEHCUBHOCTh SMHUCCUU BHYTPEHHETO CTAHIapTa B pacTBOPE ITAJIOHA CPABHE-
HUs, MB-HM;

I1ntst.2 — AHTEHCUBHOCTh SMHUCCUU BHYTPEHHETO CTAHIapTa B pACTBOPE ATAJIOHA CPABHE-

HUsA, MB-HM.

PaBeHcTBO cripaBeUIMBO Kak pa3 MpU TOUHOM COOTBETCTBUU CPAaBHUBAEMBIX PACTBOPOB.
OpnHako Ha MPaKTHKE TAaKOTO JOOUTHCS MpakTHUYecku HeBo3MOxkHO [98]. TIponenypa nusmepenuit
IpeJoJiaraeT, YTo M3Ha4aJlbHO CPABHUBAEMbI€ PACTBOPHI MICHTUYHBI B IUIaHE MATPHIIBI U COJIEP-
YKaHUS aHAJIM3MPYEMOI0 KOMIIOHEHTa (aHayinTa). {1 M3MepeHuii 0JMHAKOBBIE aJTMKBOTBI 3TUX
pacTBOpOB (IO YETHIPE AIMKBOTHI Ka)KJI0OT0) CMEILIMBAIOTCS C OJMHAKOBBIM KOJIMYECTBOM pac-

TBOpA BHYTPEHHEI0 CTaHAapTa U pa30aBIIAIOTCS 10 ONpeeIEHHON MacChl.
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Bo-niepBrix, matepuan CO mMoxeT ObITh HE TaKUM YHUCTHIM Kak DC, U, ClIeJI0OBaTEeIbHO,
HE00XOIMMO YYUTBIBATh OTHOCUTEJIbHYIO BapUALMIO0 MAacCOBOM oM aHanuTa B pactBope CO kax
mMuHEMYM Ha +0,1 %. Bo-BTOpBIX, HEOOXOAMMO YUHTHIBATh, YTO COOTHOIICHUE aHAJUTA U BHYT-
PEHHEro CTaHJapTa Ipu pa30aBIeHUU MOTYT OTIMYaThCs Ha +1 % oTHOcUTENbHO Apyr Apyra. U
nocjegHee — pa30aBieHHe TOXKE MOXKET OTiInYaTbes Ha +1 %.
YTo0B!I y4ecTb 3TH BIUSHUS U YPaBHOBECUTH TOKIECTBO (56), BBEIEH KOPPEKTUPYIOILUI

KOd((UITMEHT, a CaMO YpaBHEHHUE TeTIeph MOKHO 3aIHCaTh B BUJIC

Msamplel Muntst2 lanaiytez Imesea

Wy =Wy i i K. (57)
Msampie2 Mintst1 lanaiytea lintst.2
WJIU €CJIH BbIpa3uTh K, To
_ W2 Msamplez Muntsta lanaiytea  Imese

Wi Msampter Mintst2  lmesea lanatyte2
B uneanbHOM cityuae, Korja nepBble TpU OTHOIICHUS B ypaBHeHHHU (58) paBHBI 1, der-

BEPTOE M MATOE OYAyT CTPEMUTHCS K | CO CTaHAAPTHBIM OTKJIOHEHHEM, OJM3KUM K MHCTPYMEH-
TajibHOMY Iymy. Omunbka € npu 3ToM OyneT cTpeMuThes K 0 ¢ TeM e CaMbIM CTaHAapTHBIM
oTkJoHeHueM. W3 aToro cienyer, 4To ommOKa MOXKET ObITh 3HAYUMOM, €CIIM IPEBBIIIAET CTaH-
JApPTHOE OTKJIOHEHHE B TPU pa3a 1o 36-kputeprto. OTHAKO MPOBECTU «HUAEATBHBIN DKCIIEPUMEHT
TEXHUYECKH HEBO3MOXHO, M TIOATOMY B KaueCTBE BBIXOJHON BEIUYHMHBI (PaKTOPHOTO HKCHEpPH-
MEHTa IPUHSATO OTKJIOHEHUE OT | OTHOILIEHUSI MacCOBBIX J0JI€il CpaBHUBAEMbIX pacTBOpoB. [Ipu
3TOM B KauecTBe Ipejiesa, Ipu KOTOPOM MOXHO CUMTATh, YTO OTKJIOHEHUS B ITapaMeTpax MpoBe-
JICHUsS U3MEPEeHUN HaxoAATCs B JONYCKAaeMbIX Ipelenax, BblOpaHa BEIMYMHA OTHOCHTEIBHOM

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

(59)

Hcxonst u3 TOrO, 4TO BaphUpPOBAHUE TIEPBOTO U BTOPOTO OTHOIICHUS B TOXAECTBE (58)
3TO, MO CYTH, OJHO U TOXKE, JUTsl SKCIIEPUMEHTA OBIITN UCITOJIH30BAaHbI TOMOTEHHBIE PACTBOPHI 3Ta-
JIOHOB cpaBHeHUsI. KaxbIil pacTBOp ObLT pa3/elieH Ha JBE YacTH, repBasi Obljia UCMOJb30BaHa C
napaMeTpamMu Wy, BTOpas ¢ mapaMeTpamMH W,, Kak pacTBOp CTaHAAapTHOro o0pasiia ¢ HEU3BeCT-
HBEIM 3HAUYEHMEM MAacCOBOM JIONIM aHalWTa, TaK 4ToObI anpuopu wy/w, = 1. Torma, Bapbupys
BXO/IHbIE MTApaMETPhI (MacChl pACTBOPOB C BHYTPEHHUM CTAHJAPTOM ), MOXKHO OLIEHUTh HACKOJIBKO

MOTYT OTJINYAThCsl PACTBOPHI, YTOOBI HEPABEHCTBO (59) ocTaBaoch BEPHBIM.

Jlnist u3MepeHuit ObUTO IPUTOTOBJIEHO 5 PaCTBOPOB W, € MapaMeTpamMu, OJIU3KUMH K OII-
TUMAJIBHBIMU U 5 PaCTBOPOB Wy

— MEepPBBII ¢ mapamMeTpamu, OJU3KUMHU K ONITUMAJIbHBIM;
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— BTOpO#i ¢ Maccoii aHanuTa, 6omnbeit Ha 20 % OT OoNTUMANIBbHOIM;
— TpEeTHil ¢ Maccol aHanuTa, MeHbIel Ha 20 % OT ONTUMAaNbHOM’;
— YEeTBEPTHIi ¢ Maccoil BHyTpeHHero cranaapra oospiie Ha 20 % OoT onTUMabHOM;

— MIATHIM ¢ MacCOM BHYTPEHHETO cTaHAapTa MeHble Ha 20 % OT onTUMalIbHOMU.

W3 uccneayeMpIx cTaHAApTHBIX 00pa310B AKCIEPUMEHT CO CTaHIapTHBIM 00pa3LoM pac-
TBOpPA LIMHKA MPOSBUI HauboJee BHICOKYIO YyBCTBUTEIBHOCTh K OTKJIOHEHUSIM I1apaMeTpPOB IKC-
MEPUMEHTA OT ONTHUMAJIILHBIX 3HaUeHUH. [103TOMY pe3ynbrarhl (haKTOPHOT'O IKCIEPUMEHTA MPH-
HATHI ¥ JJI OCTAIBHBIX B KAUECTBE «OLEHKH CBEPXY». Pe3ynbTaThl U3MEPEHUN U PacueToB Mpe/-
CTaBJIeHbI B Tabmnuie 37.
Tabmuna 37 — Pe3ynbpTaThl (aKTOPHOTO IKCIIEPUMEHTA JISI ONIPEICIICHUS TOIYCTUMBIX OTKIIOHE-

HUH [TapaMeTpPOB IPUTOTOBJICHHS PACTBOPOB aHAJINTA ¥ BHYTPEHHETO CTAH1apTa IIPU POBEACHUN
KOMITAPAaTUBHBIX U3MEPEHUN

Ucrounuxk
O6o03Haue- 3HavyeHne
Onucanue
HHUE
Maccoas 10113 LIMHKa B pacTBope wy 999,95 | 999,95 | 999,95 | 999,95 | 999,95
9TAJIOHA CPABHCHUS
Macca pacTBOpa 3TajlOHa CPABHEHHS | Msample1 | 2,5017 2,9984 2,0004 2,4984 2,5004
Macca paCTB"f;‘a ;T;Hﬂapmom 00 | samptes | 2,5012 | 2,5003 | 24983 | 2,5005 | 2,5012
Macca pryrpennero crannapra (S¢) | | 19,9981 | 19,9989 | 20,0004 | 24,0002 | 15,9989
B PacTBOPE 3TAJIOHA CPABHEHUSI
Macca pryrpensero crannapra (Se) |\ | 50,0002 | 20,0005 | 19,9988 | 20,0007 | 20,0003
B PaCTBOPE CTaHIAApTHOTO 00pasia ntot.
Hurencusnocts Zn (202,548 m)s | 14 000 405 |1 201 585 | 842 638 |1009 382 |1 060 707
pacTBOpe 3TANOHA CPAaBHEHHSI
WNHTeHncuBHOCT 3MHUCCHH Zn
(202,548 um) B pactBope ctavaapT- | lanaiytez |1 000 054 |1 000 091 |1 040 449 |1 001 111 (1 069 284
HOT0 00pasia
WHTEHCUBHOCTD IMUCCHH SC
(361,383 HM) B pacTBOpE 3TalIOHA Ineses 110000711 999 988 |1 070 1511|1279 926 | 822 670
CpaBHEHUS
MHTEHCHBHOCTH YMUCCUU SC
(361,383 um) B pacTBOpe CTaHAAPT- | Iintsto 999922 | 999969 |1 056 030|1 058 822 |1 034 063
HOTO o0pasna
Pe3ynbTaT uamepeHuit MaccoBoi
JTOJIA IIMHKA B pacTBOPE CTaHIAPT- w, 1000,05 | 998,17 | 1001,76 | 998,23 | 1002,22
HOTO o0pasia

W3 »T0i TaONMIIBI BUIHO, YTO YBEIMUEHUE MACCHI KaK aHAINTA, TaK U BHYTPEHHETO CTaH-
JapTa MPUBOAUT K 3aHIKEHHBIM pEe3ysibTaTaM HM3MEpeHHUH, B TO BpeMs KaK YMEHBIICHUE JTUX
MacC NpUBOAUT K 3aBbINICHHBIM PE3YyJIbTATaAM.

