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BBenenue

AKmyanvrnocms padonot

BemectBa ¢ uncroroit He xXyxe 99,9 % naBHO NPUMEHSIOTCSA B AaHATUTHYECKON XUMHUHU
KaK HOCUTEIH MH()OPMAIIUU O COCTABE M MCIIONB3YIOTCS s KaJMOpPOBKH aHATMTUYECKOH amma-
parypsl. PacTBOpBI YMCTHIX BEIIECTB MPUMEHSIOTCS U IpH padote ¢ ['ocyapcTBeHHBIMH TTEPBUY-
HbIMU 3TanoHamu (I'TID) npu npoBeaeHNN MEXAYHAPOIHBIX CIMYEHUI B TOM YHCIIE KIHOYEBbIX.

OpnHako paHee He ObUIM YHU(DULIMPOBAHBI MPUHIMIBI BEIOOpA OLEHKH YHUCTOTHI TAKUX
BELIECTB Ha OCHOBE IIPUMECHOT'0 COCTaBa, YTO HE MTO3BOJISIET JOCTOBEPHO OLIEHUTh HEOIIPEAEIEH-
HOCTb MAaCCOBOM J10JI1 OCHOBHOI'O KOMITIOHEHTA IPH UCHOJIb30BaHUHU ITHX BELIECTB B Pa3IMUHbIX
METPOJIOTMYECKUX 3a7adax.

AKTyaJabHOCTb JaHHON TEMaTHKHU MOATBEP)KIAIOT MEXTyHAPOJHbIE paOOThI O] 3TU10M
MKMB B pamkax «CornameHusi 0 B3aMMHOM MTPU3HAHUYN HAIIMOHAJIBHBIX 3TAJTOHOB M CEPTH(H-
KaTOB KaJMOpPOBKU U MU3MEPEHUH, BbIIABAEMbIX HAIlMOHAJIBbHBIMU METPOJIOTHYECKUMH HUHCTUTY-
TaMu», a Tak e cepus nyonukanuiit BAM o noarBep:k/1eHUN OLIEHWBAHUS YUCTOTHI METAJLIOB,
BBICTYNAIONIMX B KAUECTBE MEPBUYHBIX ATAIOHOB U crieruanbHas myonukanus NIST 1012 «Ilox-
XOJ] K METPOJIOrHYEeCKH 0OOCHOBAaHHOM MPOCIIEKUBAEMOM OLIEHKE XUMUYECKON YUCTOThI OpraHu-
YECKUX 00pa3lioB CPAaBHEHUSD.

B o6nactu HeopraHu4ecKUX BEIIECTB JUIsl OLIEHUBAHMSI YUCTOTHI IPUMEHSIOT KOCBEHHBIHN
U NpsAMOI 1oaxo1bl. KOCBEHHBIN 3aKIIIOUAeTCsl B TOM, YTO YMCTOTA MaTepuaa OLIEHUBAETCS 110
pe3yspTaTaM U3MEPEHUI IIPUMECHOTO COCTaBa, a JIJIs MPSMOIo MOAX0a MPUMEHSIOT BBICOKOTOY-
HbIE NIEPBUYHBIE METO/IbI U3MEPEHUH (KYJIOHOMETPHIO, TPAaBUMETPUIO U JP.)

Ha nmocnennux 3acenanusix KoHCyabTaTMBHOrO KOMHUTETa MO KOJIMYECTBY BEIIECTBA
Mexaynaponnoro Komurera Mep u Becos (KKKB MKMB) Benetcs akTuBHast AMCKYCCHS O J10-
CTYIHBIX U BBICOKOTOYHBIX CIIOCO0aX OLIEHKU YHCTOTHl HEOPTaHUYECKUX BEUIECTB U HAKOIJICHUS
B K0 CTpaHe OaHKa YUCTHIX BEIIECTB C OIICHEHHON YMUCTOTOU /I 00ECIIeUeHUs TIPOCIISKH-
BAa€MOCTH B XUMUH.

OCHOBHOH ¥ 0YEHb BaKHOM YaCThIO CUCTEMBI POCIIEKMBAEMOCTH PE3YJIbTaTOB U3MEpPE-
HUH SBJISIOTCA MaTepUaibl ¢ aTTECTOBAHHBIM (CepTU(DUIMPOBAHHBIM) 3HAUECHHEM COJEp)KaHUS
KOMITOHEHTOB M YCTaHOBJIEHHBIMU HEONPEICTICHHOCTSIMU 3TUX 3HaUEHUH (CTaHAapTHBIE 00pa3Ilbl
YTBEPKACHHOIO TUIIA), AJIS1 CO3JaHMsI KOTOPBIX HEOOXOMMBbI YUCTHIE BELIECTBA, AaTTECTOBAaHHbBIE
Ha 0oJiee BHICOKOM — 3TAJIOHHOM YPOBHE, T.€. 3TaJIOHBI CPABHEHUS.

OTallOHBI CPAaBHEHUS B 3TOM IOHUMaHHMHU MPEACTABIISAIOT cOO0M TBEp/ble YHCThIE HEOP-
TaHMYECKHE BEIIECTBA C YCTAHOBICHHBIM 3HAYEHHEM MACCOBOM JJOJU OCHOBHOI'O KOMIIOHEHTA C

HAWBBICIICH TOYHOCTBIO HJIH C TOYHOCTBIO, ,Z[OCT&TO‘IHOﬁ AJI nepeaadynu €AMHUIBI BEJINYHUHBI OT
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I'TID cnegyronM 3BEHBSIM IOBEPOUYHOM CXEMBbI. DTAJIOHBI CPABHEHHUSI UCCIIEIYIOTCS COTJIaCHO Me-
TOAUKAM BOCIIPOU3ZBCACHUA CAUHUIL BEJIMYUH, XaPAKTCPUIYIOIIUX COACPKAHNC KOMIIOHCHTOB, C
UCH0JIb30BaHueM ['ocy1apcTBEHHBIX IEPBUYHBIX U BTOPUUHBIX 3TAJIOHOB U BXOAT B cocTas ['TID.
Pa3paboTku 3TaI0HOB CpaBHEHUS BHITIOJTHEHBI B paMKaxX Hay4YHO-HCCIIEI0BATEIbCKOM pa-

6otel moxa muppom «Uucroray [1] (2015-2016 rr.) ¥ ONBITHO KOHCTPYKTOPCKOW pabOTHI MO

mmppom «Yucrora-26» [2] (2017-2019 rr.).

Ilenv padomui

[ToBbI11IEHNE TOYHOCTH PE3YJIBTATOB U3MEPEHUM XUMUYECKOTO COCTABA BEIIECTB U MaTe-
pHaNIOB TIyTeM pa3pabOTKH TAJIOHOB CPAaBHEHHS B BHJIE YHCTHIX BEIIECTB M CO3/IaHUS HA UX OC-
HOBE HOBBIX TUIIOB BBICOKOTOYHBIX CTaHIAPTHBIX 00pa3I0B pacCTBOPOB XUMHUUYECKUX HIEMEHTOB

JJIA KaJ'II/I6pOBKI/I aHaJIUTHYECKOM alrapaTryphbl.

OcHogHrble 3a0a4u ucci1e006aHuA

Pa3pabotath 1eBATh 3TaIOHOB cpaBHEHU ¢ nomolbio DT 176 B Buie UNCTHIX BEILECTB
(BaHaamit, XpoM, MapraHelil, *eje30, KOOAIbT, HUKEJb, MeJlb, IMHK, KaJIMHUil) U YHUPUIPOBATH
IIOAXOABI 10 OLIEHKE MACCOBOM JI0JIM OCHOBHOI'O KOMIIOHEHTA U CBSI3aHHOM C HEM pacIIMpPEHHOU
HEOIpeAEeNIEHHOCTH JJIs ATAJIOHOB CPaBHEHMUSI.

Pazpabotare MeTONUKY Nepesadn eIMHHUI MaCCOBOM JI0JIM U MAacCOBOM KOHLIEHTpAIMU
XUMHYECKHX 31eMeHTOB oT 'BOT 196-1 Ha ocHOBE KOMIIapaTUBHBIX U3MEPEHUI C BHYTPEHHUM
CTaH/JapTOM MacCOBOM JOJM 3JEMEHTOB METOJOM aTOMHO-IMHUCCHOHHOI CIIEKTPOMETPUU C UH-
JYKTUBHO-CBS3aHHOM IIa3MOM.

IToBeicuTh TOUuHOCTH M3MepeHuil Ha ' BOT 196-1 npu nepenave equHUI MaccoBOW JOIU
U MacCOBOHM KOHIEHTpAallMM XUMHYECKUX SJIEMEHTOB OT pa3pabOTaHHBIX ATAJOHOB CPaBHEHUS
CTaHJapTHBIM 00pa3laM pacTBOPOB XUMHUYECKUX JIEMEHTOB.

Pa3paboraTe 1 IpOBECTH UCHIBITAHUA B LIENAX YTBEPKACHUS THIA CTAaHAAPTHBIX 00pa3-
IIOB PACTBOPOB JIEBATH XMMHUYECKHX 3JIEMEHTOB (BaHAIuM, XpOM, MapraHel, >Kene30, KoOalbT,
HHKEIb, MEJlb, IUHK, KaJIMUI) TOBBIIICHHOW TOYHOCTH.

Pazpabotare cTaHAapTHBIN 00paser] MyJIbTHIIEMEHTHOTO PACcTBOpa C aTTECTOBAaHHBIMU
3HAYCHHUSIMU MaCCOBOH JIOJIM K MACCOBOM KOHIIEHTPAIIMH 9 2JIEMEHTOB (BaHAIUI, XpOM, MapTaHeTl,

’KeJe30, KOOAIbT, HUKEIb, MEb, IIUHK, KaIMU).



Hayunas nosuszna

[IpoBeneH aHaiu3 MIECTH AITOPUTMOB OOPAOOTKU M3MEPHUTENbHOM MH(pOpPMALMH IS
OLICHKH MacCOBOI1 10JI1 OCHOBHOT'O KOMITOHEHTA U CBA3aHHOMW C HEM HEONpPEeeIEeHHOCTH KOCBEH-
HBIM CIIOCOOOM 711 9 3TaOHOB CPAaBHEHHUS B BUJIC YHCTHIX BEIIECTB (BaHAAUM, XpOM, MapTaHEIl,
KeJe30, KoOAbT, HUKEIb, ME/b, IIUHK, KaJMUI) CIICAYIOIMMHU CIIOCOOAMHU: «OIICHKA TEeXHUYE-
CKOIf YMCTOTBI», «OIIEHKA aKaJeMUUYecKoil uncToThl», «GUMM, «BAM?», «MeTOx HHTEPBAIBHOI
OLICHKMNY», «MeToJl akagemuka JleBateix». [lokazano, uto meron «GUMy, B KOTOpOM 11J1sl OLIEHKU
YHCTOTHI MpeArnoiaraeTcst u3mepenue 91 mpumecu, odecrednBacT HECMEIIEHHYIO (€CH cymMMa
0OHapYXEHHBIX MPUMECEH >> CYMMEI IIPEICTIOB OOHAPYKEHUS ISl HEOOHAPYKCHHBIX ITPUMECEH )
OIICHKY MaCCOBOM JI0JIM OCHOBHOTO KOMIIOHEHTA U OIICHKY HEOIPEEICHHOCTH, CBSI3aHHOM C U3-
MEPEHUSIMH HEOOHAPY>KEHHBIX MMPUMECEH, UTO MOATBEPKAAETCS BBICOKOTOYHBIMU PE3yJIbTaTaMU
MPSIMBIX TIEPBUYHBIX U OTHOCUTEIIEHO MIEPBUIHBIX METO/IOB.

BriepBbie pa3paboTaH aJirOpuTM pacdera HEOMPEISICHHOCTH OT HEOIHOPOJIHOCTH Mac-
COBOM JI0JIM OCHOBHOT'O KOMITOHEHTA IO PE3yJIbTaTaM U3MEPEHUM COACpXKaHUs MPUMECEH, KOTO-
PBIN 3aKJIIOYAETCS B TOM, UTO Ha IIEPBOM 3Tare MPOBOAUTCS OIICHKA HEOPEICTICHHOCTH OT HEO/-
HOPOJHOCTH HE MeHee 2/3 OT cyMMapHOU MaccoBO# J0JIM 0OHAPYKEHHBIX PUMECEH B COOTBET-
creun ¢ ISO Guide 35°, Ha BTOpOM 3Tare OIeHMBAETCS HEONPENeTeHHOCTh OT HEOHOPOIHOCTH
JUTSL CYMMBI WHIUBUAYATBHBIX HCCIICTOBAHHBIX OOHAPYKCHHBIX IMPUMECEH, a Ha TPEThEM JTare
BBIUKCIISIETCS] HEOMIPEAETEHHOCTh JII1 MACCOBOM JIOJIM OCHOBHOT'O KOMITOHEHTA C YU4€TOM Macco-
BOI 10111 McclenyeMbIX 0OHApYKEHHBIX MPUMecel K CyMMe MacCOBBIX JI0JIel 0OHApYKEHHBIX U
HEOOHapYKEHHBIX PUMECEH.

YTouHEeHa MOJAENb KOMIAPATUBHBIX U3MEPEHUN C BHYTPEHHUM CTaHAAPTOM MacCOBOM
JONTA AJIEMEHTOB METOJOM aTOMHO-dMHUCCHOHHON CHEKTPOMETPUHM C HHIYKTHBHO-CBS3aHHOU
MJ1a3MOM, KOTOpasi yYUTHIBaeT HENI€aTbHOCTh JTHHEHHON Moenu (OTKIIOHEHHE OT ONTUMAIIbHBIX
mapamMeTpoB), a TakKe€ HECTAOMIBHOCTh, O0YCIOBICHHYIO XPaHEHHUEM PAaCTBOpPA ITAJIOHA CPaB-
HEHUS B OTKPBITON M 3aKPBITOM eMKocTH. [TpoBe/ieHa oleHKa BKIIAJIOB OT Pa3JIMIHBIX HCTOYHUKOB
HEOMpPEACNEHHOCTH U MOKa3aHO, YTO UCTOYHUKU HEOMPEIEICHHOCTH YOBIBAIOT B PAIY: OTHOCH-
TeIbHasi HHTEHCUBHOCTh SMHUCCHUU KOMITIOHEHTA U BHYTPEHHETO CTaHAapTa™> MaccoBas JIOJsi KOM-
MOHEHTA B PAacTBOPE U KATMOPOBKI> IPaBUMETPUIECKas MPOIIeIypa MPUTOTOBICHHS PacTBO-

pOB.

! Guide to the expression of uncertainty in measurement — PykoBoACTBO 110 BEIPasKEHHIO HEOIPEIEIEHHOCTH H3MEpe-
1317078

2 The Federal Institute for Materials Research and Testing — ®enepanbHblii HHCTUTYT MAaTEPHATOBEIEHNS U HCTIBITA-
Hui, ['epmanus.

3 Reference materials. Guidance for characterization and assessment of homogeneity and stability — CrangapTasie
06pa311},1. PYKOBO,HCTBO IO XapaKTepu3alun U OLUCHKE OAHOPOJHOCTH 1 CTaOWJIBLHOCTH.
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[IpennoxeH cnocod KOHTPOJIS XapaKTEPUCTUK UCXOTHBIX PEAKTUBOB, MATEPUAJIOB U yTa-
KOBKH Pa3pa0OTaHHBIX CTaHJAPTHBIX 00Pa3IOB PaCTBOPOB 9 XUMUYECKHUX JIEMEHTOB (BaHA/IHIA,
XPOM, Maprasell, ’eJe30, KOOaIbT, HUKEIb, ME/lb, INHK, KAJIMH ), KOTOPBIE BIUSIOT HA OCHOBHOM
HCTOYHUK HEOIPENEIeHHOCTH - UX CTa0MWiIbHOCTh. Croco0 3akiiouaeTcsi B HKCIPECCHOM KOH-
Tpose B TeueHre 120 yacoB ucnapeHus: KUCIOTHOTO PacTBOpa U3 TUIACTUKOBBIX OAHOK MPH TEM-

nepatype 60 °C (morepsi Macchl pacTBopa He AokHa npesbimath 0,1 %).

Ilpakmuueckas 3nauumocmo

YHuukamnus noaxo0B Mo OIEHKE MacCOBOM JTOJIM OCHOBHOTO KOMITOHCHTA U CBSI3aH-
HOM pacIIMPEHHON HEOINPEACIICHHOCTH JUIsl 3TaJIOHOB CPaBHEHHS B BHUJI€ YUCTHIX BemiecTB. Oc-
HOBHBIC MPUHIIAITBI OIICHKH METPOJOTUYECKHUX XapaKTEPUCTHK ITAIOHOB CPABHEHUS B 3aBHCHMO-
CTHU OT LIeJIeBOM HeonpeneneHHocTH onucanbl B MU 3560-2016 «Pekomennanus. ['CU. Onenka
HEONPEIeTICHHOCTH U3MEPEHUN MacCOBOM JJOJIM OCHOBHOTO KOMIIOHEHTAa B HEOPTraHUYECKHUX Be-
niectBax». Pazpaborano «llonoxkenue o base nanHbIX «ITaqoHBI CPABHEHUS B BUJEC BHICOKOYH-
CTBIX BEIIECTB», B KOTOPOM yCTAHOBJICHBI OOIIHE TPSOOBAHUS K dTAJIOHAM CPaBHEHUS, K X pa3-
paboTKe, HA3HAYEHUIO U TPUMEHEHHUIO.

PazpaboTka cTaHmapTHBIX 00pPa3IOB PAacCTBOPOB 9 XMMHYECKUX JJIEMEHTOB (BaHAJIWM,
XpOM, Maprasell, kejie30, Ko0anbT, HUKEJb, ME/lb, IIMHK, KAJMHI1), C YCTAHOBJIEHHOM TTPOCIIEKH-
BaeMocTbio K ['OT 176 mocpeacTBOM NMpPUMEHEHMsI 3TAaJOHOB CPABHEHMs NPU U3MEPEHMSIX Ha
I'BOT 196-1. CrangapTHble 00pa3iibl 00JaJal0T MOBBIIIEHHONH TOYHOCTBIO Uk=2, p=095=(0,2-
0,4) %, uto B (2-5) pa3 TOYHEE MHOTHUX HMEIOIINUXCS aHAIoroB. [IpoBEeCHBI MCIBITAHUS THX
CTaHJAPTHBIX 00pA3IOB B LEJAX YTBEPXKIACHUS TUIIA JJII BO3SMOKHOCTH UX MPUMEHEHHUS B chepe
['ocymapcTBEeHHOTO peryIupoBaHus 00ECTICUCHHsI €IMHCTBA H3MEPEHUH.

ObecrieueHre MPOCIEKUBAEMOCTH PE3YIbTATOB XMMHUECKOTO aHAIN3a B PYTUHHBIX U3-
MEPEHUSIX MyTEM MPUMEHEHHS CTaHIAAPTHBIX 00pa3lloB pacTBOPOB XUMUUYECKUX AJIEMEHTOB (Ba-
HaJUi, XpOM, MapraHell, *Kejne30, KoOaJabT, HUKEJb, Me/lb, ITMHK, KaJIMHI1 ), pa3pab0TaHHBIX HA OC-
HOBE IPUMEHEHHUS pa3pad0TaHHBIX 3TAJIOHOB CPABHEHUS B BUJIC YHCTHIX METAILIOB.

[ToBbIlIIEHNE TOYHOCTH, UMITOPTO3aMEIICHUE U CHIYKEHUE CTOUMOCTH KaluOpPOBKHU aHa-
JUTHYECKOT0 000PYA0BaHUS ITyTeM IPUMEHEHUS CTaHAaPTHBIX 00Pa3I[0B PACTBOPOB XUMHUYECKHIX
AJIEMEHTOB TIOBBIIIEHHONW TOYHOCTH M YMEHBIIIEHHE BPEMEHHBIX 3aTpaT Ha MPOBEJCHUE KaInO-
POBKH M KOHTPOJISI TOYHOCTH aHAIMTHYECKOTO 000PYIOBaHUS MPU MPUMEHEHHH CTaHAAPTHOTO
o0pa3iia MyJIbTHIJIEMEHTHOTO PAcTBOPA C aTTECTOBAHHBIMU 3HAYCHUSIMH MAacCOBOM JOIH U Mac-
COBOM KOHIIEHTPAIIUU XUMUYECKIX JIEMEHTOB (BaHAIUH, XpOM, MapraHell, )kene30, KoOalbT, HU-

KeJIb, ME/Ib, IIMHK, KaIMHii).



Bneopenue pezyromamoe pavomaut

AJIeKBaTHOCTH pPa3pabOTaHHBIX AITOPUTMOB pacueTa HEOMPEIEICHHOCTH, a TaKKe BO3-
MO>KHOCTh ITPUMEHEHHUS 3TAaJOHOB CPAaBHEHUS U CTaHJAPTHBIX 00Pa3IOB IJIs MPOBEACHUS BbICO-
KOTOYHBIX U3MEPEHUM MOATBEPXkKACHA UX ucnoab3oBanueM Ha I'OT 176 u I'BOT 196-1 npu yua-
CTUU B MEXKJIYHAPOAHBIX CIMUYCHUSIX:

e B 00JIACTH YUCTHIX BEIIECTB:
— CCQM-P149 «OnpeneneHre YncCTOTH IMHKA, UCTIOIB3YEMOT0 B KAU€CTBE IEPBUYHOTO STAJIOHA
JUTSL OTIPEICIICHUS COJICPIKAHUS IIUHKAY;
— KOOMET 645-RU-14 «IlunotHple caudeHus: B 00JIaCTU U3MEPEHUSI MACCOBOM JIOJIM MEIU U
npuMeceld B OECKUCIOPOIHOM MeHOH KaTanke Mapku KM6 MOO16 st onpenesieHust 9uCTOThI
MEIn»;
— KOOMET 672-RU-15«ITunoTHbIe CIMYEHHUS B 00J1aCTH U3MEPECHUSI MacCOBOM JIOJIH JKejie3a B
YHCTOM JKEJIe3e»;

e B 00JIaCTH PACTBOPOB XUMUYECKUX JIEMEHTOB:
— CCQM-K143 «Cnnuenue kaaruOpOBOYHBIX PaCTBOPOB MEAU, MPUTOTOBIECHHBIX HMIN»;

e B 00JACTH MAaTPUYHBIX BEUIECTB:
— KOOMET 562-RU-12/650-RU-14 «ITunoTHBIE CIMYEHHS B OOJIACTH WU3MEPEHHUS MaCCOBOM
JIOJIM METAJIJIOB B METAJLTYPTUYECKOM IILTAKE;
— KOOMET 618-RU-13 «IIunoTHbIE ClIMueHUs B 00JIACTH 3JIEMEHTHOTO aHAJIM3a COCTaBa CIula-

BOB Ha OCHOBE Niy.

Ilonooicenus, gblHOCUMBIE HA 3AULUNLY

PazpaboTanbl 3TaOHBI CpaBHEHHS B BHJIE YHCTHIX BEIIECTB JJISI XpaHEHUS U Iepeadn
€/IMHUI] BEJIMYHH, XapaKTePU3YIOIUX X cocTaB. Ha 3Toil 0cHOBe mpeiokeHa cxeMa nepeaadn
eaunul BenuuuH oT DC cTaHaapTHBIM 00pas3iiamM pacTBOPOB XUMHUYECKUX HJIEMEHTOB C OTHOCH-
TENFHON CTaHIapTHOM HEONPEIEIEHHOCTRIO OT XapakTepu3anuu Ha yposae (0,05-0,10) %.

Hcnonp3oBanue sl KATMOPOBKH PAaCTBOPOB ATAIOHOB CPAaBHEHHS B BHUJIE YHCTBHIX Be-
IIECTB MIPH aTTECTAIlUH CTaHIAPTHBIX 00pa3IOB MO3BOJISET 00ECTIEYUTh METPOJIOTHUECKYIO TIPO-
CJIEKMBAEMOCTD U MOBBIIIEHUE TOYHOCTU U3MEpEHUH B (2-5) pa3, Korjaa cojiepkaHue OCHOBHOTO
KOMIIOHEHTa B 3TOM YMCTOM BEILECTBE JOCTOBEPHO M3BECTHO >99.9 % c pacumpeHHoi Heomnpe-
neneHHocThio <0,01 %.

[IpuMeHeHne METOOMKHN KOMIApaTUBHBIX M3MepeHui g ycraHoBieHus MX CO pac-

TBOPOB XMMHUECKUX 3JIeMEHTOB npu cpaBHeHUU curHaita ADC-HCII nmo3BoJiseT yMEHbBIIUTh
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CTaHJApTHYIO HeompeaeleHHocTh Tuna A B (5-10) pa3 npu MCIosib30BaHUW BHYTPEHHETO CTaH-
JapTa v Py yCIOBHH BBIOOPA ONTUMATBHBIX [TAPAMETPOB.

[Tpumenenue pazpadboranubix IC MO3BOIMIO co31aTh HOBBIE TUITBI CO cocTaBa pacTBo-
POB XMMUYECKHX 3JIEMEHTOB C aTTECTOBAHHBIMU 3HAUCHUAMHU MaccoBoit gomu (10-10000) e n
MaccoBoii koHreHTpanuy (10-10000) Mr/aM® ¢ OTHOCHTENBHON PACIIMPEHHON HEOIpEIeIeHHO-
cteio (0,2-0,4) % u (0,3-0,6) % COOTBETCTBEHHO.

IlokazaHa aneKBaTHOCTb MOJENU OLEHKHU HeompeaesreHHOCTH CO MHOro3jaeMeHTHBIX
pPacTBOPOB IO MPOLEAYPE MPUTOTOBICHUSI C UCIIOIb30BAHUEM B3BEUICHHBIX OLIEHOK COJIEP>KaHuUs
aTTeCTyEeMbIX AJIEMEHTOB TP U3BECTHOU Macce KOMIIOHEHTOB cMecu. Ha aToit ocHoBe pazpaboTan

1 4 MaccoBoii KOHIIEH-

HOBBIH TUM CO C aTTecCTOBaHHBIMU 3HAYEHUSIMU MaccOBOM 1071 ~100 MITH"
Tpanuu ~100 Mr/aM3 1eBATH XMMHUUYECKHX JIEMEHTOB ¢ OTHOCHTENBHON PACIIMPEHHOH Heonpeie-

nennoctsio (0,3-0,5) % u (0,4-0,7) % cooTBETCTBEHHO

Anpobauus padbomol

OCHOBHBIE Pe3yNIbTaThl M MOJIOKEHUS TUCCEPTALUU J0JI0KEHBI U 00CykIeHbl Ha Bce-
poccuiickoif KOH(EepeHLMH MO aHATUTUYECKOW CIEKTPOCKOIHUHM C MEXIYHApPOAHBIM Yy4acTHEM
(r. Kpacuomap, 2012 r.), MexayHapoJHOM Hay4yHO-TEXHHYECKOM ceMUHape «Maremaruyeckas,
CTaTHCTUYECKasi M KOMITbIOTEpHAs MOACPKKA KaUeCTBa U3MEPEHUI. ATTecTalus IPOrpaMMHOTO
oOecniedeHus, ucnoib3yeMoro B merposiorun» (r. Cankr-IlerepOypr, 2012 r.), MexnyHapoaHoi
Hay4YHO-TIpaKTHUeCKo KoH(pepeHMH «V3MepeHus: cocTosiHue, MepCcreKTuBbl pa3BuTus (T. Ye-
as106uHCK, 2012 r.), MexnyHapoHOH HayyHO-TIpakTudeckoil koHpepeHmu «M3mepenus. Kaye-
ctBO. besomacHoctb» (ExatepunOypr, 2012 r.), 1-ii MexayHapoaHON HaydHOM KOH(EpEeHLIHU
«CrannapTHble 00pa3lbl B U3MEpEHUsX U TexHonorusax» (r. ExarepunOypr, 2013 r), Bropom
cbeszie aHanuTukoB Poccun (1. MockBa, 2013 r.), IV-it MexnynapoaHoit koHdpepenunu «TexHu-
yeckas xumus. OT Teopuu K npaktuke» (1. [lepms, 2014 r.), I1-it u I1l-it Mexxgynapoanoit HayuHO-
TEXHUUYECKON KoH(pepeHuuu «Metposorus (pU3MKO-XUMHUYECKUX H3MepeHui» (r. Menneneeso,
2017 r. m 2018 1.), IlI-it MexxmynapoaHoii HayuHOU KoH(pepernnn «CTaHnapTHeIe 00pa3Ibl B U3-
MepeHusx U TexHonorusix» (ExarepunOypr 2018 r.), MexyHapoaHOH Hay4HO-TEXHHUYECKOU

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

Ilyoauxkauuu

ITo marepuanaMm auccepTallMOHHOM paboThl omybiaukoBaHo 20 paboT, B TOM yHcie: 5

cTaTeil B BeIyILINX PELEH3UPYEeMbIX HAyUHbIX XKypHaiax, pekoMmeHaoBaHHbIXx BAK misa my6nuka-
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IIUM OCHOBHBIX HAyYHBIX PE3YJIbTATOB; 2 CTaThU B COOPHUKAX TPYAOB MEXIYHAPOAHBIX KOH(e-
PEHIHIA; 2 Te3uca TOKIaI0B Ha pOCCUUCKHX U 10 Te3UCOB JOKIIAI0B HA MEKAYHAPOIHBIX KOH]E-

peHLMsX, a Tak ke 1 nokymenTe mno crangapruzauuu (MU 3560).

Juunstit éxn1a0 aemopa

[IpoBeneHue M3MEPEHUM METOAOM ATOMHO-IMUCCHOHHOM CIIEKTPOMETPUM C HHIYK-
TUBHO-CBSI3aHHOM IJIa3MOM, B TOM YHCJI€ ITPU Pa3pabOTKe U UCTIBITAHUAX CTaHJIAPTHBIX 00pa3LoB
pPAacTBOPOB JEBIATH XUMHUUYECKUX 3JIEMEHTOB; IUIAHUPOBAHHUE 3KCIIEPUMEHTOB M 00paboTKa U3Me-
pUTEIbHON MH(pOpPMAIMH, TTIOTYYEHHOW METOJIaMU MAacC-CIIEKTPOMETPUN C WHAYKTUBHO-CBSI3aH-
HOM IUIa3MOU 1 BBICOKOTEMIIEPATYPHOU IKCTPAKIIMHU B HECYLIEM ra3e [l OLEHKU MacCOBOU JOJIN
OCHOBHOT'O KOMIIOHEHTa B JTaJOHaX CPAaBHEHHUS B BUJE YUCTBIX BEUIECTB, UX OJAHOPOIAHOCTH U
XapaKTEPUCTUK TOYHOCTU OCYIIECTBIEHBI aBTOPOM JINYHO. ABTOP HENOCPEACTBEHHO y4acTBOBAJ
B MU3MEPEHUAX IIPUMECEN a30Ta, KUCIOPOJa, BOJOPOAA, YIIEPOAa U CEPhl B MAaTEpUAIIe dTaIOHOB
CpPaBHEHHs B BUJIE YHCTHIX BELIECTB METOJAAaMHU BOCCTAHOBUTEIBHOTO U OKHUCIIUTEIIBHOTO TIABIIE-
HUs. B paboTax, omy0IMKOBaHHBIX B COAaBTOPCTBE, JTMYHBINA BKJIAJ aBTOPA B PABHBIX JOJSAX C CO-

aBTOpaMMu.

Cmpykmypa u 06vem ouccepmayuu

JuccepraiioHHast paboTa COCTOUT U3 BBEJCHMS, YETHIPEX IJ1aB, MPHIIOKEHHSI, BHIBOJIOB
U CIIMCKa JINTEpaTyphl, BKItoUaromero 96 6ubdanorpaduueckux cebuiok. Pabota usnoxxena Ha 133

CTpaHMIIAX TEKCTa, CONEPKUT 53 TabnuIbl U 38 pUCYHKOB.
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1 O0630p auTepaTypsbl

YucroTa BEIIECTB ABJISAETCS TIIaBHBIM [TapaMeTPOM, Ha KOTOPBIA HEOOXOIMMO 00paTuTh
BHMMAaHHUE MIPU UCCIIEIOBAHUM UX CBOWCTB. DTO TeM GoJjiee BayKHO KOT/Ia pedb UJIET 00 UCIOJIB30-
BaHHMHU YMCTOTO BEIIECTBA KAK HEKOTOPOTO MPHOIMKEHHSI K IPOTOTUITY MOJISL, T.K. TOJIBKO 3Ta €11~
HHIIA U3 CEMH OCHOBHBIX B MexayHapoaHoi cucreme eaunuil (cuctema CH) He mMeeT CBOEro
stanoHna [3].

B aTOM CMBICIIE BaXKHOW HAy4HOM 3a/1aueii SBJISETCS BCECTOPOHHEE M3YUCHHE YMCTHIX
BEILECTB U MX MPAKTHYECKOTO MPUMEHEHHS B KAYeCTBE 3TAIOHOB CPABHEHHUS B METPOJIOTHYE-

CKHX paboTax ¥ aHAIUTUYECKON XUMUHU.

1.1 OG630p npuMeHsieMbIX METO0B U3MePEHHIT XMMHY€CKOI0 COCTABa

B HacTos1ee BpeMs Ui H3MEPEHUI COCTaBa BEILIECTB Yalle BCETO UCIOJIb3YIOT METO/IbI
aTOMHO-a0COpOIIMOHHOM, aTOMHO-IMUCCHOHHON M Macc-criektpomerpun. bapanosckas B.b. B
cBOei paboTe mokaszayia paclpoCTPaHEHHOCTh 3TUX METOOB ITyTEeM aHaJIU3a CYIIECTBYIOIINX J0-
KyMEHTOB B 00J1aCTH cTaHaapTu3anuu [4, C. 43], rae criekTpaibHble METOIbI VIS aHATIHM3a YUCTHIX
BELIECTB MIPE/ICTaBIIEHBI OoJiee ueM B 35 10KyMeHTax.

B nacrosmelr pabore OynyT paccMaTpHBaThCA pe3yIbTaThl U3MEPEHUM, MOIYYCHHBIC
aTOMHO-’MHUCCUOHHOW U Macc-CIIEKTPOMETPHUEH, KaKk B3aMMOAONOIHSIONIUE B IJIaHE AUANIa30HOB
U3MEPEHU M pealu3ylollue pa3InyHble CIIOCOObI 00ecreYeHns MPOCIeKUBAEMOCTH KOJIMYe-
CTBEHHOT'O XMMHUYECKOI'0 aHaAJIN3a.

OTH METOABI SIBISIIOTCSI OCHOBOH «l 0CY1apCTBEHHOTO BTOPHUYHOTO 3TAJIOHA €ANHMIL Mac-
COBOI1 J10JTM, MaCCOBOM (MOJISIpHON) KOHLIEHTPAIIMK METAJIOB B KHUJIKHX U TBEP/bIX BELIECTBAX U
marepuanax ['BOT 196-1-2012 [5], u npu 3TOM He SBIASIOTCS aOCOTOTHBIMU (TIPSIMBIMH), & Tpe-
OyroT KaOpoBKH 10 cTaHaapTHBIM oOpasmnam (CO) cocTtaBa BEIIECTB ISl YCTAHOBJICHUS 3aBU-
CHUMOCTH BBIXOJIHOTO CUTHAJIa COOTBETCTBYIOIIUX CPEJICTB U3MEPEHHM OT COJIepKaHuUs OTIpeaes-
€MOr0 KOMIOHEHTA. AGCOIIOTHBIM )K€ MOXKET CUUTATHCS METO/I, peaIn3alysi KOTOPOTro MO3BOJISET
NPOU3BECTH N3MEPEHHE (PU3MUYECKOI BETMYMHBI 0€3 CCHUIKH Ha TaJIOH 3TOW BENUYWHBI [6], nim,
Kak B JaHHOM ciiydae — CO.

Tak, KoHCynbTaTUBHBIA KOMHUTET 10 KOJIMYECTBY BEIIECTBA OINPEACIAET «IIEPBUYHBIN
METO/I H3MEPEHHsI KaK METO/], IMEIOINI HAMBBICIIINE METPOJIOTHUECKHE CBOWCTBA, MOJIEIh (Ma-
TEMaTUYeCKOe ypaBHEHUE) U pealn3alns KOTOPOro MOJHOCTHIO ONKCAHBl U IOHSATHI B TEPMUHAX
enuann cucremsl CU» [7,8] n, mOMIUMO POYNX, OTHOCUT KYJOHOMETPHIO K NMEPBUYHBIM a0CO-
JIOTHBIM METOJIaM, & TUTPUMETPHUIO U MACC-CIIEKTPOMETPUIO C U30TOIHBIM pa30aBIeHUEM K OT-

HOCHUTCIIBbHBIM IIEPBUYHBIM MCTOAAaM.
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Kynonomerpuueckoe TUTpoBaHHE, KyJOHOMETPHUS C KOHTPOIUPYEMBIM MMOTEHIIMAIOM U
Macc-CIIEKTPOMETPUSL COCTAaBIISIIOT OCHOBY «l'OCYyIapCTBEHHOI'O MEPBUYHOIO ATAJIOHA E€IMHHIL
MacCOBOH JI0JIM U MAaCCOBOM KOHIICHTPALIMU KOMIIOHEHTA B )KUJAKUX U TBEP/bIX BEIIECTBAX U Ma-
Tepuaax Ha OCHOBE KyJIOHOMeTprudeckoro tutpoBanus I'DT 176» [9]. DToT sTamon BocrpousBo-
JUT COOTBETCTBYIOIINE €IUHUIIBI BEIHUMH, KaK y>K€ OTMEUEHO, 0e3 CChUIKM Ha €IMHUIbI BEJIH-
YUHBI TOTO € POJia U MepeIaeT pa3Mep BEIUUYHUHBI TAJIOHAM CPaBHEHMSI, CTAHIaPTHBIM 00pa3laM
Y BTOPUYHBIM 3TAJIOHAM COIJIACHO TocyaapcTBeHHO# nmoBepounoii cxeme (I'TIC) [10,11]. Uckiro-
YEHHEM SBJIETCS TOJIBKO YCTAaHOBKA, pEeaTU3yIoIllas METO]l MacC-CIIEKTPOMETPUHN C UHIYKTUBHO-
CBSI3aHHOM IJIa3MO#1, KOTOpasi UCIOIb3YeTCs AJISl ONpeIeIeHUs] MaCCOBOM JTOJIM MMPUMECHOTO CO-
CTaBa METOJIOM J100ABOK M METOJOM H30TOITHOTO pa30aBieHUs. JTa YCTAHOBKA MO3BOJISET HC-
nosb30BaTh cxemy «100 % MuHyc cymma npumecein» [12,13].

U 3TaioHbl CpaBHEHHUS B BUJIC BBICOKOUHUCTHIX BemecTB [14], Haxomsiiuecs B moJje mnep-
BUyHOrO 3Tanona cornacHo ['TIC, u crannapTHbie 00pa3iibl ABISIOTCS CPEACTBAMHU NIEpeIaun e/11-

HUII BEJINYUH, XapaKTEPU3YIOINUX XUMUYECKUNA COCTAB.

1.2 Awnamm3 CPEaACTB nmepeaavuu €AUHUIl BCJINYUH, XapaKTCPU3yOIHUX XMMHYECKHI cocTaB

Ilepenaua equMHULIBI BETUMUYUHBI (T.€. IPUBEIEHUE pa3Mepa BEIUUYMHbI, XpaHUMOHN cpel-
CTBOM M3MEpPEHUH, K €AUHUIE BEIMYHUHBI, BOCIPOM3BOIMMON WIA XPaHUMOW ITAJIOHOM JTaHHOU
€MHMIIBI BEJIMYMHBI WM CTaHAAPTHBIM 00pa3lioM) B KOJMUYECTBEHHOM XMMUYECKOM aHAIIU3€ 10
CYTH SIBJIIETCSI YCTAHOBJIEHHEM KaJMOPOBOYHOM 3aBHCHMOCTH BBIXOJHOI'O CUTHajla aHaJIMTHYe-
CKOro mpubopa oT coAep KaHusi XUMHUECKOTO 3JIeMeHTa (WM KOMIIOHEHTa) B CTaHAAPTHOM 00-
pasue (CO). Takue CO MOXHO pa3aAeauTh Ha 2 OOJIbIINE KaTErOPUH MO MPU3HAKY arperaTHoro
COCTOSIHHMS.

K ycnoBHoi1 nepBoii kareropuu oTHocsATCs Marpudble CO, MaTepuan KOTOPBIX Yalle
BCET0 MPEJCTABIAIOT cO00M MOHOJIUT WJIM MOPOIIOK (CTPY*kKY). HekoTopast yacTe U3 HUX B OC-
HOBHOM IIp€JHAa3HAYEHa ISl KOHTPOJISI Ka4eCTBA U3MEPEHUN B COOTBETCTBUU C OINPEACIICHHON
HOMEHKJIATYpPO! METOAUK U3MEPEHUN, M 4aCTO aTTECTOBAHHBIE 3HAYECHHUSI COJIEPKaHUS KOMIIOHEH-
TOB OIPEENCHBl MEKIa00paTOPHBIM SKCIIEPUMEHTOM, a 3HAUYUT MOT'YT UMETh HEU3BECTHOE CMe-
mieHne. Takue CO MOTyT OCyIIECTBIATH Nepeiady €IUHHUIbI BEMUYUHBI, OTHAKO CIIEKTP IPUMeE-
HEHUS UX B TAKOM KauyecTBE OUEHb Y3KUW (HampuMep, I IMIUPUYECKUX METOJUK U3MEPEHU).
Jpyras 4acTpe U3 3TON KaTeropuu npeacTapisieT co00il MOHOIUTHBIE 00pa3Ibl CILIABOB WM T.1II.
U HENOCPEJICTBEHHO MpeIHa3HaueHa JJs KaJHMOpPOBKM aHAIMTUYECKUX MPUOOPOB — HANpPHUMED,
PEHTIeHO(IIYOPECLEHTHBIX MM AaTOMHO-IMHUCCHOHHBIX CIIEKTPOMETPOB C AYTOBOW M HCKPOBOM

noHu3anue. AtrrecroBanHbie 3HadeHUs 3THX CO mosydeHsl OO0 MyTeM MexiIabopaTOpHOTO
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JKCIIEPUMEHTA, JINOO C MPUMEHEHUEM CTaH/IaPTU30BAHHBIX MJIM aTTECTOBAHHBIX METOJUK HM3Me-
penuil. [IpociexrnBaeMoCTh aTTECTOBAHHBIX 3HAYEHHUM JJa)Ke B IIOCIIEAHEM Cllydae HE BCeraa oue-
BUJTHA 1 MOXET OBITh ycTaHOBIIeHA ¢ ToMOIIbi0 CO pacTBOpOB XUMHUYECKUX d1eMeHTOB uiu CO
B BUJIC YUCTBIX XUMHUYECKHX BEIIECTB, KOTOPHIE B CBOIO OUYEPEb IPOCICKUBAIOTCS K IEPBUYHBIM
METOJIaM Ha OCHOBE KYJIOHOMETpUH, peanin3oBaHHbIM Ha ['DT 176. Takue CO MOKHO OTHECTH KO
BTOpPOIl YCIIOBHON KaTEropuM — pacTBOPHI BEIIECTB, T.K. Aaxke eciu ucxogqHo CO Moxer npea-
CTaBJISITh COOOW YHCTHIN METAJI WM COJIb, €r0 MPUMEHEHHE CBSI3aHO C MEPEBOJIOM B PaCTBOP.
Hanee 6ynem paccMmarpuBaTh CO HMEHHO pacTBOPOB XMMHUECKUX IJIEMEHTOB, T.K. UX OCHOBHOE

Ha3HaA4YCHUE — NE€p€aada CAUHNIbI BEIMYUHEBI ITPpHU KaJ'II/I6pOBK€ aHAJIUTHYCCKOM alaparypa.l.

