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r ocynapérkeuuaa cucrema ofecriedeHHsl eIHHCTBA H3MEPEHHH.
Macc-creKTpoMeTphl ¢ HHIYKTHBHO-CBA3aHHOM muia3moii Angelia ICP-MS | MIT 14-251-2024
SQ 9000. MeToauka NoBepKH.

1 O0mue mMoJI0KEHHS

1.1 Hacrosimas MeTOJMKAa TOBEPKH  pPACIpOCTPaHAE€TCs Ha  Macc-CIEKTPOMETPEI
C MHIYKTHBHO-CBs3aHHO#H miasmoii Angelia ICP-MS SQ 9000 (mamee — Macc-CIEKTPOMETPEI),
BBITycKaemble OBIECTBOM C OrpaHHYEHHOH OTBeTCTBEHHOCThIO «AHrenus CaiienTudux», Poccus,
r. MockBa Ha mpom3BojcTBeHHo# minomaaxe Hansel (Beijing) Instrument Co., Ltd., Kurail. Macc-
CIIEKTPOMETpBI TOJJIEXKAT NEPBHYHON M NepHoaMYecKoi mosepke. IloBepka Macc-CEKTPOMETPOB
JI0JKHA IPOM3BOIUTECS B COOTBETCTBHH C TPeOOBAHHAMH HACTOSAIIEH METOIHKH.

1.2 [Ips mpoBENEHHH MOBEPKH MPOCIEKHBAEMOCTh MACC-CTIEKTPOMETPOB OOECIIeUHBACTCA
k DT 176-2019 «ocyapcTBEHHOMY NEPBHYHOMY 3TaJOHY €IMHHIL MacCOBOH (MOIAPHOH, aTOMHOH)
JIOMM M MAaccoBOi (MOJISIPHOH) KOHIICHTPAIMM KOMIIOHEHTOB B JKHIKHX H TBEP/BIX BEIICCTBAX H
MaTepHaiaX Ha OCHOBE KyJIOHOMETPHH» B COOTBETCTBHH ¢ mpukasom Poccranjapra Poccuiickoi
®Genepammn ot 19.02.2021 1. Ne 148 «O6 yreepaenun ['ocyfapcTBEHHON MOBEPOYHOH CXEMBI IS
CpPEJICTB H3MEPEHHHT COIepXKaHHUs KOMIIOHEHTOB B XH/IKHX H TBEPbIX BEMIECTBAX U MAaTEPHAIAX).

1.3 B HacTosmiell METOIHKE MOBEPKH peaM30BaHa MOBEPKa METO/IOM IPAMBIX H3MEPEHHH.

1.4 HacTosmass MeTOOMKa IIOBEPKH NPHMEHSETCS JUld [OBEpKH MacC-CIEKTPOMETPOB,
HCIIONMB3yeMbIX B KauecTBe pabOuMX CPEJICTB M3MEpeHWi. B pesynbTaTe MOBEPKH JOIDKHBI OBITH
IO/TBEPKIEHBI METPOJIOTHYECKHE TpeGOBaHMS, IPHBE/IEHHbIE B Ta0mHIeE 1.

Tabmuna 1 — MeTposiorHdeckie XapakTepHCTHKH

HaumeHOBaHHE XapaKTEPHCTHKH 3HaveHHe
| Jlmana3oH aHATU3HPYEMBIX MAacC, a.€.M. ot 2 110 290 BKJIIOY.

YyBCTBHTEIBHOCTE*, (umr/c)/(Mr/am°), He MeHee:
-Li ("Li) 2,0-107
- Co (¥Co) 4510
- Cd (*MCd) 2,0- 107
- Bi *Bi) 12108
IIpenen oOHapyxeHHS*, Hr/mM>, He Gortee:
-Li (L) 3,0
- Co (*Co) 4,0
- Cd (M¥Ca) 4,0
- Bi (*”Bi) 15,0
TIpezen OMycKaeMOro OTHOCHTEIBHOTO CPeIHEro KBApaTHYEeCKOro
OTKJIOHEHHS BHIXOJHOIO CHrHaa, % 2
YposeHs OHOBOTO curHana Ha macce 220 a.e.M., umri/c, He Gosiee 5