Ha ocHOBaHMY 3THX JaHHBIX YMIIUPUYECKH YCTAHOBIIEHO, YTO IIPU COOTIOICHUH YCIIOBUH
MIPUTOTOBJICHUSI PAacTBOPOB, TaKUM 00pa3oM, YTOOBI

OTHOCUTCIIBHBIC HHTCHCHBHOCTHU

(Intst/lanalyte) CPABHUBAEMBIX PACTBOPOB HE OTIIMUYANHAL Oosee 4eM Ha 5 %, KOPPEKTHPYIOIIMiH
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KOPI(UIIMEHT MOKHO MPUHATH PAaBHBIM 1, a €ro cTaHgapTHas HEONPEAEICHHOCTh OY/IEeT 3aBUCETh

OT COOTHOIIICHHSI OTHOCUTEIIBHBIX HHTCHCUBHOCTEH CpaBHHUBACMBIX PACTBOPOB

IAnalyte.l IIntSt.Z

u(K) = —1/-0.015. (60)

IIntSt.l IAnalyte.Z
4.2 OueHka cTA0WIBHOCTH CTAHJAAPTHBIX 00Pa3110B

BBuay toro, uro pa3pa®oTaHHbIe CTaHAAPTHbIE O0Opa3Libl MPEANOIAraeTcsl IPUMEHSTh
JUISL U3TOTOBJICHUSI MYJIbTUJIEMEHTHBIX PACTBOPOB, HAKOIUIEHHE CTOPOHHMX IIPUMECEN U3 yIa-
koBkH CO 11oymxHO ObITh MUHUMaNIbHBIM. 110 3T0 nprunHe BhIOpaHa ynakoBKa HE B BHJIE 3alla-
SHHBIX CTEKJISTHHBIX aMITyJl, & U3 OTHOCUTEJIbHO MHEPTHOI'O MaTepHaja — IMOJIMATUIIEHA BHICOKOTO
nasnenus (HDPE).

B npenmnosoxxeHnn TOro, 4To MaccoBas J0JI aHAJINTA JI0JDKHA BO3pAcTaTh ¢ TEUEHUEM
BPEMEHM HM3-32 PAaBHOMEPHOM TpaHCIUpPALMKU PACTBOPUTENS U3 Tapbl, SKCIIEPUMEHT IO OLEHKE
CTaOMITLHOCTH OBLT ITOCTPOCH TAaKUM 00Pa30M, YTO YaCTh 00PA3IIOB XPAHUIIACH B YCIIOBHUSX HCKYC-
CTBEHHOT'O CTapeHus, a Apyrasi B HOpMaJbHBIX ycioBusX. Mcnons3oBaniuch pactBopsl V, Cr, Mn,
Fe, Co, Ni, Cu, Zn u Cd B pone paznuunbix kuciot (HNOsz — 5 %; HNO3; — 10 %; HCI — 3 %; HCI
— 7 %; THNO3:2HCI - 5 %), pa3nuTsle B pa3aluHble MOJIMMEPHbIE OaHKU C 3aBUHYMBAIOILIUMUCS
KpBIIIKaMHU. {7151 OIIEHKM CKOPOCTH TpaHCHHMpaluy OaHKU MEpUOJUYECKU B3BEUIMBAIN U OLICHU-
BaJIM OTHOCHUTEJIIBbHYIO MOTEPIO Macchl. B kauecTBe Hanbojee moka3aTesIbHOIO IpUMepa Ha pH-
cyHKe 34 npeicTaBJIeHbI Pe3y/IbTaThl HCCIEI0BAHNN OTHOCUTEIbHOM oTepu Macchl 3 HDPE Ga-
Hok Nalgine BMecTuMOcCTbIO 125 cM® 1 pacTBOpa HHKeNs ¢ HOMMHAILHOM MaccoBoil poneit
1000 ma™' B one 10 % a30THO# KUCIOTHI. B 6aHKax ¢ 3TUM pacTBOPOM OTHOCUTEJIbHAS HOTEPS
Macchl OblTa camasi 3HauuTenbHas U coctaBuia B cpennem 0,14 % 3a 800 nueit mpu TemriepaType
(2243) °C. Ilpu stom B apyrux HDPE 6ankax Nalgine sToT nokasarens coctasui ot 0,10 1o
0,13 % B Tex xe ycnoBusx. [1o Bcelt BUIUMOCTH, 3TO MOKHO OOBSICHUTB TEM, YTO MaTepuall 0aHOK
noaBepraics okucieHuto 10 % a30THOM KUCIOTON 1 cTan 6onee xpynkuM. [lokazaTenbpHO, 9TO
HauOoJIbIIIas MOTePsl Macchl HaboMamack B 0aHKax ¢ Hambojee KOHIEHTPUPOBAHHOW a30THOM
KUCIOTOMN. J{71s1 cpaBHEHHUs 1T01I00HBIE HKCIIEPUMEHTHI OBLITH MPOBEACHBI ¢ OAHKAMHU U3 MOJIUIPO-
NWIEHA U MOJMATUIIEHA HU3KOTO JaBlIeHHs], OHAKO ObLIM MpeKkpaiieHsl mociae 90 nHei, T.K. oT-
HOCHUTEJIbHAS TOTEPSI MAacChl K 3TOMY MOMEHTY yke cocTtaBuia mopsaka 0,05 %, gto B 5 pa3
oonwire, uem it HDPE GaHok.

Taxoke Ha pucyHke 34 npuBeCHBI pe3yJIbTaThl I 0aHOK, KOTOPbIE XPaHUJIKCh B TEPMO-
crare nipu temreparype (35+1) °C, u pe3ynbrarsl 1 6aHOK, JOMOJHUTEIBHO YIIaKOBAHHBIX B

METAJTTM3UPOBAHHYIO TUIEHKY, KOTOPbIE XPAaHUIUCH B 3THX K€ YCIOBUSX.
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L11
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O06paboTka pe3yabTaTOB M3MEPEHUI MPOM3BEIECHA METOJIOM HAaUMEHBIIMX KBAJpPaTOB,

UCXOAS U3 TMHENHON MOJIENHU MTOBEACHUS 00BEKTOB

y=bh-x, (61)

rae Y — pe3yabTaThl U3BMEPEHUM OTHOCUTENBHOM IIOTEPU Macchl, %
X — [IEPUOJI UCCIICIOBAHUS, JHEW;
b — ckopocTh TpaHcTIUpanuu, %/ IeHb.

CKopocTh TpaHCTIUPAIMK U CBSI3HAS CTaHIapTHAsI HEOIPEEICHHOCTh HalIEHbI 10 (op-

MyJIaM:
P P
_ . 2
b= x5 Y %2, (62)
P P
1 2 2
ub = P—1' (b-xp—¥p) Yp©, (63)
rae P — KOM4eCTBO PEe3yJIbTATOB ONPECIICHUS OTHOCHTEIBLHOM TIOTEPH MAacChl 3a BECh Tie-

pPHOJ CCIIe0OBAHU;
Yp — PE3YJIbTAT ONPEENEHNS OTHOCUTENBHOM MOTEPU MACCHI B p-ii MOMEHT BPEMEHH, Y0,
Xp — MIEPHOJI TIPOBEICHUS HCCIIEOBAHMI OT Havasa JIo p-ro MOMEHTa BPEMEHH, JTHEH.
OTHOCHUTENBHAS CTaHAAPTHASI HEOMPEACICHHOCTh OT HECTAOMIIBHOCTH PACTBOPOB XHUMHU-

YCCKUX DJICMCHTOB OIIPEACIICHA 10 (bopMyne

. . 2
bt 365) ’ (64)

Urel.stab = (ub-7-365)? + ( \/§

rac T — Ha3HAYaeMBIH CpPOK IroaHoCTH, JICT.
PC3YJ'ILT3.TBI OIMPCACIICHUSA XapaKTCPUCTUK CTaOUIBLHOCTH CTaHAApTHBIX o6pa3u013 JJIA

Ha3HAYEHHOT'O CPOKA TOJTHOCTH 2 ToJ1a MpeACTaBICHBI B Ta0muIe 38.

Tabnuna 38 — Pesynbratel uccinenoBanus ctabunpHoctu CO

YcnoBus xpaHeHus b, %/ nenp ub, %/neHp Urelstabs Y0
Banku HDPE 125 cm® npu Temnepatype 17310% 4.01-10% 0.073
t1=(22+3) °C
Banku HDPE 125 cm® ipu Temnepatype 9.77-10" 735107 0.142
t2=(35+1) °C
Banku HDPE 125 c¢M® IOMOJHHTEIHHO
yIaKOBaHHBIE B METATIN3UPOBAHHYIO -2,72-10°° 2,04-10° 0,012
MJICHKY Tpu Temmneparype t1=(22+3) °C
Bauku HDPE 125 cM® 1OMOTHUTEIBHO
YIIAKOBAaHHBIE B METAIIIM3UPOBAHHYIO -1,15-10* 1,27-10°® 0,048
IUIEHKY ITpu TeMneparype t2=(35+1) °C




119

Tak e ynanoce yCTaHOBUTH KO (GUIIMEHT CKOPOCTH TPAHCHUPALNH, KOTOPbI 00BIYHO
cocTaBisieT oT 2 110 4, T.e. cornacHo npasuiy Bant-I'odda ckopocTts peakimuu Bo3pacTaer B (2-4)
pasa ¢ yBenuueHueM temnepatypbl Ha Kaxable 10 °C. OcHOBBIBasICh Ha HAKJIOHE KPUBBIX IPHU

XpaHeHUHU 0aHOK B Pa3IMYHBIX YCIOBUSX, YIaJIOCTh YCTAHOBUTD, YTO KOOPPHUIMEHT paBeH 3,2 1o

YPaBHCHHIO
bz 10/(tz—t1)
== ) 65
4 <b1> (63)
rjae b; v b, — CKOPOCTHU TPaHCTIIMPAITUU B HOPMAJIBHBIX YCIOBUAX (IIpH Temmeparype 1, °C) u

YCIIOBUSX UCKYCCTBEHHOTO cTapeHus (Ipu temieparype t, °C), %/neHs.