1.2.1 CranagaptHble 00pa3ubl PACTBOPOB XUMUYECKHX 3JIEMEHTOB

Cpenu yrBepxkieHHbIX THIIOB CO pacTBOPOB XUMHUECKUX 3JIEMEHTOB OOJIBIIYIO YacTb
3annMaroT CO, BBIITyCKaeMble B CTEKJISTHHBIX aMITyJIax ¢ HOMUHAJIbHOW MacCOBOM KOHIIEHTpAIeH
metamna 1 r/ame u oTHOcHTenbHO# morpemHocThio 1 % [15].

B pa6ore [16] chopmysnrpoBaHbl OrpaHHYCHHS MTPH MPUMEHEHUH TAaKUX CTaHIAPTHBIX
00pa3uoB. Cpeay HUX MOYKHO OTMETHUTD CIIEYIOIIHE:

— OTHOCHTEJIBHO HU3KAasi TOYHOCTh aTTECTOBAHHOTO 3HAYCHUSI, KOTOPasl, KaK IMPaBHJIO, COCTABIISICT
He Menee 1 %;

— COJIep)KaHHUEe aTTeCTyeMOT0 KOMITOHEHTA BBIPAKEHO B €IMHUIIAX MACCOBOM KOHIIEHTPAIIMHU, YTO
HE M03BOJISIET UCIIOIb30BaTh BECOBOI METO/] pa30aBiieHHs STUX PACTBOPOB;

— YIIaKOBKa CTaH/JapTHO 00paslia MOXKET HETAaTHBHO CKa3bIBATHCS HA MPUMECHOM COCTaBE pac-
TBOpA, T.K. IEpe/lacT HEKOTOpoe KoanuecTBo npumeceit B marepuan CO;

— marepuait CO 3a4acTyro UMEET B CBOEM COCTaBE HEOOIbIIINE KOJTUYECTBA PA3IMUHbIX IPUMECEH,
YTO OTPAHUYMBAET BOZMOXKHOCTH TIPUTOTOBJICHUSI MYJIbTUIIIEMEHTHBIX KaJTHOPOBOYHBIX PACTBO-

pOB.

ABTOpPBI OTHON 3 MOCIEIHUX PadOT MOCBAICHHBIX CO3JaHUIO CTAaHIAAPTHBIX 00pPa3IloB
pPacTBOPOB XUMHUYECKUX 3JIEMEHTOB [17] mpeiaratot psija crmocoO0B 1T MUHUMH3AIMN OTHCaH-
HBIX HEJOCTAaTKOB!

— arrecroBaHHoe 3HaueHre CO BBIPaKEHO B €IMHUIIAX MACCOBOM J10J1H;

— B nacnopre CO npuBeseHa MIIOTHOCTh PaCTBOPA U IaHHBIE O IPUMECHOM COCTaBE.

BMmecTe ¢ MOn0OXKUTEIbHBIMU TEHACHITUSIMU ABTOPBI [17] HC NPCJIOKUIIN MMOBBINICHUC
TOYHOCTH CTAHAAPTHBIX O6p3.3LIOB, B 4aCTHOCTH, U3-3a Me)KBK3eMHJ'IHpH0ﬁ HCOAHOPOAHOCTH, CBA-

3aHHOM ¢ TIporeaypoi (pacoBKH B CTEKJITHHBIC aMITYJIbI U C CAMOM Tapow.
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ABTOpPOM HacTOSIICH pabOTHI COBMECTHO C KOJUIEraMu B cTaThe [16] ObLIn mpeamokeHbl
HWHBIC BAPpHUAHTBI YIIAKOBKH, KOTOPBIC, OAHAKO, HC HAIIJIM IUPOKOI0 MPUMCHCHUS BBUAY HU3KOI'O
KauecTBa MaTepuaa MOJIUIPONUICHOBBIX Ty0. [Ipobiema 3akitouaeTcsi B TOM, 4TO 3HAYUTEIbHAS
4acTh Ty0 UMEET HEOTHOPOIHYIO TOJIIMHY CTCHOK, U B Ty0aX C TOHKMUMH CTCHKaMU CTaOUIIbHOCTD
pacTBOpa pe3KOo CHUIKAETCS, YeTO He ObUIO OOHAPYKEHO B MMJIOTHBIX HCCIICIOBAHUSX. Y UUTHIBAS,
YTO XapaKTCPUCTUKHU CTa6I/IJ'IbHOCTI/I CO saBisroTcst OIHHUM M3 OCHOBHBIX HCTOUYHHUKOB HCOIIPCIAC-
JICHHOCTHU aTTECTOBAHHOTO 3HAYCHUS, UCCIIEIOBAaHUE CIOCOO0B (haCOBKU U U3YUCHHE TAPHI SIBJIS-
€TCsl OJJHUM M3 OCHOBHBIX HAlpaBJICHUH MpH pa3padoTke u npousBoactBe CO pacTBOPOB XUMHU-

YECKUX 3JICMCHTOB.

1.2.2 Ywucrble Bewecrsa

YucThle BEIIeCTBa MCIOIb3YIOTCS B aHAJMTHYECKONW XUMHHU B BHJE UX pacTBOpoB [12]
JUTSL YCTAHOBJICHUST KaTMOPOBOUHBIX 3aBucumocteit [4,18,19]. Uncrora MaTepuana wuiu, mo-apy-
romy, MaccoBas 10151 ocHoBHOTO KommoHeHTa (MJIOK), siBisieTcst OCHOBOM /1J1s1 IPOCIIEKHUBAEMO-
CTH U3MEPEHUI COCTaBa BELIECTB U MaTEPHUAJIOB.

HccnenoBanus 4uCTOTHI BEIIECTB HY>KHBI B METPOJIOTHYECKON MPAKTHKE, T.K. OOJIBIINH-
CTBO JIOCTYIHBIX MaTEpHUajOB HE COMPOBOXKAAIOTCS JAHHBIMU O MOJTHOM IIPUMECHOM COCTaBe, a
JUIIH TAHHBIMUA O HEKOTOPBIX TEXHOJIOTHUYECKUX MPUMECSX.

[Ipu ncnonp3oBannu YB HyKHO NpeKae BCETO ONPENEIUTD LEIH U UCXOI U3 3TOTO OIle-
HHUTb JOCTATOYHBIH YPOBEHb YHCTOTHI. ABTOPHI CTaThH [12] mpeaararoT orieHUuTh coepxkanue 91
MPUMECH ISl OLEHKH MOJIHOTO MPUMECHOTO cOocTaBa. Takol MOJAX0/ JAeNaeT MPoLeAypy OLIEHKU
MJIOK HamMHOro J10poke B CPAaBHEHUH C MPSIMBIM CITIOCOOOM, XOTSI M PUBOJUT K JIYUIIHM MOKa-
3arensiM TouyHocTH. ClieJoBaTeIbHO, HY)KHO ONPENENIUTh TOCTATOUYHbIN YPOBEHb TOYHOCTHU IS
npaktiku [19].

B oreuectBeHHOM nokymente [13] qaHbl pekOMEHIAIMN KacaTeabHO BEIOOpA U XapakTe-
pHU3alUU YUCTHIX BEIIECTB. JTU MOJX0/IbI OCHOBaHbI Ha MEXIYHAPOJIHOM OIMBITE B 00JIACTH MET-
postoruu 4ucThIX BernecTs [20,21] u mpuMeHsIICS cpa3y HECKOIbKUMH YYACTHUKAMH B CIIMICHUSIX
CCQM-P107.1 «Purity of Zinc with respect to six defined metallic analytes» [22], CCQM-P149
«Purity determination of zinc to be used as primary standard for zinc determinationy [18] (npen-
CTaBJIEHBI PE3YJbTATHI, MOTyYeHHbIE KOCBEHHBIM criocobom) 1 COOMET 645/RU/14 «Ilunot-
HBIE CIIMYEHUS B 00JIACTH U3MEPEHUST MACCOBOM JIOJIM MEIM U TpUMecel B OECKUCIOPOTHON MeI-
HOH karanke Mapku KM6 M0016 anst onpenenerus yuctotel Meau» [23] (mpeacraBiieHbl pe3yiib-
TaThl, TOMyYE€HHBIC KaK MPSMBIM, TaK KOCBEHHBIM CIIOCOOAMH).

B pa6orax [20,24] moka3aHo, 4TO BEICOKOYHCTBIE MaTepHaIbl MOTYT BBICTYIIATh B Kade-

CTBE MaTEepUAIBHOW peann3aluy eIUHUIIBI MOJIsT B MEeXIyHapOIHON CHUCTEME €IMHHMI] BEJIMUYNH
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(SI), a ux TpaBMMETPHUYCCKH MMPUTOTOBICHHBIC PACTBOPHI SBJISIOTCSA MEPBUYHBIMH KaTHOPOBOU-
HBIMH PACTBOPAMHU M MOTYT IPUMEHSATHCS B MHOKECTBE METOJIOB KOJTMUECTBEHHOTO XHMHYECKOTO
aHanmu3a. Mimest 1ocTaToyHO OOJIBIITYIO KOJUICKIIMIO YUCTBIX BEIIECTB, Pa3yMHO HCIIOJIb30BaTh UX
pactBopsI (primary calibration solution o [20]) mwis xapaktepu3zaiuu CO pacTBOPOB JIEMEHTOB
(secondary calibration solution mo [20]) MmeTogoM BBICOKO3(h(HEKTHBHON CIIEKTPOMETPUU C MH-
JTYKTHBHO CBSI3aHHOM IUTa3MO# BBUY BBICOKOM mperu3noHHOCTH [25,26]. [Ipu 3TOM, yuuThIBas,
YTO OTHOCHUTEJIbHAS paClIMPEHHAsi HEONPEIeICHHOCTh MAaCCOBOM JIOJIM OCHOBHOTO KOMITOHEHTA B
pactBope uncToro Beuiecta oyzaer nopsiaka 0,05 %, oTHOCUTeNbHas paciipeHHast HeOIpe1eeH-
HOCTBb MaccoBOi#i goym 3toro kommnonenta B CO Oyxet mopsaka (0,1-0,5) % B 3aBUCHMOCTH OT €r0
CTaOMIIBHOCTH WJIM HAa3HAYEHHOTO CpoKa rogHocTH [27]. Takum 0Opa3om, MOKET OBITh peain3o-

BaHa cxema obecrieueHus npociexnaeMocTd CO MOHORJIEMEHTHBIX PacTBOPOB.

1.3 OcHoBHBIE CNIOCOOBI XapaKTepPU3alMU CTAHJIAPTHBHIX 00Pa3II0B U YMCTHIX BElIECTB

Jliis yka3aHHBIX paHee MMeJiei MOYKHO BBIICITUTEH TPH OCHOBHBIX CITOCO0A XapaKTepu3aluu
CO u uncTHIX BemecTs”.

1. 3mepenue cojiepkaHust aHAIUTA MPSIMBIM CIIOCOOOM C UCTIOIh30BAHUEM MIEPBUYHOTO
merona. Janee (1. 1.3.1) npuBeeH alrOPUTM IPAaBUMETPUYECKOTO TUTPOBAHUS, KOTOPBI MTO3BO-
JSIET TOJTy4YaTh PE3yabTaThl C OTHOCUTEIHLHONH CYyMMapHOU CTaHAApPTHOM HEONPEIEICHHOCTBIO OT
xapakrepu3saruu (0,1-0,3) % [13,28].

2. PacueTHO-3KCIIepUMEHTANIbHAS TIPOIEypa MPUroToBieHus: marepuana CO w3 yu-
CTOTO XUMHUYECKOTO COCTUHEHUS C M3BECTHBIM CojiepkanueM ananuta. Jlanee (. 1.3.2) npuseneH
OCHOBHOM aJITOPUTM OILIEHKH YUCTOTHI 110 cxeme 100 % MuHyC cymMa mpuMeceil 1 alropuT™ pac-
YeTa Mo MpOoIeaype TPAaBUMETPHUYECKOTO TPUTOTOBIICHHS pACTBOPA. DTOT MOIXO/ ITO3BOJISIET 110~
Jy4aTh Pe3yJbTaThl C OTHOCUTEIILHOW CYMMAapHOW CTaHIApTHON HEOMPEICICHHOCTH OT XapaKTe-
pusanuu nopsiaka 0,05 % [27].

3. 3mepenue cosiepikaHusi aHATMTa KOCBEHHBIM criocooom. [anee (. 1.3.3) npuseneH
ITOPUTM KOMIIAPATHBHOT'O METO/a BBICOKOA((GEKTHBHOMN CIICKTPOMETPHHU C HHAYKTHBHO CBSI3aH-
HOU IJ1a3MOM, KOTOPBIH MO3BOJISIET IPOBECTH U3MEPEHUS C BBICOKOU MPEIIM3HOHHOCTHIO (TIOPSIIKA
0,01 % oTH.), a cyMMapHasi CTaHAapTHAsE HEOTPEACICHHOCTh U3MEPEHUIT 3aBUCUT OT BHIOPAHHOTO

obpasma st KaTnOPOBKH.

4 Jlanee paccMOTPEHBI METO/IBI, 33/1eHiCTBOBAHHBIE B JaHHOI paboTe npu nccnenosanuu DC u CO u/uimn peanrn3oBaH-
ueie B ['BOT 196-1.
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1.3.1 TIIpsmoii cnocod usMepeHnii MaccoBOM 10/ OCHOBHOTO0 KOMIIOHEHTA

MeTo 1 rpaBUMETPUYECKOT0 THTPOBAHHUS OCHOBAaH Ha 00pa30BaHUU KOMILJIEKCHBIX COE/TH-
HEHHil KATHOHOB METAILIOB TpHiIoHoM b Me?* + H2Y? = [MeY]? + 2H*» [29,30].

MaccoByro JI0J10 aHaJIMTa MOKHO OIPEACTHTh IByMs criocobamu [29]:
— IpsIMOE TUTPOBAHKE PACTBOPOM TpuiioHa b;
— 00paTHOE TUTPOBAHKE, TP KOTOPOM U30BITOK TPHIOHA b OTTUTPOBBIBAIOT PACTBOPOM CI1aOOTO

KOMHJ’ICKCOO6paSOBaTeJ'IH KOMIIOHCHTA.

MaccoByto 05110 HOHA MeTalljia B pacTBOpe (®, MI/T) BRIYUCISIOT 10 (hopmyrnam:

_ My Ay (Mmyz—my1)-M

P My-myom; ' (1)
my-Ay'M s b . Mk
W, = — m; —my - —¢), (2)
My myo mq mk
rme m,, — macca Tpuiona b, r;

A, — aTTeCTOBAHHOE 3HAYEHUE MACCOBOM /10111 TpUiloHa b, %;

M,,=372,2369 — monspHnas Macca Tpuiona b, r/mons [31];

M — MonsipHAsi Macca OIpeIeIIeMOro KOMIIOHEHTA, T/MOJTb,

m,,o — Macca pactBopa Tpuiiona b, r;

M,q ¥ M,,; — MACCHl PacTBOpa TpUIIOHa b, COOTBETCTBYIOMIME MEPBOM U BTOPO TOUKaM
HKBHUBAJIEHTHOCTH, T;

m, —Macca pacTBOpa aHalluTa, J00ABICHHOTO MOCIIe PETUCTPALIUU TIEPBOTO MTUKA Ha KPU-
BOIl TUTPOBaHM, T;

m, — Macca OIpeIeIeMOro KOMITOHEHTA, T;

my u mg’, — Macchl pacTBopa TpuioHa b, B mpobe 1 xoa0cToi npode, COOTBETCTBEHHO, T;

m,sc u m,lé — MaccChl pacTBOpa KOMHJ'IGKCOO6pa3OBaTCJI}I, IIpU TUTPOBAHUU Hp06BI " XO0JI0-

CTOMU MPOOBI, COOTBETCTBEHHO, T.

1.3.2 KocBeHHBbIi cri0co0 onpejiesieHUsi MAacCOBOI 1014 OCHOBHOI'0 KOMIIOHEHTA

Jlnst onienku MJIOK moryT ObITh HcTioNb30Banbl hopmyisl [13] (moapoOHee B 1. 2.2):

B B n B r L
w=100 §H X §j_l > 3)
3-5(BV),
T 4)

j

7
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Uk=2)=ku, =2-u, =2 ZU(xi)2+%Zyjz ‘)
i1

i=1
rie X; — pe3yJabTaT U3MEPEHUsI MACCOBOH J10J1H I-if 00HapyXeHHOH npumMecH, %;

N — KOJIMYECTBO OOHAPYKECHHBIX MTPUMECEii;

yj — nipezien oOHapy kenus j-i npumect, %o;

7 — KOJIMYECTBO MPEJICIIOB OOHAPYKEHHS;

b; — k03 puLrenT HaKIOHA TPajlyMPOBOYHOM XapaKTEPUCTUKHU I |-H IpUMecH;

S(BV); — cTanapTHOE OTKIOHEHHE PE3YIBTATOB M3MEPEHMH, MOIYYEHHOE HA (POHOBOM
pacTBope 11l j-it npuMecH;

u(x;) — cTaHAapTHAs HEOIPEICICHHOCTh U3MEPEHHIA I-ii ipuMecH, %o;

Yj . .
u(y;) = JT — CTaHJapTHas HEONpeAeNEHHOCTh U3MEPEHUI MPeIeNIoOB OOHAPYKEHHUS |-

it mpumecu, % [13].
[pu 3ToM n + r He MeHee 91 ISl YUCTHIX METAUIOB U MOXKET OBITh MEHBIIIE IS CONIEH

" OKCHUJO0B HAa TO KOJIMYCCTBO 3JIEMCHTOB, KOTOPBIC BXOIAT B COCTAB UCCIICAYEMOI'O BCIICCTBA.

MaccoBy0 710110 OCHOBHOTO KOMITOHEHTa B PaCTBOPE PacCUUTHIBAIOT 10 opmyiie [27]

(8- )

X = Kstap * Knomo * Kevap | wo + D ’ (6)
(B2 _ 1
mr (g2 =1)
Pn
rae Kstab» Knomor Kevap — K03QOUIMEHTBI, CBSI3aHHBIE C BPEMEHHOW CTAOMIIBHOCTBIO, C OJ1-

HOPOJIHOCTBIO M C BO3MOKHBIM HCITAPEHUEM PACTBOpPA B IMPOIECCE MPHUTOTOBJICHUS COOTBET-
CTBEHHO (B pacueTax NpUHUMAIOTCS PAaBHBIMU 1, @ UX HEONPEIETIEHHOCTH YCTaHABINBAIOTCS SKC-
MEePUMEHTAIBHO);

W, —MaccoBas JI0Jisi OCHOBHOTO KOMIIOHEHTA B OJIaHKe (B MpUMEpPE HIKE BETUYMHA TIPU-
HsATa paBHOU 0 ¢ HEOMPEIEIEHHOCTHIO B BUJIE Mpeienia OOHApYKEeHNUs);

m,, — Macca HaBeCKH UCXOHOTO MaTepralia (YMCTOro MeTaja);

m, — Macca pacTBopa;

W — MaccoBasi J0JIs1 OCHOBHOTO KOMIIOHEHTA B UCXOJTHOM MaTepHare;

Par Pr» Pn — IIOTHOCTHU BO3AYyXaA, paCTBOpPA U UCXOAHOI'0 MaT€purajia COOTBETCTBEHHO.

1.3.3 KomnapaTuBHbIii c110co0 meperayn eTUHUIBI BeJIMYHHbI

«[lepenaua ennHUIl MAaCCOBOH J10JIM U MaccOBOl (MOJIAPHOI ) KOHIIEHTPAIIUM KOMITOHEH-
TOB Ha TAJIOHE OCHOBAHA HA MCIOJIb30BaHNU BHYTPEHHEIO CTAH1apTa U IPOUCXOIUT IyTEM MHO-
TOKPATHBIX KOMITAPATUBHBIX H3MCpCHHI>'I OTHOCHUTEIbHBIX MHTEHCUBHOCTEH BBIXOJHOI'O CUTHAJIa B

pacTBOpax UCCIEAYEMBIX U KaTHOPOBOUYHBIX 00pa3ioBy [26,16] (moapobuee B 1. 4.1.2).
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OreHKa MacCOBOM JTOJIM 3JIEMEHTA MTPOU3BOIUTCS TI0 popMyIie

Ig 'Ky
w=w,:
T LKy (7
rae Ir 1 la— oTHOCHUTENIbHBIE MHTEHCUBHOCTH aHAJINTA U BHYTPEHHET0 CTaHAapTa B Kalnuopo-

BOYHOM U aHAIHM3HPyeMOM 00pa3iiax COOTBETCTBCHHO;

Kr 1 Ka — k03¢ hUIIHEeHTHI TpaBUMETPHYECKOTO pa30aBlieHHs KAINOPOBOYHOTO U aHAJIH-
3UpPYEMOT0 PacTBOPOB COOTBETCTBEHHO;

Wr — MaccoBas 1011 (MaccoBasi (MOJISIpHAs) KOHIIEHTPAIIUs1) KOMIIOHEHTa B KaJTUOPOBOY-
HOM PacTBOpE, MI/T.

C moMoIIpI0 3TOro OX0/1a MOKHO IepeaBaTh SAMHUILY MaCCOBOM JI0JIM KOMITOHEHTOB

OT KaJIMOPOBOYHOT0 00pasiia pacTBOPY MPOOBI C MOMOIIBIO KOMITAPATOPA.

1.4 O6ecneyeHue MPOCJIE:KNBAEMOCTH

[Ipu ocymiecTBIeHUN XapaKTepHu3alMM KaK CTaHJApTHBIX 0OpaslloB, TaK U 3TaJIOHOB
CPaBHEHUsI HEOOXOUMO MPUIEPKUBATHCS IPUHIMIIOB 00ECIIEUEHUSI METPOJIOTUYECKON Mpociie-
KUBAEMOCTU U3MEPEHUH aTTeCTyeMOM XapaKTepUCTUKHU, T.€. ONPEJEIUTb CBS3b KaKIOH BEH-
YHHBI, BXOJALIECH B ypaBHEHUE U3MEPEHUH ¢ eAMHULIAMH MEKAYHApOIHONW CUCTEMBI [TOCPEICTBOM
ITAJIOHOB ATHUX CIUHHUIL. ABTOPHI [32] paccMaTpuBarOT MPOCISIKUBAEMOCTh U3MEPCHUN B XUMHUH
KOMIUICKCHO ¥ BBIJICJISIOT CIIEAYIOIINE COCTABISIONNE (PUCYHOK 1):

— MPOCJIEKHUBAEMOCTb Pe3yJIbTaTa aHAJIN3a KaK e€ro CBOMCTBO, OJIHO3HAYHO CBSI3aHHOE C HAIHO-
HaJIbHBIM 3TAJIOHOM Yepe3 Hepa3pbIBHYIO JOKYMEHTHPOBAHHYIO LIETIOYKY CIMYEHUH M OCHOBAH-
HOE Ha npociexxuBaeMoctu 3TanoHoB (CO), 060py1oBaHHs U METOJIOB, IPUMEHIEMBbIX /IS MTOJTY-
YEHHUs ITOTO Pe3yJIbTaTa;

— npocnexuBaemMocTs 3TajoHa (CO) kak CBOMCTBO €ro aTTeCTOBaHHOIO 3HAYEHHSI, OJHO3HAYHO
CBSI3aHHOE C HAIIMOHAJLHBIM TAJIOHOM Yepe3 Hepa3phIBHYIO JTOKYMEHTHPOBAHHYIO LIEMIOYKY CIIH-
YEHHI 1 OCHOBAHHOE Ha JJAHHBIX O €r0 XapaKTepu3aluu, CTaOUILHOCTU U OJJTHOPOJHOCTH;

— MPOCIIEKUBAEMOCTb 000PYI0BaHUS B BUJE YIPABJICHUS 3TUM 000pYyA0BaHUEM, BKIIIOUYas Kaauo-
POBKY, HACTPOIKY, TEXHHUECKOE 00CITy)KMBaHHE, PETUCTPALIUIO COCTOSHUS, TIOJIOMOK U T.IL.;

— MPOCJIEKUBAEMOCTh METOJIMK aHAIN3a, KaK CIIOCOOHOCTh ATOM METOAMKH MPEAOCTABIATH MPO-

CIIS)KMBAEMBbIE PE3yJbTaThI MOCTIE COOTBETCTBYIOIICH BaIMIAIH.
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Pucynok 1 — CocTaBisioIiye mpociekKuBaeMOCTH XUMHUECKUX u3Mepenuii [32]

Jlna mpsiMoro crocoba ompezieNieHuss MaccoBOM 1011 ocHOBHOro kommnoneHnTta (MJIOK)
B YHCTHIX BEIIECTBAX METO/IaMH KYJIOHOMETPHUH MPOCIICKUBAEMOCTH 00ECTICUMBAETCS ITyTEM TPH-
MeHeHus 3akoHa Dapajest, TIe MpOoCcIe)KHBAEMOCTh YCTAaHOBIIEHA /10 3HAYeHUs1 KOHCTaHThI Dapa-
nest [33] 1 10 OCHOBHBIX eIUHHMIT — aMIIep, KujaorpaMm U cekyraa [34,35,7] u, B cirydae ¢ rpaBu-
METPUUYECKUM TUTPOBAHUEM, K TUTPAHTAM, OXapPAKTEPU30BAHHBIM a0COIOTHBIM METOIOM.

Uto kacaeTcsi KOCBEHHOTO MOAXO0/a, TO 3/1eCh HEOOXOAMMO YCTAaHOBUTH MPOCIIEKUBAC-
MOCTh uepe3 npuMensiembie CO i1 KaTuOpOBKH Macc-CIIEKTPOMETpa ¢ HHAYKTUBHO-CBSI3aHHOM
wiaszmoit (MC-HMCII) [36]. DTot mporiecc B HEKOTOPOM CMBICIIC UTEPAIMOHHBIN, T.K. OOJIbIIAs
gacTb 3TUX CO nMeeT yCTaHOBIIEHHYIO ITPOCIEKUBAEMOCTh Yepe3 TUTPUMETPHUIO C TPUMEHEHUEM
TUTPAHTOB, oxapakTrepu3oBaHHbIX Ha [ DT 176 no ocHoBHbIX eaunul CU un ¢pyHIameHTalIbHbBIX
KoHcTaHT. OJJHAKO B TE€X CIIy4asX, KOTJia B MaTepuase dTajJOHa CpaBHEHUS OOHAPYKEHO 3HAYH-
TEJIBHOE COJAEpKaHUE MPUMECHOTO 31eMeHTa, CO KOTOPOro He MMEET YETKON MPOCIIeKUBAEMO-
CTH, HEOOXOIMMO YCTAHOBUTH ATY MPOCIECKUBAEMOCTH JHOO MPSMBIM CIIOCOOOM, JTHOO KOCBEH-
HBIM, KOTOPBIF B CBOIO OY€PEIh MOXKET CTOJIKHYTHCS C TI0JIOOHOM MPOOIEMOii.

[IpakTrka TMOKa3bpIBa€T, YTO BO MHOTHX METPOJIOTHYECKU-PA3BUTHIX CTPaHAX HCIOJIb-

3YIOT HEPApPXUUYECKYIO CHUCTEMY JJIsi O0ECTIeUeHUsl MPOCIEKHUBAEMOCTH B XUMHUHU. JTa CHUCTEMa
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OMMPAETCs Ha COTJIAIlIEHUE O B3aUMHOM MPU3HAHUU U3MEPUTETBHBIX U KaTMOPOBOUHBIX BO3MOXK-
HocTel. Mepapxuto BO3IiaBiisseT HallMOHAIBHBIN MeTposiornyeckuii uHctutyT (HMU), koTopsbrit
NEPUOIMYECKU MTOATBEPKAAET CBOU U3MEPHUTEIbHBIC BO3MOKHOCTH ITYTEM YYaCTHsI B KIFOUEBBIX
cmmaennsx noj srugpoi KKKB MKMB. HMU warie Bcero UCmosb3yroT NEPBUYHBIC/BBICOKOTOY-
HBIE METO/IbI JJIs1 XapaKTepHU3aI[uH EPBUYHBIX CTAHAAPTHBIX 00Pa3lIoB M CTaHAAPTHBIX 00Pa31IoB
B BUJIE MOHO- WJIM MYJIBTUJIEMEHTHBIX pacTBOPOB. C MOMOIIBIO ATHX 00pa3lioB MPOUCXOINT Tie-
pelava eMHUIIBI BETMYUHBI KOMMEPUYECKUM TPOU3BOIUTEINSAM CTaHIAPTHBIX 00pa3IoB U KOHEY-
HBIM I10JIb30BATEISAM

CIHIA 110 3T0ii cxeme pa3paboTaHbl cTangapTHbIC 00pasubl SRM cepun 3100 [37], ko-
TOpBIE TOCTABJIAIOTCS B BHJE MOHOZJIEMEHTHBIX PAaCTBOPOB YHCTBHIX METAUIOB MJIM MX COJIEH B
BOJIHBIX PacTBOpPax HEOPraHMYECKUX KUCIOT. TOYHOCTH 3TUX 00pa3IoOB XapaKTEePU3yeTcs OTHO-
CUTENIbHOH pacuIMpeHHOM HeompeneaeHHoCThIo nopsaaka (0,1-0,3) %, a mpocnexunBaeMocTh 00ec-
[IeYnBacTCs MpuMeHeHneM «BbicokouncThix BernectB (NIST Primary MaterialS) u ux cpaBHeHHEM
¢ pactBopamu («primary standards»), IPUrOTOBICHHBIMHU U3 BBICOKOYHCTHIX BelecTBy [38,25]

B Mexkcunke ocHOBOII ITpociexuBaeMocTH K eauHuiaM CH sBisieTcst npuMeHeHHe METo-
JIOB, HE TPEOYIOIMINX KaTuOPOBKH (a0COIOTHBIX WK MEPBUYHBIX MeTO0B) [39]. [l xapakTepu-
3alliM CTaHAAPTHBIX 00pa3lloB, UCHIOIB3YIOT KYJIOHOMETPHUECKOE TUTPOBAHHE B KauecTBE Iep-
BUYHOT'O METO/[a (PUCYHOK 2).

B KHP nomumo pa3zpa6otok nogo0Hbex CLIIA ¢ MOHO371€MEHTHBIMH CTaHAAPTHBIMU 00-
pasliamMy ¢ OTHOCHTEIBHOM pacirpeHHoi HeonpeaenenHoctoio ot 0,2 1o 1,5 %, npoBesieHs! pas-
pabOTKM CTaHJAPTHBIX 00Pa3I0B BUE YUCTHIX COJIEH C MAaCCOBOM J0J1el OCHOBHOTO KOMITOHEHTA

He MeHee 99,9 % u paclimpeHHON HeonmpeaenEHHOCThIO aTTecToBaHHOro 3HaueHus ot 0,005 go

0,04 %.
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Pucynoxk 2 — OnpeziesieHue YUCTOThI BRICOKOUHCTBIX coticii B CENAM, Mekcuka [40]

B SImonunu tax xe npuMeHseTcs nepapxuieckas cxema [41], Ha BepimHe KOTOPOH HaXo-
nsates crangaptasie oopasiusl NMIJ (National Metrology Institute of Japan). Otu cranmgapTHbIe
00pa3ibl ABJISAIOTCS NEPBUYHBIMU B CXEME MPOCIIEKUBAEMOCTH, a 00pa3iibl, BBITYCKaeMbIe B aK-

KPEAUTOBAHHBIX JIAOOPATOPHUSIX — BTOPHYHBIMU (PUCYHOK 3).
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Pucynok 3 — Cxema pacnpoCTpaHeHHst CTaHAaPTHBIX 00pa3oB
COCTaBa BEIIECTB U MaTrepuajioB B Slmonnn [41]
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[Ipu onpeneneHny MacCOBOM JTOJIM OCHOBHOT'O KOMITOHEHTA MPsAMBIM criocobom B NMIJ

UCIIOJIB3YIOT IPABUMETPHIO, KYJTOHOMETPHIO U TUTPUMETPUIO (PHUCYHOK 4).

Concentration comparison by titrimetry
Pb =td. 48 c‘::‘ Ma 2d.
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Pucynok 4 — Cxema onpe/eneHus: YUCTOTHl HEOPTaHUIECKUX COSTUMHEHUM U 00eCTICUeHUsI
MpociexuBaeMocT K enuaunam CHU

Kanane u I'epmaHum HCIIOIB3YIOT KOCBEHHBIN ITOAXO0/ K OLIEHKE YUCTOTHI IO CXEME CTO
IIPOLICHTOB MUHYC cyMMa npumeceil. B KaHane ucnonp3yroT Macc-CIEKTPOMETPHIO TIECKOLIETO
paspsana (GD-MS). IIpumeuaTenbHO YTO U3MEPEHUS ITUM METOJIOM IPOCIEKHUBAIOTCS K €AUHU-
nam cuctemsl CH uepe3 u3BeCTHBIE TOTEHIMAIBI MOHU3AIMU. M XOTSA 3TO XapakTepu3yercs Bbl-
COKOM HEOIPEEICHHOCThI0 U3MEPEHUI MACCOBBIX J0JIEM OTAENBHBIX MUKPOIIPUMECEN, HEOTIpe-
JIEJIEHHOCTh OLIEHKU YMCTOTBI OCTAETCS Ha JOCTaTOYHO BBICOKOM YPOBHE.

B I'epmanuu 11t 3TOro NpUMEHSIOT MAacC-CIIEKTPOMETPHUIO JIJISl OLIEHKH METAJUIMYECKUX
pUMecei U METO/Ibl OKUCIUTEIBHOTO U BOCCTAHOBUTEIHHOTO IIJIaBJICHHS — I ra3000pa3yromuX
npuMeceii (pucyHok 5). Ha 3Toit ocHOBe pa3paboTaHbl IEpBUYHBIE CTAaHIAPTHBIE 00PA3IIbl B BUJIE

YHCTHIX METAJIOB U COJIEH, KOTOPbIE UCTIONB3YI0TCs Tosibko B HMU [42,43].
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Certification approach of Primary
Standards at BAM »BAM
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Pucynok 5 — Metoapbl, ucnosib3yemsle A cepTuduKanum
NEPBUYHBIX CTaHAApPTHBIX 00pasuoB (BAM, ['epmanus)
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Pucynok 6 — Cxema mpocieKuBaeMOCTH PE3yJIbTaTOB U3MEPEHUN
k enuanniam CU (BAM, I'epmanus)
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Takum 00pa3oM, MOKHO, OCHOBBIBAsICh Ha MEXAyHapoaHoM ombite [12,19], mpoBecTr
AQHAJIOTHIO MEXYy pa3pabaThbiBacMbIMU ATATIOHAMH CPAaBHEHUS M MX aHAJIOTaMH B BUJE YMCTBIX
MmetaiioB u cojeid (Primary reference material; primary material [25]). Dt 00bekThI IPUHLIUTIH-
QJIBHO OTJIMYAIOTCS OT YUCTHIX MAaTEPHAJIOB JJOCTYITHBIX Ha PhIHKE MPEXJIC BCETO TEM, YTO MacCo-
Basi JI0JIsI OCHOBHOT'O KOMITOHEHTA YCTAHOBJICHA UCXO/S U3 TIPUHIIMIIOB 00SCTICYCHUS TTPOCIICIKH-
BaEMOCTH M3MEPEHUH, a TAKXKE TEM, YTO OLIEHKA YUCTOTHI ITUX MaTEPUAIOB MPOU3BEICHBI C MaK-
CUMAaJIBHOH JJOCTOBEPHOCTHIO. B 3TOM ciydyae 3TaioHbl CpaBHEHHS MOTYT BO3TJIABUTH CXEMY 00ec-
MICYCHUS IPOCIICKMBAEMOCTH KOJIMIECTBEHHOTO XUMHUECKOT0, a uepe3 ux pactBopsl (Primary cal-
ibration solution; primary element solutions [44]) nepenars eAMHUIly BEIUYMHBI BILIOTH 0 PY-

TUHHBIX U3MEPECHHI B UCIIBITATEIBHBIX JTA0OPATOPHSIX.
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Pucynox 7 — Llenouka MeTpOIOruyecKoi MpOCIeKUBaEMOCTH JUIsl 3JIEMEHTHOT 0 aHainu3a. OHa
MOKAa3bIBACT CBSI3h MAaCCOBOM JTOJIU Wy dJIEeMEHTa B HeM3BeCTHOM o0pasie X ¢ CU
(MexnynapoaHas cucteMa enuHuil usmepenuii). NA — nocrosinnas Aporaapo; Urel —
OTHOCHUTEJIbHAS pacimpenHas HeonpeaeneHHocTs (k=2; P=0,95) [45,46]
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BriBoarbl o riase 1

1. AHanmu3 nurepaTyphl MOKa3ajd IIMPOKOE PACIpOCTPAaHEHUE CHEKTPATbHBIX METOJ/OB
aHanM3a XuMu4deckoro coctaa u npumeHuMoctb MC-UCII aJist OLleHKH YKMCTOTHI BEIIECTB IS
CO3/1aHUSI Ha UX OCHOBE 3TasIoHOB cpaBHeHus, a ADC-UCII ans xapaxkrepuzaunun CO pacTBOpoB
3JIEMCHTOB.

2. IIpogemMoHCTpUpOBaHA MPUHIMITHAIbHASI BO3MOYKHOCTh OOCCTICUCHHS] METPOJIOTHYC-
CKOM MPOCIIC)KMUBAEMOCTH TIPH Mepeave ¢AMHHUI] BEIMYUH OT 3TaJIOHOB CPAaBHEHUS B BUIE YUCTHIX
BerectB CO, mpeaHa3HAYCHHBIM JIJIs1 KaTMOPOBKY aHAIMTUYECKOTO 000PYAOBaHUS KaK B METPO-
JIOTUYECKHX 3a/lauax, TaK U MPU MPOBEACHUU PYTUHHBIX U3MEPECHHUIA.

3. BolsiBeHBI HEIOCTATKH CYIIECTBYIOIIeH HOMeHKIaTypsl CO yTBEp:KIEHHBIX THUIIOB

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

Ha ocHoBaHuM NpoBEAEHHOrO aHalIn3a c(hOPMYIHPOBAHBI CIEIYIOIINE 33 JaUH:
— MPOBECTH aHAJIN3 aJITOPUTMOB OLIEHKU YHCTOTHI KOCBEHHBIM CITOCOOOM C IENIbI0 BEIOOpPA OITH-
MaJIbHOTO;
— MPOBECTU IKCIIEPUMEHTAIIBLHBIE UCCIIEOBAHNS MATEPHAJIOB ATAJIOHOB CPaBHEHUS ISl OLIEHKU
UX OAHOPOJHOCTHU
— pa3paboTaTh TAJIOHBI CPAaBHEHUS B BHJI€ BHICOKOUMCTBIX BELIECTB HA OCHOBE BHIOPAHHOTO all-
rOpUTMa,
— NMPOU3BECTH BHIOOP ONTUMANIBHBIX [TAPAMETPOB U3MEPEHUI HAa ATOMHO-IMUCCHOHHOM CIIEKTPO-
METpE C LEIbI0 NOBBIIIEHUS] TOYHOCTH U3MEPEHMI NPU XapaKTepHU3ali CTaHIapTHBIX 00pa3lioB
pacTBOPOB 3JIEMEHTOB;
— MPOBECTH HKCIEPUMEHTANIbHBIE MCCIEeI0OBAaHUS YNAaKOBKU CTaHAAPTHBIX 0Opa3lOB PacTBOPOB
3JIEMEHTOB JUIsl OLIEHKH CTa0MJIbHOCTH MaTepualia 1 pa3paboTaTh MpoLeaypbl SKCIIPECCHOTO KOH-
TpoJis cTaOMIbHOCTH HOBBIX napTuii CO;
— pa3paboTaTh cTaHIapTHbIE 00pa3lbl PaCTBOPOB AJIEMEHTOB C YCTAaHOBJIEHHOW METpOJIOTHYE-
CKOM MpOCIEeKUBAEMOCTHIO, OTBEYAIOINE COBPEMEHHBIM TPEOOBAHUSAM AHAIUTHYECKOTO KOH-

TPOJIS.
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2 AHaJIu3 Ppa3IMYHbIX MOAXO00B K OllEeHKE YHCTOThI KOCBEHHBLIM CIIOCO00M

2.1 MeroanyecKkne 0CHOBBI

YucroTa BeliecTBa Uil MaccoBast 10J1si OCHOBHOTO KOMIIOHEHTa — 3TO OCHOBHAs Xapak-
TEPUCTHKA MaTepHaia, KOTOPBI MOXKET OBITh UCIIOJNIB30BaH B KAUECTBE HTAJIOHA CPABHEHUS IS
XPaHEHUs U NIepeayuy eUHUL BEIMUUH, XapaKTepU3yoIux cocta. OIHaKo, IPOU3BOAUTENN YH-
CTBIX HEOPraHWYEeCKUX BELIECTB Yallle BCErO MPEACTaBISAIOT HA PHIHOK CBOIO MPOAYKIHUIO, MIPH-
BOJISI MACCOBYIO JIOJIF0 OCHOBHOT'O KOMIIOHEHTa ¢ MapKupoBkoil «100 % munyc cymma oOHapy-
KCHHBIX METAJLUTMUECKHUX MpuMecein» [24].