* B cTaHIapTHOM pEXHME

2 HopmaTHBHBIE CCHLIKH

2.1 B HacTosImell METOJUKE TOBEPKH HCII0JIB30BaHbI CCHUIKH Ha CJIEAYIOIIHE IOKyMEHTBL:

- Ilpukas Poccranaapra Poceniickoii ®eziepaiuu 0T 19.02.2021 r. Ne 148 «O06 yTBEpKICHHH
I'ocyapcTBEHHON IMOBEPOYHOH CXeMBl Ul CPEJCTB M3MEpPEHHH COJlep)KaHusi HEOPraHWIECKHX
KOMIIOHEHTOB B JKH/IKMX H TBEPbIX BEIIECTBAX U MaTepHAIax»;

- [Tpukas Munucrepcra Tpyna ¥ ColHanbHOH 3allATHI P® or 15.12.2020 Ne 903m «O06
yrBepKIeHnH [IpaBuI 10 OXpaHe TPYAa MPH IKCIUTyaTalliH JIEKTPOYCTaHOBOK;

-TOCT 12.2.007.0-75  «Cucrema  cranzaproB  06e30macHOCTH  Tpyaa. Uspenus
snekTpoTexHuueckue. OGume TpeboBanHus 6e30MaCHOCTH Y,




—TOCT 1770-74 Tlocyna MepHas naGopatopHas CTeK/IsHHas. [[WIHHIpPEI, MEH3YPKH, KOJIOBI,
npobupku. O6IHE TEXHHYECKHE YCIIOBHS,

—TOCT 29227-91 Tlocyna naGopatopHas crekisHHas. [lunetku rpagyuposansbie. Yacts 1.
O6mwme TpeboBanus;

—TOCT P 52501-2005 Bona a1 1abopaTopHOro aHanmu3a. TeXHHYeCKHe yCIIOBHUS,

—TOCT 11125-84 Kucnora a3oTHas 0co60ii yucTOTEL. TeXHHYECKHE YCTIOBHS;

—T'OCT 4461-77 Peaktussl. Kucnora azotHas. TexHudyeckue yCIOBHS

3 Iepevens onepanuii MOBEPKH CPeICTBA H3MePeHHI
3.1 [Tpx moBepKe JOKHBI GbITH BHIIOTHEHbI ONEPAITHH, YKa3aHHbIE B TaO/IHIE 2.

Tabmuna 2 — Onepanuy NOBEPKH

O06s3aTenbHOCTh Homep pa3nena (myHKTa)
HauMeHOBAHHE OTepaIHH npoaenenﬁv;l Onepalui [pH METOIMKH TIOBEPKH, B
TIepBHYHON | TepHojMYec- | COOTBETCTBHH C KOTOPBIM
NOBEPKE KO#i IIoBepKe | BBITOJHSETCS ONepalus
MOBEPKH
BrenHui ocMOTp Ja Ja 8
IToaroToBKa K IOBEpKe H OMpodOBaHHE it} na 9
[TIpoBepKa MporpaMMHOTo obecreyeHus Ja Ja 10
Onpenenenre METPOJIOTHYECKUX
XapakTEepUCTHK CPEJICTBA U3MEPEHHH U
TIOJTBEPKICHAE COOTBETCTBHSA CPEACTBA Ja na ‘ 11
HW3MEPEHUH METPOJIOTHYECKHM
TpeOOBaHUSIM
[TpoBepka Auana3oHa aHAIH3HPYEMBbIX - et 11.1
| Macc
Onpezenenne ypoBHs GoHOBOrO
na a 11.2
curnasia Ha macce 220 a.e.M.
OnpeneneHue YyBCTBHTEIbHOCTH na za 11.3
OmnpezienieHHe OTHOCHTENLHOTO CPETHETO
KBaJIpaTHYECKOr0 OTKIOHEHHS na na 114
BBIXO/IHOTO CHIHAJIA
Onpezenenne npeeioB 00HapyKeHAs na HET 11.5

3.2 B cinydae HeBBINOJMHEHHA TpeOOBaHHH XOTA OBl K OJHOM H3 OmepalHi, MoBepKa Macc-
CHEKTPOMETpa NPEKPAIIAeTCs, H BBIIOIHAIOTCS ONEPALHH 110 II. 12 HacTosIIeH METOAHKH MIOBEPKH.