Hcxonst U3 3T0oro, ObUT yCTAaHOBIIEH Mpee TPAHCIUPAIUH, IPU KOTOPOM CIIpaBEINBa
YCTaHOBJICHHASI OI[EHKA HEONPEACICHHOCTH OT HECTAOUILHOCTH. DTOT MIPEIe MPUMEHSIETCS TIPH
9KCIIPECCHOM KOHTPOJI€ HECTAOMIBHOCTH CIEAYIOIIUX MapTUH MTyTeM UCKYCCTBEHHOTO CTapEHUS
npu Temmnepatype 60 °C B Teuenue 5 queit. [Ipu 3ToM OTHOCHTENBbHAS MOTEPS MacChl CTaHAAPT-

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

4.3 Onenka METPOJOTHICCKUX XAaPAKTCPUCTUK MOHOJJIEMECHTHLIX PaCTBOPOB

O1eHKy aTTeCTOBaHHOI'O 3HaYECHUs MOTYYHIIU 110 dopmyie (57), uCX0/s U3 MHOTOKpaT-
HBIX U3MEPEHUI OTHOCUTEIbHBIX HMHTEHCUBHOCTEH aHaIUTa U BHYTPEHHETO CTaHJapTa B pacTBO-
pax TaJIOHOB CpaBHEHMsI U pacTBOpax craHaapTHbhIX oOpa3nos (Perkin Elmer, Optima 7300 DV),
qyepeaysl U3MEPEHNsT OTHOCUTEIbHBIX MHTEHCUBHOCTEN B 3TUX pacTBopax. [[nst uaMepenuil uc-
MI0JIB30BATUCH 4 HE3aBUCUMO IPUIOTOBIEHHBIX PACTBOPA 3TAJOHA CPABHEHUS M 4 3K3EMIUIApA
CO.

OueHky CyMMapHOW CTaHJAPTHOM HEONPEIECTEHHOCTH aTTECTOBAHHOTO 3HAYEHUS MOJTY-

qaju 1o Gopmyne

Ue = \/uchar2 + Ustap? + Unomo?, (66)
rae Ucpar — CTAHJAPTHAS HEONPEIENEHHOCT OT XapaKTepH3aluy, MIH ;
Ugeqp — CTAHAPTHAS HEOTPEIENEHHOCTh OT HECTAOMILHOCTH, MITH '
Unomo - CTAHIAPTHAS HEONPEIETEHHOCT OT HEOXHOPOIHOCTH, MIH .

CraHIapTHYIO HEOIPEACICHHOCTh OT HEOJHOPOTHOCTH OIEHUBAIHM B BUJC MEKIK3EM-
TJIIPHOM HEOTHOPOAHOCTH IyTeM ArcTiepcruoHHoro ananusa mo ISO Guide 35:2017 [94].

CraHzmapTHYIO HEONIPEIEICHHOCTh OT HECTAOUIBHOCTH PACCUUTHIBAIH 11O GOpMyIie

Uyel.stab
Ugstap = W3 '%- (67)
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BBuy TOTO, YTO BETMYMHBI MHTCHCUBHOCTEH BBIXOIHBIX CUTHAJIOB JIJISl aHAIMTA U BHYT-
PEHHEro CTaHAapTa KOpPEIUPOBaHbI Kak Jiyist pactBopa IC, Tak u it pactBopa CO, cTaHIapTHYIO

HEOIPEACIEHHOCTh OT XapaKTePU3alluu C YIETOM ITHX KOPPENSIUA PACCUUTHIBAIU IO (hopMyIie

Q
2
Z (cq -u(xq)) +
Uchar = a=1 . (68)
u(IAnalyte.l) ' C(IAnalyte.l) ' u(IIntSt.l) ' C(IlntSt.l) ' T(IAnalyte.l; IIntSt.l) +

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

rie u(xq) — CTaHJIApTHAs HEONPEAEIEHHOCTh ¢-i BXOJHOM BEJINYMHBI;

Cq — K03 PUIMEHT YyBCTBUTENBHOCTH ¢-i BXOJHOHM BEIUYMHBI (4aCTHAS IIPOU3BOIHASN);

r(l Anatyte.s | IntSt.l) — KO3 GUHLIEHT KOPEJUIALUU MEXy pe3yJibTaTaMi U3MEPEeHUH nH-
TEHCUBHOCTH BBIXOJHOI'O CUTHAJIA JIJIsl aHAJIUTa U BHYTPEHHEr o cTanapra B pacrsope IC;

r(I Anaiyte.2s | mtSt_z) — KO3 PUHULIEHT KOPEIUBALIUU MEXy pe3yJIbTaTaMHi U3MEPEHUH NH-
TEHCUBHOCTH BBIXOJHOI'O CUTHAJIA JUUIs AaHAJIUTa U BHYTPEHHEro cTanaapra B pacrsope CO.

TunuyHbiid Or0KET HEOMPEIETICHHOCTH MAaCCOBOM 1011 KOMITIOHEHTA (W, ) B MaTepuase
CTaHIapTHOTO 00pa3iia MOHORJIEMEHTHOTO pacTBOpa MPUBEICHBI B TabmuIe 39.

Tabnuna 39 — Broker HeomnpeneleHHOCTH HM3MEPEeHUH MacCOBOM J0NMM MeAW B Marepualie
CTaH/IaPTHOTO 00pa3Ia ¢ y4eTOM KOPEIUISIHA MEXK Ty BETHUNHAMU HHTEHCUBHOCTH YIMUCCHH aHa-
auta Cu (327 HM) 1 BHyTpeHHero ctanaapta Mn (257 um)

HcTtounux 3Haye- " En. c (wc)? Bxnao,
Omnmcanne O06o3HaueHue | Hue BEJI-HEI %
MaccoBast 10715 OCHOBHOT'O KOM-
[IOHEHTA B pacTBOPE 3TaJOHA wy 999,95 0,24 miH! | 0,984 |5,6:102| 26,6
CpaBHEHUS
Macca paCTBOP;‘HfaﬂOHa AR | campren |2.50443 | 0,0002 | r | 3927 [62:10°%| 2,95
e paCTBOPSaZ;ZHHaPTHOFO 00- Msample2 |2,50264 | 0,0002 r -393,0 |6,2:10° | 2,95

Macca BHyTpeHHEr0 cTaHAapTa B
pacTBOpPE TaJIOHA CPABHEHUS
Macca BHyTpEeHHET0 CTaHIapTa B
pacTBOpe CTaHAAPTHOTO 00pa3Ia
M HTEeHCUBHOCTH AMUCCHUH KOMIIO-

Mintst1 21,386 | 0,0002 r -45,99 [8,5-105 | 0,04

Mppese2 | 20,771 | 0,0002 r 4735 19,0105 | 0,04

HEHTa B PaCTBOPE 3TalOHA CPaB- | lanqgiyte1 1763736 437 MB-aM | -6-10* [6,6:102| 31,3
HEHHS
WHTEHCUBHOCTH SMUCCHH KOMIIO- 1696
HEHTA B PACTBOPE CTAHAAPTHOTO | lanaiyte.2 505 426  |MB-am| 6-10* |6,1-102 | 29,1
oOpa3sna
WHTEHCHUBHOCTh SMHUCCUH BHYT- 1692
PEHHETo CTaHAapTa B PacTBOpE Iintst1 712 348 |MB'um| 6:10* [4,1-107| 19,5
JTaJIOHA CPABHEHHS
WHTEHCHBHOCTD DMUCCHH BHYT- 1692

PEHHErO CTaHAapTa B pacTBOPE Iintst2 323 464  |MB'um | -6-10* |7,3-102 | 34,7
9TAJIOHA CPABHEHHUSI
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HcTtounux 3Haue- En. Bxnao,

)2
Onucanue OO6o3HaueHue | HUC " BEJI-HbI ¢ (we) %
OMnupuaeckuii KodpuueHrt,
YUHUTBIBAIOIIUH OTKIOHEHHE TIPO- K 1 5.0-10° | 983.6 |2.4-10° | 4.62

LEeQypbl KOMIIApaTUBHBIX U3MEpPE-
HUH OT ONTHUMAJIbHBIX 3HAYCHUN

[ToBTOPSIEMOCTH w, 983,60 0,10 MiH! 1 9.7-103 | 4,62
Koadduuument xoppensiunuu uH-
TeHCUBHOCTEH smuccuu KoMio- | 7(Ianaiyte.1; 0998 | 1.5-105 | 3107 1-5.2-102| 247

HEHTA ¥ BHYTPEHHETO CTAHIAPTa B| [ 61 1)
pacTBOpE 3TaJIOHA CPaBHEHHs
Koaddpuuuent xoppensiunu uH-
TeHCUBHOCTeH smuccuu KoMio- | 7(Ianaiyte.2; 0999 | 2.0-10° 1 3107 1-6,6-102| 31.7
HEHTA M BHYTPEHHETO CTAHAAPTa B| [ 6;5)
pacTBOpe CTaHJAPTHOTO o0pasia

CranngaprHast HEONPEIEIEHHOCTD
p p Ua 0,3627 Mot
THa A
CrangapTHas HEOIPEAEIEHHOCTD
slap Pell us 0,2658 Mot
Tuma B
CyMmMapHas cTaHOapTHas Heompe-
YMMAP P p Uchar 0,45 MiH!
JISJICHHOCTD OT XapaKTepH3aluu
Pacmupennas HeopeiejlIeHHOCTh
P e U(w2) 0,90 M

(k=2, P=0,95)
Z[J'ISI y.]'[yLIH_ICHI/IS{ HOTpe6I/ITeJ'IBCKI/IX CBOI‘/‘ICTB, OOMHUMO MaCCOBOU JA0JIM aHaJInTa B pa3pa-

OOTAaHHBIX CTAHJAPTHHIX 00pa3Iax aTTeCTOBaHA MAccoBas KOHIEHTpaius aHanurta (C, mr/am’),

KOTOpas mojy4yeHa 1no ¢popmyie

C=w,"p, (69)

rae p — IIIOTHOCTh CTAHIAPTHOTO 00pa3lia PacTBOPa MeTasLIa, KI/aM>.