Kpome 3Toro, B HOpMaTUBHBIX JOKYMEHTaX, COJAEPKALINX TEXHUUECKHUE YCIOBUS U Tpe-
0OBaHUA K XUMHUYECKOMY COCTaBY Ha MHOTHE BU/JIbI IPOAYKLIUU U3 YUCTHIX METAJIIIOB, COJIEPKATCS
TpeOoOBaHUS K TMpeAeTbHBIM COJEpXKAHUSM Y3KOro Kpyra mpumeceil. Hampumep, B
I'OCT P 53803 [47] onpenencHo 5 Mapok mMeau (B 3aBUCHMOCTH OT JIOIYCKAaeMbIX COJICPKAHHM
OTACJBHBIX MpPUMECEi), U3 KOTOPHIX BO3MOXKHO M3TOTOBJICHHE MEIHON KaTaHKU C 3aJ[aHHBIMHU
CBOWMCTBAMH ISl DJIEKTPOTEXHUUECKUX Ienell. Takum oOpa3oM, Ipu MPOU3BOJCTBE ATHX MapOK
MEIH COKpAIllaloTCs 3aTpaThl Ha M30BITOYHBIA KOHTPOJIb COCTaBa B YacTH, MaJIO BIMSIOIICH Ha
norpedburensckue cBoiicTBa. C TEXHMYECKON TOYKU 3pEHUsl TaKOM MOJXO BIOJHE 00OCHOBAH.
CoOCTBEHHO, IOATOMY TaKOil BapHaHT MOKHO Ha3BaTh — «TEXHHUYECKasl YHCTOTa» WJIM MO-ApY-
romy — «uenesas yuctota» [4, ¢. 109]. lanee Bo n3dexaHue MyTaHUIIBI OyIeM MOJIb30BaThCS TEP-
MHUHOM «T€XHHUYECKas YMCTOTa» JUIsl ONMCAHUS OTIENIbHBIX aJIFTOPUTMOB 00pabOTKHU pe3yIbTaToOB
U3MEpPEeHUI MPUMECHOT0 COCTaBa, T.K. OH HE 00s13bIBaeT KOHKPETU3UPOBATH HOMEHKIIATYpPY OIpe-
JIeJISIEMbIX ITPUMECEN B UCCIIElyeMOM MaTepuasie B OTIIMUME OT TEPMUHA «1IE€JIeBasi YUCTOTA», KO-
TOPBIN, OYEBHUTHO, CBSI3aH C KOHKPETHBIMU TPEOOBAHHUSIMHU.

KacaTtenbHO e OLIEHKM YMCTOThI MaTepualia 3TajoHa CPaBHEHUS, OMUCAHHBIM BbIIIE
NOJX0/, HE MPUMEHHM MpPEeX/ae BCEro MOTOMY, YTO MOJENb SIBJISETCS HENOJHOM, U, cie/loBa-
TEJIbHO, MOKET J1aBaTh CMEIIECHHBII pe3ynbTar.

AJbTepHaTHBA — «aKaneMudeckas gyuctota» [4, . 109], orieHka KOTOpOii moapa3ymeBaeTt
OIpEAEIEHUE MOTHOIO (WM IPAKTUYECKH MOJHOr0) MPUMECHOTO COCTaBa UCCIEAYyEMOIO Mare-
puana. Hampumep, mis toii e mean [47] mapku M0O016 u3 1OnmycKOB IO IPUMECHOMY COCTaBY
MO>XHO OTIPENICTUTh «IIEJEBYI0 YUCTOTY» He HIke 99,9935 %, a u3 pe3ynbTaTroB, MpeICcTaBIICH-
HBIX B IJ1aBe 3, MOXHO OIICHUTB, YTO MacCOBas JI0JII MeH, ToirydeHHas kak 100 % mMuHyC cymma
[EJNEeBBIX MpuMecel, coctaBmsieT 99,9972 % (4To cOOTBETCTBYET TpeOOBaHUAM), MaccoBasi JOJs
Mmenu, noxydenHas kak 100 % muHyc cymMma oOHapy>KeHHBIX pumecei, coctaBisgeT 99,9943 %,

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

B Pabote ucnonp30BaHbl CleIyOMIME METOIbl aTOMHO SMUCCHOHHOM CIEKTPOCKOIUH C
WHIYKTUBHO-CBs3aHHON 1iazmoit (ADC-UCII), macc-crieKTpoMeTpusi ¢ MHAYKTHBHO-CBSI3HOM
mnazmoit (MC-UCII) ans onpeneneHus METAIUTMYECKUX MUKPOTIPUMECEH.

JUist OLICHKH COZIep KaHus IPUMECEil TakKe MOXKET HCII0JIb30BaThCs aTOMHO-a0copOLu-
onnas cnekrpockonus (AAC). [Ipenensr ooHapyxenust B AAC 11t 00JIBIIMHCTBA 3JIEMEHTOB CO-
crapisot (10 — 10%) % B mnamennom u (10° — 107) % B snexTpoTepMHUYecKUX BapuaHTax [48].
OpHako B 3a/lauax, CBSA3aHHBIX C ONpPENEICHUEM OOJBIIOrO MEpeyHs MpUMEcel, MpUMEHEHNE
AAC He onpaBaHO U Jaliee pacCMaTPUBATLCA HE OyIIeT.

ATOMHO-3MHUccHOHHAs crekTpockonusi (ADC) [48,49]

MeToa OCHOBaH PETUCTPALUU XaPAKTEPUCTUUECKOTO U3IYYCHHS] aTOMOB XMMHUYECKUX
AIIEMEHTOB B BO30YKJICHHOM COCTOSIHUM. Hamrydmmm neTouHHKOM BO30YxkaeHust arToMoB B ADC
SIBJISICTCS. MHAYKTHBHO-cBsi3aHHasi miasma [49,50] (MCII), koropast o6sagaeT BHICOKOH cTa-
OMIIBHOCTBIO YTO MO3BOJISIET YAYUIIUTh AaHATUTHIECKUE XapPAKTEPHUCTUKH.

[penens o6Hapyxenns B ADC coctapnsoT nopsanka 107 % B GONbIIMHCTBE CTydacs
JIUIIb B OTPAHUYEHHOM MEepEeYHE MATPHIL U JUIsl Y3KOTO Kpyra onpeAesieMbIX AJIeMEHTOB. Xapak-
TEPHBIMH K€ JJI1 ATOMHO IMHCCHOHHOM CMEKTPOCKONUH ¢ HHAYKTHBHO-CBS3aHHOM MIa3Moii
(ADC-UCH, ADC-UCII) sBnsiorcs npesens! obHapykerus mopsaka 10° % [49].

OcHoBHoe npeumytiectBo ADC Hag AAC coCTOUT B TOM, YTO METOJI TIO3BOJISIET OJHO-
BPEMEHHOE OIpeJieIeHne COACP)KaHUH MHOXKECTBA XMMUYECKUX 3JIEMEHTOB, K TOMY )K€ OTCYT-
CTBYIOT MaTpH4HbIe 3(pPEKTHl OT aTOMHU3ATOpA.

C momo1IpI0 3TOr0 METOoJ1a TaKKe BO3MOYKHO peann30BaTh METOAMKY KOMIApaTUBHBIX
U3MEpEeHUH, TO3BOJISIONLYIO IIepeiaBaTh EAMHUILY MAaCCOBOM IO JIEMEHTOB Ha MAaKPOYPOBHE OT
NePBUYHBIX (a0COIOTHBIX) METOIOB € BBICOKOH TOYHOCTHIO [16].

Macc-cnekrpomerpusi (MC) [48,49,51]

MeTo 0OCHOBaH Ha COPTHPOBKE AJIEMEHTOB IO OTHOUIEHHIO MacChl K 3apsiy. 3ameda-
TeJIbHOM ocoOeHHoCcThI0 MC sBIIsieTCss BO3MOXKHOCTh MPOM3BECTH aHAIU3 HE TOJBKO MAacCOBOM
JIOJIY DJIEMEHTA, HO U Pa3JeNIUTh U30TOIBI. DTO MO3BOJISET PEATU30BaTh METOA M30TOMHOIO pa3-
6aByienus [52,53], KOTOPBIil O3BOJISAET MOBBICUTH TOYHOCTh ONMPEICICHUS COJCPIKAHMSI MUKPO-
npuMecel B HECKOJIBKO pa3, T.K. Ha TOYHOCTh aHaIN3a HE OKa3bIBAIOT BIMSIHUE HECTIEKTPaJbHbIE
uHTep(epeHIy, CBsI3aHHbIe C N3MEHEHUEM YYBCTBUTEIBHOCTH MPUOOpPA BO BPEMEHH, MaTpHUU-
HbI€ Y3PPEKTHI U T.J., TOCKOJIbKY U3MEPSETCs He a0COMIOTHAs KOHIIEHTPALU U30TOMa, @ H30TOI-
Hoe oTHoueHue. [1o Toit ke mpuunHe B CHITY IPOTEKaHUsI H30TOIMHOTO OOMEHa MEKIy 00pa3LomM

1 100aBKOM MOTEPH aHAIMTA IPU MAHUITYJIALUAX C MPOOOI He Tak 3HaunMsbI [54,51, cc. 228-232].
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O6brunblii MC-MCIT npubop crocobeH onpenenuTs coaepxanue ot (1-10) mr/mv® no
(10-100) mr/am? [54].

ABtOpBI [55] oTMeuaroT rnaBeHcTBYyoIY0 mo3uiiio MC-HCII B MeTposioruu Heopra-
HUYECKON XUMHUU U MMPUBOJAT S6 MEKTYHAPOAHBIX CIMYEHUN B KaUeCTBE MOATBEPKACHUA. B ciu-
yeHusx npuHsio yaactue 16 HMU, ncnions3ys MC-WUCII pyist 351eMEeHTHOTO aHaIu3a Uik U30TOT-
HOT'O aHaJIN3a.

Heobxoaumo otaensHo Boyienuts MC Tierwmero paspsaa (TP MC, GDMS), T.k. ator
METO/I TI03BOJISIET IIPOBOIUTH aHaIM3 Ipob 6e3 mepeBojaa ux B pactBop [56,57]. B MexxayHnapo-
HBIX H3/IaHUSAX MPEJCTaBICH psAl 0030pOB MO MAacC-CHEKTPOMETPHH C TIICIOIIUM pa3psaoM
[58,59,60], HO B pycCKOS3bIUHON HAYYHOM JIUTEPATYPE MOJ00HBIE MyOIMKAIUN MAJIO PacIpocTpa-
HEHBI.

B Ttabmuue 1 mpencraBiieHbl CPaBHUTENBHBIE XapPAKTEPUCTUKH HEKOTOPBIX METOJIOB
macc-crekrpomerpuu [51, ¢. 257]

Tabmuna 1 — CpaBHHTEIbHBIC XapPAKTEPUCTHKH METOJ0B MACC-CIIEKTPOMETPUH
Bug MC I1J10, MKr/T Yposenb Tounoctu | KittoueBble 0COOEHHOCTH

BBICOKAs1 YyBCTBUTCIIbHOCTD,

GDMS 0,0005-0,1 ++ BO3MOXKHOCTh onieHku I1JI0 Meromom

HOPMHPOBKH
MC-UCII 0,000001- ++

BBICOKaAs CKOpOCTB 158 LI}/BCTBI/ITGJ'II)HOCTI)
ID MC-UCII 0,001 +++
LA-MC- 0,00001-

+ BBICOKAsi CKOPOCTh M YYBCTBUTEIHLHOCTh

UCII 0,001

Tak nnm nnaue paccMotpeHHsie Boite MeToasl ADC-UCIT u MC-UCITI umeroT cBou J10-
CTOMHCTBA ¥ HEJIOCTATKU. BayKHBIM JOCTOMHCTBOM ATHX METOJIOB SIBJISIFOTCSI BO3MOXHOCTH OBICT-
pPOrO M OJTHOBPEMEHHOT'O OIPENIEIeHNUs IUPOKOTo KPyra 3JIEMEHTOB B OOJIBIIOM MHTEpBAJE CO-
JEpKAaHUM C MPUEMIIEMOIN TOYHOCTBIO. DTH METOJBI JOMOJHSIOT APYr Ipyra, U UX COBMECTHOE
MCIIOJIb30BaHUE MO3BOJIIET OXBATHIBATh OOJIee MUPOKHM TMana3oH cojep>KaHui mpuMecei B of-
HOM 1po0e U 3TO MOBBIIIAET BAPHATUBHOCTH HAIIPUMEP €CJIM HEOOXOIMMO YTOUHUTH PE3yIbTaThl
M3MEPEHUH C IOMOIIBIO MPUHIMITMAIBLHO HHOTO METO1a KOTOPHIN HE UCIIBITBIBAET IOMEXHU B KOH-

erTHOﬁ MaTpune A OTACIbHBIX 3JICMCHTOB.

2.1.2 Metoabl U3MepeHNid COIeP:KAHUA Ia3000pa3yOIIUX NPUMecei

B Hacrosimee Bpems Uil U3MEpEeHUH coiepikaHus razoodpasyromux mnpumecei (I'T) B
BHJIE KUCIIOPOJA, a30Ta, YIVIEpOAAa U CEPbl IPUMEHSIIOTCS METObI BOCCTAHOBUTEIBHOIO U OKHC-

JIMTCJIBHOTO IIJIABJICHHUA B IIOTOKE MHEPTHOI'O ra3a, SMUCCHUOHHAS CIICKTPOCKOITUSA, CIICKTPOMCTPUA
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C WHAYKTHUBHO-CBSI3aHHOM IJIa3MOM, PEeKe aKTUBAIIMOHHBINA aHAJIM3 HA 3apsHKCHHBIX YaCTHIAX,
Macc-crieKTpalibHbIi aHamu3 [19,61].

CoBpeMeHHas anmaparypa He BKIIIOYAeT BaKyyMHO-IKCTPAKIIMOHHBIE METOJIbI, T.K. OHH
SIBJISIFOTCSl YCTAPEBIIMMU U TIPUMEHSIOTCS TOJIBKO B MCCIIEI0BATEIbCKHX HENsxX [62].

CoBpeMeHHBIC aHATH3aTOPbI, OCHOBAaHHBIC HA METO/IaX BOCCTAHOBUTEIHLHOTO U OKHCIIH-
TEJILHOTO IIJIABJICHHS B TOTOKE MHEPTHOT'O Ta3a, 3HAUYNUTENILHO MTPEBOCXOIAT 1O y0OCTBY IpUMe-
HCHHSI aHAJIN3aTOPhI, OCHOBAaHHbBIC HA APYruX MeToaax [63].

B pa6ote [62] npuBeaens! cBeieHus 0 peeiax 00OHapYyKEHHS aHAIM3aTOPOB ra3o00pa-

3YHOIINX 3JICMCHTOB OCHOBAHHBIX HA PAa3/IMYHbBIX METOAAX

Tabmuua 2 — CpaBHEeHHE METOOB (MKI/T)

DJIeMEeHT
Metox anannza
Bonopon A30T Kucnopon Yraepon
Bricokoremneparypnas (ro-
psidast) SKCTPaKIHs B HECY- 0,01 0,15 0,15 0,2
LIEM Ta3e
OMHCCHOHHAs! CTIEKTPOCKO- 3 o5 1

MUsl C HICKPOBBIM BO30YXKIe- -
HueMm (SD-OES)
DMHUCCUOHHAs CIIEKTPOCKO-
K TJICIOLLETO pa3psaaa 1o
'pumy (GD-OES)
I"'aMma-akTHUBaALIMOHHLIN aHa-

(149,2 um) (130,2 am) (165,7 am)

10 10 20 4
(656,2 um) (149,2 um) (130,2 M) (165,7 um)

0,1 0,1 0,1 0,1
3
Macc-cniekTpomeTpust
C UCKPOBBIM MMPOOOOTOOPOM 0,2 1 1 0,2
C JIa3epHBIM ITPOOOOTOOPOM 0,001 0,01 0,03 0,02
HeWTpoHHO-aKTUBAalMOHHBII 1 1 5 1

aHauus
Hcxons u3 BBILIEU3I0KEHHOTO, CPEACTBA U3MEPEHHUS (aHAIM3aTOPhl), OCHOBAHHbIE Ha

METO/I€ BBICOKOTEMIIEpATYPHOU (TOpsUEii) IKCTPAKIIUY, SABISIOTCS ONTUMAIbHBIM BEIOOPOM Kak B
HSKOHOMHUYECKOM IIJIaHE, TaK U B TUIAHE METPOJOTUYECKUX XapakTepucTHK npu aHanuze I'T1 (kuc-
Jopojia, a30Ta, BOAOPOJa, YIIepoaa U Cepbl) B UUCTHIX BEIIECTBAX, OCOOCHHO €CIIM yYUTHIBATH
BO3MOKHOCTh KQJIMOPOBKHU C TIOMOIIBIO TA30BBIX /103, UTO 00ECTIEUNBACT MPOCICIKHUBAEMOCTh U3-
MEpEHUM MpU UCHOJIb30BAHUU MOBEPOUYHBIX Ta30BbIX CMECEH WIIM YUCTBHIX OKCHJOB U COJIEH Me-

taysios [63,64].

2.1.3 OuennBaHue NpeaeoB 00HAPYKEHNS U MPe/IeSIOB ONMpeaeIeHus!

Heo0xomuMocCTh OlIeHKH Tpe/IesioB OOHAPYKEHUS U TPEJIEIIOB ONPEISICHUs TS Leei
HacTosmIel padoThl cBsi3ana ¢ BeraucieHusMu MJIOK mo cxeme 100 % MuHYC cyMMa IpUMeceH.
[Tpu 3TOM Ha/IO0 OOECTIEYNTh JOCTOBEPHOCTH pe3yabTaToB u3Mepenuit MJIOK Ha ocHOBe nsmepe-

HUM npruMecei, 00JbIIas YacTh KOTOPBIX OLEHUBACTCS B BHJIE IIpe/iena OOHAPYKEHUSI.
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CyIecTBYIOT pa3UYHbIC ONPEACICHUS TEPMHUHOB - Tpeaesl oOHApyKEHHUS M Ipenen
omnpenenenus. Hampumep, cornacto [65]:

«mpenesa odHapy:kenus (anaaura), limit of detection (LOD): Haumensiiee conepixa-
HUE aHAJIUTA, IPU KOTOPOM OH MOKET OBITh OOHAPYKEH IO JAHHON METOIMKE aHaJIi3a BEeIIeCTBa
WK MaTepHaja ¢ 3aJaHHOM JOBEPUTEIbHON BEPOATHOCThIO» [65];

«mpenes ompeneieHusi (anaaura), limit of determination, limit of quantitation
(LOQ): Haumenbliiee copepkanue aHaIUTa, KOTOPOE MOKET ObITh KOJIMYECTBEHHO ONPEIACICHO
C TIOMOIIBIO JJAHHOW METOJIMKH aHaJIKM3a BEIIECTBA WM MaTepualia C yCTAaHOBJICHHBIMH 3HAYCHHU-
SIMU XapaKTEPUCTHK MMOTPEITHOCTH HUIIM HEOTIPESICHHOCTH [65].

B npyrux ncrounukax:

«mpenen odoHapy:xenusi, detection limit, limit of detection: M3mepenHoe 3HaueHue Be-
JIMYUHBI, TOTYYCHHOE B COOTBETCTBUH C JAHHOW METOJUKON U3MEPEHUM, IS KOTOPOTO BEPOSIT-
HOCTh OIIMOOYHOTO YTBEPXKICHHS 00 OTCYTCTBUU KOMIIOHEHTA B MaTepHalic paBHA [3, a BEpOsIT-
HOCTB OIIMOOYHOTO YTBEP)KACHHUS O €r0 HAJTMYUH paBHa o [66];

«mpenen ooHapyxkeauss minimum detectable quantity, detection limit: MunumansHOe
3HAYCHUE HE3aBUCUMOMW BEJIIMYMHBI, KOTOPOE MOXKET OBITh C YBEPEHHOCTHIO OOHAPYKEHO (C BEpO-
STHOCTBIO P), UCIIOJIb3YS CTAHJAPTHOE OTKJIOHEHHE CUTHAJIA XOJIOCTOTO OIbITa B KAYECTBE MOPO-
rOBOrO 3HaueHUs» [67].

Paznuuus B onpenenieHusx 3THX TEPMUHOB BUIMMO CBS3aHHO C pa3jiMYMeM B MOIX0aX
K X OIICHKE - CTATUCTHYECKUIT 1 BepOsTHOCTHBIN [68]. TIpu 3TOM 00111HMit CMBICI HE MEHSIETCSI eITH
npe/ieNnbl OOHApYKEHHS OIICHUBAIOTCS JUISl CPEACTB N3MEPEHHH C JIMHEHHOM KamnOpOBKOW ¢ MH-
KPEMEHTOM OJIM3KUM K HYJTIO (KaKk B METO/1aX, onucanubix mil. 2.1.1-2.1.2). ABropsr [68] onucanu
cBs13b Mexxay LOD u LOQ. Ota cBs3b BeIpakaeTcs B BUJE CTATUCTUYECKOTO KPUTEPHS, KOTOPBIHA
pasnensier nosBieHue omuoOok I pona (;moxkHas Tpesora) u Il poxa (mpomyck curnana). Crnemona-
TENbHO, 3TH MOJAXO/IbI CBSI3aHbI C OIIGHKON YHCIEHHOTO 3HaueHus kodddurimenta (K), KoTopblit

MOKET MPUHUMATH 3Ha4YeHus1 oT 2 710 10 B popmyre

v = k-2Y ®)
J bj ’
rae Y; — npezen oOHapyKeHUsI |-TO JIEeMEHTa, MI/T;

Soj — CTaHIaPTHOE OTKJIIOHEHUE CHIHAJIA B XOJIOCTOM OIIBITE;

b; — k03 puurenT HaKIOHa TPalyMPOBOYHOM XapaKTEPUCTUKHU IS |-H IPUMECH, I/MT.

Yame Bcero s LOQ koadpdunment kK npuaumMaroT paBueM 6 [68, €. 231], a s LOD —
6 [69, c. 31]. Torna pasuuna mexxay LOQ u LOD 3akmovaercs B TOM, 4TO B MEPBOM Cllydyae
BEPOSTHOCTH OLIMOOK BTOPOTO POJA, T.€. MPOIYCK MUKPOIPUMECH, CHIKEHA MO0 CPABHEHHIO CO

BTOpHIM. Ha puicyHke 8 rpaduyecku mokasaHsl 3Ta pa3HHUIIA.
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O LoB LoD LoQ Total Error
Report | | | I Report
| Not detected Detected Detected As measured

< LoD <LoQ <LoQ

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

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

Pucynok 8 — Pacnipenenenue pe3yabtatoB aist 6ianka (LOB) u mpob ¢ comepkanneM aHaauTa
Onmm3KuM K nipeseny nerekruposanus (LOD) u k npeneny onpenenenus (LoQ) [70]

Hpenen O6H8.py>K€HI/Iﬂ MOKHO pacCMaTpuBaTb KaK MHTCPBAJ, KOTOpHﬁ COACPIKUT 3HA-

YCHUC H3MepﬂeMOﬁ BCIIMYHUHBI

x;j € (0;y;), (9)
rae X;j — MaccoBast 10115 j-TO 1EMEHTa, MI/T.
Toraa npeBbIIEHHE BEPXHEH TPaHUIBI 3TOr0 MHTEpBana 1o (9) NpUBOAUT K TOMY YTO

00paboTKa U3MEPHUTEIHHON HHPOPMALIMU B aJITOPUTMaXx IO M. 2.2 CTAHOBUTCS HE BEpHOM, a JUis

UCKITIOYEHUS OIMIMOOK BTOPOro pona kodddummenT K cienyer BpIOMpaTh OONBIINM WM PaBHBIM

3-M.

2.2 O030p CylIECTBYIOUIUX M HOBBIX AJITOPUTMOB

Hcxonst u3 ckazaHHOTO paHee, JTajiee MPOBEICH CPAaBHUTEIBHBIN aHAJIU3 IIECTH AT OPHT-
MOB 00pa0OTKH M3MEPHUTEIbHOW MH(POPMAIUK JIJIsT OIEHKH MAacCOBOM JIOJIM OCHOBHOT'O KOMIIO-

HeHTa 1o cxeme 100 % MuHYC cyMMa MpUMecei CIIeYIOIUMH CITIOCO0aMU: «OIeHKa TEXHUIEeCKOH
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YUCTOTHI», «OIEHKA aKaJeMHUYEeCKON YuCTOTBI», «BAMy, «GUMy, «Merom WHTEpBaIbHOMN

OLICHKN», «METOJ1 akaJeMuKa JleBATBIX».
2.2.1 OueHKa YUCTOTHI 10 HEMOJTHOMY NPHUMECHOMY COCTaBY

2.2.1.1 CraTucTHYecKHii Moaxon

Amnanu3 pabot [71,72] nmoka3siBaeT, 4TO BO3MOXKHO ITPOU3BECTH OLICHKY YUCTOTHI BEllIe-
CTBa II0 HEIOJIHBIM JIaHHBIM aHaiu3a. Pe3ynpTaTsl H3MepeHuil IpuMeceil NpeaCTaBIsa0T B BUIE

BBIOOPKH, COCTOSINEH M3 COEPKaHUi 0OHAPYKEHHBIX MPUMECEH M MPeae/IoB 0OHapykeHus [72]

{XllXZI"'IXn; Y1FY21""YT}’ n+r= N, (10)

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

[Ipu monHOM uKcne OOHAPYKEHHBIX MpUMecel (QYHKIUS pacrpeaencHus BeIUYuHbl X
XapaKTepu3yeTcs IByMs TapaMeTpaMu — CPETHUM [ U JUCIiepcuel. AHAIOruyHO Habop mpese-
JIOB OOHApyKeHUs Y XapaKTepusyeTCs napaMeTpaMu [y, ¥ JTUCTIEPCHEH.

@OyHKIMY IPABIONO00HS C y4eTOM paboThl [73] MOTYT OBITH MPECTABICHBI B BUIC:

Lx=rln¢(f)—nlna—;7(52+(X—/1)2), (13)

L, =rln¢(—f)—rln0y—L(Sy2+(Y—yy)2), (14)

Hckomble mapaMeTphbl JOJKHBI OTHOBPEMEHHO MakCUMHU3UpoBaTh 00e dyHkiwu (13) u

2
Zay

(14), T.e. y1OBIETBOPATH CHCTEME

( _ r o 3
=X+——B
u nol )

S E -0

X—u
1-¢ o
3 . noy s (15)
=Y +-——=B(-
ty o (=)
2 — 2
o2 = (Sy + (Y_”y) )
% = .
Y —u,
\ 1+¢ o, y,
rae X , S - BBIOOpOYHBIC 3HAYCHUSI CPETHETO U CPEIHEKBAAPATUUECKOTO OTKIOHEHUS BEJIH-

YHHEI,
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Y, Sy - BBIOOPOYHBIC 3HAYEHUS CPEIHETO M CPETHEKBAAPATUICCKOTO OTKIIOHEHUS BEJIH-

YUHEI Y
_ U= Uy
§ = I (16)
o, = ’02 + 02, (17)
_o®
B(§) = 6] (18)
o) = 2y 32, (19)
3
2© = [o@adr (20)

— 00

[MonyueHnble 3HaueHHs U3 cucTeMbl (15) MCIONB3YIOTCS ISt BHIYMCICHHS CYMMAapHOI

KOHIIEHTpanuu npumeceil. Jlorapudm cymmapHoro coaepkanusi npuMeceil paBeH

Z=pu—Iyo—0250"11g(N), (21)
rac
+o00
Iy=N f tdN1(t) (t)dt. (22)

— 00

CTaHI[apTHafI HEOMIPCACIICHHOCTD I/IBMCpCHI/Iﬁ CYMMApHOIo COACpKaHUA HpHMeceﬁ B CO-

OTBETCTBUH C [72]

u(Z) =3-10"%0y0, <g> (23)
DTOT NOAXO0, NPeIoKeHHbIH akanemMukoM I'.I. JleBATBIX, MpeANonaraeT, 4To pacupe-
JleNleHHe COAEPKAHME MpPHUMecel B YUCTHIX BEIECTBAX JOJKHO OBITh OIM3KMM K JIOTHOPMAJlb-
HOMy. IIpr HEKOTOPBIX M3BECTHBIX COJCPIKAHUAX OOHAPYKCHHBIX MPUMECEH W allPHOPHBIX JaH-
HBEIX O TNpejieNiax OOHAPYKEHHs BO3MOXKHO HKCTPANONHpOBaTh KPUBYIO HTOTO pacHpeieeHus,

IUIOIAb MOJT KOTOPOil OyAeT paBHa CyMMapHOMY COZEPKaHUIO TPUMECEH.

2.2.1.2 OueHka TeXHHYECKOH YHCTOTHI

TexHUYEeCKyI0 YUCTOTY Ha MPAKTHKE YacTo oleHuBaroT no cxeme 100 % Munyc cymma
HEKOTOPBIX U3BECTHBIX NMPUMECEN, OJJTHAKO B JIMTEPATYPE HE BCTPEUAETCS] ONUCAHUS AITOPUTMOB
OLICHKH XapaKTEPUCTUK TOUHOCTH. HecMoTpst Ha 3T0, u3 Moenu (24) MOYKHO MPE/OIOKUTb, YTO

HCOIPEACICHHOCTh OI[CHKH YHCTOTHI MOKHO OIIEHUTH 10 Gopmyiie (25).



w = 100 — Z Xi, (24)
i=1
U=2- /z 2, (25)
rie X; - MaccoBas J10Jis1 OOHAPYKEHHO i-if mpumecH, %;

N - KOJIMYECTBO OOHAPYKEHHBIX TPUMECEH.
2.2.2 OueHka YUCTOTHI MO MOJHOMY PUMECHOMY COCTABY

2.2.2.3 OrneHKa akaJeMHYeCKOil YMCTOThI

Kak u B cityuae ¢ O1[eHKOM «TeXHHUUECKON YHUCTOThI», Y4ETKOTO ¥ €IMHOOOPAa3HO OMUCAHUS
AITOPUTMOB HET, U XOTh B YPaBHEHHIX OLICHKH «aKaJeMUYECKON YHCTOThD» Y4aCTBYET BETUUHMHA,
CBsI3aHHAS ¢ IpenenaMu oOHapyskeHus, He Bceraa ouenka MJIOK nmpousBoauTcs mo Makcumalb-
HOMY KOJIMueCcTBY npumeceil. B padote [4] roBopuTCs 0 TOM, 4TO 3TOT «IIOAXO COCTOUT B OIpe-
JICJIEHUH TOJHOI0 MPUMECHOTO COCTaBa BEILECTBA, T.€. IPAKTUUYECKH BCEX WJIM IIOYTH BCEX dJie-
meHTOB [leproanueckoil cucTeMbl», OHAKO Ha MPAKTUKE MEpeueHb MPUMECEH OrpaHHYnBAETCS
30-70 snementamu [74]. U xoTst comepkanne 70 3JIeMEHTOB 3TO JaIeKO HE aOCOIIOTHO MOJIHBIN
XUMHUYECKHH cOCTaB, fajiee OyZeM paccMaTpuBaTh 3TOT AJITOPUTM, UCXOJS U3 Pe3y/IbTaTOB OIpe-
JieJieHus cojiepkanus 91 npumMecu s TOro, 4ToObI MOXKHO OBLIO €r0 CPaBHUBATH C IPYTMMH I10-
JOOHBIMH TOIXOJJAMH.

Wrak, no Bceit Buanmoctu ouenka MJIOK u cBsi3aHHOM pacliupeHHON HeonpeaenEHHO-

CTH MOXXET MPOBOAUTHCS IO PopMyIiam:

n T
W=1OO—in—Zyj, (26)
i=1 j=1
Vi 2
U=2- Y w+ ) (), @7)

e X; - MaccoBas JI0Jis1 OOHapyKeHHOH I-i mpumecH, %;

U,; — CTaHIapTHAs HEOIPEICICHHOCTh MAacCOBO# 70 I-if ipumecH, %o;
N - KOJUYECTBO OOHAPYKECHHBIX TPUMECEH;
y; - Ipefien OOHapyKEeHUs J-if mpuMecH, %o;

7 - KOJIMYECTBO MPEIETIOB OOHAPYKEHUS.

2.2.2.4 Meroa no GUM

OTOT NOAX0J OCHOBAH Ha IPUHIIMIIAX, U3JI0KEHHBIX B JIOpOXKHOM KapTe MO OLIEHKE Yu-

CTOTBI YUCTHIX METALTHYECKUX 31eMeHTOB [21]. [IpencraBiieHHBIH B 3TOM JOKYMEHTE aJITOPUTM
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CXOX C «aKaJeMHYECKON YHMCTOTOI» 3a TeM HCKIIOYEHUEM, YTO IS MPEICIOB OOHApYKEHUS

MPEANOJaraeTcsi paBHOMEPHOE PACIPECICHUE, a B OLEHKY YUCTOTHl MPUHUMAETCS MOJIOBUHA

w=100—2xi—2%, (28)
=R
U=2- Zuxiz + Z (Zy—’\/g)z (29)

DTOT moaxo npeamnoaaraet, uro n + r = 90 (u 6onee). [Ipenen oOHapykeHUS OIICHUBA-

npezesia 0OHapyKEHUS:

eTcs o ypaBHeHuio (8).

2.2.25 Meron BAM

Ananu3 naHHbIX padot [42,43,75,76] noka3pIBaeT, YTO MaccoBas J0Jisi OCHOBHOTO KOM-

IIOHCHTA (061_[135[ III/ICTOTEI) Ha OCHOBC I/ISMepeHI/Iﬁ MAacCCOBBIX J0JeH MI/IKpOHpI/IMeceﬁ BBIYUCITACTCA

n ' y
_ j
w_100—in—Z? (30)
=1 j=1

Pacmmpennas HeonpeneaeHHOCTh U3MEPEHHM OLIEeHUBAETCs 10 popmyJie

U=2. Zn:uxl.z +Z(%)Z 31)

i=1

110 YpaBHCHHIO

2.2.3 MeTtoabl HHTEPBAJIbHOII OLIEHKH

Kpome onncaHHbIX BbIlIE CIOCOOOB, Jlajiee CPAaBHUBAIOTCS €I1I€ /1Ba, KOTOPbIE aBTOP MpHU-
MEHSUT JJI TPeJBapUTEIbHBIX OLIEHOK. JTH CIIOCOOBI OCHOBAHBI TaK K€ HAa MOJHOM IPUMECHOM
COCTaBE C YYETOM Ipe/IeTIOB OOHAPYKEHHS.

IIepBbIil OCHOBAH Ha NPEAIIOJIOKEHUH, YTO UCKOMAs BEJINYMHA JICXKUT B IUAINIA30HE, KO-
TOPBIN POPMUPYIOT pe3yabTaThl U3MEPEHUI MAaCCOBBIX JI0JIEH TPUMECel U OLIEHKH MPeesioB 00-

HapyXeHUs. Y CIIOBHO BEPXHIOIO IPAaHUILYy 3TOTO UHTEPBaJIa MOKHO BBIYUCIHUTD IO PopmyIie

n
h =100 — le- + 2 - u(x;), (32)
i=1

a HUXKHIOK 1o popmyre

n r
i=1 j=1

Torma MJIOK u ee ctangapTHasi HEONPEAEICHHOCTh MOT'YT OBITh BBIUMCIIEHBI IO (hOopMyJiaM:



h+1
W=—r (34)
Rl
u=—. (35)

Brtopoii cmoco6 moxosk Ha mepBbIi, oHAKO JuIsl HarsgHocTu orienka MJIOK 6epercs
0e3 yueTa mpeaesioB OOHAPYKEHHSI i1l TOTO, YTOOBI UX MOYKHO OBLIO YTOUHSTH B CICIYIOIIHX

HCCIICAOBAHUAX, 4 HCOIIPCACICHHOCTh OUCHHUBACTCA C HCPABHOMCPHBIMU I'paHUILIAMU. Pacuetsl

MIPOBEJICHBI MO CIAEAYIOUIUM GopMyIam

n
w =100 — Z Xi, (36)
i=1
U :+2'\/Zu—xi2
—2'(23’j+\/2u—xi2). (37)

2.3 CpaBHeHHe KOJIMYeCTBEHHbIX NOKa3aTelei

JInst HaTJSITHOTO CPaBHEHMS PA3IMYHBIX AJTOPUTMOB MPOHM3BEICHBI KOJMYECTBEHHBIC
OLIEHKHU TIOJYYaE€MBIX METPOJIOTUYECKUX XapaKTEPUCTUK MCCIIEyeMbIX 3TaJJOHOB CPABHEHUS.

Ha pucynke 9 rpaduuecku npeacTaBieHbl pe3yabTaThl PACI€TOB B COOTBETCTBHH C all-
roput™Mamu no nm. 2.2.1-2.2.3 s 9TajioHa CpaBHEHUs BaHAIUs BBICOKOW 4MCTOTHI. [Ipu 3TOM

HCIIOJIb30BAHBI PE3YJIbTATHI COITIACHO Ta6J'II/ILIe 3.

Tabauna 3 — JlanHsle 41 oleHKHU XapakTepucTuk OC BaHaAMsI BHICOKOW YMCTOTHI
Pacmmmpennas Heonpenenen-
HocTb (k=2; P=0,95), mr/kr

CyMMma MaccoBbIX fonei 96Ha— 554,0 25,3
PY’KEHHBIX IIpUMECEH

HanmenoBanue XapPaKTCPUCTUKHU 3Ha‘leHI/Ie, MI/KT

[TonoBuHA CyMMBI ITpEeNoB 00-
HapyKeHUsI HeOOHAPYKEHHBIX 69,1 18,5
npumecen

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

XOAHBIMU JTaHHBIMU IO Ta0ule 4.

Tabnuua 4 — Jlansble Juis olleHKH XapakTepucTuk 9C Me BHICOKOI YUCTOTHI
Pacmmpennas HeonpeneneH-
Hocth (K=2; P=0,95), Mr/kr

CymMa MaccoBBIX Jolieit oOHa- 56.6 4,2
PY>KEHHBIX IpUMeECe ’ |

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

[TonoBuHa cCyMMBI peieioB 00-
HapyXeHHs] HEOOHAPY>KEHHBIX 12,3 2,6
npumecen




MaccoBaa 4014 OCHOBHOINO KOMMOHEHTA, %

99,950

99,945

99,940

99,935

99,930

99,925

99,920

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

Cnocob oueHKun

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

LE



MaccoBaa 4014 OCHOBHOINO KOMMOHEHTA, %

99,995

99,995

99,994

99,994

99,993

99,993

99,992

99,992

99,991

99,991

99,990

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

Cnocob oueHKu

Pucynok 10 — CpaBHenue orieHOk xapakrepucTuk DC Menu BbICOKON YUCTOTHI (K=2)

8¢
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AHanu3 ypaBHeHU# 1o mm. 2.2.1-2.2.3 1 BU3yaJlbHOE CpaBHEHHUE MPEICTABICHHBIX I'pa-
(PMKOB MOKA3bIBACT, YTO AITOPUTM «AKaJIeMHUUECKasi YUCTOTa» JAeT Hanbosee HU3KOe 3HAUCHUE
MJIOK, B To Bpemsi Kak anropuT™ «TexHu4YecKass 4ucToTay - HanboJiee BBICOKOE. DTOT (PaKT CBs-
3aH C T€M, YTO BO BTOPOM CIIy4ae HE YUUTHIBAIOTCS BO3MOYKHOE COJEpKaHUE HEOOHAPYKEHHBIX
pUMecei, a B IEPBOM 3TO YUTEHO «C 3armacom». [Ipu 3ToM aiist 3TUX ciydyaeB HET MOAPOOHOIO
OTHCAHMSI CIIOCOOOB PAaCUYETOB XaAPAKTEPUCTUK TOYHOCTH OLIEHOK MacCOBOM TOJIM OCHOBHOT'O KOM-
IIOHEHTA.

[IpennoxxeHHbIE aBTOPOM AJNTOPUTMBI MOJ YCJIOBHBIMH O0O3HAUEHUSIMH «UHTEPBaJIb-
Has 1» U «HTepBabHAs 2» MOCTPOEHBI HA OCHOBAaHUU OOIIUX PACCyk ACHUN O TPUMEHEHUHU KOC-
BeHHOro noaxozna k onenke MJIOK no cxeme 100 % mMuHyc cymMma npumeceil. T aaropuTMbl
TaKKe JIAl0T «OIEHKY cBepXy» Heorpeaenennoctd MJIOK, Ho He npeHa3HavYeHbl 1)1 TPUMEHE-
HUA [IpU [IepeAadye €IUHULIBI BEITUYMHBI OT TAJIOHA CPaBHEHUs, T.K. HE CTaHJIapTU30BAHbI, YTO
MO>KET HapyIIaTh MPUHIUIIBI 0O0eCTIeYeHUS €AMHCTBA U3MepeHni. OHaKO MPUMEHEHHUE ITUX MTOJI-
XOJI0OB MOXET 0Ka3aTbCs LEIeCO00pa3HbIM B TE€X Cllydasix, KOIJla MaTepuai 3TajloHa CpPaBHEHUS
UCCJIEIOBaH HEIOCTATOYHO IOJIHO WJIM JJISl HarJIIJHOW JE€MOHCTpPAllMUd BO3MOXKHBIX CMELEHUMN
snaueHuss MJIOK nipu yrouHeHuu psija npeieioB oOHapyKeHus, HaIpuMep, Mpu MPOBEICHUU J10-
MOJIHUTEJIbHBIX WJIM MEPUOJUYECKUX HMCCIECJOBAaHUN MaTepHalia 3TaloOHA CPaBHEHHUS. DTO OCO-
OEHHO 3aMETHO rpauuecKy AJs aIropuTMa «MHTEpBajbHAs 2», i€ MOKHO BUJIETH (Halpumep,

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

TOJILKO B IIPEJIeNie OTPaHMYEHHOM CBEPXY BEUYUHOM 2 * \/ Y, Uy, @ B CTOPOHY YMEHBIIECHHS YKE

0oJiee 3HAYUMOM BEJTMYUHOM 2 - (Z yitVX uxiz).