DT0 J1aeT BBIOOP MOTPEOUTETIO MEXKTY TOYHOCTHIO TPABUMETPHUUECKOTO U CKOPOCTHIO BO-
JIOMOMETPUYECKOr0 pa3zdaBiieHHs CTaHAApTHOro oOpa3la AJsi MPUTOTOBJIECHUS KaTMOPOBOYHBIX
pacTtBopoB. [Ipu 3TOM B HEONpPEAENEHHOCTh aTTECTOBAHHOTO 3HAYEHHSI MACCOBOW KOHLIEHTPALIUN
BKJIIOYEHBI BO3MOKHBIE BapUalllK IUIOTHOCTH pacTBOpa B Iuanasone remmnepatyp (20+3) °C.

Taxum 006pazom, oleHKa METPOJIOTHUECKUX XapakTepucTuk CO MOHO3JEMEHTHBIX pac-
TBOPOB METAJIJIOB BKJIIOYAET B CeOs:

— ONpENENIEHNE aTTECTOBAHHOIO 3HAYEHHUs IyTEM Iepefjaul €IUHUIBI MAaCCOBOM JI0JIM KOMIIO-
HeHTa oT 3TanoHa cpaBHeHus: MeTogoM ADC-MCII nyreM KoMnapaTUBHBIX U3MEPEHHM C BHYT-
PEHHUM CTaHJapPTOM;

— OMpeENICHIE MEeXKIK3EMIUTAPHOU HeotHOpoaHOCTH maptuu CO;

— ompeJienieHne CTabUIbHOCTH WIIH MTOATBEPIKICHNE YCTAaHOBIEHHOM CTaOMIIBHOCTH;

— onpenenenue miotHoctu CO.

JlnarpaMma NpUYMHHO-CIIECTBEHHON CBSI3U, MPEICTABICHHAs HA PUCYHKE 35, NEMOH-

CTpUPYET UCTOYHUKHU HEOIIPEAEIEHHOCTH aTTecToBaHHOro 3HaueHus CO.



PI/ICYHOK 35— HpI/I‘-II/IHHO-CHC,Z[CTBCHHa}I CBA3b aTTCCTOBAHHOI'O 3HAYCHHUA COACPIKaHNA KOMIIOHCHTA B CcO pacTBOPOB METAJIJIOB

(44!



4.3.1 CrangapTHblii 00pa3ell coOcCTaBa pacTBoOpa Meau

Pesynbrate uccnenoanuii CO nipencrabieHsl B Tadnwuie 40.
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Tabmuna 40 — Pesynbrarel u3mepenuii conepxkanus mean B CO (Cu-1000)

Homep Pe3ynbTaThl H3MepeHHit, MITH ! Cpennee
POOKI 1 2 3 4 5 3HaYCHHE
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
3 983,84 982,90 982,98 983,61 983,15 983,30
4 983,15 983,33 982,87 983,92 983,21 983,30
ATTeCTOBaHHOE 3HAYCHUE MACCOBOM JIOJTH, MIIH | 983.6
Pacumpennas HeonpeneneHHOCTh aTTECTOBAHHOTO 3HAYEHUSI MaCCOBOM 101 73
(k=2; P=0,95), mn! ’
I[110THOCTH CTAaHAAPTHOTO 00pasia, r/cm’ 1,0168
CrangapTHas HeonpeeneHHocTs muotHoctu CO, r/em? 0,0024
ATTECTOBaHHOE 3HAUECHHE MACCOBOH KOHIIEHTPAIMH, MI/mM> 1000,1
Pacmmpennas HeonpeaeaeHHOCTh aTTECTOBAaHHOTO 3HAYEHHUST MacCOBOM KOHIICH- 36
tpatuu k=2; P=0,95), mr/mm’ ’
CrangapTHas HEONPEIECIEHHOCTh OT HEOIHOPOAHOCTH, MTH ! 0,29
CranmapTHas HEONPEIEeIECHHOCTh OT HECTAOUIILHOCTH, wutH ! 0,57
4.3.2 CranpapTHblii 00pa3en cocTaBa pacTBOpAa KeJie3a
Pesynbrate uccnenosannii CO mpenctaBiensl B Tabuie 41.
Tabnuua 41 — Pe3ynbTatsl n3Mepenuit cogepkanus xxenesa B CO (Fe-1000)
Homep Pe3ynbTaThl H3MEpPEHHiA, MITH ! Cpennee
poObI 1 2 3 4 5 3HA4YCHHE
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 3HAYCHHE MacCOBOI JTOJH, MITH | 983.9
Pacunpennas HeonpeneneHHOCTh aTTECTOBAHHOTO 3HAYEHUsI MacCOBOM 1011 73
(k=2; P=0,95), myn’! ’
[110THOCTH CTaHAAPTHOTO 00pasia, r/cm’ 1,0165
CraniapTHas HeolpeeleHHocTh wioTHocTu CO, r/em’ 0,0024
ATTECTOBAaHHOE 3HAYEHUE MAaCCOBOM KOHIIEHTPAIIUH, Mr/am> 1000,1
Pacmmpennas HeonpeneneHHOCTh aTTECTOBAaHHOTO 3HAYEHHUSI MaCCOBOM KOHIICH- 36
tpauu (k=2; P=0,95), mr/om’ ’
CrangapTHas HEONPEIEIEHHOCTh OT HEOTHOPOAHOCTH, MuTH ! 0,16
CraHaapTHas HEOIPEIENEHHOCTh OT HECTAOMIIBHOCTH, MJIH | 0,55
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4.3.3 CranaapTHblii 00pa3el] cocTaBa pacTBOpa KodaJabTa

Pesynbrate uccienoanuii CO mpencTaBiieHbl B Tabnuie 42.

Tabmuna 42 — Pe3ynbTatsel naMepenuit cogeprkanusi kodbansra B CO (Co-1000)

Homep Pe3ynbTaThl H3MepeHHit, MITH ! Cpennee
poObI 1 2 3 4 5 3HA4YCHUE
1 984,22 083,24 982,98 982,85 984,10 983,48
2 983,24 083,21 983,81 983,84 984,40 983,70
3 983,92 983,87 984,25 984,11 983,76 983,98
4 983,95 984,31 083,84 983,38 982,95 983,69
ATTECTOBaHHOE 3HAYECHHE MACCOBOH JOJIH, MJIH ' 983,7
Pacmivpennas HeonpeneneHHOCTh aTTECTOBAHHOTO 3HAYEHUsI MAaCCOBOM JI0JIU 73
(k=2; P=0,95), mn! ’
I[110THOCTH CTAaHAAPTHOTO 00pasia, r/cm’ 1,0168
CrangapTHas HeonpeeneHHocTs muotHoctu CO, r/em? 0,0024
ATTECTOBAaHHOE 3HAYEHHUE MAaCCOBOM KOHIIEHTPAIIUH, mr/am> 1000,2
Pacmmpennas HeonpeneaeHHOCTh aTTECTOBAHHOTO 3HAYEHUST MacCOBOM KOHIICH- 36
tpauuu (k=2; P=0,95), mr/nm’ ’
CraHapTHAs HEONPENEIeHHOCTh OT HEOHOPOTHOCTH, MITH ! 0,15
CraHapTHas HEONPeNeIeHHOCTh OT HECTAOMILHOCTH, MJIH | 0,59
4.3.4 CranpaprHblii o0pa3en cocTaBa pacTBOpPa MapraHua
Pesynbratel uccnenosanuit CO npencraBieHsl B Tadbaune 43.
Tabnuna 43 — Pe3ynbTathl n3MepeHuit cogepxanus mMaprasna B CO (Mn-1000)
Homep Pe3ynbTaThl H3MEpPEHHiA, MITH ! Cpennee
poObI 1 2 3 4 5 3HAYEHUE
1 983,72 983,44 984,27 983,98 983,76 983,83
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
4 983,94 982,78 982,63 983,82 983,85 983,40
ATTecTOBaHHOE 3HAYCHHE MacCOBOI JTOJH, MITH | 983,7
Pacuinpennas HeonpeneneHHOCTh aTTECTOBAHHOTO 3HAYEHUS MaCCOBOM 0NN 73
(k=2; P=0,95), my’! ’
[110THOCTH CTAaHAAPTHOTO 00pasia, r/cM’ 1,0164
CraupapTHas HeonpeeneHHocTs miotHoctu CO, r/em? 0,0024
ATTECTOBAaHHOE 3HAUEHHE MACCOBOI KOHIIEHTPAIMH, MI/mM> 999,8
Pacmipennas HeonpeneneHHOCTh aTTECTOBAaHHOTO 3HAYEHUSI MaCCOBOM KOHIICH- 36
tpauu (k=2; P=0,95), mr/am’ ’
CrangapTHas HEONPEIEIEHHOCTh OT HEOTHOPOAHOCTH, MuTH ! 0,14
CraHaapTHas HEOIPEIENEHHOCTh OT HECTAOMIIBHOCTH, MJIH | 0,57
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4.3.5 CranaaprTHblii 00pa3eln cocTaBa pacTBOpa XpomMa

Pesynbrater uccnenoannii CO mpeacTaBieHsl B Tabnuie 44.