Anropurmsl oieHOK «GUM»y, «BAM» naentnunsl B iane pacyera M/1OK, Ho oTimya-
IOTCS aJITOPUTMAMHM OLIEHKH XapaKTePUCTHK TOYHOCTU. B mepBoM ciryyae anropuTMsbl CTPOTo Co-
OTBETCTBYIOT TPEOOBAHUSAM PYKOBOJICTBA MO BBIPAKECHHIO HEONPEICICHHOCTH [77], BO BTOPOM U
B TpeTheM OSTU TpeOOBaHUS HE BBHIMONHIIOTCA. Anroput™M «BAM» mnpeamonaraer «oUEHKY
CBEPXY» M IpeHeOperaeT MperoI0KeHneM 0 pAaBHOMEPHOM paclpeIe]IeHUH [Tl BEIMYHUH B BUJIC
npezenoB oOHapyKeHUs, Kak 3To nmoka3aHo B 1. 2.1.3. IIpu stom onenku MJIOK no anroputmam
«GUM»y, «BAM» He MOTYT UMETh CMEIIIEHHE OTHOCUTEIILHO APYT ApyTa U B JIFOOOM ciydae OyayT
coBMeCTHMBI. [IoMUMO OTCYTCTBUS OTHOCUTEIBHOTO CMEILIEHHS, IPUBEACHHBIE PE3yJIbTaThl MEX-
nyHapoaHbIx ciawueHuid [78] (moapoOHee B ritaBe 5) MOKa3hIBAIOT, YTO OLEHKH 10 AJTOPHTMY
«GUM)» COBMECTHMEI C OIIEHKaMH, ITOJYYEHHBIMH TPSIMBIM CIIOCOOOM C MCIOJIh30BaHUEM IIEP-
Bu4HOTO (abcomoTtHoro) merona (Ha pucynke 11: UNIIML — pesynbrar u3MepeHuid MacCoBOH
JIOJIM MEJT B YUCTON MEIM METOJIOM KYJIOHOMETPUH MPH KOHTponupyeMoM notenuuane; UNIIM2
- pe3yJabTaT U3MEPEHUN MACCOBOW JTOMIM MeAu B yucToil Meau no cxeme 100 % muHyc cymma

npuMecei).
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100,000

99,998
® 99,9976

99,996

99,9940 % 99,9940 99,9951

99,994 4

99,992 99,9923

SR . SO R I

Maccosasa gons meamn, %

® 99,9913

99,990

99,988
BenlM YHUUM 2 YHUUM 1 BHUNO®U YKpmeTpTecTcTaHaAapT TUBITAK UME
Pucynok 11 — Pesynbrarel cninuenuit KOOMET 645/RU/14 (k=1) [78]

[Tpu BceM pa3Mmuuy BceX OMMCAHHBIX MOAXO0IOB B PEATBHBIX MIPUMEPAX OHH JAIOT COB-
MECTHMBIC PE3YJIBTATHI B MPEeiiaX CBOMX TOYHOCTHBIX XapaKTePUCTHK, €CITM MIPUMEHEHBI K Ma-
Tepuany yuctoroit menee 99,999 %, u npakTUYeCKH UIEHTUYHBIE PE3YNIbTAThI, €CIU MPUMEHEHBI
K MaTepualry 4ucToToii Menee 99,8 %, 4To0 MOXKHO MPOJEMOHCTPUPOBATH I'PaUUECKU €CITU TIPO-
JIOJDKMTh MBICTICHHBIN DKCIIEPUMEHT MpeIokKeHHbIH B [12, cC. 62-63], cMoennpoBaB rpaHUYHbIC

YCIIOBUS B COOTBETCTBHH C TaOJMIIaMu 5 1 6.

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

HanmeHnoBaHue XapaKTepUCTUKH 3HaueHue, MI/Kr

PacmmpenHnas HeonpeneneH-

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

PYKEHHBIX IpuMecen

[TosnioBHMHA CyMMBI IIpeienoB 00-
HapyKeHUsI HeOOHAPY>KEHHBIX 0,58 0,14
npumecen

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

Pacmmpennas HeonpeneneH-

Hocthb (k=2; P=0,95), mr/xr
CyMMa MaccoBBIX J0JeH 96Ha- 19493 389,9

PYXEHHBIX TpuMeceit

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

[TonoBuHA cCyMMBI peieioB 00-
HapyXeHHsI HEOOHAPY>KEHHBIX 25,3 11,2
npumecen




MaccoBaa 4019 OCHOBHOINO KOMMOHEHTa, %

100,000

100,000

100,000

100,000

100,000

100,000

100,000

i @ 100,000D @ 100,000
T
{ 99,9999 99,9999 @ 99,9999
@ 99,9999 1
AKagemuyecKkasn GUM BAM MHTepBanbHaa 1 NHTepBanbHana 2 TexHuyecKan
4YMCTOTA 4HMCTOTA

Crnocob oueHKH

Pucynok 12 — CpaBnenue orneHok xapakrepuctuk DC ¢ cmoaenupoBanaoit MJIOK 99,999 % (k=2)

4%



MaccoBaa 4019 OCHOBHOINO KOMMOHEHTa, %

99,860

99,840

99,820

99,800

99,780

99,760

99,740

90260 @ 99,803 @ 99,803 @ 29,803 @ 99,805 @® 99,805
() JJ,00U0
AKagemunyeckas GUM BAM MHTepBanbHaa 1 NHTepBanbHana 2 TexHn4yeckas
merora 4YMUCTOTA

Crnocob oueHKH

Pucynok 13 — CpaBnenue orieHok xapakrepuctuk IC ¢ cmoaenupoBannoit MJIOK 99,8 % (k=2)

4%
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Ha pucynke 12 npencraBieHbl CMOEIMPOBAHHBIE JaHHBIE, TJI€ BUIHO, YTO MOTYYEHHbIE
3HAYECHHUS T10 AJITOPUTMY «AKaJeMUYECcKasi YUCTOTa» HE COrIacyroTces ¢ oueHkaMu o «GUM» u
«BAM», a ouenka no anropurmy «TexHuueckas 4MCcTOTa» sBISAETCS KpailHE COMHUTENbHOM, YTO
noATBepKIaeT HenoaHoTy moaenu. Ha pucynke 13 mokasano, uro nmpu MJIOK menee 99,8 %
OLICHKH 3TOW BEJIMYMHBI CTAHOBATCS MIPAKTUYECKH UICHTUYHBIMUA, OCHOBHOM BKJaJ B HEOIpee-
JICHHOCTb MU3MEPEHUI BHOCHT UCTOYHHK, CBSI3aHHBII C MacCOBOU J10JIel 0OHApYKEHHBIX IMPHUME-
cell.

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

Jliia Banuaanuy BHIOPAHHOTO aIFOPUTMA Ha MPUMEPE PE3YIbTATOB U3MEPEHUI TPUMEC-
HOTO coctaBa MeaHou kaTaHku B cimueHussx KOOMET 645/RU/14 nposeneno onenka MJIOK
mertooM Monte-Kapno. Cmozenuposano 10° 3sHauenwmit amst kaxnoit 06HAPYKEHHON MPHMECH C
HOpPMAaJIbHBIM PacHpe/IeICeHUEM CO CTaHJAapTHBIM OTKJIIOHEHMEM, PABHBIM CyMMapHOW CTaHJapT-
HOM HEONpPEeIeICHHOCTH MacCOBOM J10JIM KOHKPETHOM MPUMECH U TSl KXKAOTo Mpeaena ooHapy-

JKEHUSI C PaBHOMEPHBIM paclipesielieHreM B rpanHunax ot 0 mo mpezaena oOHapykeHus (pucy-

HOK 14).

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

max (Norm)

Pucynok 14 — Ilporpamma monenuposanust MJIOK B megnoit karanke B cnnyeHuasx KOOMET
645/RU/14 B cpene Mathcad
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[Tonmy4yeHHBIE pe3yabTAaThl COTIACYIOTCS C BHIOPAHHBIM aJrOPUTMOM, a paclpeesieHue
BBIXOJTHOW BENMYMHBI (pUCYHOK 15) Om3k0 K HOpMalibHOMY ¢ Ko3ddunueHtom oxsara k=1,96
npu P=0,95, 9T0 1 cienoBaio 0XKHUIATh, UCXO/IS U3 MOJIOKCHUN IICHTPAIBHON MPEACTFHON TEO-
PEMBEI.

H_x"
max {H _X{ll)

Norme.c

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

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

[IpoBeneH cpaBHUTEIBHBIN aHAIU3 MIECTH aJITOPUTMOB 00pabOTKU U3MEPUTEILHON WH-
dbopmaruu Isl OIEHKH MAcCOBOM JI0JIM OCHOBHOTO KoMIIOHeHTa 1o cxeme 100 % muHyc cymma
IpUMecel CIENYIOIUMU CII0OCOOaMMU:

1. «oIcHKA TEXHUYSCKOI YHUCTOTHIY - OI[CHKA YHCTOTHI BEIIECTBA HA OCHOBE KOCBEHHOT'O
croco0a 1o HETMOJHOMY WJIU II€JICBOMY TPUMECHOMY COCTaBY;

2. «OIIeHKa aKaJeMHYECKOH YHCTOTHI» - OLIEHKA YHCTOTHI BEIIECTBA HA OCHOBE KOCBEH-
HOTO CII0c00a MO MOJHOMY IIPUMECHOMY COCTaBY C YUE€TOM MPEACIIOB O0HAPYKECHHUS;

3. «<BAM» - oI1leHKa YHCTOTHI BEIIECTBA HA OCHOBE KOCBEHHOTO CIIOCO0A IO MOJTHOMY
MPUMECHOMY COCTaBY C y4eTOM MpEeJeIoB OOHapyKeHHUs, IpeyioxkeHHas B pabotax denepanb-
HOTO MHCTUTYTa MaTepuajIoBeCHUS U UCTIBITaHu, [ epmaHus;

4. «GUM» - orieHKa YMCTOTHI BEIIECTBAa HA OCHOBE KOCBEHHOT'O CIOC00a MO MOJHOMY
MPUMECHOMY COCTaBY C YYETOM IPEIENIOB OOHAPYKEHUs, OCHOBAaHHAs Ha Toaxoe PykoBoacTBa
M0 BBIPAKEHUIO HEOMPEICICHHOCTH U3MEPEHHM B MPEATNOI0KEHUH PABHOMEPHOTO pacipeere-
HUS BEJIMYUH B BUJE MIPEIETIOB OOHAPYKEHUS;

5. «METObl HHTEPBAJIbHOU OLIEHKM - IIOCTPOEHBI HA OCHOBAHUU OOIIUX PACCYXACHUMN O
MpUMEHEeHUN KocBeHHOro mojxoja k orenke MJIOK no cxeme 100 % MuHyc cymma npumecei;

6. «meron akaeMuka JIeBsITBHIX)» - IPEIITOJIaraeT, 4To pacipeesieHue COACPKAHMS ITPH-
MecCei B UHCTHIX BEIIECTBAX JOKHO OBITH OJM3KHUM K IOTHOpMaibHOMY. [Ipu HEKOTOPBIX U3BECT-
HBIX COAEPXKAHMIX OOHAPYKEHHBIX MPUMECcel U almpUOPHBIX JaHHBIX O Mpeaenax oOHapyKEeHHs
BO3MOYKHO 3KCTPANOIUPOBATh KPHUBYIO ITOTO PACTIPENEICHHS, IUIONIAb MO KOTOpOW OyneT
paBHa CYMMapHOMY COJIEPKaHHUIO TTPUMECEH.

B pesynbpTaTe mpoBeNeHHOTO aHaIKM3a BBISBIECHBI TPUHIIUIIUATBHBIE OTPAHUYCHUS TIOJI-
XO0JIOB, CBSI3aHHBIX C OLIEHKOM YHMCTOTHI IO HEMOJIHOMY IPUMECHOMY COCTaBY IIyTEM MOJEIUPO-
BaHMsI OIEHOK MIPUMECHOTO COCTaBa B TPAaHUYHBIX YCIOBHSIX. BMecTe ¢ 3TUM MpOAEeMOHCTPUPO-
BaHO, YTO Pa3JINYHBIE CIIOCOOBI OIIEHKH YHUCTOTHI B peaIbHBIX MPUMEpaxX Jal0T COBMECTUMBIE pe-
3yJbTATHI B MIPE/IeNIaX CBOMX TOUHOCTHBIX XapaKTEPUCTUK, €CITH MPUMEHEHBI K MaTepUaly YUCTO-
Toil MeHee 99,999 %, u mpakTUYECKN UIEHTUYHBIE PE3YJIBTAThl, €CIU PUMEHEHBI K MaTepray
qucTOTON MeHee 99,8 %.

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

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

nenenue 91 nmpumecu, odecrieurBacT HECMEIIEHHYIO (€CITM cCyMMa OOHApyXKEHHBIX MpUMecen >>



46
CYMMBI TIPEJIEIOB OOHAPYXEHUS Il HECOOHAPYKEHHBIX MIPUMECEH) OIEHKY MacCOBOM JOJHU OC-
HOBHOI'O KOMITIOHCHTA U aJICKBATHYIO OLICHKY HCOIIPCACIICHHOCTH, CBSI3aHHOM C HU3MCPCHHUAMU HEC-
O6Hapy)KeHHbIX HpHMeCCﬁ, YTO MOATBCPIKAACTCA BHICOKOTOYHBIMU PE3YyJIbTaTaMU IPAMBIX IICP-

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

3.1 OnpenesieHue OCHOBHBIX TPeOOBAHMI K ITAaJIOHAM CPABHEHHS

Ha ocHOBaHWM aHaIM3a aJITOPUTMOB OIICHKH YUCTOTHI KOCBEHHBIMHU CIIOCOOAMH, ITPOBe-
JICHHOTO B TJIaBe 2, pe3ysbTaToB ciauueHui [18,23], 1opokHOH KapThl 1O OIIEHKE YHCTOTHI [21],
nyonukanuii [28,45,24] u npeamonaraeMoro Ha3Ha4eHUs ATaJOHOB CPAaBHEHHSI pa3padOTaH JIO0KY-
MeHT MU 3560-2016 «Pexomenaanus. ['CU. Ouenka HeonpeaeaeHHOCTH U3MEPEHU MacCOBOM
JIOJT OCHOBHOT'O KOMITOHEHTA B HEOPraHMUYECKUX BemecTBax» [13], B koTopoM chopmyupoBaHb
NPUHIUITBI KCCIIEOBAHUH 3TAJIOHOB CPaBHEHHUSI, UCXO/IS U3 1IeJICBOW HEONPEACICHHOCTH

a) NPSIMBIM CIOCO0OM — ITyTeM HETIOCPEJCTBEHHOTO BOCTIPOU3BEICHUS:

® TIpU BOCIPOW3BEACHUH CIUHMIBI BEIUYUHBI C PACIIMPEHHOW HEONpeIeICHHO-
cteio U = 0,050 % MoTryT HCIIOJIB30BATHCS:
— TUTPUMETPHSI (IOJDKHBI OBITh YITEHBI MEIIAOIINE TPUMECH JIPYTHUX METAJUIOB HPU UX COJEP-
aHuH cBbime 5-10™ %, KoTophle Tak’ke OTTUTPOBHIBAIOTCS BBU/Y HECEIEKTHBHOCTH TUTPAHTA);
— rpaBUMETPHS (JOIKHBI OBITH YUTEHBI 3()(EKTHI COOCAXKACHUS: aICOPOLINs, OKKITIO3Us, H30MOP-
$usm);
® [pU BOCIPOU3BEACHHHM CIWHHIBI C PACIIMPEHHON HEONpPEeAeICHHOCTHIO
0,010 % < U < 0,050 % MoryT UCOIB30BaTHCS KYJTOHOMETPHUECKOE TUTPOBA-
HUE, KyJTOHOMETPHS IIPU KOHTPOJIUPYEMOM MOTEHIIHAIIE;

0) KOCBEHHBIM CIIOCOOOM - ITyTEM BOCIIPOU3BEICHHSI €IMHUIIBI MACCOBOM JIOJIN TTPUMeECceit
¥ TTOCJIEYIOIIETO BEIYMCIICHUS COJIepKaHuUsl OCHOBHOTO KOMITOHEHTa C PAacHIMPEeHHOH Heonpeie-
neHHocteio  0,0010% < U <0,010% Moryr HCHOJB30BATbCS  MACC-CIIEKTPOMETPHSI;
aTOMHO-a0COpOLIMOHHAs CIIEKTPOMETPHS, aTOMHO-OMHUCCHOHHASI CIIEKTPOMETPHSI, CIIEKTPO(OTO-
METpHSI, METOJIbI TUIABJICHUS JIJIsl ONPEACTICHHUS Ta3000pa3yIoIuX 3JIEMEHTOB, HEHTPOHHO-aKTH-
BAaI[MOHHBIN aHAJIN3, NOHHAsI XpOoMaTorpadusi, HOH-CEIEKTUBHBIA aHAIIN3 U TIp.

Ha PUCYHKC 16 NpeaACTaBJICHA CXEMa BBI60pa IoaxXoa0B JJIsd OLCHKH YHMCTOTHI B 3aBUCH-

MOCTH OT LeneBoi HeonpeaenenHoctu MJJOK.

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

> 0,010 % <0,010 %

TutpumeTtpua npsiMas KynoHOMeTpus,

o/ _ v
+ Ma*KOpHble npumecu ICP MS KynoHOMeTpudeckoe TupoBaHue 100 A) z I'IpMMECEVI

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

BCIICCTB, KOTOPBIC U3JIOKCHBI HUIKC.

3.1.1 KpnTepnn BblﬁOpa U OIICHKA NPUTOAHOCTA YUCTBIX METAJIJIOB JISl HCII0JIB30BaAHUSA B

Pa3JIMYHBIX METPOJIOTHYECKUX padoTax

J1J1s IpoBeICHUS MCCIIeIOBAaHUI MOXKHO pacCMaTPUBATh BEIOODP YHCTHIX BEIIECTB U3 ClIe-
JYIOLIUX KJIacCOB!
— UB B BHJI€ METAJIJIOB BBICOKON YMCTOTBI, KOTOPBIE UCIOIB3YIOTCS B ATOMHOM, a3POKOCMUYECKOM
HPOMBIIUICHHOCTH | JJISI MUKPO3JICKTPOHUKH [79];
— YUCTBIE COJIU METAIJIOB, KOTOPBIE HCIIONB3YIOTCS B (hapMalleBTUKE UM XUMUYECKOM MPOMBIIII-
JIEHHOCTH;
— UB B Buic MOHOKPHUCTAJJIOB METAJJIOB, UCIOJIb3yeMble B HAHOMHYCTPUH U MPHU pa3padbOoTKe

HOBBIX BBICOKOTEXHOJOTHYHBIX MaTepuaios [80].

[Ipumenenue UB He orpaHnynBaeTCs ONMMCAHHBIMUA HAITPABICHUSIMH, HO IIPU 3TOM B 3THX
00J1aCTAX JOCTOBEPHOE 3HAHWE YUCTOTHI IPUMEHSEMBIX BEIIECTB SBJISICTCS OYCHb Ba)KHBIM Iapa-
METPOM, T.K. HEKOHTPOJIHPYEMbIE IPUMECH MOTYT OKa3aTh HETaTUBHOE BIUSHUE HA TEXHOJOTH-
YECKHE MPOIIECCHI MU MPUBECTH K OTPUIIATEIHHBIM Pe3yJIbTaTaM, HAlpUMep, pH pa3padoTKe Ma-
TEPUAJIOB C 33JJaHHBIMH CBONCTBAMU.

VYuuThiBas BBINIE CKa3aHHOE HEOOXOAUMO JOTMOJHUTENBHO YCTAHOBHUTH TPEOOBAHHS K
UB, KOTOpBIE MIIaHUPYETCA TPUMEHSATh B KAYECTBE 3TAJIOHOB CPABHEHMS. TaK Kak MPAKTUYECKU
BCE METOJIbI OTpEIETICHUsI MPUMECHOTO COCTaBa TPEOYIOT MEpeBoJia MPOObl B PACTBOP MPEXKIIE
BCEro HY)KHO BBIOMpATh MaTepHalibl, KOTOPbIE pacTBOPAIOTCS 0€3 3aTpyqHeHuil u 6e3 o0pa3oBa-
Hus octatka. Kpome atoro, marepuan mist coznanust OC win CO noimkeH ObITh HE TOJIBKO OJTHO-
POJHBIM U CTaOWIBHBIM, HO M JIOJDKEH MOAXOAUTH JJIsi MPUMEHEHHUs B KOHKPETHBIX 33Ja4yax Mo
OTHOLICHUIO K TOH opMe, B KOTOPOH 3TOT MaTepuasl HaXOJUTCs.

PaccmoTpum 00001IeHHBIC TTOKA3aTeNN, KOTOPBIMU MOXKET XapakTepu3oBatbest UB (Tab-

avna 7).
Tabmuua 7 — Xapakrepuctuku YB
HanMeHOoBaHME XapaKTEpUCTUKH PaccmarprBaemsbie cocTosiHUA
JlucniepcHoe COCTOSIHUE MIOPOLIOK
KpHUCTAJLIIBI
MOHOJIMUT
HomMuHansHas uncrora <99,9 %
99,9-99,99 %
>99,99 %
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HanmenoBanue XxapakTepUCTUKU PaccmarpuBaemblie cOCTOSTHUSA

Bu uncroro BemecTsa COCIMHEHUS JIIEMEHTOB (COJIM, CILJIaBbI)
YHUCTBIE DJIIEMEHTEI

®da30BbIN COCTAB (7151 COJICH U COSAMHEHUH) | CTEXHOMETPUYCH
HE CTEXUOMETPUYEH

[To nucniepcHOMY COCTOSIHUIO ITOPOILIOK — MEHEE BCEro MOJAXOAUT JIJIsl OCTABJICHHBIX 3a-
Jad, T.K. ©IMeeT OoJIblliee COOTHOIICHHE IO TOBEPXHOCTH K 00beMy MaTepuaia, u, cieo-
BaTEJIbHO MOYKET HAKATUIMBATh HA IOBEPXHOCTH OO0JIbIIIEee KOJTMUECTBO IIPUMECEH U3 OKpYKarolei
cpenpl [3]. DT mpUMecH He XapaKTepU3yIOT COCTaB CAMOT'0 MaTepraia, HO MOTYT B 3HAYUTEIIbHON
CTEIEHU TMOBJIUATh Ha PE3YJIbTAT OMPEACIICHUSI MACCOBOM JOJIM OCHOBHOI'O KOMIIOHEHTa KOCBEH-
HbIM criocoOoM. OueBHIHO, YTO HA MOBEPXHOCTH MaTepHalla MOTYT COJIEPXKAThCs MPUMECH B
BUJIE!
— OKCHUJHOTO CJIOf;
— cOpOMPOBAHHBIX T'a30B,;

- COp6I/IpOBaHHHX XUMHNYCCKHN NN MCXaHNYCCKHU MHKpOBKJ’IIO‘lCHHfI.

JIsisi MOHOJIMTHBIX MAaTEPHUAalOB HIIM KPUCTAJUIOB TPUMECH Ha IMOBEPXHOCTHOM CJIOE
MOYKHO yJQJIUTh, TEM CaMbIM HCKIIOYMB MX HETATHMBHOE BIIMSHHE MPH KUCHOJIb30BaHWU UB mis
paszpadotku DC unmu CO. OgHako HA TPAKTUKE BO3MOXKHO MPOBEEHNE OTACIbHBIX IKCIIEPUMEH-
TOB JJIS1 OIICHKH IIPUMECHOTO COCTaBa MOBEPXHOCTH MaTEpHaa, YTO TO3BOJISET Pa3AeiUTh COCTAB
MIOBEPXHOCTH U COCTaB B 00beMe MaTepHaia. Takol Moaxo] BO3MOKEH, HO SBJISETCS JAOMOIHU-
TEJIbHBIM UCTOYHHUKOM HEOIPE/IETIEHHOCTH M 3HAYUTEIbHO YCIIOKHSET 3a/1a4y OLEHKH YUCTOTHI.

B nHacrosimeit pabote BRIOpaHbI KOMITAKTHBIE MOHOJIMTHBIE MAaTEPUANBI C TIOBEPXHOCTH
KOTOpBIX (u3nyecku ynaneHo He MeHee 10 % B 1Ba sTana:
— Hapeska u abpa3uBHast 00paboTKa (MpUMEHSIETCS ISl MaTepUAJIOB B BUJIE KPYITHBIX KYCKOB);

— XuMHYecKast 00paboTka.

I'maBHBIM HeJOCTaTKOM abpa3uBHOW 0OpabOTKH sBJIsIETCS BHECEHHE MaTepHuaia adpa-
3MBa B MaTepuasl 00padaThIBAEMOro BEIECTBA, HO 3TOT 3Tan HEOOXOAWM B TOM Cilydae, KOrjaa
MOBEPXHOCTh CUJILHO 3arpsi3HEHA W/WJIM MaTepuall MpeicTaBiseT co00i KpynHble 00bEKThI, KOTO-
pble AJIs MOCIEAYIOUX ONepaluii UMEIOT CIMIIKOM OOJIBLIYIO Maccy.

Xumuueckas 00paboTKa 3aKIII04aeTCs B TpaBJI€HUH MaTepHaia ¢ TOMOIIBIO YUCTHIX KHC-
70T [81]. O6paboTka MOBEPXHOCTH CIIA00 WM HE3HAUYUTEIHHO 3arPSA3HEHHOTO MaTepHaia MOXKET
OBITH OTpaHUYEHA TOJIBKO XUMUUECKOH 00pabOTKOM.

[TomuMO TOro, 4TO MOHOJUTHBIE MaT€pUANbl JOCTATOYHO IMPOCTO MOATOTOBUTH IS
OLIEHKH YUCTOTHI, HEOCTIOPUMBIM MTPEUMYIIIECTBOM UX IPUMEHEHHUS SIBJISIOTCS HE BHICOKHE TpeOo-

BaHUS K XpPaHCHUIO.
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OpHako CyIIECTBYET PsiJi JIEMEHTOB, KOTOpPbIE 3aTPYAHUTEIBHO WM JaXkKe OMacHO Xpa-
HUTH B YACTOM BHJE (HallpUMep, IIEIOYHbIE METAJUIBI U T.11.). B 3TOM ciryyae HE0OX0IuM HEKO-
TOPBIA KOMIIPOMUCC B 3aBUCHUMOCTH OT TOCTABJICHHBIX LIEJeW MPU MCIOIb30BAHUH, HAIIPUMED,
CoJiell 3THUX METaJUIOB B MOpolikooOpazHoit (opme. OnHako, paccMarpuBas HEOOXOAMMOCTh
OLICHKH YMCTOThI, HEOOXOIUMO MIPUHUMATh BO BHUMAHUE CTEXHOMETPUYECKOE COOTHOILIEHUE dIIe-
MEHTOB B 3THX BemiecTBax. Hampumep, oOIIyt0 4UCTOTY COJEl METa/JIOB Ha MPAKTUKE YacTo
OTIPENeNAIOT THTPUMETPUYECKIMH METO/IaMHU, T.€. C TOMOILBIO TUTPAHTA U3BECTHOT'O COCTaBa OT-
TUTPOBBIBAIOT aHMOH WJIM KaTUOH U 10 €r0 KOJUYECTBY PaCCYUTHIBAIOT OOIIYI0 YUCTOTY MaTEpH-
aJia 1o CTeXHOMETPHUECKOMY cooTHoIeHH o [81]. B ciryuae ¢ TuTpoBaHHEM aHHOHA HEOOXOTUMO
YYUTHIBATh HAIMYHE B COCMHEHUH PA3IMYHBIX KATHOHOB, 00Pa3yOLINX COSTMHEHHUE C 3TUM aHH-
OHOM, a B O0IIIEM ITPH TAKOM MOJIXOE 00sI3aTEICH CTPOTHiA CTEXHOMETPHUYECKUX COCTAB BELIECTBA
JUTS a[ICKBATHOTO BBITIOJIHEHHSI PACUYETHO#H mporeayps [82].

B nepsom npubnmkenuu Bpioop UB mo ero HOMUHANBHON YMCTOTE CBSI3aH C KOHKPET-
HBIMHU 3a7adaMi. Tak, MaKCHMaJIbHOM TOYHOCTH OIICHKH YMCTOTBI MOKHO JTOCTHUYb, TPHMEHSS
KocBeHHbIN noaxon (100% - cymma nmpumeceii) mpu MacCcoBOM JI0JI€ OCHOBHOTO BEILIECTBA HE Me-
Hee 99,97 % [12]. TTosTomMy B 3aBHCHMOCTH OT 3a/1a4d BO3MOKHOCTH ITPUMEHEHHSI KOHKPETHOTO
METO/Ia U 1IeJIEBOT0 3HAUCHUsI HEOMPEAEICHHOCTH OLIEHKH YMCTOTHI BOZMOXKHBI Pa3INYHbIC BapU-
auTel. OOmMM 1 JIF0O0TO TIOIX0/Ia OCTAeTCI MUHUMAJbHAs TPaHUIlA HOMUHAJIBHON YUCTOTHI
marepuana — 99,7 %, T.K. MEHee YHCThIe BEIIECTBA MOTYT COJIEPKATh MaKpOIIPUMECH, CHIKAIO-
IIM€ TOYHOCTh KaK NPsAMBIX, TaK U KOCBEHHBIX MeTOJ10B. Hanpumep, nmpumecu ra3os u razoo0pa-
3YIOIIMX JIEMEHTOB (KUCIIOPO/I, BOAOPOJ, CEpa, YIIepo, a30T) MOT'YT HETATUBHO CKA3bIBAThCs HA
TOYHOCTH OLIEHKH YHCTOTHI BemecTB 1o cxeme 100 % MuHyc cymma npumecel, T.K. U3MEpEeHus
MacCOBOM JIOJIM ATHX JJIEMEHTOB, HAIPUMEP, METOJJAMH TOPSYEH SKCTPAKIIMH (BOCCTAHOBHUTEIb-
HOE IIJIaBJIEHUE) UMEIOT OTHOCUTENFHO HEBBICOKYIO TOUHOCTh CaMHU T10 cebe, K TOMY e 4acTo 3TH
3JIEMEHTBHI pacIipe/ieseHbl 0 00beMy MaTeprana HepaBHOMEPHO, YTO HETaTUBHO CKa3bIBAETCS Ha
xapakTtepuctukax TouHoctu onpeaenenuss MJIOK, T.x. moBbIIaeT OLEHKY CTaHJAPTHOM HEolpe-

ACJIICHHOCTHU OT HCOAHOPOAHOCTH.

3.1.2 CseaeHus 0 cTa0MILHOCTH YHCTHIX BEIECTB

DneMeHTapHbIe BEIIECTBA, MOJydaeMble B MPOMBIIIJIEHHOCTH, SBISIOTCS HECTaOMIIb-
HBIMU B peajbHBIX yciaoBHsX. C TeueHHEM BpEeMEHUM OHM HEoOpaTHMO IpeBpallaioTcs B Oosee
YCTOMYUBBIE COCIMHEHMS, pearupys ¢ KOMIIOHEHTaMHU BO3ayXa (KUCIOpOJ U BOJSHOW map) npu
KOMHATHBIX TeMIIepaTypax. A30T 0ObIUHO IEHCTBYET Kak pa30aBUTENb, OCKOJIBKY YCTOHUNBOCTh

HUTPHUIO0B METAJUIOB (MAarHus, aIFOMUHUS ) HIKE YCTOMYHMBOCTH COOTBETCTBYIONIUX OKCHIOB [83].
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IIpu oOBIuHBIX TemmepaTypax OOJBIIMHCTBO METAJIJIOB HMOKPBITHI OKCHIHOW IUIEHKOU
tomuuHou oT 3 10 10 HM. Takas nnéuka odpa3yercss O4eHb OBICTPO (B TEUEHUE HECKOIBKHX MH-
HYT) NPH KOHTAKTE C aTMOC(EPHBIM BO3IyXOM, HO JalbHEHIINI €€ pOCT OOBIYHO HE3HAYUTEIICH.
[Tpu Gonee BBICOKMX TeMIepaTypax OKHCIEHHE MOXKET UATH Jayblie BriyOb, IOCKOJIBKY pearu-
pYIOLIME YacTULbl MOTYT IPOHMKATh uepe3 IUIEHKY OKCUAa. Takue OKCHIbl Ha3bIBAIOT 3allUT-
HBIMH, ITOCKOJIBKY CKOPOCTb OKHCJIEHMSI YMEHBILIAETCS C POCTOM TOJILIUHBI MIEHKU. [Tpu 3TOM
MIOBEPXHOCTh METAJIJIa MO>KHO MPEICTABUTH B BUJIE AIEKTPOXUMHUECKON SIUEHKH, T]I€ Ha IPaHULEe
METaJUI/OKCHUJI TPOUCXOAUT PEAKLUsl OKUCIEHUS] aTOMOB MeTaJlla, a Ha TPaHMIIEe BO3YX/OKCUT —
IPOIIECC BOCCTAHOBIICHHS MOJIEKYJ Kuciopoa. [lepeHoc HOHOB U 3JEKTPOHOB OCYILECTBIIAETCS
nyTém nuddy3un uepes neeKThl B KPUCTALTHYECKON CTPYKTYpe OKcuaa. Takum o0pa3om, CTpyK-
Typa o0pa3yrolerocst OKCHJ1a BIUSIET Ha CKOPOCTh Koppo3uu. Hanpumep, okcuipl XpoMa U alito-
MUHMSI COAEPIKAT HEOOIbIIOe YUCIIO 1e(EKTOB, TI03TOMY OHM BECbMa YCTOMUUBBI J1aXe P BbI-
COKMX Temrmeparypax. Eciau pa3HuIla B OTHOCUTENbHBIX 00bEMaxX MeTajila U €ro OKCUa BeJIMKa
(MarHui, ypaH), TO 3alIUTHBIN CIION He 00pa3yeTcs h3-3a ero IJIOXOH aare3un K METaslTy.

[IpennokeHo HECKOJIbKO MOJAXO0J0B K ONMCAaHUIO IMPOLECCOB OKHUCIIEHUS METAJUIOB Ha
BO3/1yXe.

Teopust Kabpepa-Mortta [84] onuchiBaeT OKUCICHHE METAIIOB, HA TOBEPXHOCTH KOTO-
PBIX 00pa3yrOTCsl TOHKHE 3alIUTHbIE TUIEHKU. ToMIKHA 3TUX MIEHOK cocTaBiseT oT 3 o0 10 Hwm,
a 3aBHCHMOCThH €€ OT BPEMEHHU OIMCHIBAETCA JIOTapu(pMUUECKOH, 0OpaTHON JorapupmMuIecKon
WK KyOnueckoi (yHKuMeH, B 3aBUCMMOCTH OT MPHUPOJIbl MeTaiia. TeopeTnueckue uccieoBa-
HUS 3TUX MPOLIECCOB CIOKHBI U3-32 HU3KOM CKOPOCTH POCTa IUIEHKU U Majon e€ TomuuHel. Oc-
HOBHBIE TIOJIO’KEHUSI TEOPHUH:

1) AToMbl KHCIOpOJa COpOUPYIOTCSA HAa IOBEPXHOCTH pasjieia BO31yX/OKCU/.

2) [1n€HKa HaCTOIBKO TOHKAsL, YTO IEKTPOHBI METAJLIA TPOXOAT CKBO3b HEE BCIIE/ICTBHE
TEPMOMOHHOM 3MUCCHH WIJIM U3-32 KBAHTOBO-MEXaHNYECKUX 3()()EKTOB TYHHETUPOBAHHUS.

3) ATOMBI KHCJIOPOJia 3aXBaThIBAIOT ATH JIEKTPOHBI, 00pa3ysi aHHOHBI.

Takum 00pa3oM, B MIEHKE BO3HUKAET OYEHb CHIJIBHOE 3JIEKTPUUYECKOE MoJie (OKOJI0
10° B/cM), KOTOpoe COCOOCTBYET MUTPAIlH aTOMOB METajlia uepe3 okcua. PocT mnéuku orpa-
HUYMBAETCS MAJIBIM TPOOETOM 3JIEKTPOHOB.

Teopust Baruepa [83] omucheiBaeT mporiecchl OKUCICHUS B TEX CIydasx, Koraa oopasy-
I0TCS CPABHUTENILHO TOJICThIE MNIEHKU OKCHUJIOB, TOJIIMHA KOTOPBIX IOCTAaTOYHA JIsl TOTO, YTOOBI
Ha 00eHX MX CTOPOHAX YCTAaHOBWJIMCh XMMHUeCKHe paBHoBecus. COriacHo 3TOH Teopuu, CKO-
POCTB POCTA OKCUAHOM IUIEHKU OMpeAessieTcs CKOpOoCcThio AU (y3un pearupyromnmx yacTull 4e-

pe3 cioit okcua 1o aedexTam ero Kpuctauinueckon pemerku. [Ipu 3ToM npemnonaraeTcs, 4To
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OKCHJI SIBJIICTCS YCTOMYMBOM M30TPOIMHOMN (Da30¥ OJMHAKOBOM TONIIUHEI, a Apyrue mytu quddy-
3UM HE BHOCST 3HAUUTENBHOIO BKJIaJ]a B MACCOIIEPEHOC.

MexaHu3M OKHUCIEHHUS METAJUIOB Ha BO3/1yX€ ONPEEIIAeTCs IPUPOI0i MeTaia, T.€. €ro
Ne(hEeKTHOM CTPYKTYpPOH.

Hanpumep, okucienue nuHkKa — MeTauia, 00pa3yroniero OKCUabl ¢ 1e(heKToM BHEIPEHUS
KaTHOHOB — MOYKHO OIHUCATh cleAyrommmM oopa3zom. Ha rpanurie pasnena okcun/atmocdepa mpo-
TEKAIOT CJIEAYIOLINE ITPOLIECCHI:

Ancopbuus atomMa KHCIIOpoa U3 atMoc(epsl,

WNonwuzanus ero ¢ 00pazoBaHueM aHHOHA,

Koopaunatus ¢ Mex10y3e1bHbIM KATHOHOM METaJlja.

XUMHYECKH 3TH MponeCChbl MOXHO BBIPA3UTH YPABHCHUCM
1/20; + Zn** + 2e = ZnO. (38)

Ecnu npunsate BenmuuHy aktuBHOCTH ZNO 3a 1, TO KOHCTaHTa ATOr0 paBHOBECHUS BBIpa-
YKAETCsl ypaBHEHUEM

1
K=-7—- (39)

p022'n2n2+'ng,
rae Do, — JABICHHE KHCIOPOJa B aTMOChEPE, Tz 2+;
Ne— YUCII0 MCKI0Y3CIBbHBIX KATUOHOB 1 3JICKTPOHOB, COOTBETCTBCHHO.
Ha IMMOBEPXHOCTHU pa3aciia MeTaHH/OKCI/II[ aTOMbI MCTaJlJIa IPOHUKAIOT B 30HY OKCH/Ia B

BUJIC KATHOHOB U 2JICKTPOHOB

Zn = 7Znét + Ze. (40)

OxwucieHue MPOUCXONT, €CITU APIIHAIbHOE JAaBJIIEHUE KUCIIOpOo/a B aTMOcdepe OobIIe,
yeM naBieHue nuccorpanuu ZnO. Ilpu sToM Habmonaercs rpaJueHT KOHLEHTPALUU MEX]0-
y3€JIbHBIX KaTHOHOB B 30HE OKCHJA: KOHIIEHTpalus 1edeKToB BOIM3M I'paHHIBI pa3jena Me-
Tasu1/oKcu 00IbIINe, YeM Ha TpaHuIle OKcu/aTMochepa.

HpI/I OKHCJIICHUHN MECTAJlJIOB, 06pa3y}onmx OKCHJbI C KaTHOHHBIMH BAaKaHCHAMU, MEXaA-
HU3M PEaKLUil ONpeseNnsieTcsl CHOCOOHOCThIO OKCHJIa MPUHUMATh KaTHOHHbIE BakaHcuu. KaTrnoH
MeTaJula IePEeHOCUTCS U3 OAPEIIETKH OKCH/IA, YBEIMUMBAsL KOJIMYECTBO BAKAHCUH, a DIIEKTPOHBI
JUIsL BOCCTAHOBJIGHUS KHUCJIOpoAa OepyTcs ¢ 000JI0YEK MOHA MeTajula, 00pasysl IJIEKTPOHHBIE
aeipku. [Iponecc oxucaenus Takxke UAET IPH YCIOBHH Do, > Po. IIpu 5ToM Taxske HabmomaeTcs
TpaaAuCHT KOHHeHTpaHI/Iﬁ BaKaHCHﬁ, HO €TI0 HallpaBJICHUEC MPOTUBOIIOJIOKHO: KATUOHHBIC BAKaH-

CHM BO3HHUKAIOT Ha TPaHMIIe OKCHJ/aTMOC(epa 1 UCUE3al0T Ha TPaHUIIe METaJll/OKCUI.
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Jli1g MeTaioB, 00pa3yroMX OKCUIbI C aHHOHHBIMH BakaHCUsMU, [lepBas cTanus 3akiito-
YaeTcs B [epexo/ie aToMa MeTajlla U3 METajljla B OKCHJI, €r0 HOHU3AIlMU U KOOPJIUHALIMU C aHHO-
HOM KHCJIOPOJa. DTOT aHUOH YXOAUT U3 MOJAPEIIETKH OKCU/IA, CO3/1aBasi aHMOHHYIO BaKaHCHIO, a
M30BITOYHBIE SJIEKTPOHBI MOMAAAI0T B 30HY MPOBOJAUMOCTH OKCHUJA. ATOMBI KHCIIOpOia afacopOu-
PYIOTCS Ha MMOBEPXHOCTH, IPUHUMAIOT 3TU W30BITOYHBIE AJIEKTPOHBI U 3aIMOJIHAIOT AHHOHHbBIE Ba-
kaHcuu. KoHnenTpanus 1eeKToB B JaHHOM CITy4ae YMEHbBIIASTCS B HAMPABICHUH OT METaJIa 10
MOBEPXHOCTH.

CKopocCTh peakiK OKUCIIEHUsI B Teopur Barnepa npomnopiuoHanbHas CKOPOCTH Jud-
¢y3un yactui, KoTopasi 00paTHO MPOMOPLHUOHANIbHA TOJIIIHHE CJI0s OKkcuaa. TakuM o6pazom, Toj-

IIMHA CJIOS OKCHJIA YBEIIMYMBACTCS CO BPEMEHEM I10 1apaboINIecKOMY 3aKOHY

x = 2kt1/2, (41)

3aBHCHUMOCTD CKOPOCTH PCaKIMU OT TEMIICPATYPbI OIIPEACTIACTCA TeMnepaTypHoﬁ 3aBU-

cuMocTh0 ko3 urmenta nuddy3un u, B 00IIeM ciIydae, BRIpaKaeTCs ypaBHEHUEM

lgszA+B, (42)

rae A u B — KOHCTaHTHI.

Y CTaHOBIIEHO, YTO CKOPOCTh PEAKIIUM OKHCICHUS MHOTHX YHCTBIX METAIIOB (B TOM
qrcie, ’KeJe3a, MeAW U IIMHKA) KUCIOPOJIOM BO3AyXa MPU KOMHATHOW TeMIlepaType HAaCTOJIBKO
MaJia, 94To 00pa3Ibl MOTYT CUUTATHCS CTAOMIBHBIMU B T€YEHHUE JIECATKOB JIET.

CrnenyeT OTMETUTH, YTO HAIMYHE TPUMECEN B CTPYKTYpPE METaJlIa MOKET CUIILHO TIOBITH-
ATh Ha CKOPOCTh €Tr0 OKHCJICHHS. B 3aBUCHMOCTH OT MPHUPOABI AE(PEKTOB B OKCHJIE M MPUPOIBI
MIPUMECH BO3MOXKHO KaK yBEIIMYCHHE, TAK U YMEHBIIICHHE CKOPOCTH PEaKIMU Ha HECKOJBKO IT0-
PSIKOB.

B nenom u3MeHeHue coctaBa MeTalla MpU XPAaHEHUH MPOUCXOIUT B OOJNbIIEH CTEeNeHH
Ha TIOBEPXHOCTH 00pa3iia U CBA3aHO C €r0 B3aUMOJICHCTBUEM ¢ KOMITOHEHTaMU aTMocheps (Kuc-
JIOPOZOM, BOJIOW, YIJIEPOJCOJCPKANIMMH BeIIeCTBaMu). Takke CleayeT yYUTHIBATh BO3MOXK-
HOCTb M3MEHEHHs COCTaBa MeTajlia IIpu 0TOOpe MPOOBI IS aHANK3a: 3arPs3HEHNE TOBEPXHOCTH
AIIEMEHTaMHU, PUCYTCTBYIOLUMH B MOCY/E, MHCTPYMEHTAX; OPraHUYECKHUMHU BEIIECTBAMHU KOXKHU
WIH CMa3KH{; IMOTEPS JISTKOJIETYYUX WIIM Ta3000pa3HBIX BEIICCTB, HAXOIANTNXCS BOJIU3H ITOBEPX-
HOCTH. JIJ1s1 TOTO, YTOOBI YMEHBIIIUTH BIMSIHUE (DAKTOPOB OKPYXKAIOIIEH CPeIbl U MpoIecca mpo-
0600TOOpa Ha TOMOT€HHOCTh 00pasiia, PEKOMEHIYIOT IIPUHUMATH Clieaytomne Mepsl [85]:

1) M3roToBiaTh Wiv NpuoOpeTaTh 00pa3iibl ¢ BO3SMOXKHO MEHbINEH MO0 MTOBEPX-
HOCTH: B BUJIe OPYCKOB, Ta0JIETOK; peke — B hOpMeE CTPYIKKHU HITH YCIITYECK.

2) XpaHuTh 00pasiibl B INIOTHO 3aKPHITOM Tape (0aHKH M3 MOJMATHICHA UM CTEKIIA).
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3) Ilepen ncnoab30BaHUEM MOBEPXHOCTh 00PA3IOB OYMIIATH OT OKCHIHOTO CIIOS C TO-
MOIIbI0 MEXaHUYECKHUX WIIH XUMUYECKHX CpelcTB. K MeXaHHMUeCKUM CpeIcCTBaM MOXKHO OTHECTH
00paboTKy HakauHo Oymaroi, 00paboTKy Ha TOkapHOM cTaHKe U T.1. K Hanbomnee pacpoctpa-
HEHHBIM XMMHUYECKUM CPECTBaM 00paOOTKH MOBEPXHOCTH METAJNIOB OTHOCHTCS BBIJICPKHBAHUE
B pa30aBJICHHOM PacTBOPE a30THOM (MJTU CEPHOI ) KUCIIOTHI, IPU KOTOPOM PACTBOPSIETCS M YIS~
€TCSl OKCUHBIN CJIOH, C TIOCIEIYIOIIMM OTIOJACKUBAHUEM TUCTUILTUPOBAHHON MM ICMOHU30BaH-
HOW BoMOM. J{nst GoJee miamsIieil OYuCTKY, B T€X Cydasi, KOTJa MoTepsi MeTalia n3-3a BO3MOXK-
HOTO €r0 PaCTBOPEHUSI B KUCIIOTE HEKENATEeNIbHA, PEKOMEHAYIOT 00paboTKy pacTBOPOM IEPOK-
cuaa Bogopozaa uiau cMmecbto HF+H2O, (s ynanenus npumeceit KpeMHHUsI) B COYETAHUU C YITb-
Tpa3ByKOBO# 00paboTkoii [85]. Takxke ymaneHne OKCUIHOTO CIIOSI JOCTUTACTCS BBIICPKUBAHHEM
o0pa3ia B TOKe cyxoro Bomoposa. st u306aBiIeHus OT YIIIepoICOIepKAIIUX TPUMECE, KOTOpPhIE
0COOEHHO XOpOIIO COPOUPYIOTCS U3 arMochepbl Ha MOBEPXHOCTH BBICOKOUMCTOTO Keje3a, 00-
pasiipl 00pabaThIBAIOT OPraHUYECKUMHU PACTBOPHUTEISIMU (3TAHOJ, AlleTOH), 3aTeM JAMCTUILIHPO-
BaHHOW BOJIOW B yJIbTPa3BYKOBOW BaHHE, 3aTeM HarpeBaioT mpu (420-450) °C B teuenue (5—
10) munyt [86,87].

4) TIpoOy [t aHanM3a OTOMPATh HE C TOBEPXHOCTH, a IO BO3MOXKHOCTHU M3 IICHTpa 00-
pasna. He pexoMeHyeTcst NCIoIb30BaTh ISl aHATN3a TTOBEPXHOCTH, HA KOTOPBIX €CTh TPEIIUHBI
u apyrue 1edeKThl, TOCKOJIBKY TaKHE MECTa CIIOCOOCTBYIOT 00Jiee OBICTPOMY U TIIYOOKOMY OKHC-

JICHHUIO METaJljia.

3.2 OueHka 0IHOPOJIHOCTH YHCTOI0 BelIeCTBA M0 NPUMECHOMY COCTABY

CranznapTHBIN c110COO OLIEHKH HEOINPEIEIEHHOCTH, CBSI3aHHON C OJJHOPOJHOCTBIO MaTe-
puana, IpUMEHUTENBHO K CTAaHAAPTHBIM 00pa3liaM coCcTaBa BEUIECTB U MaTEPHAJIOB ONKCaH B Py-
xoBonctBe I1SO Guide 35:2017 [88] u mpencraBnsier co00#t CpaBHUTENBHbBII aHAIN3 JUCHEPCHUil
pe3yabTaTOB U3MEPEHHI BHYTpU MpPOObI U MexAy Mpod. [IpuMeHnTeNnbHO K MPSMBIM METOJaM
onpezaenenuss MJIOK ykazaHHbIN TOAX01 MOXKET OBITh pean30BaH MOCPEACTBOM MHOTOKPATHBIX
U3MEPEHUH B HECKOJIBKUX PACTBOpaX pa3iIMuYHBIX HAaBECOK OJHOW MpoObl. B aToM ciyuae oOpa-
00TKa M3MEPUTENBbHON MH(OPMAIIMKM MPOBOIAUTCS METOAOM OJHO(DAKTOPHOTO JUCHEPCHOHHOTO
aHanu3a.

J1sl OLIEHKH HEOJJTHOPOJHOCTH M aTTECTOBAHHOT'O 3HAUYEHHs MAacCoBast 10JIs Kax/10i 00-
Hapy>KeHHOH mmpuMecH nipoBenieHs! oT 4 1o 10 mapamtensabix uamepenuit (V=v; v=4...10) B 3-15
npobax paszHoit Mmaccsl (T=t; t=3...15), oToOpaHHBIX OT MaTepHaja 3TaloHa cpaBHeHus. Kaxas
npoba nojBeprainach MOAroToBKe 1o 1. 3.1 /i yaaneHus MoBEpXHOCTHOTO CIIOS.

W3mepeHus conep:kaHusi MPUMECH MPOBOJWIN B YCIOBHUAX BHYTPUIA0OpaTOPHOH Ipe-

[U3MOHHOCTU M PACCUUTHIBAIU CIIEIYIOIINE TapaMeTPhl:
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— cpemHeapupMeTHIeCKOe 3HAUCHHE BCEX PE3YIIbTaTOB Mo (hopmye

T Vv
X; = Z Xipy (43)
t=1v=1
rne Xj,, — V=i pe3ynbTaT u3MepeHuii MaccoBoii o i-if npumecu B t-oit npobe,

— cpeHMe Pe3yabTaThl A KaXKI0U MpoOsl o popmyre

|4
xit = Z xl-tv, (44)
v=1

— CyMMY KBaJIpaTOB OTKJIOHEHUH pPE3YJIbTATOB U3MEPEHUU OT CPEIHMX 3HAYCHUM IS KaKIIOU

npoOsI o popmye

174
(i — 21,) (45)
=1

T
SSe= )

t=1v
— CyMMY KBaJ[paToOB OTKJIOHEHHUI CPEIHHUX Pe3yIbTAaTOB IS KaKIO0W MpoObl OT cpenHero apud-

METHUYCCKOT'O BCEX PC3YJIbTATOB I10 (i)OpMy.He

T
SSp, =V" z(xit ~x), (46)
t=1

— CpeHue KBaJIpaThl OTKJIOHEHHI PE3ylbTaTOB U3MEPEHUN OT CPEAHUX 3HAUCHUUN IS KaXI0i

npoOkI Mo popmyre

SSe,

§S, = ——t—,
. y(T-1)

(47)

— CpelHME KBaJpaThl OTKIOHEHUH PE3ylbTaTOB U3MEPEHUM OT CPEIHUX 3HAUYEHUN MEXIYy Mpo-

6amu 1o popmyse

SSh " (48)

izm’

— CTAHAAPTHOC OTKJIOHCHHUEC HCOAHOPOAHOCTH 110 CYMMEC KBaJApaTOB OTKJIOHEHHH OT CpCAHUX 3HA-

YEHUH TSI Kaxa0u 1poObI o popmyrie

(49)
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— Ipu (Ehi - ﬁei) > 0; VVt> = const craHgapTHOE OTKJIOHEHHE HEOJHOPOJHOCTH MO CyMME

KBaJIPATOB OTKJIOHEHUH CPEHMUX PE3yIbTaTOB B IPOOE OT OOIIETO CPeIHEro mo Gpopmye

(30)

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

KBaJIPAaTOB OTKJIOHEHUH CPEIHUX PE3y/IbTaTOB B IPOOE OT 00IIero cpemHero mo gpopmyse

T T

S = |(551, - 55.) / Zw—ivf dve-r-1)| (51)
t=1

t=1 t=1
—1pu (SS;,. — SS,.) < 0 cragmapTHOE OTKJIOHEHHE HEOIHOPOIHOCTHA MO CYMME KBaagpaToOB OT-
h; e

KIIOHCHU CPEeTHUX PE3YJIbTATOB B MPOOE OT 00IIEro MpUHUMAETCS paBHBIM (

Sn; = 0. (52)

OrieHKa CTaHIaPTHOM HEOPEICTIEHHOCTH OT HEOJHOPOIHOCTH POBE/ICHA 110 (popmyiie

n d d
Uup = le/z X |- Zmax(seiishi)z. (53)
i=1 =1 =1

rae d — KOnMM4ecTBO OOHAPYKEHHBIX NMPUMECEH, 10 KOTOPHIM TPOU3BENEH pacueT HEOIHO-

poanoctu (i = 1...d).
[Tpu d=n cranmapTHas HEONPEAEIEHHOCTh OT HEOTHOPOJHOCTH OIIEHMBACTCS MO IOJI-

HOMY MIPUMECHOMY COCTaBY MCXOJS M3 MaKCUMyMa MEX]y CTaHIapTHBIM OTKIIOHEHHEM PEe3yIib-
TaTOB U3MEPEHUH MEXIy NMpoOaMu M CTaHAAPTHBIM OTKJIOHEHHEM PE3YJIbTaTOB MapalieIbHBIX
U3MEPEHUIN MacCOBOM JI0JM KOMIIOHEHTa B pobe. Takoii moaxo/ AaeT «OLEHKY CBEPXY» B TeX
cirydasix, Korjaa (ﬁhi - ﬁei) < 0, T.e. OKCIIEPUMEHTAIILHO BBIICIIUTh HEOJHOPOIHOCTh MaTEPH-
arja Ha poHe cIydaiiHOTO pazdpoca pe3yabTaTOB U3MEPEHU HEBO3MOYKHO.

[pu (ﬁhi - ﬁei) > 0, CTaHJAPTHOE OTKJIOHEHWE HEOJHOPOIHOCTH JUIS KOHKPETHON
NPUMECH SIBIISICTCS 3HAYUMBIM U MOKET OBITh 0OOCHOBAHO MPHHSATO B KAY€CTBO UCTOYHUKA HE-
OTPE/ICTICHHOCTH.

N3 dpopmynsr (29) Buano, uto Mozenb usMepenuii MJIOK kocBeHHBIM criocoOoM mpei-
noJjlaraeT CyMMHPOBAHHE MAaCCOBBIX JI0JIel OOHAPY)KEHHBIX MPUMECEH, CTaHIapTHBIC HEOIpeIe-

JICHHOCTHU pPE3YJIbTATOB H3MepeHHI>i MAacCCOBBIX JOJIEH I3THUX HpHMeCCﬁ HCO6XOIII/IMO CYMMHUPOBATH

% KonMuecTBo pe3ysibTaToB H3MEPEHHH MacCOBOM JI0JIM PUMECH B KaX 101 TIpooe.
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KBaJPaTUIHO JUIS ITOTYIEHHUS] CYMMapHOW CTaHIaPTHOM HEONPEeIEHHOCTH BHIXOTHON BETMUNHBI
(MIOK) cornacHo [77]. Toraa ctaHapTHBIC HEOMIPEACICHHOCTH OT HEOJHOPOAHOCTH JJisi OOHA-
PY)KEHHBIX MPUMECEH TaK jke¢ HEOOXOAMMO CYMMHUPOBATh KBAJPaTUYHO, a popMyiy (29) MoxkHO

3anucath 60see pa3BepHyTO

n T

Vi 2
o=z Y Y (22L) +ue 54
X j=1 2.\/§ h ( )

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

Kpowme 3toro, npemioxkena mozens oneHkd HeogHopoaHoctd MJIOK mpu d<n, koropas
IIO3BOJISIET 3HAYUTEIBHO COKPAaTHTh BPEMEHHbIE M MaTepHUalbHbIN 3aTpaThl IPU UCCIIEOBAHUU
3C. Toraa mocie npenBapuTebHON OLEHKH MIPUMECHOTO COCTaBa MOYKHO MCKITIOYHTH ITPOBEIC-
HUE MHOTOKPATHBIX U3MEPEHUIT IS OLIEHKH HEOAHOPOIHOCTH T10 OTACIBHBIM IPUMECSIM €CITH UX
CYMMapHO€ COZIep)KaHUE HE3HAUMMO Ha (pOHE OCTalIbHBIX OOHApYyKEeHHbIX npumeced. Kpurepuii
3HAYMMOCTHU YCTAaHOBJIEH SMIIMPUYECKHU, UCXOS U3 OOLIMX COOOPaKEHUH U SKCIIEPUMEHTAIbHBIX
JTAHHBIX.

['umotesa 3akimovanachk B TOM, YTO €CTh MUHUMAIIHOE JOCTATOYHOE KOJIUYECTBO MPH-
Mecel cyMMapHas CTaHAapTHAs HEONPEAEICHHOCTh OT HEOAHOPOAHOCTH, KOTOPBIX B OTHOCUTEb-
HOM BujIe He OyJleT MEHbIe CyMMapHOI CTaHAapTHOIH HEONpeneNeHHOCTH, PACCUUTAHHOMN MpH
n=d. [IpuHUMas BO BHMMaHHE YCTOSIBILIEECS «IIPAaBUJIO HE3HAYMMOCTH morperrHoctei» (1+3),
6bU1a npoBeseHa ouenka wy, npu (N1 x;/NE xi) < 1,5, T.e. B pacueTax OblJIM YYTEHbI IPUMECH
coJiep’KaHue KOTOPBIX COCTaBUJIO KaK MUHUMYM 2/3 OT 0011ero coaepxkanus npumeceil. Pesyib-
TaThl PACYETOB JUIsI HEKOTOPBIX METAJIJIOB MpeACTaBleHbl B Tabaule 8, rae BUAHO, YTO IPU BbI-

6paHHOM COOTHOHICHUH THUIIOTE3a MMOATBECPKAACTCH.

Ta6muia 8§ — CpaBHeHHE HEOTIPEIECTEHHOCTEH OT HEOJHOPOIHOCTH, TTOTYYEHHBIX 1O BCeM OOHa-

Y)KEHHBIM MPUMECSIM U 110 OTPAHUYCHHOMY YHCITY IPUMECe
OneMeHT w, % g=n d<n
' CymmMa Xi, % uy, % Cymma Xi, % uy, %
\Y 99,9377 0,0554 0,0016 0,0466 0,0017
Cr 99,9875 0,0040 0,0004 0,0026 0,0006
Mn 99,7686 0,2274 0,0208 0,1930 0,0234
Co 99,9823 0,0154 0,0013 0,0113 0,0017

Takum 00pa3oM, UCXOJS U3 KPUTEPHUS 3HAUMMOCTH BKJIa/Ia ATOTO UCTOYHHUKA B OOIIHIA
OIOKeT HEeOMPEeIEIEHHOCTH, KOTOPBIM 3aKII0YaeTCsl B TOM, UYTO OLIEHKY HEOJHOPOJAHOCTH HEO0O-
XOJIUMO MPOBOAUTH KaK MUHUMYM JJIsi TeX OOHApYKEHHBIX MPUMECel, CyMMa MacCOBBIX JI0JIeH

KOTOPBIX MPEBBIMIAET 2/3 OT 00IIei CyMMBI MaCCOBBIX JIOJICH BCEX OOHAPYKEHHBIX MTPUMECEH.
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3.3 Pe3yabTaThl HCCIE€I0BAHUI ITAJIOHOB CPABHEHUS

IIpu ocymiecTBIEHNHN SKCIIEPUMEHTAIBHBIX Pa00T ObLIM 33/1€HCTBOBAHBI CIIEYIOIUE Me-
TOJIbI U3BMEPECHUM:
— «HE» - ropsiuas sxcrpakims (GCHE) — rpyrina MeTo10B, OCHOBaHHBIX Ha OKHCIHTEIEHOM JIHO0
BOCCTaHOBUTEJILHOM IIABJIEHUHU 00pa3lia ¢ MOCIEAYIOUIMM XpoMaTorpaduuecKuM pasieieHueM
ra3oBoi (ha3bl U IETEKTUPOBAHUEM Ha OCHOBE HH(PPAKPACHOTO AETEKTOpA UIIH JETEKTOpa 110 Tel-
JIOTIPOBOTHOCTH;

— «MC-UCII» - Macc-CIEKTpOMETPHS C UHIYKTUBHO CBSI3aHHOM TUIa3MOM.

Kpome toro, asis moiHOTHI XapakTepu3aluu ONpeAeseH KPYTr 3JIEMEHTOB, KOTOPbIE HE
MOTYT MPUCYTCTBOBATH B Marepuasie DC B TOCTATOYHOM JIsl ICTEKTHPOBaHMs KoymmuecTe. Cpenu
HHUX:
— bnaroponusie rasei: Ne, Ar, Kr, Xe, koTopble MpakTUYeCKH HE B3aUMOJCUCTBYIOT C APYTUMU
XUMHUYECKHMH JIEMEHTAMH, T.€. MOTYT IPUCYTCTBOBAThH B Marepuasie DC TOJIBKO B PACTBOPCHHOM
Buje. M3 Bcex GaropoaHbIX ra3oB, KOTOPBIE MOTYT OBITh 33J€HICTBOBAHBI B TEXHOJIOTHMUECKOM
MIPOIIECCE, MOKHO BBIICTUTH TOJBKO aproH. OJHAKO M €ro KOJWYECTBO JOJKHO OBITh KpalHE
MaJIo.
— PagmoaxtuHbie snemeHTh: TC, Pm, Po, At, Rn, Ra, Ac, Pa, koTopsie HE MOTYT HaXOAUTHCS B
marepuane DC B kommuecTse 6omee 1-1077 % u3-3a CPaBHHUTETHEHO HEGOIBIIOTO TIEPHO/A TIONTY-

pacmaza [3].

Taxum 06pa3om, mpu OLIEHKE YUCTOTHI KOCBEHHBIM CITIOCOOOM, OBLIO YYTEHO BO3MOKHOE
CoJIepKaHue ITUX JIEMEHTOB B Juana3one ot 0 10 1-107 % mis Ne, Kr, Xe, Tc, Pm, Po, At, Rn,
Ra, Ac, Pau ot 0 10 5-107" % st aprona B BUJIe TEOPETHIECKHX OIIEHOK ITPEIEIOB 00HAPYKEHHS

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

3.3.1 DTajioH cpaBHEeHHUS MeIH BHICOKOI YHCTOTHI

Marepuan OC — OeckuciopoaHas MefaHas KaTanka wMapku KMO6 MO0016 1o
I'OCT P 53803-2010 mpousBoactea KameHck-Ypanbsckoro 3aBona OLIM maccoit 1 kr. Ucxoaubiii
IIPYTOK TUaMETPOM 8 MM IOpe3aH Ha Kycku 1o ~10 mm.

B matepuane DC mMenu BBICOKOW YHCTOTHI ONPEICICHBI 3HAYCHHSI MacCOBBIX Jiosieid 91
MPUMECH, YTO COOTBETCTBYET MPUHIIMIIAM OIEHKH YHUCTOTHI IO MOJTHOMY MPUMECHOMY COCTaBYy.
[Tpu 5TOM ompeneneHa BEICOKast OTHOPOJHOCTh MaTepraia Mo BCeM OOHAPYKEHHBIM ITPUMECSIM.

Pe3ynbTaTel u13MEpEHU MAaCCOBBIX JOJIEM IPUMECEN B CBOJHOM BHJIE NPEICTABICHBI B
tabnuie 10 u Ha pucynke 17, rae B BUAC NEPHOIUICCKON TAOIHUIIBI XUMUYECKUX FJIEMEHTOB IS

Ka)KIO0Tr0 AJIEMEHTA YKa3aHbl JaHHbIE O METOJIE U3MEPEHUN 1 MPUBEICHBI Pe3yIbTaThl U3MEPEHUN
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MaCCOBO# IO BEIPAKEHHEIE B [MITH ] MITH pe3ysbTaThl ONpeeIeH s TIpeiea OOHapYKEHHS CO
3HAKOM «<» WJIM, €CIId OIICHKa MAacCOBOH JOJHM HE MPOM3BOAMIACKH, 00o3HaueHue - «NAy». Ha
pucynke 18 rpaduuecku mokazaHa 0JHOPOTHOCTh MPUMECHOTO COCTaBa M0 OOHAPYKEHHBIM Me-
TaJNIMYECKUM MPUMECSM.

Pe3ynbrarel u3mMepeHnit MaccoBOil J10JIM BCceX OOHApYKEHHBIX MpPUMeECEil MPUBEICHBI B

tabmuie 9.
Tabmnmna 9 — Ceenenust o mpuMecHoM coctaBe DC CU BBICOKOM YHCTOTEI
PesynbTaT uzmepe- Pacmmpennas OTHOCHTENbHAA
DlIeMeHT Merton HHSI MAaCCOBOM HEOTPEICIIEHHOCTh paclllMpeHHaA
o, % Ugez), % HEOIPEACIICHHOCTh
Ui=2), %
O HE 1,32-10°3 5,11-10% 38,7
Ag MC-UCIT 1,30-1073 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* 5,40-10° 10,0
Se MC-UCII 1,82-10% 4,60-10° 25,3
Mg MC-UCII 8,47-10° 2,14-107 25,3
Sh MC-UCII 8,13-10° 1,63-10° 20,0
H HE 7,67-10° 3,83-10° 499
As MC-UCII 6,34-10° 1,28-10° 20,2
Zn MC-UCIT 4,45-10° 1,16-10° 26,1
Al MC-UCII 3,28-10° 1,59-10° 48,5
Te MC-UCII 1,65-10° 3,36-10° 20,4
Bi MC-UCII 1,07-10° 2,17-10°° 20,3
Mo MC-UCII 8,00-10° 1,73-10°® 21,6




Tabmuma 10 — O6001IEeHHBIN pe3ybTaThl OIICHKU IpUMeCcHOT0 cocTaBa DC Meau BHICOKOW YUCTOTHI

Ne ipo6wr

Maccosas o 3aeMeHTa, %

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

09



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

Pucynox 17 — Ceenenust o mpumecHoM coctaBe Matepuana IC CU BRICOKOW YUCTOTHI
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Pucynok 18 — OgHopoauocts mpumecHoro coctaBa IC CU BBICOKOM YHUCTOTHI

14

mBij

15

® Mo

a9



63

MJIOK onpeneneHa Ha OCHOBAaHUU CIEAYIOIIMX JAHHbBIX:

— OmnpeneneHo coaep:kaHue JIEMEHTOB - 91,
— B Buze pe3yabTatoB u3mepenuii(n) - 17,
— B Buge npenenos oonapyxenus (I) —74;
— CymmapHoe cojiep:kanne 00HapyKeHHbIX mpumeceit (Y x;) —0,00693 %;
— Cymma npejienoB oOHapyxkeHus (Y, ;) —0,00245 %,;
— CrangapTHasi HEONPEEICHHOCTh OT HEOITHOPOTHOCTH —0,00042 %.

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

HIMPEHHAs: HeOoMpeaeIeHHOCTh 110 Gopmyste (29). PesynabraThl mpeactaBiieHsl B Tadmuie 11.

Tabmuna 11 — Xapakrepuctuku TouHocTH C Melld BBICOKOH YHCTOTHI

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

3.3.2 JTajioH cpaBHeHHsI IMHKA BBICOKOI YHCTOTHI

Marepuan 3C - uunk npousBojctsa Sigma Aldrich (lot. 14404 #SZBB0820V) maccoii
250 r. Matepuan mpenacrasisieT co00il IMHKOBYIO MPOBOJIOKY AUAMETPOM 2,5 MM, MOpPE3aHHYIO
Ha KyCKH 110 4 MM.

B matepuane IC 1iuHKa BEICOKOW YHCTOTHI OMpPEIeSICHbI 3HAYeHHsI MAaCcCOBBIX J10Jei 91
MPUMECH, YTO COOTBETCTBYET MPUHIIUIIAM OIEHKH YHUCTOTHI MO MOJTHOMY MPUMECHOMY COCTaBY.
[Tpu 5TOM ompeeneHa BbICOKast OHOPOJHOCTh MaTepuaa Mo BceM 0OHAPYKEHHBIM MTPHUMECSIM.

Pe3ynbrarhl n3MepeHuii MacCOBBIX J0JIEH MPUMECEl B CBOJHOM BUJIE IIPE/ICTABIICHBI B
tabymne 12 u Ha pucynke 19 , riae B Buae nepuogNIecKON TaOTUIIBI XUHMHYECKUX dJIEMEHTOB IS
Ka)XJIOTO DJIEMEHTA YKa3aHbI IaHHBIE O METO/Ie U3MEPEHUH U MPUBEICHBI PE3YJIbTAaThl H3MEPEHUN
MacCOBOM JI0JTM BBIPAKEHHBIE B [MIIH 1] MIIM pe3y/IbTaThl ONpe/eNeHus peiea 00HapyKEHHS CO
3HAKOM «<» HJIM, €CIIH OIICHKa MAacCOBOH JOJH HE MPOU3BOAUIACH, 00o3HaueHue - «NAy». Ha
pucynke 20 rpadudeckn mokazaHa OJTHOPOJIHOCTH MMPHUMECHOTO COCTaBa IO OOHAPYKEHHBIM Me-

TATJITAYCCKUM IIPUMECIM.



Tabauima 12 — O6001IeHHBIN pe3yIbTaThl OIICHKU MpUMecHOro coctaBa IC IMHKA BRICOKOW YHCTOTHI

MaccoBas 10J1s diaeMeHTa, %

Ne mpoer Pb Fe Cd Cu Tl Ag Mn Ni sb Co Bi CymMa
1 0,00190 | 0,00194 | 0,00126 | 0,00036 | 0,00029 | 0,00017 | 0,00004 | 0,00003 | 0,00001 | 0,00001 | 1,26-10° | 0,00600
2 0,00187 | 0,00174 | 0,00190 | 0,00047 | 0,00028 | 0,00016 | 0,00006 | 0,00003 | 0,00001 | 0,0000L | 145-10° | 0,00652
3 0,00192 | 0,00174 | 0,00157 | 0,00036 | 0,00028 | 0,00016 | 0,00004 | 0,00002 | 0,00001 | 0,00001 | 1,22-10° | 0,00611
4 0,00189 | 0,00174 | 0,00182 | 0,00038 | 0,00029 | 0,00017 | 0,00005 | 0,00003 | 0,00001 | 0,0000L | 1,31-10° | 0,00637
5 0,00189 | 0,00216 | 0,00145 | 0,00047 | 0,00028 | 0,00020 | 0,00005 | 0,00003 | 0,00001 | 0,00001 | 1,25-10° | 0,00654
6 0,00188 | 0,00188 | 0,00183 | 0,0005L | 0,00028 | 0,00017 | 0,00005 | 0,00003 | 0,00001 | 0,00001 | 1,28-10° | 0,00664
7 0,00190 | 0,00219 | 0,00209 | 0,00048 | 0,00029 | 0,00017 | 0,00005 | 0,00003 | 0,00001 | 0,00001 | 1,43-10° | 0,00720
8 0,00190 | 0,00182 | 0,00184 | 0,0002L | 0,00029 | 0,00017 | 0,00005 | 0,00004 | 0,00001 | 0,00001 | 1,25-10° | 0,00633
9 0,00189 | 0,00194 | 0,00182 | 0,00037 | 0,00029 | 0,00016 | 0,00006 | 0,00003 | 0,00001 | 0,0000L | 1,29-10° | 0,00657
10 0,00192 | 0,00236 | 0,00163 | 0,00053 | 0,00029 | 0,00017 | 0,00005 | 0,00002 | 0,00001 | 0,00001 | 1,24-10° | 0,00699
11 0,00187 | 0,00170 | 0,00141 | 0,00039 | 0,00030 | 0,00016 | 0,00006 | 0,00004 | 0,00001 | 0,00001 | 1,32-10° | 0,00595
12 0,00187 | 0,00182 | 0,00147 | 0,00046 | 0,00029 | 0,00017 | 0,00005 | 0,00003 | 0,00001 | 0,0000L | 1,29-10° | 0,00617
13 0,00192 | 0,00197 | 0,00153 | 0,00024 | 0,00029 | 0,00015 | 0,00005 | 0,00003 | 0,00001 | 0,00001 | 1,41-10° | 0,00619
14 0,00190 | 0,00141 | 0,00161 | 0,00054 | 0,00029 | 0,00017 | 0,00005 | 0,00003 | 0,00001 | 0,00001 | 1,22-10° | 0,00601
15 0,00191 | 0,00205 | 0,00170 | 0,00029 | 0,00028 | 0,00017 | 0,00005 | 0,00004 | 0,00001 | 0,00001 | 1,21-10° | 0,00650
Cpenmee, % | 0,00190 | 0,00190 | 0,00167 | 0,00043 | 0,00029 | 0,00017 | 0,000049 | 0,000031 | 0,000007 | 0,000007 | 0,000001 | 0,00454
Sh 0,000010 | 0,000192 | 0,000138 | 0,000042 | 0,000005 | 0,000010 | 0,000005 | 0,000004 | 0,000001 | 0,000000 | 4,76-10% | 2,40-10"
VT 120 150 132 9 134 150 150 150 138 124 79
Y 1.00-10% | 204107 | 1,89-10% | 6,11-10% | 2,88:10° | 1,70-10% | 1,00-10° | 6:45-10° | 1,3410° | 1,32:10° | 2,59-107 |0,00056
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H LlenouHbie Me |Opyrue Me He
HE ICP M
e LWenou.3em Me |Mony ME Be “T—Element <CO.00§
Li Be NaHTaHoUAp! HemeTtannol ICP MS d— Method B C N (0] F Ne
IcPMS | 1cpms [ ICP MS HE HE HE GDMS THE
<0.003 | <0.008 AkTutounpp! FanoreHo! <0.008 «}—value, ppm <0.05 | <20 <5 11 | <001 | <0.001
Na Mg NepexoaHbie Me |UHepTHbie rasbi Al Si P S Cl Ar
IcPMS | 1cpms icems | eoms | eoms | coms | eoms | THE
<05 | <0.02 <0.01 | <0.005 | 0.01 | <0.01 0.3 | <0.001
K Ca| Sc | Ti Vv Cr {Mn| Fe [ Co|[ Ni | Cu| Zn | Ga | Ge | As | Se | Br | Kr
1cPMs | icpms | icpms | icpms | icpms | 1cpms [ 1cpms [ 1cP Ms | 1cp ms | 1cp ms | 1cp Ms icpMs | icpms | icpms | icpms | eoms | THE
<0.5 <0.5 <0.02 <0.02 <0.03 <0.02 0.49 19 0.066 0.31 4.6 OCHOBa <0.08 <0.03 <0.02 <0.1 <0.005 | <0.001
Rb| Sr | Y [ Zr [Nb[Mo| Tc | Ru| Rh | Pd| Ag| Cd| In | Sn | Sb [ Te | [ Xe
icPMs | icpms | icpms | icpms | icpms | icpms | THE | 1cPms | 1cpms | icpms | 1cpms [ 1cPms | eoms | icpms | icpms | 1cPms | eoms | THE
<0.01 | <0.003 | <0.002 | <0.004 | <0.005 | <0.01 | <0.001 | <0.01 | <0.004 | <0.01 | 1.67 17.1 | <0.005 | <0.01 | 0.067 | <0.08 | <0.005 | <0.001
Cs | Ba| la| Hf | Ta| W|Re|Os | Ir [Pt [Au|[Hg | Tl | Pb| Bi | Po | At | Rn
icpMs | icpms | icpms | icpms | icpms | 1cpms | icpms | 1cpms | icpms | 1cpms | 1cpms | icpms | 1cPms | 1cPMs | icPMs | THE THE THE
<0.003 | <0.02 | <0.002 | <0.004 | <0.002 | <0.02 | <0.002 | <0.002 | <0.002 | <0.008 | <0.01 | <0.02 | 2.87 19 0.013 | <0.001 | <0.001 | <0.001
Fr | Ra| Ac | RfF | Db | Sg | Bh | Hs | Mt | Ds | Rg | Cn [Uut| Fl [Uup| Lv | Uus|Uuo
IcPMs | THE THE
<0.001 | <0.001 | <0.001 | NA NA NA NA NA NA NA NA NA NA NA NA NA NA NA
< |Lop Ce | Pr INd ([ Pm|Sm | Eu | Gd | Tb | Dy | Ho | Er | Tm | Yb | Lu
NA |Not availabl icpMs | icpms | icpms | THE | icpms | icpms | icpms | 1cpms [ 1cpms | 1cpms | 1cpms | icpms | icpms | 1cp ms
ot available <0.002 | <0.002 | <0.002 | <0.001 | <0.002 | <0.002 | <0.002 | <0.002 | <0.002 | <0.002 | <0.002 | <0.002 | <0.002 | <0.002
Th|[Pa| U | Np|]Pu|Am|Cm | Bk | Cf | Es | Fm [ Md | No | Lr
icPMs | THE | 1cPms
<0.01 | <0.001 | <0.002 | nNA NA NA NA NA NA NA NA NA NA NA

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

Tabimue 13.

Tabmuna 13 — Cenenus o npumecHoM coctaBe IC ZN BBICOKOM YUCTOTHI

PesynbTaT uzmepe- Pacmmpennas Otnocutenbuas
DnemMeHT Meton* HUSI MAaCCOBOH HEOTPEICIIEHHOCTh PacHIMpenHas
o, % U k=2 poogs), % HEOIPeACIEHHOCTh
U = 2, P=0,95), %0
Fe MC-UCTI 1,90-10° 2,04-10% 10
Pb MC-UCTI 1,90-103 1,90-10* 10
Cd MC-UCTI 1,67-107 1,89-10 11
H HE 4,70-10* 8,00-10° 17
Cu MC-UCTI 4,26-10% 6,11-107 14
Tl MC-UCII 2,87-10™ 2,88-10° 10
Ag MC-UCII 1,67-10* 1,70-107° 10
@) HE 1,10-10% 3,00-107 27
Mn MC-UCII 4,95-10° 1,00-10° 20
Ni MC-UCII 3,11-10° 6,45-10° 20
Cl GDMS 3,00-10° 2,40-10° 8
Sb MC-UCTI 6,70-10°° 1,34-10° 19
Co MC-UCTI 6,60-10° 1,32-10° 20
Bi MC-UCII 1,30-10° 2,59-107 19
P GDMS 1,00-10° 8,00-108 8
MJIOK ompenenena Ha OCHOBAaHUHU CIICAYIOIINUX JTAHHBIX :
— OnpeneneHo coaep:kaHue dJIEMEHTOB - 91,
— B Buze pe3ynbraroB usmeperuii(n) —15;
— B Buze npenenos obuapyxenus (I) —76;
— CymmapHoe coaepkanne 00HapyKeHHBIX TpuMeceit (3 X;) —0,00705 %,;
— Cymma npefienoB oOHapyxkeHus (3, ;) —0,00172 %,;
— CrangapTHas HEONPEEICHHOCTh OT HEOJHOPOIHOCTH —0,00026 %.

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

HIMPEHHAs: HeOTpeIesIeHHOCTh 110 opmyite (29). PesynbTaThl mpencTaBieHsl B Tabmuie 14.

Tabmuua 14 — Xapakrepuctuk TouHOCTH DC IIMHKA BBICOKOW YHCTOTEI

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

3.3.3 JTajIoH cpaBHEHH Kejie3a BbICOKOI YHCTOTHI

Marepuan OC - xene3o npousBoacta Sigma Aldrich (lot. 267945 # MKBJ4567V) mac-
coit 1 kr. Marepuan npeacTaBisieT co0oi Kelle30 B BUE MIACTUHOK (YUTICOB) MPOU3BOJILHOTO

pasmMepa, TOJIUMHOMN 10 5 MM, Maccoit ot 0,25 1o 2,5 .
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B matepuane OC xene3a BBICOKOW YACTOTHI ONPEACIICHBI 3HAYEHHUSI MACCOBBIX J0JIei 91
MPUMECH, YTO COOTBETCTBYET IMPHUHIIUIIAM OLIEHKH YHCTOTHI TI0 TIOJTHOMY MPUMECHOMY COCTaBY.
[Tpu 5TOM OmpeneneHa 10cTaTo9YHas OTHOPOAHOCTh MaTepraa Imo BCeM OOHAPYKCHHBIM TpUMe-
CSIM.

PesynbTaThl H3MepeHU MAacCOBBIX J0JIEH MpUMecel B CBOAHOM BHJIE MPEICTABIICHBI B
tabnune 16 u Ha pucynke 21, rie B BUIe NEPHOANIECKON TaOIUIBI XUMUYECKHUX JIEMEHTOB JJIs
KQXKOT0 DJIEMEHTA YKa3aHbl JAHHBIE O METOJIC U3MEPEHUH U MMPUBEACHBI PE3yJIbTaThl U3MEPEHUI
MaCCOBO#1 JIOJHM BEIPAXKEHHBIE B [MIIH ] HITH pe3ysIbTaThl ONpeIeIeH s TIpeiea OOHAPYKEHHS CO
3HAKOM «<» WJIH, €CJIi OILIEHKa MacCOBOW JOJH HE MPOHM3BOIWIACH, 0O0o3HaueHue - «NA». Ha
pucyHke 22 rpadudecku moka3zaHa OJHOPOJHOCTh MPUMECHOTO COCTaBa IO OOHAPYKEHHBIM Me-
TaJUTAYCCKUM TIPUMECSIM.