Tabnuna 44 — Pesynbratel u3mepenuii conepxkanus xpoma B CO (Cr-1000)

Homep Pe3ynbTaThl U13BMEpeHUH, MutH! Cpennee
poObI 1 2 3 4 5 3HA4YCHUE
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
3 983,86 082,84 983,88 984,17 984,13 983,78
4 985,27 983,71 982,96 984,89 983,64 984,09
ATTECTOBaHHOE 3HAYECHHE MACCOBOH JOJIH, MJIH ' 984,0
Pacumpennas HeonpenenaeHHOCTh aTTECTOBAaHHOTO 3HAYEHUSI MacCOBOM J0JIU 73
(k=2; P=0,95), mn! ’
I[110THOCTH CTAaHAAPTHOTO 00pasia, r/cm’ 1,0164
CrangapTHas HeonpeeneHHocTs muotHoctu CO, r/em? 0,0024
ATTECTOBAaHHOE 3HAYEHHUE MAaCCOBOM KOHIIEHTPAIIUH, mr/am> 1000,1
Pacmmpennas HeonpeneaeHHOCTh aTTECTOBAaHHOTO 3HAYCHUS MaCCOBOM KOHIIECH- 36
tpauuu (k=2; P=0,95), mr/nm’ ’
CrangapTHas HEONPEIECIEHHOCTh OT HEOIHOPOAHOCTH, MTH ! 0,19
CraHjapTHas HEOIPEIENeHHOCTh OT HECTAOUIIBHOCTH, MJIH | 0,54
4.3.6 CranpaprTHbiii 00pa3en cocTaBa pacTBOPa BaHAAMSA
Pesynbrate uccnenosannii CO mpencTaBieHsl B Tabuuie 45.
Tabnuua 45 — Pe3ynbTathl n3MepeHuil cogepxkanus Banaaus B CO (V-1000)
Homep Pe3ynbTaThl H3MEpPEHHiA, MITH ! Cpennee
poObI 1 2 3 4 5 3HAYEHUE
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 3HAYCHHE MacCOBOI JTOJH, MITH | 984.3
Pacunpennas HeonpeneneHHOCTh aTTECTOBAHHOTO 3HAYEHUsI MacCOBOM 1011 36
(k=2; P=0,95), my’! ’
[110THOCTH CTAaHAAPTHOTO 00pasia, r/cM’ 1,0159
CraupapTHas HeonpeeneHHocTs miotHoctu CO, r/em? 0,0020
ATTECTOBAaHHOE 3HAUEHHE MACCOBOI KOHIIEHTPAIMH, MI/mM> 1 000,0
Pacmmpennas HeonpeneneHHOCTh aTTECTOBAaHHOTO 3HAYEHHUSI MaCCOBOM KOHIICH- 54
tpauu (k=2; P=0,95), mr/am’ ’
CrangapTHas HEONPEIEIEHHOCTh OT HEOTHOPOAHOCTH, MuTH ! 1,28
CraHaapTHas HEOIPEIENEHHOCTh OT HECTAOMIIBHOCTH, MJIH | 0,70
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4.3.7 CranaapTHblii 00pa3el cocTaBa pacCTBOPa HUKeEJIS

Pesynbrath uccienoanuii CO npencTaBiieHbl B Tabnuie 46.

Tabmuua 46 — PesynbTatel nzmepenuit cogeprkanust Hukens B CO (Ni-1000)

Homep Pe3ynbTaThl U13BMEpEeHUH, MutH! Cpennee
poObI 1 2 3 4 5 3HA4YCHUE
1 987,58 987,21 988,18 987,75 987,63 987,67
2 989,06 988,92 988,59 987,72 987,16 988,29
3 987,85 988,06 987,74 988,35 988,33 988,07
4 987,36 987,23 987,69 988,47 987,97 987,74
ATTECTOBaHHOE 3HAYECHHE MACCOBOH JOJIH, MJIH ' 987.,9
Pacumpennas HeonpeneneHHOCTh aTTECTOBAHHOTO 3HAYEHUSI MaCCOBOM 101 3.7
(k=2; P=0,95), mn! ’
I[110THOCTH CTAaHAAPTHOTO 00pasia, r/cm’ 1,0119
CrangapTHas HeonpeeneHHocTs muotHoctu CO, r/em? 0,0018
ATTECTOBAaHHOE 3HAYEHHUE MAaCCOBOM KOHIIEHTPAIIUH, mr/am> 999,7
Pacmmpennas HeonpeaeaeHHOCTh aTTECTOBAaHHOTO 3HAYEHHUST MacCOBOM KOHIICH- 59
tpatuu (k=2; P=0,95), mr/nm’ ’
CrangapTHas HEONPEIECIEHHOCTh OT HEOIHOPOAHOCTH, MTH ! 1,22
CraHjapTHas HEOIPEIENeHHOCTh OT HECTAOUIIBHOCTH, MJIH | 0,70
4.3.8 CranpaprHblii o0pa3en cocTaBa pacTBOPA IHHKA
Pesynbrate uccnenosanuii CO mpencTaBieHsl B Tabuie 47.
Tabnuna 47 — Pesynbratel usmepenuit conepskanus nuaka B CO (Zn-1000)
Homep Pe3ynbTaTel u13MepeHui, MtH'! Cpennee
poObI 1 2 3 4 5 3HAYEHUE
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 3HAYCHHE MacCOBOI JTOJH, MITH | 989,9
Pacunpennas HeonpeneneHHOCTh aTTECTOBAHHOTO 3HAYEHUsI MacCOBOM 1011 3.9
(k=2; P=0,95), my’! ’
[110THOCTH CTAaHAAPTHOTO 00pasia, r/cM’ 1,0109
CraupapTHas HeonpeeneHHocTs miotHoctu CO, r/em? 0,0019
ATTECTOBAaHHOE 3HAUEHHE MACCOBOI KOHIIEHTPAIMH, MI/mM> 1 000,7
Pacmmpennas HeonpeneneHHOCTh aTTECTOBAaHHOTO 3HAYEHHUSI MaCCOBOM KOHIICH- 54
tpauu (k=2; P=0,95), mr/am’ ’
CrangapTHas HEONPEIEIEHHOCTh OT HEOTHOPOAHOCTH, MuTH ! 1,32
CraHaapTHas HEONPEIENEHHOCTh OT HECTAOMIIBHOCTH, MJIH | 0,70
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4.3.9 CranaapTHblii 00pa3el cocTaBa pacTBOpa KaaMus

Pesynbrate uccienoanuii CO mpencTaBiieHbl B Tabnwuie 48.

Tabnuua 48 — PeaynbTatel n3mepenuit cogepxanus kaagmus B CO (Cd-1000)
1

Homep Pe3ynbTaThl M13MEpEeHUN, MIIH- Cpennee
poObI 1 2 3 4 5 3HA4YCHUE
1 983,87 984,64 984,67 984,29 984,62 984,42
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
ATTECTOBaHHOE 3HAYECHHE MACCOBOH JOJIH, MJIH ' 984,5
Pacumpennas HeonpeneneHHOCTh aTTECTOBAHHOTO 3HAYEHUSI MaCCOBOM 101 33
(k=2; P=0,95), mn! ’
I[110THOCTH CTAaHAAPTHOTO 00pasia, r/cm’ 1,0159
CrangapTHas HeonpeeneHHocTs muotHoctu CO, r/em? 0,0018
ATTECTOBAaHHOE 3HAYEHHUE MAaCCOBOM KOHIIEHTPAIIUH, mr/am> 1 000,2
Pacmmpennas HeonpeaeaeHHOCTh aTTECTOBAaHHOTO 3HAYEHHUST MacCOBOM KOHIICH- 49
tpauuu (k=2; P=0,95), mr/nm’ ’
CrangapTHas HEONPEIECIEHHOCTh OT HEOIHOPOAHOCTH, MTH ! 0,83
CraHjapTHas HEOIPEIENeHHOCTh OT HECTAOUIIBHOCTH, MJIH | 0,69

[To pe3ynbpTaTam Mccneq0oBaHM pa3paboTaHbl CTaHIAPTHBIE 00pa3IIbl AEBATH MOHOAIIE-
MEHTHBIX PacTBOPOB, C OTHOCUTEILHOMN PacIIMPEHHON HeompeaeleHHOCThIo He 6omee 0,5 % mms
aTTECTOBAHHOTO 3HAYEHHU MaccoBOH noau U He Oosee 0,7 % I aTTECTOBAHHOIO 3HAYEHUS Mac-
COBOM KOHIIeHTpanuu. [I[poBeIeHbI NX UCIIBITAHUS B IENIAX yTBEpKAeHus Tuna. [{is storo:

— pa3paboTaHbl TEXHUYECKHE 3aTaHUS;

— pa3paboTaHbl METOJIUKH MTPUTOTOBIICHUS MaTepHaIIa;

— pa3paboTaHbl OMIMCAHUS TUTIOB CTAHJAPTHBIX 00PA3IOB;
— MOATOTOBIIEHBI TACTIOPTA CTAaHAAPTHBIX 00PA3IIOB;

- O(bOpMJ'ICHLI OTYCTHI O pa3pa60TI<e " OTUKCTKH CTaHAAPTHBIX O6p8.3]_IOB.

KoMI1eKThl JOKYMEHTOB YCHEIIHO MPOLUIH SKCIEPTU3Y, U TUIBI CTaHJAPTHBIX 00pa3-
LIOB yTBEPKJEHbI NpuKazamu Poccranmapra. MeTponornyeckne XxapakTEpUCTUKH MEPBBIX Map-
TUI 3TUX CTaHJAPTHBIX 00pa3I0B ¢ HOMUHAIBHBIM 3HAY€HUEM MaccoBOi koHueHTpanuu 1000

mr/am> npecTaBieHbl B Tabmuie 49.

Tabmuna 49 — MeTponoruyeckie XapakTepUCTHKH pa3pabOTaHHBIX CTAaHJAPTHBIX 00pa3IoB

Dite- NeI'CO MaccoBas 10, Urel (=2, MaccoBast KOH- Urer (=2,
MEHT wutH ! P=0,95), % LIEHTpaLHs, P=0,95), %
Mr/am>
A\ 11235-2018 9843 0,36 1000,0 0,54
Cr 10946-2017 984,0 0,23 1000,1 0,36
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Dite- NeI'CO MaccoBas 1o, Urel (=2, MaccoBas KoH- Urer (=2,
MEHT wutH ! P=0,95), % LIeHTpaLHs, P=0,95), %
MI/ v
Mn 10954-2017 983,7 0,23 9998 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
/n 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 Pas3paborka MyJIbTHIJIEMEHTHOI0 CTAHJAAPTHOIO 00pa3ua

Jns mpousBoacTBa CO MHOTI03JIEMEHTHOTO PacTBOPA OYEBHJIHO, YTO OAHUM M3 CaMbIX
IPOCTHIX CIOCOOOB SIBJISIETCS CMEIICHHE MOHOMJIEMEHTHBIX PAaCTBOPOB C M3BECTHBIM CO/IEpIKa-
HUEeM aHaiuTa. I OIEHKH HEONpPEeAeNCHHOCTH OT MPUTOTOBICHHUSI CMECH MPEIOKEH MOIXO],
u3noxenusid B ISO Guide 35:2017, ocHOBaHHBII Ha MPUMEHEHHH CPEIHEB3BEIICHHBIX OIIEHOK

[94], roe conpepxaHre KOMIIOHEHTA B CMECH OIIpeNesieTcsl 10 popMyiam:

N
Xi =zwj'xij; (70)
j=1
N
Wj =mj/Zm,-, (71)
j=1
rae X; — CPETHEB3BEUICHHAS OLIEHKA COJICPKaHMS i-r'0 KOMIIOHEHTa B CMECH;

Xij — COJEPXKaHUE i{-TO KOMIIOHEHTA B j-Oi COCTABJIAIONIEN CMECH,

W; — BECOBBIE KOO PUIUEHTSI,

m; — Macca j-0i COCTaBIISIONIEH CMECH.

ISO Guide 35:2017 Taxxe mpemnaraet GopMyiny sl OLIEHKH CTaHAApPTHOW HEompee-
JICHHOCTH OT XapakTepu3allMy IO MpoLeAype T'PaBUMETPUYECKOTO MPUTOTOBJICHHS] OMHApHOU
cMmecH, Uit ciaydas N=2.

Onnako B pamkax merojonoru GUM B paborax [99,100] mokazaHo, 4To KBaapaT CyM-
MapHOM CTaHJAAaPTHOM HEONPEIETEHHOCTH BBIXOJHON BEMYMHBI X; MOXKHO TIPEICTABUTH IS IPO-

HN3BOJIBHOT'O KOJIMYECTBA KOMIIOHCHTOB (N < 00) B 06IJ_[CM BUJC

N N 2
uyz?;i = Z [mJZ . u%ij + (xij — fl,)z . urznj]/ Z m; |, (72)
- =

j=1

rae Uy,; — CTAHJAPTHAS HEONPEICICHHOCTh CONCPKAHHS [-TO KOMIIOHEHTA B j-OH COCTaBJIsi-
IOILEl cMecH;

Up; — CTAHJAPTHAS HEONPEICICHHOCTh H3MEPEHUI MACChI /-0l COCTABIIAIOMIEH CMECH.
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i orpoOoBaHUS TPEATI0KESHHOTO TMOAX0/Ia ObLT MPUTOTOBJICH MYJIBTHJICMCHTHBIN
CO, xoTopbIil ipencTaBiIsieT co0oi cMech MOHOAIEeMeHTHBIX pacTBopoB (V, Cr, Mn, Fe, Co, Ni,
Cu, Zn, Cd) B matpurnie 5 % azotHoii kucnotsl (blank).

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

Tabmuua 50 — JlaHHbIe IPU TPUTOTOBJICHUU CMECH

MaccoBas 101 B pacTBOpE, MI/KT
pacmeop cmanoapmuozo oopasya
DneMeHT : bnank
A% Cr Mn Fe Co Ni Cu Zn Cd

\ 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 | 0,00 | 0,09 | 0,09 | 0,00 | 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
Macca prTBOPa’ 9,9894 | 9,9998 {10,0000(10,0011|10,0014| 9,9938 | 9,9898 [10,0004|10,0006|10,0754

JI7isi OIEHKM HEOIPEIEIIEHHOCTH MAacCOBOW JOJH IIENIEBBIX KOMIIOHEHTOB B CMECH TIO
dbopmyre (72) cranmpapTHas HeonpeaeIeHHOCTh u3Mepennit Maccel punsaTa 0,0005 T 1 ucmomns-
30BaHbl OLIEHKU CTAaHIAPTHBIX HEOIPEEJIEHHOCTEH MAacCOBBIX J0JIeil KOMIIOHEHTOB, MPUBE/ICH-
Hble B Tabmuie 51. 3HayeHHs CTaHIAPTHBIX HEONPEIEeNCHHOCTEH MacCOBBIX JI0JE€H OCHOBHBIX
KOMIIOHEHTOB B Ka)KJIOM M3 pacTBOPOB NMpUHATHI paBHbIMU 0,1 %, T.€. 6€3 yuera HeCTaOMIIbBHOCTH,

T.K. JJIsI CMCIICHU A OBUIH UCIOJIL30BaHbI CBCIKCTIPUT'OTOBJICHHBIC PaCTBOPLI.

Tabmuia 51 — CBeneHus 0 HEONPEAEICHHOCTH UCXOIHBIX JIAHHBIX

CyMmMapHasi cTaHapTHasi HEONIPEIeIEHHOCTh MacCOBOM JJOJH B PaCTBOPE, MI/KT

Die- pacmeop cmanoapmuo2o obpasya —
MEHT \% Cr Mn Fe Co Ni Cu Zn Cd
\Y% 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 ]0,001520,00152|0,00152|0,00152 |0,00152 | 0,00152 | 0,00152 | 0,016 1 0,002

JInsi BaMmanuy TMPEUIOKEHHOTO TOAXO0/a TMPOM3BEICHO MOJICTUPOBAHUE METOIOM

Monte-Kapio (MMC) [101] 1-10°3Hauennii coaepskanns KaskI0To 31eMEeHTa C HOpMaIbHBIM pac-
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IIPEJIETICHHEM BXOIHBIX BEJINYUH CO CTAHJAPTHBIM OTKJIOHEHUEM, YUCIIEHHO PABHBIM UX CyMMap-
HOW CTaHJapTHOW HEONpeAeTIeHHOCTU. BbIXonHas BeIMYMHA MMEET pacmpesesieHue OIM3Koe K
HOpMaTbHOMY ¢ KO3 duiimeHToM oxsara okoio 1,96 (pucynok 36).

. 99,8001 1002018

14
0.9+

IS

LN B

0+

08,45 20.55 09,85 09.95 10015 10025 1035 1045 10055

10d0.05

Pucynok 36 — Pacnipenenenne BBIXOAHOM BENUUUHBI TpU MoAenuposannn MMC
(110 OcH X — MaccoBas [0/, MJIH ' [0 OCH Y — IIIOTHOCTh BEPOATHOCTH (CHHSS THCTOIPaMMa);
KPAaCHBIN IIyHKTUP — HOPMAJIBHOE PACIPEIEICHUE; BEPTUKAIBHBIE OTCEUKU — FPAHUYHbIE
3HaueHus npu P=0,95)

Pe3ynbrathl mpejcTaBiieHbl B Ta0IMIE 52, T/I€ MOKAa3aHbl Pe3yIbTaThl PacYeToOB MO (Gop-
mynam (70)-(71), ycpennenusie nannbie nosydeHasie MMC U OTHOCUTENBHBIE OTKIIOHEHUS ITHX

OIICHOK.

Tabnuna 52 — Pe3ynbrarel 00paboTkH

Otterxa 1o (70)-(71) Onerxa MMC OTHOCHUTENBHBIE OTKJIOHSHHUS
DneMeHT pe3yIbTaTOB
W, mia! U, mua™! W, MiH! U, v’ dW, % dU, %

\Y 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/Ie MOoKa3ajJI0 COBMCCTUMOCTD IMOJTYYCHHBIX OLICHOK U, CJICAOBATCIIbHO, KOPPCKT-
HOCTb CPCAHCB3BCIICHHBIX 3HAYCHMI COACPpKAaHNUA KOMIIOHCHTOB B CMECH M paCd€TOB UX CTaH-

naptHoit HeonpenenernHoctu 1o (70)-(71). Bmecte ¢ TeM nmoka3aHo, 4To Hanbosee CymmeCcTBeHHBIM
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BKJIAJIOM B HEOIPEJECICHHOCTh aTTECTOBAHHBIX 3HAYEHNUI BHOCHT HEOIPEIEICHHOCTh MaCCOBBIX
JI0JIei aTTeCTyeMBIX KOMIIOHEHTOB B MX MCXOJHBIX pacTBOpax (OTHOCHUTENIbHBIA BKIaa Oosee
90 %), koTOpas XapaKTEPU3IYETCs] KOMITIO3UIUEH COCTABISIONIUX IPABUMETPUUECKOTO MPUTOTOB-
JICHHS PaCTBOPOB U3 YHCTBIX BEILECTB, OXapaKTepu30BaHHbIX 110 cxeme 100 % munyc cymma npu-
Mecel, CTAOMIIBHOCTBIO 3THX PACTBOPOB U PE3yJIbTaTaMU KOMIIAPATUBHBIX U3MEPEHUI METOJI0M
BBICOK09()(hEeKTHBHOI aTOMHO-3MUCCHOHHOMN CIIEKTPOMETPUH C MHAYKTUBHO CBS3aHHOM IJIa3MOIA.

Torna, ecmu Macca KOMIIOHEHTOB CMECH OIPEENseTCs JOCTATOYHO TOYHO, BO M30€xkKa-
HUE MOTEPU TOYHOCTU KOHEUHBIX PE3YyJIbTATOB, CyMMa IPUMECEH LIEJIEBOrO 3JIEMEHTA B KOMIIO-
HEHTaX CMECH HE JOJKHA 3HAUYUTENBHO NPEBBIILIATL 3HAUYEHUS CTaHIAPTHOW HEOIIPENEICHHOCTH
CoJIepKaHus 11eJIEBOI0 KOMIIOHEHTA B €T0 OCHOBHOM pacTBope. IIpu 3ToM TouHOCTH onpesienieHus
IIPUMECHOI'0 COCTaBa SIBJISIETCS HE CyLIeCTBEHHOU. B oOpaTHOM cityyae, Korjaa HEBO3MOXKHO J10-
OUTHCA MUHUMAJILHOI'O HAKOIUICHUs IpUMECEH 11€JIeBOr0 KOMIIOHEHTa, HE0OOXOUMO, YTOObI He-
OIPEAEIEHHOCTh CYMMapHOI'O COAEP KaHMs IIPUMECEN He MPEBBIIIaa /2 3HAYCHUs CTAaHIaPTHON
HEOIPEICIEHHOCTHU COJIEP/KaHusl LIEJIEBOI0 KOMIIOHEHTA B €0 OCHOBHOM PacTBOPE.

OneHku copepxkaHusi KOMIOHEHTOB, ITOJIy4€HHbIE IO TIPOLEAYPE IPUTOTOBIEHHUS, IO~

TBEP>KJIEHBI U3MepeHusIMU 3TUX BenuuuH merogoM ADC-UCII (x;, L=2).