PGSYJ'IBTB.TBI I/I3M€p€HI/II71 MacCoOBOM J0JIM BCECX O6H8.py>I(CHHBIX HpHMeCGﬁ IIPpUBCACHLI B

tabymue 15.
Tabmuna 15 — Cenenus o npumecHoM coctaBe IC Fe BBICOKOI YUCTOTBI
Pesynprar nuzmepe- Pacmmpennas OT;;?;;ETZE:;T
DJIEMEHT Meron* HHS MacCOBOU HEOIIpeeJIEHHOCTh P P
OTTH % U k=2, P=0.95) % HeOHpeI[eJ'IeHHOCTL
’ T U =2, P=0,95), %
0 HE 2,20-107 2,25-10°° 10,2
Zn ICP MS 3,47-107 9,62-10™* 27,7
S HE 3,10-107 1,07-107 34,5
N HE 3,08:107 1,06:107 34,4
Mn ICP MS 1,17-10°° 1,90-10* 16,2
Co ICP MS 9,64-10™* 1,30-10* 13,5
Ni ICP MS 5,63-10* 9,74-10° 17,3
H HE 4,58-10* 1,58-10 34,5
Cr ICP MS 3,88-10™ 1,23-10* 31,7
As ICP MS 2,94-10* 5,50-10° 18,7
Mo ICP MS 1,25-10* 2,50-10° 20,0
Cu ICP MS 1,07-10* 1,84-10° 17,2
Ti ICP MS 5,00-10° 2,20-10° 4.4
Al ICP MS 2,76-10° 6,21-10° 22,5




Tabauma 16 — O6001IEHHBIN pe3yNbTaThl OIICHKU MpUMecHOro coctaBa IC xele3a BRICOKOW YUCTOTHI

Ne ipoOBI

Maccosast 1oJ1s 3aeMenTa, %

Zn Mn Co Ni Cr Al Ti Cu As Mo CyMMa

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

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

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

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

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

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

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

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

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

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

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

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

Cpennee,

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

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

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

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

Pucynoxk 21 — Ceenenust o mpumecHoM coctaBe MaTepuana IC Fe BhICOKOI YUCTOTHI
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MJIOK onpeneneHa Ha OCHOBAaHUU CIAEAYIOUIUX JaHHBIX:

— OmnpeneneHo coaep:kaHnue JIEMEHTOB - 91,
— B Buze pe3yabTatoB u3mepenuii(n) — 14,
— B Buge npenenos oonapyxenus (I) ~T17;
— CymmapHoe cojiep:kanne 00HapyKeHHbIX mpumecei () x;) —0,0358 %;
— Cymma npejienoB oOHapyxkeHus (Y, ;) —0,0043 %;
— CranmapTHasi HEONPEEICHHOCTh OT HEOAHOPOTHOCTH —0,0045 %.

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

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

Tabnuua 17 — Xapakrepuctuku TouHocTH DC jxese3a BHICOKOM YUCTOTHI

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

3.3.4 JTajioH cpaBHEHHS XPOMA BHICOKOI YMCTOTHI

Matepuan OC - XxpoMm MeTalmMueckuil anekrtposnutuyeckuii mapku ECR99.2 mno
['OCT 5905-2004 mpouszBoactea AO «H3XCy» maccoit 1 kr. Marepuan npezcrasisieT co0oi Xpom
B BU/I€ TUTACTHHOK (YellyeK) MPOU3BOJILHOTO pa3Mepa TOMUHOM 70 0,5 MM.

B matepuane 9C xpoma BBICOKON YHUCTOTHI OMPEACIICHBI 3HAUEHHSI MACCOBBIX J10Jei 91
IPUMECH, YTO COOTBETCTBYET NMPHUHIIMIIAM OIICHKH YHCTOTHI TI0 TOJIHOMY ITPHUMECHOMY COCTaBY.
[Tpu 3TOM ompeneneHa yJ0BIETBOPUTENbHAS OJJHOPOIHOCTh MaTepHasa Mo BceM 0OHapy>KEHHBIM
IPUMECSM.

Pesynprarel n3MepeHuii MacCOBBIX JOJIEH IPUMECEN B CBOJHOM BHJIE€ NPEACTABIICHBI B
tabymnax 18-20 u Ha pucyHKe 23, T/Ie B BUJIE TICPUOMYECKON TaOIHUIIBI XHMHYECKUX 3JICMCHTOB
JUIS KKI0TO AJIEMEHTa YKa3aHbl JAHHBIE O METOJI€ U3MEPEHUI 1 MPUBEAEHBI pe3yabTaThl H3Me-
peHuii MaccoBoil 10 BhIpaXkeHHbIE B [MIH 1] Mau pe3ysbTaThl onpesieseHus mpejena ooHapy-
KEHHUSI CO 3HAKOM «<» WJIHM, €CIH OIIeHKa MAaCcCOBOH JOJH HE MPOU3BOAMIACH, 0003HAYCHHE -
«NA». Ha pucynke 24 rpaduyeckn mokazaHa OJHOPOIHOCTh TIPUMECHOTO COCTaBa Mo OOHApy-

JKCHHBIM ITPUMCECAM.



Tabmuma 18 — O6001IEeHHBIN pe3yNbTaThl OIICHKU MpUMecHOro coctaBa IC Xxpoma BBICOKOH YHCTOTHI (4acTh 1)

No ipo0OBI

MaccoBas 10 3aeMeHTa, %

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

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

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

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

€L



Tabmuma 19 — O6001IeHHBIN pe3yNbTaThl OIICHKH MpUMecHOro coctaBa IC Xpoma BBICOKOH YHCTOTHI (4acTh 2)

17

Ne rpoGr MaccoBas 1os a5eMenTa, %

Al Cu Mg Sn Nb Mo Sc Ta Mn Ge

1 0,000093 0,000061 0,000049 0,000045 0,000035 0,000023 0,000022 0,000023 0,000019 0,000016

2 0,000077 0,000044 - 0,000049 0,000015 0,000027 0,000023 0,000022 0,000012 0,000013

3 0,000069 0,000067 0,000055 0,000038 - 0,000027 0,000018 0,000017 0,000020 0,000011

4 0,000079 0,000057 0,000055 0,000038 - 0,000027 0,000024 0,000021 0,000011 0,000022

5 0,000064 0,000059 0,000058 0,000042 0,000046 0,000027 0,000024 0,000022 0,000018 0,000016

6 0,000084 0,000049 0,000047 0,000045 - 0,000028 0,000020 0,000021 0,000013 0,000017

7 0,000062 0,000057 0,000045 0,000046 0,000012 0,000027 0,000030 0,000016 0,000020 0,000015

8 0,000066 0,000063 0,000045 0,000042 0,000058 0,000025 0,000028 0,000015 0,000015 0,000014

9 0,000063 0,000069 0,000061 0,000039 0,000031 0,000027 0,000022 0,000013 0,000018 0,000024

10 0,000069 0,000052 0,000080 0,000048 0,000072 0,000019 0,000027 0,000017 0,000015 0,000016

Cpennee, % 0,000073 0,000058 0,000055 0,000043 0,000038 0,000026 0,000024 0,000019 0,000016 0,000016

Sh 3,85-10° 5,89-10° 6,35-10° 1,50-10° 2,19-10° 2,27-10° 3,14-10°® 2,81-10° 2,90-10° 3,45-10°
V-T 80 97 65 95 58 87 91 89 97 97

U 1,02-10° 7,35-10° 8,78:10° 5,87-10° 7,59-10° 3,87-10° 3,79:10°° 3,24-10° 2,77-10° 2,88:10°




Tabmuma 20 — O600IIEHHBIN pe3yIbTaThl OIICHKU MpUMecHOro coctaBa IC XpoMma BBICOKOH YHCTOTHI (4acTh 3)

MaccoBas 1o sneMenTa, %

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

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

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

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

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

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

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

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

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

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

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

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

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

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

7



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

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

9.
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Pe3ynbrarhl n3MepeHuii MacCOBOM JTOJIM BCeX OOHAPYKEHHBIX MPUMECEH MPUBEICHBI B

Tabimue 21.

Tabmuna 21 — Cenenus o npumecHoM coctaBe DC Cr BBICOKOW YUCTOTHI

OTtHocuTeNnbHAS
PesynbTaT uzmepe- Pacmmpennas
. pacmpeHHast
OneMeHT Mertox* HYSI MAaCCOBOI HEONPE/ICIICHHOCTh
0 0 HEOIPEIeIEHHOCTD
nonu, % U =2 p=0,95), % 0
U = 2, P=0,95), %0
Na MC-UCII 1,0-10°8 1,2:10* 11,7
Fe MC-UCII 8,7-10* 6,3:10° 7,2
Ga MC-UCII 7,3:10* 51-10° 6,9
Ti MC-UCII 3,1-10* 2,6:10° 8,6
Zn MC-UCII 2,0-10* 2,3:10° 11,8
As MC-UCII 1,0-10* 1,1:10° 11,3
Ni MC-UCII 9,9-10° 1,1-10° 11,6
Zr MC-UCII 8,1-10° 9,5-10° 11,7
Ag MC-UCIT 77-10° 1,1-10° 13,6
\Y MC-UCII 7,6:10° 1,1:10° 144
Al MC-UCII 7,3:10° 1,0-10° 14,1
Cu MC-UCII 5,8-10° 7,4-10° 12,7
Mg MC-UCII 5,5-10° 8,8-10° 15,9
Sn MC-UCIT 43-10° 5,910 135
Nb MC-UCII 3,9-10° 7,6:10° 19,7
Mo MC-UCII 2,6-10° 3,9-10° 15,0
Sc MC-UCII 2,4-10° 3,8-10° 15,8
Ta MC-UCII 1,9-10° 3,2:10° 17,3
Ge MC-UCII 1,6:10° 2,9:10° 17,6
Mn MC-UCII 1,6-10° 2,8:10° 17,1
Pb MC-UCII 1,3-10° 2,4-10° 18,1
W MC-UCII 1,1-10° 2,0:10° 19,0
Sh MC-UCII 9,4-10° 1,9-10° 20,1
Ba MC-UCII 8,5-10° 1,9-10° 22,3
Co MC-UCIT 4,1-10° 1,0-10° 25,6
Y MC-UCII 2,9-10° 7,6:107 26,3
Re MC-UCII 2,5-10° 7,0-107 27,8
In MC-UCII 2,0-10° 6,0-10” 29,9
Te MC-UCII 1,7-10° 51-107 30,2
MJIOK ompeneneHa Ha OCHOBAaHHHU CIICAYIOIINX JTAHHBIX .
— OnpeneneHo coaepKaHue FIEMEHTOB - 91,
— B Buze pe3ysnbpraToB usmepenuit (N) - 29;
— B Bune npenenos ooHapyxenus (I) —62;
— CyMmMapHoe cojiepkanne oOHapyKeHHBIX pumeceit (3 x;) —0,00396 %o;
— Cymma npefienioB oOHapyxeHus (3, ;) —0,01705 %,;
— CranmapTHasi HEONPEICIICHHOCTh OT HEOAHOPOTHOCTH —0,00081 %.

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

HIMPEHHAS HEONPEACICHHOCTD Mo hopmyie (29). PesynbraTel mpeacTaBieHsl B Tabwie 22.
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Tabmmia 22 — XapaktepucTuku TouHOCTH DC Xpoma BBICOKOW YMCTOTHI

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

3.3.5 DJTajioH cpaBHEeHHS] MAPraHIA BbICOKOI YHCTOTHI

Marepuan OC - mapraner; npousBoactea Alfa Aesar (36215 Manganese granules lot Ne
UO1A055) maccoii 0,1 kr. Marepuan npeacTaBisieT co00l TpaHyJIbl METAUTMYECKOT0 MapraHiia
MIPOU3BOJILHOTO pa3Mepa.

B marepuane OC mapraniia BbICOKON YMCTOThI OIIPEIEIEHBI 3HAYEHHSI MACCOBBIX J10JIEH
91 mpumecH, 9YTO COOTBETCTBYET MPHUHIUIAM OICHKH YUCTOTHI MO MOJHOMY MPUMECHOMY CO-
ctaBy. [Ipu 3ToM onpeeneHa yaoBIeTBOPUTEIbHAS OJJHOPOIHOCTh MaTepualia 1o BceM oOHapy-
JKEHHBIM TTPUMECSIM.

Pe3ynbTaThl M13MEpEeHN MAaCCOBBIX JI0JIENM IPUMECE B CBOJHOM BHJIE€ MPEICTABICHBI B
Tabnuue 23 ¥ Ha pUCYHKE 25, Tie B BUI€ EPUOANUECKON TaOIUIIbI XUMHUYECKUX dJIEMEHTOB IS
Ka)KI0r0 DJIEMEHTA YKa3aHbl JaHHBIE O METOJIC U3MEPEHUN U MIPUBEACHBI PE3YNIbTaThl U3MEPEHUN
MaCcCOBOM JI0JTM BBIPAKEHHBIE B [MITH 1] MIIM pe3y/IbTaThl ONpe/e/cHUs peieia 00HAPYKEHHS CO
3HAKOM «<» WJIM, €CITM OIleHKAa MacCOBOW JIOJIM HE Mpou3BoAMIIacCh, o0o3HaueHue - «NA». Ha
pucyHke 26 rpaduyecku nokasaHa oJJHOPOJAHOCTh MPHUMECHOTO COCTaBa 10 OOHAPYKEHHBIM MPH-

MCCAM.



Tabmuia 23 — O600IIEHHBIN Pe3yNbTaThl OIICHKH MpUMEcHOr0 coctaBa IC MapraHiia BBICOKOH YHCTOTHI

MaccoBas JOJIs DJIEMEHTA, MJIH

1

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

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

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

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

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

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

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

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

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

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

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

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

08



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

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

Tabimue 24.

Tabmuna 24 — Cenenus o npumMecHoM coctaBe IC Mn BBICOKOH YHUCTOTHI

OtHocuTenbHAs
Pacmmpennas
SeMEHT Pe3ynLTaUT WU3MEPCHUs HEONE/IENIHHOCTS pacmupeHHas
MacCOBOM JOJIH, MI/KT HEOMPEICIICHHOCTh
U k=2, P=0,95), MI/KT U ez r oo o
(k =2,P=0,95), Y0
0 1930 43 2,3
Mg 140,9 6,0 4,2
N 66,7 6,7 10,0
Na 50,1 4,3 8,7
Mo 17,91 0,58 3,2
Cu 14,81 0,82 5,6
Pb 12,97 1,55 11,9
Zn 10,03 0,32 3,2
Fe 6,46 0,42 6,4
H 4,0 04 10,0
B 3,80 0,23 5,9
Cr 3,40 0,22 6,4
Si 3,11 0,13 4,0
As 2,11 0,11 5,3
Al 2,11 0,12 5,9
Sn 1,96 0,15 7,7
Sb 1,92 0,09 47
Ti 1,03 0,07 6,6
U 0,231 0,017 7,1
Ni 0,218 0,026 11,8
Co 0,186 0,021 11,2
MJIOK ompenenena Ha OCHOBAaHUY CIIEAYIONINX JTaHHBIX:
— OmnpeneneHo coaep:kaHue JIEMEHTOB -91;
— B Buze pe3ynbraToB u3mepenuii(n) -21;
— B Buge npenenos oonapyxenus (I) - 70;
— CyMMapHoe coziepkanne o0HapyKeHHBIX mpumeceit (Y x;) —0,2274 %;
— Cymma npejienoB oOHapyxkeHus (Y, ;) —0,0081 9%;
— CranmapTHast HEONPEISIICHHOCTh OT HEOHOPOTHOCTH —0,0208 90.

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

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

Tabmuma 25 — Xapakrepuctuku TouHOCTH DC MapraHiia BRICOKOH YHCTOTHI
Pacmmpennas Heonpenen€HHOCTh
aTTECTOBAaHHOTO 3HAYEHUS

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

ATTecToBaHHag ATTecTOBaHHOE
XapaKTEPUCTUKA 3HaueHue, %

MaccoBas 10J11 MapraHiia 99,77 0,04
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3.3.6 JTajioH cpaBHeHHs KOOAJIbTA BHICOKOH YMCTOTHI

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

B marepuane OC xo0anbTa BBICOKOH YMCTOTHI ONPEAEIEHBI 3HAUEHUSI MAaCCOBBIX J10JIEH
91 npumecH, 4TO COOTBETCTBYET MPUHLHUIAM OIIEHKH YUCTOTHI MO MOJHOMY MPUMECHOMY CO-
ctaBy. [Ipu 3TOM onpeeneHa yaoBIeTBOPUTENIbHAS OAHOPOJHOCTh MaTepHala o BceM oOHapy-
JKEHHBIM ITPUMECSIM.

Pe3ynbTaThl n13MEpEHU I MAacCOBBIX JI0JIEM MPUMECEN B CBOJHOM BHJIE MPEICTABICHBI B
Tabymie 27 v Ha PUCYHKE 27, T/Ie B BHJIC IEPHOANICCKON TaOIUIBI XUMUYCCKHUX JIEMEHTOB JIJIsI
KaQ)XJIOTO 3JIEMEHTA YKa3aHbl IaHHBIE O METO/I€ U3MEPEHUI U MPUBEICHBI PE3YJIbTAThl U3MEPEHU
MaCcCOBOM J0J1M BBIPasKEHHBIE B [MIIH 1] MIIM pe3y/IbTaThl ONpeaeleHus mpeiesa 00HapyKEHHS CO
3HaKOM «<» WJIM, €CJIH OIIEHKa MAacCcOBOH JOJM HE Mpou3Boauiach, obo3HaueHue - «NAy». Ha
pucyHke 28 rpaduuecku mokazaHa OJJHOPOJIHOCTH IPUMECHOTO COCTaBa MO OOHAPYKEHHBIM IPH-
MECSIM.

Pe3ynbrarel u3mMepeHuit MaccoBoil 10JiM BceX OOHAPYKEHHBIX MMPUMECEl MPHUBEACHBI B

Tabimue 26.

Tabmuna 26 — Cenenus o npuMecHoM coctaBe IC CO BBICOKOM YHCTOTHI

DnemMeHT Pesynbrar usmepenus Pacmmpennas OTHOCHUTETbHAS
MacCCOBOM JOJIH, MI/KT HEOTPEICIIEHHOCTh pacimmpeHHas
U (k =2, P=0,95), MI/KT HEONPEIeTIEHHOCTh

U k=2 pP=095), %
@) 50,6 12,1 23,8
As 40,2 14 34
Ni 22,6 0,9 4,2
Si 20,9 1,1 51
P 5,02 0,16 3,3
Cu 5,02 0,16 3,3
Ca 4,05 0,65 16,1
Fe 1,96 0,08 4.2
Mg 1,46 0,26 18,1
Pb 0,84 0,06 7,4
Al 0,42 0,03 7,7
Zn 0,34 0,05 142
B 0,33 0,02 47




Tabmuia 27 — O000IIEHHBIN Pe3yNbTaThl OIIEHKH MpUMecHOro cocTaBa JC KoOaIbTa BEICOKOW YHCTOTHI

G8

No mpoBi MaccoBast 10715 JIeMeHTa, MITH

o As Ni Si P Cu Ca Fe Mg Pb Al Zn B cymMMa
1 64,06 | 46,96 | 22,45 | 19,58 4,21 4,21 591 1,75 0,70 1,05 0,30 0,22 0,27 171,69
2 40,15 | 39,99 | 26,74 | 16,34 5,25 5,25 6,14 2,15 2,58 0,54 0,48 0,25 0,37 146,22
3 43,58 | 36,10 | 22,86 | 22,69 552 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, mma | 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




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

Pucynoxk 27 — Ceenenust o mpumecHoM coctaBe Matepuana IC CO BRICOKOW YUCTOTHI
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MJIOK onpeneneHa Ha OCHOBAaHUU CIAEAYIOUIUX JaHHBIX:

— OmnpeneneHo coaep:kaHnue JIEMEHTOB - 91,
— B Buze pe3yabTatoB u3mepenuii(n) -13;
— B Buge npenenos oonapyxenus (I) —78;
— CymmapHoe cojiep:kanne 00HapyKeHHbIX mpumeceit (Y x;) —0,01538 %;
— Cymma npejienoB oOHapyxkeHus (Y, ;) —0,00468 %;
— CrangapTHasi HEONPEIEICHHOCTh OT HEOIHOPOTHOCTH —0,00132 %.

W3 3Toro oreHeHbl MaccoBast J10Jisi OCHOBHOTO KOMITOHEeHTa 1o dopmysie (28) u ee pac-

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

Tabnuua 28 — Xapakrepuctuk TouHocTH DC K00anbTa BBICOKOW YHCTOTHI

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

3.3.7 JTajioH cpaBHeHHS HUKeJS BbICOKOIl YHCTOTHI

Martepuan 9C - Hukens npoussoacTsa OOO MarueTpoH (HaBecku U3 Hukens mapku HO
no 'OCT 849-2008, 99,99, naptust Ne 15) maccoit 0,2 xr. Marepuan npezcrasiseT coboil mia-
CTHHKHM METaJNIMYSCKOr0 HUKEJIS.

B marepuane 3C HuKeNs BBICOKOW YUCTOTHI ONIPEIeNIEHbI 3HAYEHUST MACCOBBIX JoJiei 91
MPUMECH, YTO COOTBETCTBYET MPUHIIUIIAM OIEHKH YHUCTOTHI MO MOJTHOMY MPUMECHOMY COCTaBY.
[Tpu sTOM OmpesenieHa ya0BIETBOPUTENbHASI OJHOPOAHOCTh MaTepualia o BceM OOHapYKEHHBIM
MIPUMECSM.

Pe3ynbTaThl M13MEpEHN MACCOBBIX JI0JIEH TPUMECEN B CBOJHOM BHJIE€ MPEICTABICHBI B
tabymie 29 1 Ha pucyHKe 29, T/Ie B BHJIC IEPHOANICCKON TaOIUIBI XUMUICCKHUX JIIEMEHTOB JIJIs
Ka)KJIOTO 3JIEMEHTA YKa3aHbl IaHHBIE O METO/I€ U3MEPEHUI U MPUBEICHBI PE3YJIbTAThl U3MEPEHU
MacCOBOM JI0JIM BBIPAKEHHBIE B [MIIH 1] MM Pe3y IbTaThl ONpeeNeH s peiea 06HAPYKEHHS CO
3HAKOM «<» WJIM, €CJIM OIIEHKAa MAacCOBOW JIOJIM HE MpOoM3BOAMIACh, 00o3HaueHne - «NA». Ha
pucynke 30 rpadudeckn mokazaHa OJTHOPOJIHOCThH MMPUMECHOTO COCTaBa IO OOHAPYKEHHBIM Me-

TAJUIAYCCKUM IIPUMCCIM.



Tabmuia 29 — O6001IEHHBIN pe3ybTaThl OIICHKH MPUMECHOT0 cocTaBa IC HUKEIs BBICOKOH YHCTOTHI

MaccoBas 1011 3JIeMeHTa, MIH

1

Ne ipo6mr

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

VT 20 20 20 20 20 20 20 20 20 20 20 -
U 3,49 3,49 1,76 1,23 1,06 1,05 1,06 1,02 1,01 0,99 0,12 21,35
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H LenouHbie Me |Opyrue Me He
THE THE
e Wenouy.3em Me |Mony ME Be “T—Element <0.001
Li Be NaHTaHOMADI Hemetannbl ICP MS d— Method B C N (@) F Ne
THE | 1cPMs | THE THE THE THE THE THE
<0.001 | <0.001 Aktutonpp! Fanorenbi <0.001 «—value, ppm <0.02 | 5006 | <5 <50 | <0.01 | <0.001
Na Mg NepexoaHble Me |UHepTHbie rasbi Al Si P S cl Ar
THE | 1ICP MS 1cPMs | 1cPMms | 1cPms [ 1cPpms | THE THE
<005 | 9.92 1218 | 9.17 | 9.47 | 9.38 <0.1 | <0.001
K Ca| Sc | Ti Vv Cr | Mn|{ Fe | Co | Ni [ Cu| Zn | Ga | Ge | As | Se | Br | Kr
THE | cpms | THE THE THE THE | 1cPMms | 1cp Ms | 1cP Ms IcPMs | icPms | THE THE THE THE THE THE
<0.05 | <0.001 | <0.01 | <0.03 | <0.02 | <0.001 | 9.94 | 19.86 | 49.97 | ocHoea | 10.06 | 0.5 <01 | <0.01 | <001 | <0.1 <0.1 | <0.001
Rb| Sr | Y [ Zr [Nb[Mo| Tc | Ru| Rh | Pd| Ag| Cd| In | Sn | Sb | Te | [ Xe
THE | wcpms | THE [ cPms | THE THE THE THE THE THE THE | cpms | THE THE THE THE THE THE
<0.01 | <0.001 | <0.001 | <0.001 | <0.003 | <0.001 | <0.001 | <0.005 | <0.002 | <0.005 | <0.001 | <0.001 | <0.002 | <0.001 | <0.1 | <0.02 | <0.1 | <0.001
Cs | Ba|Lla| HF | Ta| W|Re|Os | Ir [ Pt [ Au|Hg | Tl | Pb | Bi | Po | At | Rn
THE | cPms | THE THE THE | cPms | THE THE | 1cPms | 1cPms | 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 | RfF | Db | Sg | Bh | Hs | Mt [ Ds | Rg | Cn |Uut| Fl |Uup| Lv | Uus|Uuo
THE THE THE
<0.001 | <0.001 | <0.001 | NA NA NA NA NA NA NA NA NA NA NA NA NA NA NA
< |top Ce | Pr [Nd[Pm|[Sm | Eu | Gd | Tb | Dy | Ho | Er [ Tm | Yb | Lu
NA |Not availabl THE THE THE THE THE THE THE THE THE THE THE THE THE THE
ot available <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

Pucynok 29 — Cenenus o npumecHoM coctaBe Mateprana IC Ni BBICOKOW YUCTOTEHI
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Pe3ynbrarhl m3MepeHuii MacCOBOM JTOJIM BCeX OOHAPYKEHHBIX MPUMECEH MPUBEIICHBI B

tabaure 30.

Tabnuna 30 — Ceeaenus o npuMecHoM coctaBe IC Ni BBICOKOW YHCTOTBI

OtHocuTenbHAs
Pacmmpennas
Pesynbrar nsmepenus pacmupeHHas
DJIeMEeHT . HEOMPEIeIEHHOCTh
MacCOBOM JI0JIH, MI/KT HEONPE/ICIICHHOCTh
U (k =2, P=0,95), MI/KT 0
U k=2, p=0,95), %
C 50,1 3,5 7,0
Co 50,0 3,9 7,0
Fe 19,9 1,8 8,9
Al 12,2 1,2 10,1
Cu 10,1 11 10,6
Mg 9,9 11 10,6
Mn 9,9 1,1 10,6
P 9,5 1,0 10,8
S 9,4 1,0 10,8
Si 9,2 1,0 10,8
Zn 0,50 0,12 23,1
MJIOK ormnpeneneHa Ha OCHOBaHUU CIIEIYIOIIUX JTAHHBIX:
— OnpeneneHo coJepKaHnue JIEMEHTOB -91;
— B Buze pe3ysnbpraToB u3mepeHuii(n) -11;
— B Bune npenenos ooHapyxenus (I) — 80;
— CyMmMmapHoe cojiepkanne oOoHapyKeHHBIX mpumeceit (Y x;) —0,01905 %;
— Cymma npejienoB oOHapyxkeHus (Y, ;) —0,00609 %;
— CrangapTHas HEONPEAEICHHOCTh OT HEOJJHOPOIHOCTH —0,00103 %.

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

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

Tabmuia 31 — XapakrepucTuku TOUHOCTH DC HHUKENS] BRICOKOW YHCTOTHI

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

3.3.8 DTajoH cpaBHeHHS KAAMHS BBICOKOH YHCTOTHI

Marepuan OC - kaamuii npousBojctBa OAO T'mpenmer (Kagmuii K/-BU-1 kycku;
npo6a Ne KOO07; mpotoxoi 17060.11; 99,9997 %) maccoii 0,1 kr. Marepuan npeacTaBisieT cooon
KYCKH METALTUYECKOTO KaJIMHUSI.

B marepuane OC kaamust BBICOKOW YMCTOTBI ONPEAEIEHBI 3HAUEHHS] MacCOBBIX J1oJei 91

MMPpUMECH, YTO COOTBCTCTBYCT MMPUHIUIIAM OLICHKHU YUCTOTHI 11O IMMOJITHOMY NMPUMCECHOMY COCTAaBY.



[Tpu sTOM OmpesenerHa yaoBIeTBOPUTENbHASI OAHOPOAHOCTh MaTepuaa o BceM OOHapyKEeHHBIM

IPUMECSM.

Pe3ynbTaThl M13MEpEHU MAaCCOBBIX JI0JIEM IPUMECEN B CBOJHOM BHJIE€ MPEICTABICHBI B
tabnuie 29 u Ha pucyHke 29, rae B BUAC NEPUOIUICCKON TaOIHUIIBI XUMHUYCCKUX JIEMEHTOB JJIS
KaKJIOTO 2JIEMEHTA YKa3aHbl IAaHHBIE O METO/C U3MEPEHUH M MPUBEICHBI PE3yJIbTAaThl H3MEPEHUI
MaCcCOBOH JI0JIM BBIPAKEHHBIE B [MIIH 1] MIIM pe3y/IbTaThl ONpe/e/eHUs peiea 00HapyKEHHS CO
3HAKOM «<» HJIM, €CIIH OIICHKAa MAacCOBOH JOJH HE MPOHM3BOAUIACH, 00o3HaueHue - «NAy». Ha

pucynke 30 rpaduuecku nmokasaHa oJIHOPOJAHOCTh MIPUMECHOTO COCTaBa M0 OOHAPYKEHHBIM Me-

TAJJIMYCCKUM IIPUMECIM.

Pe3ynbrarel u3MepeHuil MaccoBOil J10JiM BceX OOHApYKEHHbIX IMPUMECEN NMPUBEIEHBI B

tabaure 30.
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Tab6nuia 32 — Ceenenns o npumecHoM coctaBe DC Cd BBICOKO# YHCTOTHI

OtHOocuTenbHAS
Pacmupennas
Pesynbrar usmepenus pacumpeHHas
OnemMeHT . HEOIPEEIEHHOCTh
MacCCOBOM JOJIH, MI/KT HEOIPEICICHHOCTh
U (= 2, p=0,95), MI/KT' 0
U k=2, p=0,95), %
Ca 0,20 0,06 29,3
Fe 0,10 0,04 34,9
Sr 0,050 0,021 42,0
Cr 0,040 0,018 44,5
Cu 0,030 0,014 48,0
Al 0,010 0,006 59,4
Zn 0,010 0,006 63,9




Tabmuia 33 — O6001IEHHBIN Pe3yNIbTaThl OIICHKU MpUMecHOro coctaBa DC KaIMusl BEICOKOW YHCTOTHI

MaccoBas 1071 3JIeMeHTa, MIH

1

Ne ipo6mr
Ca Fe Sr Cr Cu Al Zn cymma
1 0,22 0,050 0,050 0,0416 0,0309 0,0102 0,0094 0,41
2 0,22 0,096 0,020 0,0425 0,0304 0,0083 0,0096 0,42
3 0,23 0,140 0,093 0,0350 0,0294 0,0097 0,0100 0,54
4 0,18 0,175 0,031 0,0432 0,0297 0,0115 0,0099 0,48
5 0,15 0,052 0,061 0,0392 0,0304 0,0099 0,0104 0,35
Cpennee, MiH ™ 0,20 0,103 0,051 0,0403 0,0302 0,0099 0,0098 0,44
Sh 0,03 0,054 0,028 0,0027 0,0010 0,0006 0,0004 0,07
V-T 25 25 25 25 25 25 25 -
U 0,058 0,036 0,021 0,018 0,014 0,006 0,006 0,16
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H LenouHbie Me |Opyrue Me He
HE THE
i Wenouy.3em Me |Mony ME Be “T—Element <0.001
Li Be NaHTaHOMADI Hemetannbl ICP MS d— Method B C N (@) F Ne
ICPMS | 1cPMs [ ICP MS HE HE HE ICPMS | THE
<0.001 | <0.001 SRR Fanoreu <0.001 «}—value, PPM | 0001 | <10 <10 <30 | <0.001 | <o0.001
Na Mg NepexoaHble Me |UHepTHbie rasbi Al Si P S cl Ar
ICPMS | 1cP Ms ICPMS | ICPMS | IcPMsS HE IcPmMs | THE
<0.03 <0.004 0.01 <0.03 <0.5 <5 <0.5 <0.001
K | Ca| Sc | Ti V | Cr|[Mn| Fe|Co| Ni|Cu|Zn| Ga| Ge | As | Se | Br | Kr
1IcPMS | 1cPMs | 1cpms | 1cpms | 1cPms | 1cPMs | 1cPMs | 1cPMs | 1cPMs | 1cPMs | 1cPMs | IcPMs | 1cPMs | 1cPMs | 1cPMs | IcPMs | IcPMS | THE
<0.04 0.2 | <0.003 | <0.004 | <0.004 | 0.04 | <0.05 0.1 <0.03 | <0.01 | 0.03 0.01 | <0.007 | <0.01 | <0.006 | <0.007 | <0.007 | <0.001
Rb| Sr | Y [ Zr [Nb[Mo| Tc | Ru| Rh | Pd| Ag| Cd| In | Sn | Sb | Te | [ Xe
1IcPMs | 1cpms | 1cpms | 1cpms | 1cpms | 1cems | THE | 1cpms | IcPms | 1cPMs | 1cp Ms ICPMS | IcPMs | IcPMs | IcPMs | IcPMS | THE
<0.007 0.05 <0.007 <0.01 <2.5 <0.03 <0.001 <0.01 <0.009 <0.01 <0.01 | ocHoBa <0.01 <0.03 <0.01 <0.03 <0.01 <0.001
Cs | Ba|Lla| HF | Ta| W|Re|Os | Ir [ Pt [ Au|Hg | Tl | Pb | Bi | Po | At | Rn
ICPMS | 1cpms | 1cPMms | 1cpMs | 1cPMs | IcPMs | 1cPms | IcPMs | 1cPMs | IcPMS | IcPMS | THE | IcPMs | IcPMs | ICPMS | THE THE THE
<0.01 | <0.01 | <0.01 | <0.07 | <25 <0.1 <0.06 | <0.06 | <0.04 | <0.1 <0.03 <1 <0.09 | <0.04 | <0.04 | <0.001 | <0.001 | <0.001
Fr | Ra| Ac | RfF | Db | Sg | Bh | Hs | Mt [ Ds | Rg | Cn |Uut| Fl |Uup| Lv | Uus|Uuo
THE THE THE
<0.001 | <0.001 | <0.001 NA NA NA NA NA NA NA NA NA NA NA NA NA NA NA
< |top Ce | Pr [Nd[Pm|[Sm | Eu | Gd | Tb | Dy | Ho | Er [ Tm | Yb | Lu
NA  |Not available 1IcPMS | 1cPMs | IcPMs | THE | 1cPMs | 1cPMs | 1cPMs | IcPMs | 1cPMs | 1cPMs | 1cPMs | IcPMs | IcPMs | IcP MS
<0.01 <0.01 <0.04 <0.001 <0.04 <0.03 <0.06 <0.01 <0.06 <0.01 <0.04 <0.03 <0.04 <0.03
Th| Pa| U | Np|Pu|Am|Cm | Bk | Cf | Es | Fm | Md| No | Lr
IcPMS | THE | 1cPMs
<0.03 | <0.001 | <0.03 NA NA NA NA NA NA NA NA NA NA NA

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

G6
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MJIOK onpeneneHa Ha OCHOBAaHUU CIAEAYIOUIUX JaHHBIX:

— OmnpeneneHo coaep:kaHue JIEMEHTOB - 91,

— B Buze pesynbraToB u3mepenuii(n) -7,

— B Buge npenenos oonapyxenus (I) —84;

— CymmapHoe cojiep:kanne 00HapyKeHHbIX mpumeceit (Y x;) —0,000044 %;
— Cymma npejienoB oOHapyxkeHus (Y, ;) —0,007357 %;
— CranmapTHasi HEONPEIEICHHOCTh OT HEOAHOPOHOCTH —0,000010 %o.

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

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

Tabnuna 34 — Xapakrepuctuku TouHOoCcTH DC KaaMHUsI BBICOKOM YUCTOTBI

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

3.3.9 CaBoanble pe3yJbTaThl HCCI€I0BAHUI ITAJIOHOB CPABHEHHUS

O06001eHHbIE pe3yIbTaThl UCCIEIOBAHUN IO pa3pabO0TKE 3TAJIOHOB CPAaBHEHUS MPEIl-

cTaBlIeHbl B Ta0mune 35.

Tabnuua 35 — XapakTepucTHKH pa3padOTaHHBIX ATAJIOHOB CPaBHEHHUS

DIeMeHT w, % Cymma Xi, % | Cymma y;, % uy, % PZUO,(EIJ(S_)?’%
Vv 99,9377 0,0554 0,0138 0,0016 0,0084
Cr 99,9875 0,0040 0,0171 0,0004 0,0074
Mn 99,7686 0,2274 0,0081 0,0208 0,0422
Fe 99,9636 0,0358 0,0013 0,0045 0,0094
Co 99,9823 0,0154 0,0047 0,0013 0,0033
Ni 99,9779 0,0191 0,0061 0,0010 0,0055
Cu 99,9919 0,0068 0,0025 0,0002 0,0016
Zn 99,9921 0,0070 0,0017 0,0003 0,0013
Cd 99,9956 0,0001 0,0087 0,0001 0,0053

CBeznieHus 0 pa3pabOTaHHBIX TAJIOHAX CPAaBHEHHUs 3aHECEHBI B 3JICKTPOHHYIO 0a3y JaH-
HBIX «DTAJOHBI CPABHEHHS B BUJI€ BBICOKOUUCTHIX BemiecTB» [14], re uM nmprcBOCHBI perucTpa-
[IMOHHBIE HOMEpA B 3aBUCUMOCTH OT KaTErOPUU YUCTOTO BEIIECTBA B COOTBETCTBUU C Kiaccudu-
karreiit MBMB [89]. Takxe B 3T0ii 6a3e JaHHBIX €CTh CCBUTKU Ha MACMOPTa 3aPETrHCTPUPOBAHHBIX
9C.

W3 npeacraBneHHBIX 3TAJIOHOB CPABHEHMSI TOJIBKO JUIsl MN paciumpeHHas HEONPEIeIeH-

HocTb npeBbimaet 0,01 %, 4To 00yciI0BIEHO KaK pa3 ero YUCTOTOM. 3aBUCUMOCTD pacIiupeHHON
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ueonpeaeneaHoctd MJIOK ot yucToTsl MeTasuia (pUCYHOK 33) HMEET SIBHYIO KOPPEIIAIUIO U 110~

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

99,80 R

99,75

MaccoBaa 40nA OCHOBHOINO KOMMNOHEeHTa, %

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

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

Ha nmpakTuke BemiecTBa Takoi YMCTOTHI HE BCET/Ia [eNeco000pa3Ho MPUMEHSATH IS Xpa-
HEHUsI M TIEPe/Iavul eIUHUIIBI MacCoBO# gou. B atom npumepe st Mn (99,77+0,04) % ocHoBHOI
npuMechio siBisiercs kuciopo ~0,2 %, KOTOphIi He TOMENIaeT MPHU TPABUMETPHUYECKOM TPHUTO-
TOBJICHHH PAaCcTBOPA, €CIIU TPOIEIypa OYNCTKH MOBEPXHOCTH XOPOIIO CTAHIAPTU30BaHA M KaXkK-
JIbIA pa3 BOCIIPOM3BOAUTCS OJUHAKOBO. Torna MOXKHO MPeanookKUTh, YTO MIPU MEPEBOE B pac-
TBOp HE OyJIyT HaKalIMBaTbCs METAUIMYECKUE MPUMECH, KOTOPhIE MOT'YT HETaTUBHO CKa3aThCs
NP TIepeiade eMHNIIBI OT PAacCTBOPA STANIOHA CPABHEHHS CTaHAAPTHOMY 00pasily MOCPEACTBOM

ATOMHO-3MHUCCHOHHOM CIIEKTPOMETPHUH C MHIYKTUBHO-CBSI3aHHOM IIa3MOMI
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BrIiBoanI o riase 3

Pazpaboran nokymentr MU 3560-2016 «Pekomenmanus. ['CH. Ouenka HeonpeaeneHHO-
CTH U3MEPEHUN MacCOBOI 10 OCHOBHOTO KOMIIOHEHTa B HEOPTaHUYECKUX BEIIECTBAaX», B KOTO-
poM chopMyTUPOBAHBI TIPUHIIUIIEI UCCIICOBAHUN ITAIOHOB CPABHEHHMSI, UCXOS U3 IIEJICBOU He-
OMPEIETICHHOCTH, U OCHOBHBIE KPUTEPHUH BHIOOPA U MOATOTOBKU YUCTHIX BEIECTB ISl HCTIOIb30-
BaHUs B Pa3IMUHbIX METPOJIOruueckux padorax. Takum oOpa3zoM, yHUGPHUIIUPOBAHBI TOAXOAbI IO
OILICHKE MaCCOBOM J0JIM OCHOBHOI'O KOMIIOHEHTA U CBSI3aHHOM ¢ HEeH pacliupeHHON HeonpeesieH-
HOCTH JIJIs1 3TAJIOHOB CPaBHEHUS.

Pazpabotano «Ilomoxxenue o baze naHHBIX «ITaTOHBI CPABHEHHS B BHJIE BRICOKOYHCTHIX
BEIIIECTBY, B KOTOPOM YCTaHOBIIEHBI 00IIIME TPEOOBAHUS K ATAIOHAM CPABHEHUS, K UX pa3paboTKe,
HA3HAYCHHIO U IPUMEHEHHUIO.

OrnrcaH aaropuTM pacuera HeONpeIeICHHOCTH OT HEOJHOPOHOCTH MAaCCOBOM 10U OC-
HOBHOT'O KOMIIOHEHTA T10 PEe3yJIbTaTaM U3MEPEHUN MPUMECEH, KOTOPBIM 3aKJIF0UYaeTCS B TOM, YTO
Ha MIEPBOM 3TaIle MPOBOJIUTCS OIEHKA HEOMPEICIICHHOCTH OT HEOJHOPOJIHOCTH He MeHee 2/3 oT
CYMMapHO# MaccoBO# 1011 00OHAPYKEHHBIX TpuUMeceii B cootBercTBHM ¢ ISO Guide 35, Ha BTO-
POM 3Tare OLIEHUBAETCS HEOIPEAeICHHOCTh OT HEOAHOPOJHOCTH ISl CYMMbl MHAMBHIYalIbHBIX
MCCJIEIOBAHHBIX OOHAPYKEHHBIX MPUMECEH, a Ha TPETHEM dTaIle BBIYUCIISETCS] HEOTIPEACIIEHHOCTh
JUUISL MAaCCOBOM JTOJIM OCHOBHOT'O KOMITOHEHTA C YY€TOM MAacCOBOM JIOJIH UCCIIEyEeMbIX 0OHAPYKEH-
HBIX TIpUMece K CyMMe MacCOBBIX JI0Jiel OOHAPYKEHHBIX U HEOOHAPYKEHHBIX PUMECEH.

Pa3paboTanbl 9 3TaJIOHOB CpAaBHEHHUS B BHJIE YUCTHIX META/UIOB (BaHAMIA, XpPOM, Mapra-
HEIl, JKeJe30, KOOaIbT, HUKENb, Me/b, [IMHK, KaJMHI) C aTTECTOBAHHONH MacCOBOW JI0JICH OCHOB-
HOTO KoMIToHeHTa 1o cxeme «100 % MuHyc cymma mpumeceil» ¢ paciiupeHHON HeonpeIeIeHHO-

creto (k=2, P=0,95) ne xyxe 0,01 % (3a uckiaroueHreM MN BBICOKOI YHCTOTHI).
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4  Pa3pa0oTkKa cTaHAAPTHBIX 00PAa310B PACTBOPOB 3JIEMEHTOB

4.1 Meroa xapaKkTepu3aunu

Cnemmammuctel NIST B 2001 1 pa3paboTain METOUKY KOMITAPATUBHBIX U3MEPEHUM CHT-
HaJIOB OT TaKMX PacTBOPOB C MCIOJIb30BaHHEM BHYTpEeHHero cranmapra [25,26]. DTy metonuky
OHH TIPEIIOKIIN UCTIONB30BaTh Npu ceprudukanuu CRM pacTBOpoB XMMHYECKHX 3JIEMEHTOB.
OCHOBOH TIPOCIICKUBAEMOCTH TPU 3TOM BBICTYMAOT cTaHaaptHbie 00pa3isl SRM NIST cepun
3100 [90], xoTopbIe MPEACTABISAIOT COOO0M KHUCIOTHBIE PACTBOPHI XMMUYECKUX JJIIEMEHTOB C HO-
MHHAJIBHON MaccoBoif goneit 10000 Maa ¢ OTHOCHTENBHOM pacIIMPEHHON HEONPEIENEHHOCTEIO
(0,1-0,3) %. AtrecroBannoe 3nadenne SRM NIST cepun 3100 camo o cede mosryueHo Kak cpei-
HEe B3BEIICHHOE PE3yJIbTaTOB IPAaBUMETPHUCCKOTO MIPUTOTOBJICHUS! PACTBOPA U3 BHICOKOYHCTOTO
COCJIMHEHUS C YCTAaHOBJICHHBIM COJICPKAHUEM OCHOBHOT'O KOMIIOHEHTA M PE3yJIbTAaTOB aHaN3a
metogoM ADC-UCII ¢ kanubpoBKOI MO YETHIPEM HE3aBHCUMO IPUTOTOBJIEHHBIM «II€PBUYHBIM
crangaptamy» (B opurunaie: four primary standards) u3 BEICOKOUHCTOrO COSUHEHHS ¢ YCTAaHOB-
JICHHBIM COJICP)KaHUEM OCHOBHOI'O KoMmoHeHTa [91].

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

J11s1 5TO HE0OX0AMMO Ha ITEPBOM 3TaIle OLIEHUTh METPOJIOIMUECKHE XapaKTEPUCTUKH pac-
TBOPOB STAJIOHOB CPAaBHEHHS, HA BTOPOM 3Talle MPOBECTU aHAIN3 ypaBHEHUS W3MEpEHUi, a Ha

TPETHEM OTAIIC — OLCHUTHh METPOJIOTMUCCKHUE XAPAKTCPUCTUKH CTaHAAPTHBIX 06pa3u013.

4.1.1 OueHka MeTPOJOrH4YeCKUX XaPAKTEPUCTHK PACTBOPOB 3TAJT0OHOB CPABHEHHS

MeTtponoruueckue XapakTepUCTUKH pacTBOpoB DC OLEHEHBI MO 3KCHEPUMEHTAIbHO
pacueTHoOM mpouexnype. Ilepen mpuroroBieHreM pacTBOPOB MPOBEAEHA OYHMCTKA MOBEPXHOCTU
HaBecok DC B TeX K€ KHCI0Tax, B KOTOPBIX B IOCJIEAYIOIIEM MPOBEIEHO pacTBopeHue. Bee kuc-
JIOTHI IPEIBAPUTENIBHO MOIBEPTaIN JOMOJHUTEIBHON OYHCTKE METOZ0M Cy000iIepHOil TuCTHII-
nsian (Berghof Products + Instruments GmbH, distillacid BSB-939-IR).

Hageckn OC mocne 04MCTKH MPOMBIBAINCH TEMOHU30BAHHOW BOJIOM M CYIIWINCH CHa-
yaJjia B TOKE aproHa, a 3aTeM B aTMoc(epe aproHa B 3KCHKaTope. 3aTeM HaBECKH B3BEUIMBAIN Ha
Becax IepBoro crnenuanbHoro kiacca touHoctu (Mettler-Toledo AG, XP205) u duxcupoBaiu
Maccy ¢ TOYHOCTBIO J10 4 3HaKa B JIpoOHOH yacT. PacTBopeHHe HaBECOK MPOBOIMIN B CMECH

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

J1J1s1 OLIEHKH MOTPaBKH Ha BBITAJTKUBAIOIIYIO CHITY BO3/IyXa BO BPeMsl B3BEIIMBAHUI MTPO-
BOIMIIH U3Mepenus armocheproro pasienus (MKS Instruments, Baratron 690A13TRA), temie-
parypsl U oTHOCHTENbHOM BiaakHoctd Bozayxa (CENTER Technology Corp., CENTER 313).
[InoTHOCTH MaTepuana 3TajJoHa CpaBHEHUs JIMOO MPUHUMAJIKN PaBHOW CIIPABOYHOI BETUYHUHE CO
cTaHzapTHOH HeompeaenenHocThio 500 kr/m°, mu6o ompexmensu mukHOMeTpudecku (Thermo
Fisher Scientific S.p.A., Pycnomatic ATC). ITnoTHOCTh pacTBOpa onpeaessuid J100 MMKHOMET-
pUYECKH, TMO0 ¢ TOMOIIBI0 aBToMaTrdeckoro riotHomepa (Tepmekc, BUIT-2MP).

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

e w- (22— 1)

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

HOPOJHOCTBIO U C BO3MOXKHBIM HCIIApPEHUEM PAacTBOpA ATAJIOHA CPAaBHEHHUS B IPOLIECCE TPUTOTOB-
JIEHHS COOTBETCTBEHHO (B pacyeTax MPUHUMAIOTCS paBHBIMU 1, a X HEOIPe1eIEeHHOCTH yCTaHaB-
JMBAIOTCS HKCIIEPUMEHTANIBHO);

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

m, — Macca HaBeCKH 3TaJIOHA CPAaBHEHUS, T;

m, —Macca pacTBOpa 3TajloHa CpaBHEHMUS, T;

W — MaccoBasi J10Ji1 OCHOBHOT'O KOMIIOHEHTA B HCXOAHOM MaTepuaie, %o;

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

Tunuyselii OOHKET HEONpPeaeNIeHHOCTH MAacCOBOM JOJM KOMIIOHEHTa B pacTBOpe

STAJIOHA CPaBHEHUS TpeICTaBlieH B Tadmuie 36.

Tabmuia 36 — BrojpkeT HeonmpeneneHHOCTH MacCOBOM JO0JM KOMIIOHEHTa B PacTBOpPE ATaJIOHA
CpaBHEHHUS MEJIU BHICOKON YHCTOTHI

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

4.1.2 YTouHeHHE MOJEJH KOMIAPATHUBHBIX M3MepeHu il

VYpaBHeHue u3mMepeHuil B [26] 0cHOBaHO Ha TOYHOM COOTBETCTBUH CPaBHHMBAaeMbIX pac-

TBOPOB. Ero moxxHO 3amucath B BUIC

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

Mgample.1 — MACCa PaCTBOPA STAJIOHA CPABHEHMS, T

Msample.2 — MaCCa PACTBOPA CTAHIAPTHOTO oOpa3ia, r;

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

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

IAnalyte.l, IAnalyte.Z — MHTEHCUBHOCTH 3MHCCUH KOMIIOHEHTA B pacTBOPE JTAJIOHA CPaB-
HEHUS ¥ CTaHJapTHOTO 00pa3iia COOTBETCTBEHHO, MB HM;

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

Iintst.o — AHTEHCUBHOCTh YMUCCUU BHYTPEHHETO CTAHIapTa B pacTBOPE ATAJIOHA CPAaBHE-

HUs, MB-HM.

PaBeHCTBO cripaBeIMBO Kak pa3 IIPU TOYHOM COOTBETCTBUU CPABHUBACMBIX PACTBOPOB.
OnHaKo Ha MPAKTHKE TAKOTO JOOMTHCS MpakTHYecKu HeBo3MoxkHO [92]. [poueaypa u3mepeHuit
MIPEANOIIAraeT, 4YTo U3Ha4aJIbHO CPAaBHUBAEMBIE PACTBOPHI HICHTUYHBI B IUTAHE MAaTPUILbI U COAEP-
YKaHUS aHAJIM3MPYEMOI0 KOMIIOHEHTa (aHayInTa). {151 M3MepeHnii OMHAKOBBIE aJTMKBOTHI ATUX
pacTBOpOB (IO YETHIPE AIMKBOTHI Ka)KJI0OT0) CMEIIMBAIOTCS C OJUHAKOBBIM KOJIMYECTBOM pac-

TBOpA BHYTPEHHEr0 CTaHAapTa U pa3z0aBIIsIFOTCs 10 ONpeneéHHON MacChl.



103
Bo-niepBbix, matepuan CO mMoxeT ObITh HE TaKUM YUCTHIM Kak DC, U, ClIeI0OBaTeIbHO,
HEO0OXOAMMO YUUTHIBATh OTHOCUTEIbHYIO BapHAaIlMI0 MACCOBOI 1oyin aHanuTa B pactBope CO kak
muHuMyM Ha 0,1 %. Bo-BTOpBIX, HEOOXOAMMO YUHTHIBATh, YTO COOTHOIICHUE aHATUTA U BHYT-
PEHHEro CTaHaapTa MpHu pa30aBlIeHUH MOTYT oTindYaThes Ha £1 % oTtHOocuTenbHO ApyT Apyra. U
MocJIeIHee — pa30aBJICHUE TOXKE MOXKET OTJIMYaThest Ha =1 %.
YroOBbl yuecThb 3TH BIUSHHS U YPABHOBECUTH TOXeCTBO (56), BBEICH KOPPEKTUP YIOLIHIA

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

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

Wy = Wy K. (57)

mSample.Z Mintsea IAnalyte.l IIntSt.Z

WM eciu BbIpasuTh K, To

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

B uaeanpHOM ciydae, KOrja mepBbie TpU OTHOIICHUS B ypaBHeHuu (58) paBHbI 1, yer-
BEpPTOE U MATOE OyIyT CTPEMHUTHCS K | CO CTaHAAPTHBIM OTKJIOHEHHEM, OJIM3KUM K MHCTPYMEH-
TanbHOMY IIyMy. OmuOKa € pu 3TOM OYyAET CTpeMHUThCS K 0 ¢ TeM KE CaMbIM CTaHIapTHBIM
oTKJIOHeHUeM. M3 3Toro criemyer, 4To ommOKa MOXKET ObITh 3HAYMMOM, €CIIM MPEBHIIIACT CTaH-
JAPTHOE OTKJIOHEHHE B TPU pa3a no 36-kpurepurro. OgHaKO MPOBECTH «UACAIbHBIN SIKCIIEPUMEHT
TEXHUUYECKH HEBO3MOXKHO, U MOITOMY B Ka4eCTBE BBIXOJAHOW BETHMYHMHBI (PaKTOPHOTO JKCIIEPH-
MEHTa MPUHITO OTKJIOHEHHE OT | OTHOIIEHHS] MacCOBBIX JOJIEN CPAaBHUBAEMBIX pacTBOPOB. [Ipu
ATOM B KaueCTBE Mpeesa, MPpU KOTOPOM MOKHO CUMTaTh, YTO OTKJIOHEHHUS B IMapaMeTpax MpoBe-
JIEHUST U3MEPEHUN HaXOASATCs B JIOMYCKAaeMBbIX IMpejenax, BbIOpaHa BEIMYMHA OTHOCHTEIHHOU

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

(39)

Hcxons u3 Toro, 4To BaphbUpPOBAHKE MEPBOTO M BTOPOTO OTHOIICHUS B ToxecTBe (58)
3TO, TIO CYTH, OJTHO U TOKE, JJIsl IKCIIEPUMEHTa OBLIN MCIIO0Ib30BaHbl TOMOTE€HHBIE PACTBOPHI ATa-
JIOHOB cpaBHeHMA. Kaxiplif pacTBOp OBLI pa3/ieNneH Ha JBe YacTH, epBas OblIa MCIIOJIb30BaHa C
napameTpamMM Wi, BTOpas ¢ apaMeTpaMu W,, KaK pacTBOP CTaHJApTHOIO oOpaslia ¢ HEM3BECT-
HBIM 3HA4YCHHEM MAacCOBOIl JIOJM aHamWTa, Tak 4To0bl ampuopu w;/w, = 1. Torma, Bapbupys
BXOJIHBIC TIapaMeTphl (Macchl pPacTBOPOB C BHYTPEHHHM CTaHAAapTOM), MOKHO OLICHHTH,

HACKOJIBKO MOT'YT OTJIMYaTbCs PACTBOPBHI, YTOOBI HCEPaBCHCTBO (59) 0CTaBaJIOCh BECPHLIM.

Jliisa u3mepeHunit ObIII0 IPUTOTOBIIEHO 5 PaCTBOPOB W, C apaMeTpaMu, OJMM3KUMHU K OIl-
TUMAaJIbHBIMU U 5 pacTBOPOB Wy

— MEepBbIi ¢ mapaMeTpamu, OJIM3KUMU K ONTUMAJIbHBIM;
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— BTOpOH ¢ Maccoii aHanuTa, 6ombIeit Ha 20 % OT ONTUMAaJIbHOM;
— TpeTui ¢ Maccoil aHanuTa, MeHbIel Ha 20 % OT ONTUMAILHOM;
— YeTBEPTHIil ¢ Maccoil BHYTpeHHETro cTanaapTa Oosnbiie Ha 20 % OT ONTUMANIbHOM;

— IISTHIN C MAaccoi BHYTPEHHETO cTaHAapTa MeHble Ha 20 % OT onTUMabHOM.

W3 uccneayeMbIX cTaHAapTHBIX 00pa3IoB IKCIIEPUMEHT CO CTaHIaPTHBIM 00pa3IoM pac-
TBOpA IIMHKA MPOSBHJI HAaU00JIee BRICOKYIO YyBCTBUTECILHOCTh K OTKJIOHEHHUSAM ITapaMETPOB IKC-
MEPUMEHTa OT ONTHUMANLHBIX 3HaUeHUH. [103TOMY pe3ynbrarhl (PaKTOPHOTO SKCIIEPUMEHTA TIPHU-
HSTBI U JUIS OCTAJILHBIX B KAYECTBE «OIICHKU CBEPXY». Pe3ynbTarhl H3MEpEHUN U PACYETOB MPE/I-
cTaBJIeHbI B Ta0uue 37.
Tabnuua 37 — Pe3ynbTarhl PakTOPHOTO SKCIIEPUMEHTA JUTSI OIPEACICHUS JJOMYCTUMBIX OTKJIOHE-

HUI IapaMeTPOB IIPUTOTOBIICHUS PACTBOPOB AHAJIUTA U BHYTPEHHETO CTAHAAPTA IIPU IIPOBEICHUN
KOMIIapPATUBHBIX U3MEPEHUN

HcTounuk
O06o3Haue- 3Hauenue
Omncanue
HHUC
MaccoBast 10113 LIMHKE B PaCTBOpe wy 999,95 | 999,95 | 999,95 | 999,95 | 999,95
9TajJIOHa CpaBHCHUA
Macca pacTBopa 3TajloHa CPaBHEHMS | Msampie1 | 2,9017 2,9984 2,0004 2,4984 2,5004
Macca PaCTBOIi; ;le‘*ﬂapmom 0 | samptes | 25012 | 2,5003 | 24983 | 2,5005 | 2,5012
Macca sytpensero crannapra (Se) | | 199981 | 19,9989 | 20,0004 | 24,0002 | 15,9989
B paCTBOPC 3TAJIOHA CPABHCHUSA :
Macca pryrpennero crannapra (Se) | | 200002 | 20,0005 | 19,9988 | 20,0007 | 20,0003
B pacTBOpE CTaHAAPTHOTO obpasia
Wurencusiocts 2 (202,548 mv) s | /9 000 405 |1 201 585 | 842 638 |1 009 382 |1 060 707
PacTBOPC 3TaJIOHA CPABHCHUA
MHTEHCUBHOCTL DMUCCUU Zn
(202,548 1m) B pactBope cTaHAapT- | Lanaiyre2 |1 000 054 |1 000 091 |1 040 449 |1 001 111 |1 069 284
HOTro o0pasia
M HTEHCUBHOCTH DMUCCUH SC
(361,383 M) B pacTBOpe dTaIOHA Iinese1 11000071 999988 (1070 1511279926 | 822 670
CpaBHEHUSI
MHTEHCUBHOCTH DMHUCCUH SC
(361,383 um) B pacTBOpe CTaHAAPT- | Iinesto 999 922 | 999 969 |1 056 030|1 058 822 |1 034 063
HOTO o0pasia
Pe3ynbTaT uamepeHuit MaccoBoi
JIOJIM IIMHKA B PAaCTBOPE CTaHIapT- w, 1000,05 | 998,17 | 1001,76 | 998,23 | 1002,22
HOTro o0pasia

W3 »T0i TaGNMIIBI BUIHO, UTO YBEIMUYEHUE MACCHI KaK aHAINTA, TaK U BHYTPEHHETO CTaH-
JapTa MPUBOAUT K 3aHIKEHHBIM pPE3ylibTaTaM M3MEpEHUH, B TO BpeMs KaK YMEHBIICHUE JTUX
MaccC MPUBOJUT K 3aBBIIICHHBIM PE3yIbTaTaM.

Ha ocHOBaHMY 3TUX JaHHBIX SMIIMPUYECKH YCTAHOBIIEHO, YTO IIPU COOJIIOIEHUH YCIOBUI
MIPUTOTOBJICHUSI PAacTBOPOB, TaKUM 00pa3oM, YTOOBI

OTHOCUTCIIBHBIC HHTCHCHBHOCTHU

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

OT COOTHOIIICHHS OTHOCUTEIBHBIX HHTCHCUBHOCTEH CpaBHHUBACMBIX PACTBOPOB

IAnalyte.l IIntSt.Z

u.(K) = —1}-0.015. (60)

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

BBuny Toro, uro pazpaboTaHHble CTaHIApTHBIE 00pa3lbl MPEANOIAraeTcsi NPUMEHITh
JUTSL U3TOTOBJICHUSI MYJBTUAJIEMEHTHBIX PACTBOPOB, HAKOIUIEHHE CTOPOHHMX MpHUMEced U3 yma-
koBKU CO 110HKHO ObITh MUHUMANBHBIM. [10 3Tl nmprunHe BpIOpaHa yrakoBKa HE B BUJE 3ara-
SIHHBIX CTEKJITHHBIX aMITyJl, @ U3 OTHOCUTEIHFHO HHEPTHOTO MaTepraia — MOJIMITHIICHA BEICOKOTO
nasnenust (HDPE).

B npenmnonoxxeHuu TOro, 4To MaccoBasi JI0Ji1 aHAJIUTA JI0JDKHA BO3pacTaTh C TEUCHUEM
BPEMEHU U3-32 PABHOMEPHOW TPAHCIUPALUN PACTBOPHUTENS M3 Tapbl, SKCIIEPUMEHT IO OICHKE
CTaOMITLHOCTH OBLI ITOCTPOCH TAaKUM 00Pa30M, YTO YACTh 00PA3IIOB XPAHUIIACH B YCIIOBHUSX HCKYC-
CTBEHHOI'O CTapeHUs, a Apyrasi B HOpMaJbHbIX ycioBusaxX. Mcnons3oBanucek pactBopsl V, Cr, Mn,
Fe, Co, Ni, Cu, Zn u Cd B done pazauunsix kuciaoT (HNOz — 5 %; HNO3z — 10 %; HCI — 3 %; HCI
—7 %; 1HNO3:2HCI — 5 %), pa3nuThsie B pa3audHbIe IOIMMEPHBIC OAHKU C 3aBHHYMBAIOIIUMUCS
KpBIIKaMH. J[J1s1 OLIEHKH CKOPOCTH TpaHCTIMPAUU OaHKH MEPUOTNIECKU B3BEIINBAIHM U OICHU-
BaJIM OTHOCHTENBHYIO TIOTEPI0 Macchl. B kadecTBe Hambosiee MOKa3aTeIbHOTO MPUMEpa Ha PH-
cyHKe 34 npeicTaBJIeHbI Pe3y/IbTaThl HCCIEIOBAHNUN OTHOCUTEIbHOM oTepu Maccel 3 HDPE Ga-
Hok Nalgine BMecTMOCTBIO 125 cM® 1y1st pacTBOpa HMKeNs ¢ HOMHMHANBLHOH MaccoBoii momeit
1000 v B hone 10 % a30THOH KHMCIOTHL. B 6aHKAX ¢ THM PacTBOPOM OTHOCHTEIbHAS MOTEPS
Macchl OblJIa caMasi 3HauYMTeNbHAs U coctaBmia B cpeqHem 0,14 % 3a 800 mHel nmpu Temmieparype
(2243) °C. Ilpu stom B apyrux HDPE 6ankax Nalgine sToT nokasarens coctasui ot 0,10 no
0,13 % B Tex xe ycnoBusax. [1o Bcelt BUTUMOCTH, TO MOXKHO OOBSICHUTH TEM, YTO MaTepras 0aHOK
noiBepraics okucieHuto 10 % a30THOM KUCIOTOM W cTan Oonee XpynkuM. [loka3aTelbHO, 4TO
HauOoJIbIIIas MOTePsl Macchl HaboMamack B 0aHKax ¢ Hambojee KOHIEHTPUPOBAHHOW a30THOM
KUCIOTON. J{71s1 cpaBHEHHUs 1TO100HBIE SKCIIEPUMEHTHI OBLITH MPOBEIEHBI ¢ OAHKAMHU U3 MOJIUIPO-
MUJICHA ¥ TOJUATHIIEHA HU3KOTO JaBIICHUs, OHAKO ObuH mpekpariensl nocie 90 quei, T.K. OT-
HOCHUTEINIbHAs TIOTEPst MacChl K 9TOMY MOMEHTY yxe cocraBmia mopsaka 0,05 %, aro B 5 pas
oonwire, uem st HDPE GaHok.

Taxxe Ha pucyHke 34 mpuBeEHBI Pe3yIbTATHI sl 0AaHOK, KOTOPBIE XPAHUIUCH B TEPMO-
ctare nipu temmeparype (35+1) °C, u pe3ynbrarhl ais 6aHOK, AOMOJHUTEIBHO YIIAaKOBAHHBIX B

METAJTTM3UPOBAHHYIO TUIEHKY, KOTOPbIE XPAHUIIUCh B 3TUX KE YCIOBHUSX.



OTtHOcuTenbHAs MOTEPS Macchl, %
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OO6paboTka pe3yabTaTOB M3MEPEHHI MPOU3BEIECHA METOJIOM HAaWMEHBIINX KBaJpaToB,

UCXOS U3 TUHENHON MOJIENHU MTOBEACHUS 00BEKTOB

y=b-x, (61)

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

CKopocTh TpaHCTIUPAIMK U CBSI3HAS CTaHIapTHAsI HEOIPEEIEHHOCTh HalIEHBI 10 (op-

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

PHOJI HCCIICIOBAaHUM;

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

YCCKUX DJICMCHTOB OIIPEACIICHA 10 (bopMyne

. . 2
bt 365) ' (64)

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

Pe3yJ'II>TaTBI ONPCACTICHUA XapaKTCPUCTUK CTAaOWIBHOCTHU CTaHIapPTHBIX O6pa31_lOB 11

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

Ta6mmma 38 — Pe3ynbratsl uccnenoBanns crabuibaoctu CO

VYcnoBust XxpaHeHUst b, %/nenp ub, %/nenp Urelstabs Y0
Banku HDPE 125 cm® npn Temmeparype 4 6
61=(22+3) °C -1,73-10 4,01-10 0,073
Banxu HDPE 125 cm® npu Temneparype 9.77-10% 7.35-107 0,142
t2=(35=+1) °C
Bauku HDPE 125 cM® 0MONHUTENBHO
yIaKoOBaHHbIE B METAJIU3UPOBAHHYIO -2,72-10° 2,04-10° 0,012
MIeHKY npu Temmneparype 11=(22+3) °C
Bankr HDPE 125 ¢M® 1OMOJNHUTEIBHO
YIIAKOBAHHBIE B METATM3UPOBAHHYIO -1,15-10* 1,27-10° 0,048
IIeHKy npu teMneparype t2=(35+1) °C
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Tak e yanoch yCTaHOBUTh KO3(PHHUIIMEHT CKOPOCTH TPAHCIIUPAIIUH, KOTOPBII OOBIYHO
coCTaBJsieT OT 2 10 4, T.e. cornacHo npasmity Baut-['odda ckopocTs peakiiu Bo3pacraer B (2-4)
pasa ¢ yBenuueHueM temneparypbl Ha kaxable 10 °C. OcHOBBIBasiCh Ha HAKJIOHE KPUBBIX MPHU

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

YpaBHEHUIO
bz 10/(ty—t1)
== . 65
y (bl) (65)
rue b, 1 b, — CKOPOCTH TPAHCIIUPALMH B HOPMAJIBHBIX yCIOBHUAX (1pu Temieparype t1, °C) u

YCIIOBUSIX UCKYCCTBEHHOTO cTapeHus (mpu temmeparype tz2, °C), %/neHs.

Hcxons u3 aToro, ObUT yCTAaHOBIIEH MpeAeN TpaHCIHUPAIUH, TPU KOTOPOM CIpaBeINBa
YCTAHOBJICHHAS OIIEHKA HEOMPEEIEHHOCTH OT HECTA0MIIBHOCTH. DTOT MPEeNl MPUMEHSETCS IPU
HKCIIPECCHOM KOHTPOJIE HECTAOMIIBHOCTH CIEAYIOLIUX MapTUH MyTeM HCKYCCTBEHHOTO CTApEHUS
npu Temmnepatype 60 °C B Teuenue 5 nueil. [Ipu 5TOM OoTHOCHTENBbHAS OTEPSI MAacChl CTaHIAPT-

HOTO 0o0Opasma He 1oJpKHA ObITh Oostee 0,1 % wim He 6oiee 0,02 %/neHs.

4.3 Onenka METPOJOTNIECCKHUX XaPAKTCPUCTUK MOHOJJIEMEHTHBIX PaCTBOPOB

OLeHKY aTTeCTOBaHHOTO 3HAUCHUS MONy4miu 1o popmyie (57), HCX0s U3 MHOTOKpAT-
HBIX U3MEPEHHH OTHOCHTEIILHBIX HHTEHCHBHOCTEH aHAMTa M BHYTPEHHETO CTaHAapTa B PacTBO-
pax 3TaJlOHOB CpPaBHEHUS U pacTBOpax cTaHaapTHIX oOpasuos (Perkin Elmer, Optima 7300 DV),
4yepeayst U3MEpeHHsT OTHOCUTEIIbHBIX WHTEHCHBHOCTEH B 3THX pacTBopax. [yis uamepeHuit uc-
HOJTB30BATNCH 4 HE3aBHCHUMO NPUTOTOBIICHHBIX PAacTBOpA ATAJIOHA CPaBHEHHS M 4 dK3eMIUIsIpa
CO.

OueHKy cyMMapHO#H CTaHIapTHOW HEOIPEIeICHHOCTH aTTECTOBAaHHOTO 3HAYEHHS TT0JTY-

yaiu no Gopmyie

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

rae Uchqr — CTAHAAPTHAS HEOMPEENEHHOCTh OT XapaKTepU3aIlii, MTH 1,
Ugtqp — CTAHIAPTHAS HEOTIPENENEHHOCTh OT HECTAOMILHOCTH, MITH 1,
Unomo - CTAHIAPTHAS HEOIPEIEIEHHOCTh OT HEOAHOPOHOCTH, MIITH .
CTaHapTHYIO HEONPEIeICHHOCTh OT HEOAHOPOAHOCTU OLICHUBAIM B BUJIC MEXKIK3EM-
IUIIPHOM HEOJHOPOIHOCTH IyTeM JucriepcuoHHoro ananusa mo 1ISO Guide 35:2017 [88].

CrangapTHYIO HEONPEIEIEHHOCTh OT HECTAOMILHOCTH PACCUUTHIBAIM 1O opMyJIie

Urel.stab

100 (67)

Ustgp = W2
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BBuy TOTO, YTO BEIMYMHBI HHTCHCUBHOCTEH BBIXOIHBIX CUTHAJIOB JJISl aHAIMTA U BHYT-
PEHHEro CTaHAapTa KOppeJIUpOBaHbl Kak Jiyist pactBopa JC, Tak u it pactBopa CO, cTaHIapTHYIO

HEOMPEACIEHHOCTh OT XapaKTePU3alluu C YIETOM ITHX KOPPENSIUA PACCUUTBIBAIU TI0 (hopMyIie

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

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

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

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

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

r(I Anaiyte.2s | mtSt_z) — KO3 PUHUILIEHT KOPEJUIALIUU MEX Ty pe3yJIbTaTaMHi U3MEPEHUH UH-
TEHCUBHOCTH BBIXOJHOI'O CUTHAJIA JUUIs aHAJIMTa U BHYTPEHHEro cTanaapra B pacrsope CO.

Tunu4HbIA OIOKET HEONPEIETICHHOCTH MacCOBOM JI0JIM KOMIIOHEHTa (W,) B MaTrepuaie
CTaHIapTHOTO 00pa3iia MOHOAJIEMEHTHOTO PaCTBOpa NMpUBEIEHBI B Tadymie 39.

Tabmuna 39 — BropkeT HEONpeneIeHHOCTH HM3MEPEHUH MAacCOBOWM JIONM MEAH B Marepualie
CTaHJapTHOI0 00pa3iia ¢ yueTOM KOPEJUISILHI MEX Ty BeTHUMHAMU MHTEHCUBHOCTH IMHUCCHUU aHa-
auta Cu (327 um) u BHyTpeHHero cranaapra Mn (257 um)

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

Macca BHyTpeHHET0 cTaHAapTa B
pacTBOpE TAJIOHA CPABHEHHS
Macca BHyTpEeHHETO CTaHIapTa B
pacTBOpE CTaHAAPTHOTO 00pa3Ia
M HTEeHCUBHOCTH DMUCCHUH KOMIIO-

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

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

1676

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

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

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

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

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

KOTOpas mojy4yeHa 1o ¢popmyie

C = Wy p, (69)

rje p — IIOTHOCTh CTAHAAPTHOTO 00pa3Ia pacTBOpa MeTaIlIa, KI/aM>.

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

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

— OmpelelieHne aTTeCTOBAHHOTO 3HAUYEHUS IyTeM Mepefadyd €IUHUIBI MaCCOBOM JIOJIM KOMIIO-
HeHTa OT 3TanoHa cpaBHeHus: MeTogoM ADC-MCII nyreM KoMnapaTUBHBIX U3MEPEHHUM C BHYT-
PEHHUM CTaHAAPTOM,;

— OIpelIelIeHNE MEXIK3EMIUIIPHON HeoqHopoaHocTH naptun CO,;

— omnpeseieHne CTa0MIIbHOCTH MITH MOATBEPKICHNE YCTAHOBICHHONW CTa0OMIIbHOCTH;

— onpenenenue miotHoctu CO.

JlnarpamMma NMpUYMHHO-CIICACTBEHHON CBSI3M, MpPEACTaBICHHAsS Ha pUCYHKE 35, IeMOH-

CTpUPYET UCTOYHUKHU HEOIIPEAETIEHHOCTH aTTecToBaHHOro 3HaueHus CO.



Xapax'repusau,uﬂ

Yucrorta 4}[

PacTteop Mcxop,l-loro

Macca HaBeCcKu

Macca pacrsopa

NonpaBKa Ha

MNOTHOCTb HaBeCKH
MnoTHOCTbL pacTeopa

Temnepartypa
OTH. BNa)XHOCTb
ATm. pasneHue

Pucynox 35

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

C, mr/am

-1
W3 MJ/H

OagHOpoAHOCTD YnakoBKa

Hucrora TpaHcnupauma
pacTBopuTtens
PaszbasneHue u CrabunbHOCTb NaoTHOCTL
romoreHmMsauus co pactsopa CO

- HpI/I‘II/IHHO-CJ'Ie)ICTBeHHaH CBA3b aTTCCTOBAHHOI'O 3HAYCHHA COACPKAaHNUA KOMIIOHCHTA B (6[0) PacTBOpPOB MECTAJIJIOB

Iy
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4.3.1 CranaaptHblii o0pa3eln cocTaBa pacTBOpa Meau

Pesynbrate uccnenosanuii CO npencrasiieHsl B Taosmie 40.

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

1

Howmep Pe3ynbTaThl n13MEpEHUN, MIIH Cpennee
IPOOBI 1 2 3 4 5 3Ha4YCHHE
1 983,24 984,13 983,51 984,00 984,06 983,79
2 983,73 984,08 983,89 983,59 984,37 983,93
3 983,84 982,90 082,98 983,61 983,15 983,30
4 983,15 983,33 082,87 983,92 983,21 983,30
ATTeCTOBaHHOE 3HAYCHUE MACCOBOM JJOJIH, MIIH 983,6
PaciipenHas HeonpeaeaeHHOCTh aTTECTOBAHHOTO 3HAYCHHUSI MAaCCOBOM J10JIN 23
(k=2; P=0,95), miu™* ’
[TInoTHOCTH cTaHIAapTHOTO OOpasla, r/em® 1,0168
CrangapTHas HeomnpeeleHHOCTh ioTHocTu CO, r/cm® 0,0024
ATTeCTOBaHHOE 3HAYEHHE MACCOBOH KOHIIEHTPAIINH, MI/IM° 1000,1
PacmpenHas HeolnpeaeIeHHOCTh aTTECTOBAHHOTO 3HAYEHUSI MAaCCOBOM KOHIICH- 36
tpaumu k=2; P=0,95), mr/am° ’
CraHJapTHas HEONPE/ENEHHOCTh OT HEOHOPOIHOCTH, MITH * 0,29
CranmapTHas HEONPEIEICHHOCTh OT HECTAOMIBHOCTH, MTH L 0,57
4.3.2 CranaapTHblii 00pa3el] cocTaBa pacTBoOpa xkeje3a
Pesynbrate! uccienoBanuit CO npencraBiieHsl B Tadmmie 41.
Tabnuna 41 — Pe3yapTatshl n3MepeHuit cogepikanus sxenesa B CO (Fe-1000)
Homep Pe3yIbTaThl H3MEpPEHHH, MITH * Cpennee
pOoObI 1 2 3 4 5 3HAYCHUEC
1 983,09 983,46 983,17 984,70 983,99 983,68
2 984,78 984,19 984,15 984,27 983,55 984,19
3 983,21 983,13 983,26 984,08 984,19 983,57
4 983,97 983,33 984,11 984,35 984,25 984,00
ATTeCTOBaHHOE 3HAYCHUE MacCOBOM JOJTH, MIIH 983,9
Pacmpennas HeolnpeIeIeHHOCTh aTTECTOBAHHOTO 3HAYEHUST MAacCOBOM JT0JIH 23
(k=2; P=0,95), mmn! ’
TI10THOCTE CTaHJAPTHOTO 06pa3ia, r/cM’ 1,0165
CrangapTHas HeonpeeneHHocTs miotHoctn CO, T/cM® 0,0024
ATTECTOBaHHOE 3HAYEHHE MACCOBOM KOHIIEHTpAIUH, mr/mme 1000,1
Pacimmpennas HeonpeneIeHHOCTh aTTECTOBAHHOTO 3HAUYEHUSI MAaCCOBOM KOHIICH- 36
tparuu (k=2; P=0,95), mr/am> ’
CraHjapTHas HEONPEIENEHHOCTh OT HEOHOPOIHOCTH, MITH * 0,16
CraHjapTHAS HEONPEIETEHHOCTh OT HECTAOMIBHOCTH, MITH © 0,55




113

4.3.3 CranaapTHblii o0pa3ell cocTaBa pacTBopa KodajbTa

Pesynbrate uccienoBanuii CO npencTaBiieHbl B Ta0mie 42.

Tabnuia 42 — PesynbTatsl u3Mepenuii cogepxanus kodaabra B CO (Co-1000)

Howmep Pe3ybTaThl H3MEPEHHA, MITH . Cpennee
IPOOBI 1 2 3 4 5 3HAYEHHUE
1 984,22 983,24 082,98 982,85 984,10 983,48
2 983,24 983,21 083,81 983,84 984,40 983,70
3 983,92 983,87 984,25 984,11 983,76 983,98
4 983,95 984,31 983,84 983,38 982,95 983,69
ATTeCTOBaHHOE 3HAYCHUE MACCOBOM JJOJIH, MIIH 983,7
Pacmipennas HeonpeneneHHOCTh aTTECTOBAaHHOTO 3HAYSHUSI MaCCOBOM J10JIU 23
(k=2; P=0,95), miu™* ’
[TInoTHOCTH cTaHIAapTHOTO OOpasla, r/em® 1,0168
CrangapTHas HeomnpeeleHHOCTh ioTHocTu CO, r/cm® 0,0024
ATTeCTOBaHHOE 3HAYEHHE MACCOBOH KOHIIEHTPAIINH, MI/IM° 1000,2
PacmpenHas HeolnpeaeIeHHOCTh aTTECTOBAHHOTO 3HAYEHUSI MAaCCOBOM KOHIICH- 36
tpanmu (k=2; P=0,95), mr/am° ’
CraHJapTHas HEONPE/ENEHHOCTh OT HEOHOPOIHOCTH, MITH * 0,15
CTaHapTHAs HEONPENeIeHHOCTh OT HeCTAOMIBHOCTH, MJTH 0,59
4.3.4 CranaapTHblii 00pa3el cocTaBa pacTBOpa MapraHia
Pesynbrater uccnenoBanuii CO mipencraBieHsl B Tadmuie 43.
Tabnuna 43 — Pe3yabpTathl u3Mepenuii cogaepxanus mapraniia B8 CO (Mn-1000)
Homep Pe3yIbTaThl H3MEpPEHHH, MITH * Cpennee
HpO6BI 1 2 3 4 5 3HAYECHUE
1 983,72 083,44 984,27 983,98 983,76 983,83
2 983,65 983,60 983,87 984,02 983,80 983,79
3 984,03 983,48 983,70 984,01 984,44 983,93
4 983,94 082,78 982,63 983,82 983,85 983,40
ATTeCTOBaHHOE 3HAYCHUE MacCOBOM JOJTH, MIIH 983,7
Pacmpennas HeolnpeIeIeHHOCTh aTTECTOBAHHOTO 3HAYEHUST MacCOBOM JT0JIH 23
(k=2; P=0,95), mmn! !
TI10THOCTE CTaHJAPTHOTO 06pa3ia, r/cM’ 1,0164
CrangapTHas HeonpeeneHHocTs miotHoctn CO, T/cM® 0,0024
ATTECTOBaHHOE 3HAYEHHE MACCOBOM KOHIIEHTpAIUH, mr/mme 999,8
Pacimmpennas HeonpeneIeHHOCTh aTTECTOBAHHOTO 3HAUYEHUSI MAaCCOBOM KOHIICH- 36
tparuu (k=2; P=0,95), mr/am> ’
CraHjapTHas HEONPEIENEHHOCTh OT HEOHOPOIHOCTH, MITH * 0,14
CraHjapTHAS HEONPEIETEHHOCTh OT HECTAOMIBHOCTH, MITH © 0,57
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4.3.5 CranaapTHblii o0pa3ell cocTaBa pacTBopa XpoMa

Pesynbrate uccienoBanuii CO npencraBiieHbl B Ta0mie 44.

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

Howmep Pe3ybTaThl H3MEPEHHA, MITH . Cpennee
IPOOBI 1 2 3 4 5 3HAYEHHUE
1 983,77 983,26 984,34 984,71 983,65 983,95
2 983,68 984,39 984,19 984,40 984,22 984,17
3 983,86 082,84 083,88 984,17 984,13 983,78
4 985,27 983,71 982,96 984,89 983,64 984,09
ATTECTOBAaHHOE 3HAYCHHE MACCOBOI TOJH, MITH - 984,0
PaciipenHas HeonpeaeaeHHOCTh aTTECTOBAHHOTO 3HAYCHHUSI MAaCCOBOM J10JIN 23
(k=2; P=0,95), miu™* ’
[TInoTHOCTH cTaHIAapTHOTO OOpasla, r/em® 1,0164
CrangapTHas HeomnpeeleHHOCTh ioTHocTu CO, r/cm® 0,0024
ATTeCTOBaHHOE 3HAYEHHE MACCOBOH KOHIIEHTPAIINH, MI/IM° 1000,1
PacmpenHas HeolnpeaeIeHHOCTh aTTECTOBAHHOTO 3HAYEHUSI MAaCCOBOM KOHIICH- 36
tpanmu (k=2; P=0,95), mr/am° ’
CraHJapTHas HEONPE/ENEHHOCTh OT HEOHOPOIHOCTH, MITH * 0,19
CranmapTHas HEONPEICICHHOCTh OT HECTAOMIBHOCTH, MTH L 0,54
4.3.6 CranaapTHbiii o0pa3el cocTaBa pacTBOpPa BaHAIMA
Pesynbrate! uccinenoBanuit CO mpencTaBiieHbl B Tabnuie 45.
Tabnuna 45 — Pe3yabTathl n3Mepenuii coaepxanus Baaaus 8 CO (V-1000)
Homep Pe3yIbTaThl H3MEpPEHHH, MITH * Cpennee
HpO6BI 1 2 3 4 5 3HAYECHUE
1 984,54 983,23 985,18 983,92 984,64 984,30
2 984,32 984,76 984,43 984,91 983,57 984,40
3 984,16 983,73 984,52 983,57 984,54 984,10
4 984,07 985,13 984,62 984,14 984,23 984,44
ATTeCTOBaHHOE 3HAYCHUE MacCOBOM JOJTH, MIIH 984,3
Pacmpennas HeolnpeIeIeHHOCTh aTTECTOBAHHOTO 3HAYEHUST MacCOBOM JT0JIH 36
(k=2; P=0,95), mmn! !
TI10THOCTE CTaHJAPTHOTO 06pa3ia, r/cM’ 1,0159
CrangapTHas HeonpeeneHHocTs miotHoctn CO, T/cM® 0,0020
ATTECTOBaHHOE 3HAYEHHE MACCOBOM KOHIIEHTpAIUH, mr/mme 1 000,0
Pacimmpennas HeonpeneIeHHOCTh aTTECTOBAHHOTO 3HAUYEHUSI MAaCCOBOM KOHIICH- 54
tparuu (k=2; P=0,95), mr/am> ’
CraHjapTHas HEONPEIENEHHOCTh OT HEOHOPOIHOCTH, MITH * 1,28
CraHJapTHas HEONPE/IENEHHOCTh OT HECTAOMIBHOCTH, MITH 0,70
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4.3.7 CranaapTHblii 00pa3el cocTaBa pacTBOPa HUKeJIA

Pesynbrate uccnenosanuii CO npencraBiieHbl B Ta0smie 46.