100,40
100,30
~
£
= 100,20
= 100,10
=
3 100,00
m
]
S 99,90
=
99,80
99,70

\Y% Cr Mn Fe Co Ni Cu /n Cd
® [10 mpoLeaype 100,01 100,04 99,99 99,99 99,98 100,01 100,01 99,99 99,99
® pesynbraThl 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 pe3yapTaToB ADC-NCII
Jlia mynbTuanemenTHoro CO Takke HOpMUPOBAHO 3HAYEHHE MACCOBOM KOHIIEHTpALUU
Ha OCHOBAHUU PE3YJIbTaTOB U3MEPEHUH MJIOTHOCTHU. J{J151 OIIEHKM TOUHOCTHBIX XapaKTEPUCTUK TaK
e OBLIIM yUTEHBI HEOIIPEAETIEHHOCTH OT HECTAOUIIBHOCTH U OT MEKIK3EMIUIAPHON HEOJHOPOIHO-
cti. Metponornyeckue xapakrepucTUki CO MyJIbTHIIEMEHTHOTO pacTBOPa METAJIOB IIPEICTAB-

JIEHBbI B Tabimie 53.
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Tabmuua 53 — Merponoruyeckue xapakTepucTuk CO MyJIbTHIJIEMEHTHOTO pacTBOpPa METAJIIOB

o, A (P=0,95),| U (k=2), Coo, A (P=0,95), U (k=2),

DJIeMEHT 3 3 3

MI/KT MI/KT MI/KT MI/IM MI/IM MI/ oM
Bananmit A% 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
Mapraneit 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
Menn Cu 99,1 +0,3 0,3 100,2 +0,5 0,5
[vrk Zn 99,0 +0,3 0,3 100,1 +0,5 0,5
Moim0eH Mo 99,0 +0,3 0,3 100,1 +0,5 0,5
Kanmuit 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 3HaYeHue MaccoBoil 101u; Cz0 — aTTECTOBAHHOE 3HAYEHHUE MACCOBOM KOH-
neHTpauuu npu (20 + 3) °C;

A, U — rpanu1b! aOCOIIOTHOMN NMOTPELIHOCTH U PACHIMPEHHAs: HEOIPEeIeHHOCTh aTTECTOBAH-
HOT'O 3HAYEHUSI COOTBETCTBEHHO.
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BriBoanl o riase 4

YTo4uHEeHa MOJIETh KOMIIAPATHBHBIX U3MEPEHHUH MMyTEeM dKCIIEPUMEHTAILHON OIICHKU KO-
s durmenTa, yYUTHIBAIOMIETO OTKIOHEHUE MPOLEAYypPhl KOMIIAPAaTUBHBIX M3MEPEHUN OT ONTH-
MaJIbHBIX 3HaYeHUH. [IprMeHeHre 3TOro MeTo/1a Haps Iy C UCIIOJIb30BAHHEM ITAJIOHOB CPABHEHUS
MO3BOJIMJIO OJTHO3HAYHO YCTAHOBUTH MPOCIC)KUBACMOCTh M MIOBBICUTH TOYHOCTH XapaKTepU3alluu
CTaHJAPTHBIX 00pa3IoB B (2-5) pa3 OTHOCUTEIHHO CYIIECTBYIONINX OTEUYECTBEHHBIX aHAJIOTOB 10
m 1.2.1.

[TpoBeneHbI FKCIIEPUMEHTATBHBIC UCCIICAOBAHNS CTAOMILHOCTA PACTBOPOB DJIEMEHTOB B
MOJIUATHIICHOBBIX OYTHUTKAX B HOPMAJBHBIX YCIOBHSX U B YCIIOBUSX H30XPOHHOTO cTapeHwus. Pe-
3yNbTaThl 3THX MCCJIEIOBAHUM IMO3BOJHMIM YCTAHOBUTH Mpeesl TPaHCHHPAILUU, IPU KOTOPOM
CIpaBeJlJIMBa YCTAHOBIECHHAS OIIEHKA HEOMPEIEICHHOCTH OT HeCTaOUIFHOCTU. DTOT Mpeelt IpU-
MEHSETCS IPHU IKCIPECCHOM KOHTPOJIC HECTAOMILHOCTH CIICTYIOIINX 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, THITBI KOTO-
PBIX YTBEPXKJIEHBI C OTHOCUTENBHON PACITUPEHHON HEOMpeIeIeHHOCThIO He 6onee 0,5 % s at-
TECTOBAHHOIO 3HAYEHHS MacCOBOH 101 U He Oonee 0,7 % m1st aTTeCcTOBAaHHOTO 3HAYEHHUS Macco-
BOU KOHIICHTpAIMH. TUTIBI 3THX CTAHIAPTHBIX 00PA3IIOB YTBEPKICHBI.

Pa3paboran MyIbTHAIEMEHTHBIN CTaHIAPTHBIN 00pa3el] Ha OCHOBE CMEIIEHUSI MOHODJIe-
MEHTHBIX C OTHOCUTEIFHOM PacIIupPeHHON HEONPEeIeHHOCThIO 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 Mepeiaull eAMHUI] BEIUYUH OT 3TaJOHOB CPABHEHHUS
KaK OT MPOTOTHUIIOB MOJS K KOMMEPYECKHM CTaHAApTHBIM oOpa3iiam, KOTOphIE MOTYT TpHUMeE-
HATHCS IPU PYTUHHBIX U3MEPEHUSX, COXPAHSS TPEOOBAHUS K METPOJIOTUIECCKOM MPOCIICHKHUBACMO-

CTH.
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5 TIloarBepiaeHue U3MEPUTETbHBIXH KATHOPOBOYHBIX BO3MOKHOCTEH

Pa3paboTka 5TalOHOB CpaBHEHWs B BHJIE YHUCTHIX BemecTB Havamach B DIVII
«YHUHNM» eme 10 BKIFOYEHUS 3TaJIOHHOW YCTAHOBKHM HAa OCHOBE MacC-CIEKTPOMETPA B COCTaB
I'OT 176. Ha nauanbHOM 3Tane uccnenoBanus npopoauauck Merogamu MC-HCIT u ADC-UCII
peanu3oBanHbIMU B coctaBe ' BOT 196-1 mis yyactust B nunotbix cinueHusix CCQM-P107.1
«HucroTa MHKA 110 OTHOLIEHUIO K IIECTH ONPEACIIEHHBIM METAJUIMYECKUM aHAIUTaM», KOTOPbIE
npoBoauiauch BMecTe ¢ kiatoueBbiMM CCQM-K72 [102]. Tlocne ycnemHoro y4actus B 3TUX IH-
JIOTHBIX CIMYEHHSIX U OBLIO MPUHATO pEIIeHHE HayaTh PadOTy M0 HAKOIUIEHUIO YHCTHIX BEUIECTB
Ha 0a3e saboparopuu 251 OI'VII «YHUNM» nist u3y4eHus UX YUCTOTHI KOCBEHHBIM CIIOCOOOM
U TaM, TJI€ BO3MOKHO, C IPUBJICYEHUEM MIPSIMBIX METOOB.

Jlnst moATBEpKIEHUS PE3yAbTaTOB UCCIIEJOBAaHUN IPUMECHOTO COCTaBa YUCTHIX BELIECTB
B iepuoz ¢ 2013 o 2019 rr. ObUIO NPUHSTO Y4acTHE B CIAEAYIOIINX MEKYHAPOIHBIX CIMYCHUSX

e B 00JIACTH YUCTHIX BEIIECTB:
— CCQM-P149 «Onpenenenne YMCTOTHI IUHKA, UCIIOJIB3YEMOTr'0 B KAU€CTBE IEPBUYHOTO 3TAJIOHA
JUTSL OTIPEJIEIICHUS COJIEP KaHUS IUHKAY,;
— KOOMET 645-RU-14 «lunotHple ciuyeHUs B 00JacTU U3MEPEHUS MACCOBOW JOJIM MEIH U
npuMecei B 6eckucaopogHoi MeaHol katanke Mapku KM6 MO0016 ans onpeneneHuss YUCTOTHI
Mean»;
— KOOMET 672-RU-15«I1unoTHble ciuyeHust B 00JIaCTH U3MEPEHUsI MacCOBOM JI0JIM Keje3a B
YHCTOM KEJIe3e»;

e B 00JIaCTH paCTBOPOB XUMUYECKUX DJIEMEHTOB:
— CCQM-K143 «Cnuuenue kaImOpOBOYHBIX PACTBOPOB MU, MPUTroToBIeHHBIX HMMN»;

e B 00JIACTH MaTPUYHBIX BEIECTB:
— KOOMET 562-RU-12/650-RU-14 «lIunoTHble clu4eHus B OOJIACTH MU3MEPEHHUS] MacCOBOM
JI0JIM METAJUIOB B METAJLITYPIrUUECKOM IIIJIAKEe»;
— KOOMET 618-RU-13 «[lunotHsie cnudeHust B 00JACTH JIEMEHTHOTO aHallh3a COCTaBa CIija-
BOB Ha 0CHOBE Ni».
— CCQM-K128 «3Mepenus TsKeNbIX METAUIOB U 0JI0BA B MTOPOILKE KOKNY;

— CCQM-K145 «OcHOBHBIC U TOKCHYHBIC 3JIEMEHTHI B ObIYbEH TICUCHM .