Ta6nuiia 46 — Pesynbratsel uamepennii copeprxkanus mukess B CO (Ni-1000)

Howmep Pe3ybTaThl H3MEPEHHA, MITH . Cpennee
IPOOBI 1 2 3 4 5 3HAYCHUC
1 987,58 087,21 088,18 987,75 987,63 987,67
2 989,06 088,92 988,59 987,72 987,16 988,29
3 987,85 988,06 087,74 988,35 988,33 988,07
4 987,36 987,23 987,69 988,47 987,97 987,74
ATTECTOBAaHHOE 3HAYCHHE MACCOBOI TOJH, MITH - 987,9
Pacmipennas HeonpeneneHHOCTh aTTECTOBAaHHOTO 3HAYSHUSI MaCCOBOM J10JIU 37
(k=2; P=0,95), miu™* ’
[TInoTHOCTH cTaHIAapTHOTO OOpasla, r/em® 1,0119
CrangapTHas HeomnpeeleHHOCTh ioTHocTu CO, r/cm® 0,0018
ATTeCTOBaHHOE 3HAYEHHE MACCOBOH KOHIIEHTPAIINH, MI/IM° 999,7
PacmpenHas HeolnpeaeIeHHOCTh aTTECTOBAHHOTO 3HAYEHUSI MAaCCOBOM KOHIICH- 59
tpanmu (k=2; P=0,95), mr/am° ’
CraHJapTHas HEONPE/ENEHHOCTh OT HEOHOPOIHOCTH, MITH * 1,22
CTaHapTHAs HEONPENeIeHHOCTh OT HeCTAOMIBHOCTH, MJTH 0,70
4.3.8 CranaapTHblii o0pa3el cocTaBa pacTBOpPa HHHKA
Pesynbrate! uccienoBanuit CO npenctaBiieHbl B Tabuie 47.
Tabnuna 47 — Pe3yabTarsl n3Mepenuit cogepykanus muaka B CO (Zn-1000)
Homep Pe3yIbTaThl H3MEpPEHHH, MITH * Cpennee
HpO6BI 1 2 3 4 5 3HAYECHUE
1 989,98 989,45 991,10 989,84 990,39 990,15
2 989,52 988,45 990,12 990,05 990,55 989,74
3 989,57 990,10 989,61 990,24 990,23 989,95
4 989,10 989,73 989,96 990,04 989,98 989,76
ATTeCTOBaHHOE 3HAYCHUE MacCOBOM JOJTH, MIIH 989,9
Pacmpennas HeolnpeIeIeHHOCTh aTTECTOBAHHOTO 3HAYEHUST MacCOBOM JT0JIH 39
(k=2; P=0,95), mmn! !
TI10THOCTE CTaHJAPTHOTO 06pa3ia, r/cM’ 1,0109
CrangapTHas HeonpeeneHHocTs miotHoctn CO, T/cM® 0,0019
ATTECTOBaHHOE 3HAYEHHE MACCOBOM KOHIIEHTpAIUH, mr/mme 1 000,7
Pacimmpennas HeonpeneIeHHOCTh aTTECTOBAHHOTO 3HAUYEHUSI MAaCCOBOM KOHIICH- 54
tparuu (k=2; P=0,95), mr/am> ’
CraHjapTHas HEONPEIENEHHOCTh OT HEOHOPOIHOCTH, MITH * 1,32
CraHJapTHas HEONPE/IENEHHOCTh OT HECTAOMIBHOCTH, MITH 0,70
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4.3.9 CranaaptHblii o0pa3el cocTaBa pacTBoOpa KaJaMus

Pesynbrate uccienoBanuii CO npencrabiieHbl B Ta0smie 48.

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

Howmep Pe3ybTaThl H3MEPEHHA, MITH . Cpennee
IPOOBI 1 2 3 4 5 3HAYECHUE
1 983,87 084,64 984,67 984,29 984,62 984,42
2 984,41 984,07 984,68 984,81 984,23 984,44
3 985,01 985,03 984,34 985,14 984,35 984,77
4 984,22 984,59 984,14 984,47 985,13 984,51
ATTECTOBAaHHOE 3HAYCHHE MACCOBOI TOJH, MITH - 984,5
PaciipenHas HeonpeaeaeHHOCTh aTTECTOBAHHOTO 3HAYCHHUSI MAaCCOBOM J10JIN 33
(k=2; P=0,95), miu™* ’
[TInoTHOCTH cTaHIAapTHOTO OOpasla, r/em® 1,0159
CrangapTHas HeomnpeeleHHOCTh ioTHocTu CO, r/cm® 0,0018
ATTeCTOBaHHOE 3HAYEHHE MACCOBOH KOHIIEHTPAIINH, MI/IM° 1 000,2
PacmpenHas HeolnpeaeIeHHOCTh aTTECTOBAHHOTO 3HAYEHUSI MAaCCOBOM KOHIICH- 49
tpanmu (k=2; P=0,95), mr/am° ’
CraHJapTHas HEONPE/ENEHHOCTh OT HEOHOPOIHOCTH, MITH * 0,83
CranmapTHas HEONPEICICHHOCTh OT HECTAOMIBHOCTH, MTH L 0,69

ITo pesynbpTaTam uccneq0oBaHM pa3paboTaHbl CTaHIAPTHBIE 00pa3Ilbl AEBSITH MOHOAIIE-
MEHTHBIX PacTBOPOB, C OTHOCUTEIILHON pacIIMPEHHON HeompeaeneHHOCThIo He 6omee 0,5 % nms
aTTECTOBAHHOTO 3HAYEHHUI MaccoBO# noau U He Ooiiee 0,7 % M1t aTTeCTOBAHHOTO 3HAYEHHUS Mac-
COBOM KOHIIeHTpaluu. [I[poBeIeHbI MX UCTIBITAHUS B IIENIAX YTBEpKAeHUs Tuma. [ljis aToro:

— pa3paboTaHbl TEXHUYECKUE 3aTaHMS;

— pa3paboTaHbl METOJIUKH MTPUTOTOBICHUS MaTepUaa;

— pa3paboTaHBI OIMCAHUS TUTIOB CTAHAPTHBIX 00Pa3IloB;
— MOATOTOBJICHBI TTACTIOPTA CTAaHAAPTHBIX 00PA3IIOB;

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

KoMIIeKThl JOKYMEHTOB YCHEIIHO MPOILUIH SKCIEPTU3Y, U TUIBI CTAaHJAPTHBIX 00pa3-
LIOB yTBEPKJEHBI NpuKazamu Poccrannapra. MeTponornyeckne XxapakTEpUCTUKN MEPBBIX Map-
TUI 3TUX CTaHJAPTHBIX 00pa30B ¢ HOMUHAIBHBIM 3HAY€HHEM MaccoBOi koHueHTpauuu 1000

Mr/mm3 npencTaBieHbl B Tabmuie 49.

Tabmmia 49 — MeTposiornueckue XapakTepUCTUKHN pa3pab0TaHHBIX CTaHJIAPTHBIX 00pa3IloB

Drne- Ne T'CO MaccoBast KOH- Urel (k=2, MaccoBas noins, Urel (k=2,
MEHT [EHTpALIUs, P=0,95), % MUTH P=0,95), %
mr/am®
\Y 11235-2018 1000,0 0,54 984,3 0,36
Cr 10946-2017 1000,1 0,36 984,0 0,23
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Dre- NeT'CO MaccoBast KOH- Urel (k=2, Maccosas qomst, | Urel (k=2,
MEHT LEHTpaIus, P=0,95), % MUTH P=0,95), %
mr/am°
Mn 10954-2017 999,8 0,36 983,7 0,23
Fe 10938-2017 1000,1 0,36 983,9 0,23
Co 10950-2017 1000,2 0,36 983,7 0,24
Ni 11247-2018 999,7 0,52 987,9 0,38
Cu 10942-2017 1000,1 0,44 983,6 0,22
Zn 11243-2018 1 000,7 0,54 989,9 0,39
Cd 11255-2018 1 000,0 0,49 984,5 0,33

4.4 Pa3pabdoTka MyJIbTHIJIEMEHTHOr0 CTAHIAPTHOI0 00pa3ua

Jlist mporn3BoacTBa CO MHOTORJIEMEHTHOTO PAaCcTBOpPA OYEBUJIHO, YTO OJHHUM M3 CaMBIX
IPOCTBIX CIOCOOOB SIBJIIETCSA CMEIICHHE MOHOYJCMEHTHBIX PACTBOPOB C M3BECTHBIM COEpIKa-
HUEM aHanuTa. [[JIsl OIIEHKU HEONPECIEHHOCTH OT IMPUTOTOBIICHUSI CMECH MPEIJIOKEH TMOIXO,
uznoxennsiii B ISO Guide 35:2017, ocHOBaHHBIM Ha MPUMEHEHHH CPEAHEB3BEIICHHBIX OIIEHOK

[88], rie coneprkanue KOMIIOHEHTa B CMECH OIIPEAEIISETCS 110 (OopMyIam:

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

X;j — COJIEpKaHue I-ro KOMIIOHEHTA B J-0l cocTaBsIomIed cMecH;
W; — BECOBBIE KOO(DPUIUEHTSI,
m; — Macca j-oif cocTaBIsIoLIel cMecH.

ISO Guide 35:2017 taxxe npennaraet GopMyiy JUisl OLIEHKH CTaHAAPTHOW HEompee-
JICHHOCTH OT XapaKTepH3alliu 10 MPOIenype TPaBUMETPUUYECKOTO MPUTOTOBICHHUS OWHApHOU
cmecH, Ut ciaydas N=2.

Onnako B pamkax metoposniorun GUM B paborax [93,94] nmoka3aHo, 4TO KBagpaT CyM-

MapHOﬁ CTaHHapTHOﬁ HEOMPECACIICHHOCTHU BBIXOI[HOﬁ BCIIMYHUHBI Xj MOKHO IMPEACTABUTH JIA IIPO-

M3BOJILHOTO KOJMYECTBAa KOMIOHEHTOB (N < 00) B 00111eM BUE
N 2
u;zzi = Z [mjz -u,zcij + (Xij — fi)z .urzn]_]/ Z m; |, (72)
j=1 j=1
rae Uy,; — CTaHJ[APTHAS HEONPEICTICHHOCTh CONCPIKAHMS I-rT0 KOMITOHEHTA B |-OW COCTaBIIs-

IOILEel cMecH;

Upn; — CTAaHJAPTHAS HEOTPE/IETICHHOCTD WU3MEPEHUI MaCChI J-Oi COCTABIISAIONIECH CMECH.
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Jlia onpoOoBaHUS MPEAIOKEHHOTO MOAX0Ja ObLI MPUTOTOBJIEH MYJIbTHIJIEMEHTHBIIN

CO, koTopslil npeacTaBiseT co00il cMeECh MOHO3JIEMEHTHBIX pacTBOPOB (BaHAAMM, XpOM, Mapra-

HEll, ’keJe30, KOOaIbT, HUKEIb, ME/b, IIUHK, KaIMHi1) B MaTpuile 5 % a3oTHoi kuciaoTs (blank).

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

Ta6ymma 50 — JlanHbIe TpyU NPUTOTOBICHUN CMECH

MaccoBas 7011 B pacTBOpe, MI/KT'

HeMeHT pacmeop cmaHoapmuozo oopazya Enarx
V Cr Mn Fe Co Ni Cu Zn Cd

v 1001 | 0,071 | 0,070 | 0,070 | 0,070 | 0,070 | 0,070 | 0,070 | 0,070 | 0,070
Cr 0,14 | 1000 | 0,13 | 0,094 | 0,09 | 0,09 | 0,09 | 0,09 | 0,09 | 0,090
Mn 0,045 | 0,045 | 1000 | 0,057 | 0,046 | 0,045 | 0,045 | 0,05 | 0,045 | 0,045
Fe 0,112 | 0,111 | 0,167 | 999 | 0,108 | 0,218 | 0,102 | 0,30 | 0,102 | 0,102
Co 0,021 | 0,021 [0,0230 | 0,031 | 1000 | 0,024 | 0,021 | 0,021 | 0,021 | 0,021
Ni 0,135 | 0,1360 | 0,1370 | 0,141 | 0,175 | 1000 | 0,135 | 0,138 | 0,135 | 0,135
Cu 0,062 | 0,062 | 0,211 |0,0631| 0,066 | 0,062 | 1001 | 0,046 |0,0010 | 0,062
Zn 0,005 | 0,0020 | 0,109 | 0,035 | 0,0010 | 0,005 | 0,004 | 1000 |0,1120 | 0,111
Cd 0,019 | 0,019 | 0,019 | 0,019 | 0,019 | 0,019 | 0,019 | 0,199 | 1000 | 0,019
Maccapf"TBOPa’ 9,9894 | 9,9998 |10,0000[10,001110,0014| 9,9938 | 9,9898 |10,0004|10,0006(10,0754

I[JI?I OLCHKKU HEOIIPCACICHHOCTHU MacCOBOM HOJIM IICIEBBIX KOMIIOHCHTOB B CMECH IIO

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

30BaHbl OCHKH CTAHAAPTHBIX HeOHpeHCHCHHOCTeﬁ MAacCOBBIX JOJIEH KOMITIOHCHTOB, ITPUBCICH-

HBIC B Ta6J'II/II_[e 51. 3naucHus CTaHAApTHBIX HCOHpeHCHCHHOCTCﬁ MAacCOBBIX J0JIEE OCHOBHBIX

KOMIIOHEHTOB B KaKJIOM M3 pacTBOpPOB MPHUHATHI paBHBIMU 0,1 %, T.€. 0e3 yueTa HecTaOUIIbHOCTH,

T.K. JJIs1 CMCIICHU A OBLIH UCIOJIH30BaHbI CBCIKCTIPUTOTOBJICHHBIC PaCTBOPLI.

Ta6n1/1ua 51 — CBCI[GHI/ISI 0 HCONIPECACICHHOCTU NCXOJHBIX JaHHBIX

CyMmMapHasi cTaHAapTHAs! HEONPEIeIEHHOCTh MaCCOBOM JIOJIM B PACTBOPE, MI/KT
pacmeop cmanoapmuo2o obpasya
UeMeHT \ Cr Mn Fe Co Ni Cu Zn Cd brar
\% 1 0,000 | 0,006 | 0,006 | 0,006 | 0,006 0,006 | 0,006 | 0,006 0,006
Cr 0,01 1 0,016 | 0,028 | 0,0045 | 0,0045 | 0,0045 |0,0045]|0,0045 0,005
Mn 0,0036 | 0,0036 1 0,011 | 0,0092 | 0,0036 | 0,0036 | 0,009 |0,0036|0,004
Fe 0,0056 |0,00555| 0,008 1 0,016 | 0,013 | 0,0051 | 0,01 |0,0051 0,005
Co |0,00168|0,00168 | 0,0046 | 0,005 1 0,004 | 0,00168 |0,00168/0,00168|0,002
Ni 0,00675| 0,0082 | 0,00685 | 0,00703 | 0,00875 1 0,00675 | 0,0069 |0,00675|0,007
Cu |0,00496|0,00496 | 0,013 | 0,0050 | 0,006 | 0,00496 1 0,008 |0,0002 {0,005
Zn |0,00555| 0,0003 | 0,007 | 0,010 | 0,0003 | 0,00555 | 0,00555 1 ]0,0067|0,006
Cd |0,00152 | 0,00152 |0,00152 | 0,00152 | 0,00152 | 0,00152 | 0,00152 | 0,016 1 (0,002
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JInsi BaMmanuy TMPEUIOKEHHOTO TOAXO0/a IMPOM3BEICHO MOJICTUPOBAHUE METOIOM

Monrte-Kapno (MMC) [95] 1-10° oneHox maccoBoii 1oy Kaaoro daeMeHTa. Bxojmble Bemu-

YUHBI CMOACIIMPOBAHBI KaK HOPMAJIbHO-PACHPCACICHHBIC C CPCAHCKBAAPATUUCCKHUM OTKJIIOHC-

HHUEM PaBHBIM HUX CYMMapHOﬁ CTaHHapTHOﬁ HEOMMPECACIICHHOCTH. BBIXOI[H&H BCJIMYMHA UMECT pac-

npezencHue OJIM3K0e K HOpMaJIbHOMY ¢ KO3 HUIIMEHTOM oxBaTa 0Koj0 1,96 (pucynok 36).

'

0.0+

0.8

014

0+

U 00,55

DOLRE

00,8001

00,95

ILLINN

10015

125

1002018

100,35

LMD 45

105G

Pucynok 36 — Pacnipeniesnienue BbIXOIHOM BeTMUMHBI pu MoAenupoBanun MMC

(110 ocH X — MaccoBas A0S, MJIH ; TI0 OCH Y — IIIOTHOCTh BEPOSTHOCTH (CHHSIS THCTOIPaMMa);
KpacHBIH MyHKTUP — HOPMAJILHOE PacIpee/IEHNE; BEPTUKAIBHBIE OTCEYKH — IPAHUYHbIE

3naueHus npu P=0,95)

PGSYJ'IBTS.TBI IMPEACTaBJICHBI B Ta6J'II/II_Ie 52, A€ NMOKa3aHbl pE3YJIbTAThI paCYCTOB 110 (I)Op—

mynam (70)-(71), ycpennenHbie nanubie nonydeHabie MMC 1 OTHOCHTENIBHBIC OTKIIOHEHHUS ITHX

OILICHOK.

Tabmuia 52 — Pe3ynbratel 00paboTKH

e Onenka MMC Ouenka no (70)-(71) OTHOCHUTEIIbHBIE OTKJIIOHCHHS
pe3yJIbTaTOB

MeHT W, miu? U, mia? W, mia? U, mita™? oW, % oU, %
Cu 100,0098408 | 0,200462 | 100,0098578 | 0,199956752 | 1,69785-10° | -0,25204201
Cr 100,036775 | 0,2007786 | 100,0369303 | 0,200243396 | 0,000155208 | -0,26656413
Fe 99,9915292 | 0,2006416 | 99,99147791 | 0,200214825 | -5,1296-10° | -0,21270494
\ 100,0055416 | 0,200302 | 100,0054547 | 0,199945401 | -8,6885-10° | -0,17803086
Co 99,9822666 0,200768 | 99,98240354 | 0,200156003 | 0,000136962 | -0,30482800
Ni 100,0130788 | 0,2007424 | 100,0131538 | 0,200044727 | 7,50212:10° | -0,34754619
Mn 99,9901002 | 0,2008064 | 99,99020344 | 0,200158038 | 0,000103252 | -0,32287893
Zn 99,9908142 | 0,2007514 | 99,99087815 | 0,200161564 6,3952:10° | -0,29381416
Cd 99,9895264 | 0,2005146 | 99,9895358 | 0,200160763 | 9,40462-10° | -0,17646446
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CpaBHEeHHE [TOKa3aJI0 COBMECTUMOCTH IOJTYYEHHBIX OIICHOK U, CJIeIOBATEIILHO, KOPPEKT-
HOCTh CpPE/IHEB3BCIICHHBIX 3HAYCHUIN COJIEp)KaHUSI KOMIIOHCHTOB B CMECH M PAacyeTOB UX CTaH-
naptHoi HeornpeaeneHHocTH 1o (70)-(71). BmecTe ¢ TeM mokaszaHo, 4To HanboJIee CyIeCTBCHHBIM
BKJIaJIOM B HEOIPEJCICHHOCTh aTTECTOBAaHHBIX 3HAUCHUH BHOCHUT HEOIPEAEICHHOCTh MAaCCOBBIX
JI0JIel aTTeCTYyeMbIX KOMIIOHEHTOB B MX HMCXOJHBIX PAacTBOpax (OTHOCHTENBHBIN BKIaa Ooiee
90 %), KOTOpasi XapaKTEPU3yeTCs] KOMIIO3UIIUEH COCTABISIOIUX IPAaBUMETPUIECKOTO PUTOTOB-
JIEHUS paCTBOPOB U3 YHUCTHIX BEILIECTB, OXapaKkTepu30BaHHbIX 110 cxeme 100 % mMuHyc cymma npu-
Meceil, cTaOMIIBHOCTBIO 9THX PAaCTBOPOB U Pe3yIbTaTaMH KOMITAPATUBHBIX U3MEPEHUH METOI0M
BBICOKOD(p(pEKTUBHOI aTOMHO-IMHUCCHOHHOM CIIEKTPOMETPHH C UHAYKTHBHO CBS3aHHOH IJIa3MOH.

Tormaa, eciin Macca KOMIIOHEHTOB CMECH OTPENEIIAETCS JOCTATOYHO TOYHO, BO M30exka-
HHE TIOTePH TOYHOCTH KOHEYHBIX PE3YJIbTATOB, CYMMa MPHUMECEH 1IeJICBOTO AJIEMEHTa B KOMIIO-
HEHTaX CMECHU He JI0JDKHA 3HAUYNTEIHbHO NPEBBINIATh 3HAUCHHS CTAHJAPTHOW HEOIPEJeICHHOCTH
COZIep’KaHMS 1IEIEBOT0 KOMIIOHEHTA B €0 OCHOBHOM pacTBope. [Ipu 3ToM TOUHOCT onpeeneHus
HPUMECHOTO COCTaBa SIBIISICTCS HE CYIIECTBEHHOW. B 00OpaTHOM cityuae, Korja HEBO3MOXKHO JI0-
OUTHCSI MUHUMAJIBHOTO HAKOILJICHUS IPUMECEH 11eJIeBOr0 KOMIOHEHTa, HEOOXO0AMMO, YTOOBI He-
OIIPEJITICHHOCTh CYMMapHOTO COJICpKaHUs IIPUMEcel He TpeBbIIana /2 3HaYeHHs CTaHIapTHOM
HEOTIPE/ICIIEHHOCTH CO/ICPKAHUS 1I€IEBOr0 KOMIIOHEHTa B €0 OCHOBHOM PacTBOPE.

O1eHKH CoJiepKaHHsT KOMITOHEHTOB, MOJIYYEHHBIC 110 POLEAYPEe MPUTOTOBIICHHS, MOI-

TBEPKJICHBI U3MEPEHHUSIMH 3THX BennuuH metogoM ADC-UCII (x;, L=2).

100,40
100,30
2
= 100,20
2 100,10
=
3 100,00
/m
o
S 99,90
=
99,80
99,70

\% Cr Mn Fe Co Ni Cu Zn Cd

® 110 poreaype 100,01 100,04 99,99 99,99 99,98 100,01 100,01 99,99 99,99

® pesynsratel ICP OES | 99,92 100,07 100,13 99,94 100,04 99,87 99,89 100,10 99,99
Pucynok 37 — CpaBHeHue pacueTHbIX JaHHBIX U pe3ynbTaToB ADC-MCII

I[J'IH MYJIBbTHUIJICMCHTHOT'O CO Taxke HOPMHUPOBAHO 3HAYCHUC MacCoOBOM KOHIICHTpaluu

Ha OCHOBAaHHHU PE3YJILTATOB I/ISMepeHI/Iﬁ IIJIOTHOCTH. I[.IISI OICHKU TOYHOCTHBIX XapaKTCPUCTUK TAK
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e ObUTH yYTEHBI HEONPEIETICHHOCTH OT HECTAOMIBHOCTHU U OT MEXKIK3EMILUIIPHONH HEOAHOPOTHO-
cti. Metponornyeckue xapakrepucTuku CO MyabTHJIEMEHTHOTO pacTBOPa METAJIOB IIPE/ICTAB-

JIeHbI B Ta0muie 53.

Tabauna 53 — Metposornueckue xapakrepuctuku CO MynbTHIIEMEHTHOTO pacTBOPa 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/ M MI/IM

BaHa{AI \Y, 99,0 +0,5 0,5 100,1 +0,7 0,7
Xpom Cr 99,0 +0,5 0,5 100,1 +0,7 0,7
Mapranert Mn 99,0 +0,5 0,5 100,1 +0,7 0,7
MKeneso Fe 99,0 +0,3 0,3 100,1 +0,5 0,5
KobGanbT Co 99,0 +0,5 0,5 100,1 +0,7 0,7
Huxennb 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
0071509 Zn 99,0 +0,3 0,3 100,1 +0,5 0,5
Moaubaex Mo 99,0 +0,3 0,3 100,1 +0,5 0,5
Kanmuii Cd 99,0 +0,5 0,5 100,1 +0,7 0,7
Cepebpo Ag 99,0 +0,5 0,5 100,1 +0,7 0,7

® — aTTECTOBaHHOE 3HaYeHue MaccoBoil 101u; C20 — aTTECTOBAHHOE 3HAYEHHUE MACCOBOM KOH-
neHTpauuu npu (20 + 3) °C;

A, U — rpanu1bl aOCOMIOTHOM NOTPEITHOCTH M PaclIpeHHast HEONPeIeIeHHOCTh aTTeCTOBaH-
HOT'O 3HAYEHUSI COOTBETCTBEHHO.
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BriBoasbl o riaase 4

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

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

PazpaboTanbl cTangapTHBIE 00pa3Ilbl IEBITH MOHOJJIEMEHTHBIX PaCTBOPOB, THUITBI KOTO-
PBIX YTBEPXKJIEHBI C OTHOCUTENBHON PACHIMPEHHON HeonpeIeneHHOCThIo He Oonee 0,5 % s at-
TECTOBAHHOI'O 3HAYEHHS MaccOBOH 101 1 He Ooiee 0,7 % M1t aTTeCTOBAaHHOTO 3HAYSHHUS Macco-
BOU KOHIICHTpAIMH. TUTIBI 3THX CTAHIAPTHBIX 00PA3IIOB YTBEPIKICHBI.

Pa3paboran MyIbTHAIEMEHTHBIN CTaHIAPTHBIN 00pa3el] Ha OCHOBE CMEIIEHUSI MOHODJIe-
MEHTHBIX C OTHOCUTEILHOM pacIIupPeHHON HEONpeaeIeHHOCThI0 He Oosee 0,5 % it aTTecToBaH-
HOTO 3HAa4Y€HUs MaccoBOM n0au U He Oojiee 0,7 % mJ1st aTTeCTOBAaHHOI'O 3HAYEHUSI MACCOBOM KOH-
[IEHTPAIINH.

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

CTH.
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5 IloaTrBep:kaeHue M3MEPHUTEIbHBIX H KAJTHOPOBOYHBIX BO3MOKHOCTEI

Pa3paboTka 5TalOHOB CpaBHEHWsS B BHJIE YHUCTHIX BemiecTB Havamach B DIVII
«YHUHNM» eme 10 BKIFOYEHUS 3TaJIOHHOW YCTAHOBKHM HAa OCHOBE MacC-CIIEKTPOMETPA B COCTaB
I'OT 176. Ha nauanbHOM 3Tane uccnenoBanus nposoauauck MerogamMu MC-HUCIT u ASC-UCII
peanu3zoBanHbIME B coctaBe [ BOT 196-1 must yuactus B munotHbeix cnudenusx CCQM-P107.1
«YucToTa [MHKA M0 OTHOIICHHUIO K IIECTH OIPEIEICHHBIM METAJUTMUYECKUM aHAIUTaM», KOTOpbIe
npoBoauICh BMecTe ¢ KitoueBbiMd CCQM-K72 [96]. ITocite ycnemHoro y4actus B THX ITHIOT-
HBIX CIIMYCHUSX M OBUIO MPHUHSITO PEIIeHUEe HAa4aTh padoTy MO HAKOIJICHHIO YHCTHIX BEIIECTB Ha
6a3e madoparopuu 251 OI'VII « YHUUM» nist uzydeHus: ©X YMCTOTHI KOCBEHHBIM CIIOCOOOM U
TaM, i€ BO3MOXHO, C TIPUBIICYCHUEM IPSIMBIX METOOB.

J7is moaTBEpKACHUS Pe3yIbTaTOB UCCIEA0BAHNUN PUMECHOTO COCTABa YNCTHIX BEIIECTB
B iepuoz ¢ 2013 o 2019 rr. ObUIO NPUHATO Y4acTHE B CIAEAYIOIIMX MEK/YHAPOIHBIX CIMUECHUSX

e B 00JACTH YUCTHIX BEIICCTB:
— CCQM-P149 «OnpeneneHre 4ncCTOTH IUHKA, UCTIONIB3YEMOT0 B KA4€CTBE MTEPBUYHOTO STAJIOHA
JUTSL OIIPEICIICHUS COJIEPIKaHUS LINHKAY;
— KOOMET 645-RU-14 «IlunotHple caudeHuss B 00J1aCTU U3MEPEHUST MACCOBOM JIOJIM MEIU U
npuMecel B OECKUCIOPOIHOM MeaHOM kaTanke Mapku KM6 MOO016 nis onpeneneHus 4ucTOThI
MeJTn»;
— KOOMET 672-RU-15«ITunoTHbie cIMYEeHHs B 00J1aCTH U3MEPEHUSI MacCOBOM JIOJIH JKeJie3a B
YHCTOM KEJIe3e»;

e B 00JaCTH PACTBOPOB XUMUYECKUX JIEMEHTOB:
— CCQM-K143 «Cnuuenune KamuOpOBOYHBIX PACTBOPOB MENH, IPUTOTOBICHHBIX HMW»;

e B 00JaCTH MaTPUYHBIX BEIICCTB:
— KOOMET 562-RU-12/650-RU-14 «ITunoTHBIE CIWYEHHS B OOJIACTH WU3MEPEHHUS MaCCOBOM
JIOJIM METAJJIOB B METAJLTYPTUYECKOM IIUTIAKEY;
— KOOMET 618-RU-13 «IlunoTHeie cnuyeHus B 00JaCTH 3JIEMEHTHOTO aHallu3a cocTaBa CIUIa-
BOB Ha ocHOBe Ni».
— CCQM-K128 «M3mepeHns TSHKETBIX METAIUIOB M 0JIOBA B IMTOPOIITKE KOKNY;

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

B cBomnom Bune pesynbratel ®TVII « YHUMM» npencraBieHsl Ha pucyHke 38, rie
BHUJIHO, YTO BCE PE3YJIbTAThl HAXOAATCS B Mpejenax -1<0<l, 3HauyeHnue KOTOPOro OMPEIENAETCS MO
bopmyne
|xi - xref.il

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

U?(xye f.i) — KBaJIpaT PaCIIMPEHHOM HEONPEICTIEHHOCTH BEJUIUHBI Xyef ;-
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Wndp cnmueHua, aHanut/matpuua

Pucynok 38 — Pe3ynbrarhl MEKIyHApOIHBIX CIMYEHUM

Pe3y.]'IBTaTI)I MCKAYHApPOAHBIX CIIMUeHUI MOATBCPKAAIOT aACKBATHOCTD BI)I6paHHI)IX all-

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

HOM ¢ Hel pacmnpeHHoﬁ HCOMIPCACIICHHOCTH, 4 IPUMCHCHUEC CTAHAAPTHBIX 06p33L[OB pacTBOpPOB

AJIEMEHTOB IPU YYaCTUU B ATHX CIMYEHHUAX MOKA3ai0, YTO 3TU 00pa3libl 0XapaKTepU30BaHbI J10-

ctoBepHO. Kpome Toro, mpeBapuTebHbIE PE3yIbTaThl CIMYEHUH B 00JIaCTH paCTBOPOB XUMUYE-

ckux aneMeHToB (CCQM-K143 CpaBHeHHe KaTMOPOBOUYHBIX PaCTBOPOB MEAM, IPUTOTOBICHHBIX

HMMU) neMOHCTpUPYIOT CIIPaBeIMBOCTh SKCIEPUMEHTAIBHO-PACUETHOI MPOLEAyphl IO TPaBU-

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

pe€aaduc €ANMHUIBI BEJIMYHNHBI CTAHAAPTHBIM 06pa3uaM PAaCTBOPOB XUMHUYCCKUX IJICMCHTOB.
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3akarouyeHue

MeTtponoruueckue XapakTepUCTUKH ATAIOHOB CPAaBHEHHUS YCTAaHOBJIEHBI B COOTBETCTBUU
¢ PykoBo/1cTBOM 110 BBIpa)KEHUIO HEOMPEEIIEHHOCTH U3MEPEHUI Ha OCHOBE KOCBEHHOT0 M0/IX0/1a
no cxeme «100 % MuHYC cymMMa mpHUMecei» ¢ OOIIUM KOJMYECTBOM YUYTEHHBIX MpUMeced s
Ka)KJ0ro 3TajloHa cpaBHEeHUd 91 wT. B pacueT npuHATH Kak colaep:kaHusl OOHApYKEHHBIX IpHU-
Mecel, Tak W IpeiesioB 0OHapyKeHHsI HEOOHAPYKEeHHBIX, mojaydeHHbie Ha ['OT 176. Ilpu sTom
pa3paboTaH U ompoOOBaH CHOCOO OLEHKU HEOMPEEIIEHHOCTH OT HEOJHOPOJHOCTH MacCOBOM
JI0JIM OCHOBHOI'O KOMIIOHEHTA JUIsl YMCTHIX BEIIECTB HA OCHOBE aHAJIM3a IIPUMECHOr0 cocTasa. Ta-
KM 00pa3oM, BHEpBbIE pa3pabOTaHbl ATAJOHBI CpPAaBHEHHWS B BHUJAE YUCTBHIX METAJUIOB:
Bamamuit  w=(99,9377+0,0084) %, Xpom = w=(99,9875+0,0076) %, Mapraner
w=(99,7686+0,0422) %, Kenezo w=(99,9636+0,0094) %, KobansT w=(99,9823+0,0033) %, Hu-
kerb w=(99,9779+0,0061) %, Meap w=(99,9919+0,0016) %, LTuak w=(99,9921+0,0013) %, Kan-
Mud w=(99,9956+0,0053) %, MeTpOJOTHYECKHE XaPAKTEPUCTHUKU KOTOPHIX YCTAHOBJICHBI C
HaMWBBICIIEN TOUHOCTBIO.

[Tonxo/bl, CBA3aHHBIE C OI[EHKON METPOJIOTHYECKHX XapaKTEPUCTUK STAJIOHOB CpaBHE-
HUS B BUJIC YHCTHIX HEOPTraHMUECKUX BEIIECTB, YHU(DHUIIMPOBAHBI U BHEIPEHBI ITyTEM YTBEpK/e-
Husa gokymenta MU 3560-2016 «Pexomennanus. I'CH. OueHka HEONPEACIEHHOCTH U3MEPEHUHN
MaccOBOH J0JIM OCHOBHOI'O KOMIIOHEHTa B HEOPraHWYECKUX BellecTBax». Pazpabortano «Ilono-
xeHue o baze naHHBIX «OTaJOHBI CPABHEHUS B BHJI€ BBICOKOYHMCTBIX BEIIECTBY, B KOTOPOM yCTa-
HOBJIEHBI 00111Me TPeOOBAHNUS K 3TAIOHAM CPAaBHEHUsI, K UX pa3paboTKe, Ha3HAUEHHUIO U IPUMEHe-
HUIO.

Ha nopsaok noBbliieHa ToyHocTh M3MepeHuil Ha ['BOT 196-1 npu xapakrepuzanuu
CTaHJApTHBIX 00pa3L0B PACTBOPOB AJIEMEHTOB 3a CUET NPUMEHEHHUS Ul KaJuOpPOBKHU pacTBOPOB
ATAJIOHOB CPABHEHUSI B BUJIE YMCTBIX BELIECTB M Pealn3alii METO1a KOMIIApaTUBHBIX U3MEPEHUN
C BHYTpeHHUM cTaHmaptoM. [IpoBeieHa olleHKa BKJIAIOB OT pa3IMYHBIX HCTOYHUKOB HEONpee-
JICHHOCTH, 1 TI0Ka3aHO, YTO MICTOYHUKHU HEOTIPEIEIICHHOCTH YOBIBAIOT B PSIAY: OTHOCUTEIbHAS UH-
TEHCUBHOCTb AMHCCUH KOMIIOHEHTA M BHYTPEHHEI0 CTaHAapTa > MaccoBas J10Jisi KOMIIOHEHTa B
pacTBope sl KaTMOPOBKHM > IrpaBUMETpHUECKasi MPOLIEAYpa IPUTOTOBICHHUS PACTBOPOB.

BriepBrie pazpaboTaHbl yTBEpKIEHHOTO THITA CTAHIAPTHBIE 00Pa3Ibl MOHOIIEMEHTHBIX
pacTBOpOB (9 IIIT.) ¢ XapaKTEPUCTHKAMH TOYHOCTH Ha ypoBHE Uk=2, p=0.95=(0,2-0,4) %, uro B (2-
5) pa3 TouHee MHOTHX UMEIOIIUXCs aHainoroB. [lpeanoxkeH cnocod KOHTPOIsI OCHOBHOTO UCTOY-
HUKa HEOINPEIEICHHOCTH MPHU BBITYCKE CTaHIAPTHBIX 00Pa3I0B OJHORIEMEHTHBIX U MHOTO3JIe-
MEHTHBIX PACTBOPOB JIEMEHTOB, CBSI3aHHBIH C UX HECTaOMIBHOCTHIO. CIIOCO0 3aKiTI0YaeTcs B 9KC-
MIPECCHOM KOHTpOJIE B TeueHue 96 yacoB ucmapeHusi KUCIOTHOTO PAcTBOPA U3 MJIACTUKOBBIX Oa-

HOK npu Temnepatype 60 °C (morepst macchbl pacTBopa He AobkHa mpessimiath 0,1 %). Ha ocHoBe
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ATUX Pa3pabOTOK CO3/aH CTaHAAPTHBIN 00pa3er] MyJIbTUJIEMEHTHOTO pacTBopa (9 3JIeMEHTOB) C
XapakTepucTHKaMu ToYHOCTH Ha ypoBHE U k=2, p=0.95=(0,3-0,7) %, npeana3HaueHHbIH 15 Kaiuo-
POBKH aHAJIMTHYECKON amnmapaTrypbl OJHOBPEMEHHO 0 HECKOJIBKUM 3JIEMEHTAM.

[IpunATO yyacTe B BOCBbMH MEXAYHAPOIHBIX CIUUYCHUAX 110 U3MEPEHUIO COACPKAHUS
KaK OCHOBHOTO, TaK U IPUMECHBIX KOMIIOHEHTOB C TPUMEHEHHUEM pa3paboTaHHbBIX ATAJIOHOB CPaB-
HEHMS M CTaHIApTHBIX 00pa31oB. Pe3ynbTaThl 3TUX CIMYEHUH MOATBEP)KIAIOT aeKBAaTHOCTD IPH-
MEHSEMOr0 KOCBEHHOI'0 MOJAX0Aa JJIsl OLEHKU YUCTOTHI 1o cxeme «100 % muHyc cymma nmpume-
ceil» U OLIEHKH CBSI3aHHOM ¢ HUM HEONPEeIEHHOCTH B COOTBETCTBUU C PyKOBOJICTBOM 10 BbIpa-
YKEHUIO HEOIPEICIICHHOCTH U3MEPEHHI 1 KOPPEKTHOCTh YCTAHOBJICHHSI METPOJIOTMUECKUX XapaK-
TEPUCTHK CTAHJAPTHBIX 00Pa3LIOB PACTBOPOB XUMHUECKUX 3JIEMEHTOB ITyTeM KOMIApaTHBHBIX H3-
MEpEHHUI OTHOCHUTENBHBIX CUTHAJIOB KOMIIOHEHTA M BHYTPEHHETO CTaH/1apTa C IPUMEHEHHEM pac-

TBOPOB 3TAJIOHOB CPAaBHCHH.
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CnuCcOK OCHOBHBIX COKPaIlleHU U YCJOBHBIX 0003HAYeHUIT

I'TID (I'9T) — N'ocynapcTBEHHBINM MEPBUYHBIN 3TAIOH

I'BOT — I'ocygapCTBEHHBIN BTOPUYHBIN 3TAIIOH

CH — MexayHapoaHasi cucTeMa eIMHULL (PU3HYECKUX BEIIUIUH

MKMB (BIPM) — Mexnynapoaabiii Komuter Mep u Becos

KOOMET (KOOMET) — PernonanbHass METpOJIOTHYECKas opranu3anusi EBpo-Asuar-
CKOE COTPYAHHYECTBO FOCYAAPCTBEHHBIX METPOJIOTMUECKUX YUPEKIACHUN

GUM — PyKkoBOZCTBO 1O BBIPaYKEHUIO HEOTIPEIEICHHOCTH U3MEPEHHIA

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

OC — 3TanoH CpaBHEHHUS B BHJIE YHCTOTO BEIIECTBA

YB — uncToe BemnecTBo

CO — crangapTHBIiA 00pa3zelr

CRM — ceprudunmpoBaHHblii CTAaHIAPTHBINA 00pa3er]

I'CO — cranmapTHBIif 00pasen yTBEpKAEHHOTO TUTIA

I'TIC — rocynapcTBeHHas IOBEpOYHas cxema

MJIOK — maccoBast 10511 OCHOBHOTO KOMIIOHEHTA

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

HMMU — nanmoHanbHbIA METPOJIOTMYECKUI HHCTUTYT

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