B cBonnom Buzae pesynabtrathl OI'VII « YHUMM» npencraBieHbl Ha pucyHke 38, rae
BUJTHO, UTO BCE PE3YNbTAThl HAXOIATCS B Ipenenax -1<0<1, 3HaueHue KOTOpOro OnpeaesaeTcs o
bopmyne
_ |xi - xref.il
JU(x) + U2 (xper)

(73)
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rae x; — pesyiabrar YHUNM;
Xref.i — OMIOPHOE 3HAYCHKE 10 PE3YJIbTATAM CIIMYCHHUI;
U?(x;) — KBaipaT pacuIMpPEeHHON HEONPEIETEHHOCTH BETUYHHBI X;;

U?(xye f.i) — KBaJIpaT PaCIIMPEHHOH HEONPEIETIEHHOCTH BETMYUHBI Xy ;.
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Pucynok 38 — Pe3ynbTaThl MEXAYHAPOIHBIX CIMYEHHM

Pe3y.]'II)TaTI)I MCKAYHApPOAHBIX CITMYEeHUH MNOATBCPKAAOT aACKBATHOCTDH BI)I6paHHI>IX all-

TOPUTMOB IUIs OLICHKH MacCOBOM JOJIM OCHOBHOI'O KOMIIOHEHTAa KOCBEHHBIM CIIOCOOOM U CBSI3aH-

HOM ¢ Hell pacmnpeHHoﬁ HCEOMIPCACIICHHOCTH, 4 IPUMCHCHUEC CTAHAAPTHBIX 06pa3u013 pacTBOpPOB

AJIEMEHTOB MPH YYaCTUU B ATHX CIUYEHHUAX MOKA3aJI0, YTO 3TU 00pa3libl 0XapaKTEPU30BaHbI J0-

croBepHo. Kpome Toro, mpeaBapuTelbHbIC pe3yabTaThl CINYCHUH B 00J1aCTH PAaCTBOPOB XUMHUYE-

ckux aneMeHToB (CCQM-K 143 CpaBHeHMe KaTMOPOBOYHBIX PaCTBOPOB MEM, IPUTOTOBICHHBIX

HMMU) neMOHCTpUPYIOT CIIPaBeUIMBOCTh SKCIEPUMEHTAIBHO-PACUETHOMN MPOLEAYphl IO TPaBH-

MCTPUUCCKOMY MMPUTOTOBJICHUIO PACTBOPOB 3TAJIOHOB CPABHCHUA IAJI1 UX UCIIOJIB30BAHUSA ITIPU I1C-

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

MeTtponoruueckre XapakTepUCTUKH 3TAJIOHOB CPAaBHEHUSI YCTAaHOBJICHBI B COOTBETCTBUU
¢ PykoBo/1cTBOM 110 BBIpa)KEHUIO HEOIIPEIEICHHOCTH U3MEPEHHI Ha OCHOBE KOCBEHHOT'O MOAX0/1a
no cxeme «100 % MuHYC cymMMa mpuUMecei» ¢ OOLIMM KOJMYECTBOM YYTEHHBIX MPUMECEH s
KQXKI0Tro 3TalloHa cpaBHeHUs 91 mT. B pacueT nmpuHATHI Kak colep:kaHus oOHAPYKCHHBIX MPH-
Mecel, Tak W IpeiesioB 0OHapyKeHHsI HEOOHAPYKEHHBIX, mojaydeHHbie Ha ['OT 176. Ilpu sTom
pa3paboTan U ompoOOBaH CHOCOO OLEHKH HEONPEIEeIEHHOCTH OT HEOJHOPOJHOCTH MacCOBOM
JI0JI1 OCHOBHOI'O KOMIIOHEHTA JUIsl YMCTHIX BEIIECTB HA OCHOBE aHAJIM3a IPUMECHOT0 cocTaBa. Ta-
KUM 00pa3oM, BIIEpBbIE pa3palOTaHbl STaJOHBl CPAaBHEHUS B BHUJIEC 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) %, meTposnoru-
YECKHUE XapaKTEPUCTUKHU KOTOPBIX YCTAHOBJIEHBI C HAMBBICILIEH TOYHOCTHIO.

[Tonxonpl, cBA3aHHBIE C OLIEHKON METPOJIOrMYECKUX XapaKTEPUCTUK TAJIOHOB CpaBHE-
HUS B BUJIC YHCTHIX HEOPTraHMYECKHUX BEIECTB, YHU(PUIIMPOBAHBI M BHEAPEHBI IIYTEM YTBEPHKIE-
Huga nokymenta MU 3560-2016 «Pexomennanus. I'CH. Ouenka HEONpeAeIeHHOCTH U3MEPEHUI
MaccOBOH J0JM OCHOBHOI'O KOMIIOHEHTa B HEOPraHWYECKUX BellecTBax». Pazpabotano «Ilomno-
keHue o baze maHHBIX «ITAJOHBI CPABHEHUS B BUJIE BHICOKOUMCTHIX BEIIECTB», B KOTOPOM yCTa-
HOBJICHBI 001IIMe TPEOOBAHUS K STAIOHAM CPaBHEHUS, K X pa3padoTKe, HAa3HAYCHUIO U TPUMEHE-
HUIO.

Ha nopsaok noBbiieHa ToyHocTh u3MepeHuit Ha ['BOT 196-1 npu xapakrepuzanuu
CTaH/IapTHBIX 0OPA3I[0B PAaCTBOPOB JIEMEHTOB 3a CUET MPUMEHEHUS I KaIMOPOBKH pacTBOPOB
ATAJIOHOB CPABHEHUS B BUJI€ YMCTHIX BEIIECTB U pean3allii METOa KOMIIapaTUBHBIX U3MEPEHUN
C BHYTpeHHUM cTaHaapToM. [IpoBeseHa oneHka BKJIaI0B OT Pa3IMYHbIX UCTOUHUKOB HEOIpEie-
JIEHHOCTH, U TIOKa3aHO, YTO HCTOYHUKH HEOTIPEICTICHHOCTH YOBIBAIOT B PSIY: OTHOCUTEIbHAS UH-
TEHCUBHOCTh SMHUCCHHM KOMITOHEHTA W BHYTPEHHETO CTaHJapTa > MaccoBas JI0Jsl KOMIIOHEHTA B
pacTBope JUIsl KATMOPOBKHU > rpaBUMETpUYECKasl MpoIlelypa IPUTOTOBICHHS PAaCTBOPOB.

BriepBbie pazpaboTaHbl yTBEPKISHHOTO TUIA CTaHAAPTHBIE 00pa3Ibl MOHOAJIEMEHTHBIX
pacTBOpoB (9 mT.) C XapakTepucTUKaMu TOYHOCTH Ha ypoBHE U=, p=0.95=(0,2-0,4) %, uto B (2-
5) pa3 TouHee MHOTUX UMEIOUINXCcs aHajuoroB. Ipeayioxken cnocod KOHTPOJISI OCHOBHOTO UCTOY-
HUKa HEONPEACNEHHOCTH NIPU BBITYCKE CTAHAAPTHBIX 00PA3IOB OJHORIEMEHTHBIX ¥ MHOTOJJIC-
MEHTHBIX PACTBOPOB JIEMEHTOB, CBSI3aHHBIN C MX HECTAOMIBHOCTHIO. CIIOCO0 3aKTF0YaeTCs B IKC-
MIPECCHOM KOHTpOJIE€ B TeueHue 96 yacoB ucmapeHusi KUCIOTHOTO PAcTBOPA U3 MJIACTUKOBBIX Oa-
HOK nipu TemriepaTtype 60 °C (motepsi Macchl pacTBOpa He JobkHa npesbimath 0,1 %). Ha ocHoBe

3THUX Pa3pabOTOK CO3AaH CTAHJAPTHBIA 00pa3eln] MyJIbTUIIEMEHTHOTO pacTBopa (9 31eMeHTOB) ¢
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XapaKTepUCTHUKaMU TOYHOCTH Ha ypoBHE U k=2, p-0.95=(0,3-0,7) %, npeaHa3sHaueHHBbIH 1151 Kanuo-
POBKH aHAJIMTUYECKOM amnmapaTypbl OJJHOBPEMEHHO 10 HECKOJIBKUM 3JIEMEHTAM.

[IpuHsATO yyacTue B BOCbMHU MEXIYHAPOJHBIX CIMUEHHUSX MO U3MEPEHUIO COJEpKAHUS
KaK OCHOBHOTO, TaK U PUMECHBIX KOMIIOHEHTOB C IPUMEHEHHEM pa3pabOTaHHBIX ITAIOHOB CPaB-
HEHUS U CTaHJApTHBIX 00pa3loB. Pe3yabTaThl 3TUX CIMYEHHUM OITBEPKIAIOT aIEKBATHOCTD ITPH-
MEHSEMOr0 KOCBEHHOI'O MOJXO0Aa sl OLIEHKU YMCTOTHI 110 cxeme «100 % MuHyc cymma npume-
Ceill» U OLIEHKHU CBSI3aHHOM C HUM HEOIPEIEIEHHOCTH B COOTBETCTBUU ¢ PyKOBOACTBOM 1O BbIpa-
YKEHUIO HEONPENEIEHHOCTH U3MEPEHUIN U KOPPEKTHOCTh YCTAHOBIIEHUSI METPOJIOTMYECKUX XapaK-
TEPUCTUK CTAHIAPTHBIX 00PA3II0B PACTBOPOB XUMUUECKHX JIEMEHTOB ITyTEM KOMIapaTUBHBIX U3-
MEpEHUN OTHOCUTEIBHBIX CUTHAJIOB KOMIIOHEHTA M BHYTPEHHETO CTaHapTa ¢ MPUMEHEHUEM pac-

TBOPOB 3TaJIOHOB CPABHCHUS.
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CnuCcOK OCHOBHBIX COKPAIlCeHUI U YCITOBHBIX 0003HAYEeHUI

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

I'BOT — I'ocynapcTBEHHBIN BTOPUYHBIN 3TaJOH

CH — MexayHapoaHasi cucteMa eIMHULl (PU3NYeCKUX BETMIUH

MKMB (BIPM) — Mexnynaponubsiii Komurer Mep u Becos

KOOMET (KOOMET) — PernonanpHasi METpoJIOTHYECKas opranu3aius EBpo-Asuar-
CKO€ COTPYAHUYECTBO FOCYJaPCTBEHHBIX METPOJIIOTMYECKUX YUPEIKICHUN

GUM — PykoBOJCTBO 10 BBIPQXKEHUIO HEOIIPEIEIIEHHOCTH U3MEPEHUI

KKKB (CCQM) — KOHCYJIbTaTUBHBIN KOMUTET MO KOJIMYECTBY BEIIECTBA

OC — 3Taj0H CpaBHEHMS B BUJIE YUCTOIO BEILIECTBA

YB — gncToe BenecTBo

CO — crangapTHbIiA 00pa3zerr

CRM - cepru¢uuupoBaHHblil cTaHIapTHBIN 00pazen

I'CO — cranmapTHBIf 00pasen yTBepKAEHHOTO TUTIA

I'TIC — rocynapcTBeHHast HOBEpOUYHAs CXema

MJOK — MaccoBast 10J11 OCHOBHOI'O KOMIIOHEHTa

MC-UCII — macc-crieKTpOMEeTpHsl C UHIYKTUBHO-CBA3aHHOM IU1a3MON

HMMU — nanmoHanbHbIA METPOJIOTMYECKUN HHCTUTYT

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