) TpebGoBaHHs K yCJIOBHSIM IPOBeICHHS MOBEPKH

4.1 Tlpn npoBe/IeHHH IOBEPKH JOJDKHBI OBITH coOMIoIeHsI CleAYIOIHE YCIOBHA:

- TeMriepaTypa oKpyxatomeii cpebl, °C or+ 16 mo + 28
- OTHOCHTEIbHAs BIAXKHOCTB, %0 ot 30 o 80
- TpeGoBanus K CHIEMHAIHCTAM, OCYIIECTBISIOMHM NOBEPKY

5.1 K mpoBe/ieHuio paGoT Mo MOBEPKE MACC-CIIEKTPOMETPA JIOITY CKaoTCA JMIa, MpOLIEIIIHe
o6yueHHe B Ka4eCTBE MOBEPUTENIS, H3YIHBIIHE PYKOBOJICTBO 110 sKcrUTyaTanuy (ranee — PO) Ha macc-
CIIEKTPOMETP H HACTOALIYIO METOIHKY OBEPKH.

6 MeTpo/iorHyecKue H TEXHHYeCKHe TPeOOBAHHS K CPEACTBAM NOBEPKH

6.1 [pu npoBeIeHUH TOBEPKH IPUMEHSIOT CPEACTBA IOBEPKH coryiacHo Tabmune 3.



Tabmuua 3 — Cpeacrsa NoBEpKH

Onepanyuy MoBepKH,

Tpeyiomue MeTposorudeckue ¥ TeXHHIeCKHe TpeboBaHuU K [Tepeuens
IpHMEHEHHS CPEICTS CpelcTBaM NMOBEPKH, HEOOXO/IMBIE JUIS TIPOBE/ICHAS PEKOMEHTYEMBIX
HOBEpKH MOBEPKH CpeJICTB OBEPKH
n. 9 [loaroroska k CpencTBa HW3MepeHHMIl TeMmIepaTyphl OKpYyXaiomued | TepMOrurpoMeTpsl
MOBEPKE H cpensl B auanaszone uamepenni ot mmoc 10 °C 1o mmoc | 371eKTpOHHBIE
onpoboBaHue 30 °C ¢ abcomoTHoi# norpemHocTsio He Gonee 1 °C; «CENTER»
cpencTBa u3mepennii | CpesctBa  W3MEpeHHMH OTHOCHTENBHOH — BJIXKHOCTH moxaeneit 310, 311,

Bo3zyxa B juanasone ot 10 % 10 90 %, ¢ abcomoTHO#H
orpenHocThio He 6onee £3 %

313,314, 315,316
(per. Ne 22129-09)

n.11 Onpenenenne
METPOJIOTHYECKHX
XapaKTEepHCTHK
CpeliCTBa H3MEPEHUH

KoHTponbHEIH pacTBop, NPHTOTOBIEHHBIN
B cooTBeTcTBHH ¢ [Ipunoxenuem A;
1 % a30THas KHCJIOTa, IPUIOTOBICHHASA B COOTBETCTBUH

¢ [Ipunoxennem A

[Tpunoxenue A

CranzapTHsIi o6pasen (manee — CO) cocrasa pactsopa | ['CO 7780-2000
HOHOB JIMTHS, MHTEPBAI JONYCKaeMBbIX aTTeCTOBAHHBIX
3HA4YEHHI MAaccoBOH KOHIIEHTpAllHH HOHOB JIHTHA
or 095 o 1,05wmr/cM’, rpaHHIBI JOMyCKaEMBIX
3HAYCHUH OTHOCHTEJIbHOM MOTPEIHOCTH
aTTecTOBaHHOTO 3HaueHus He Gosee + 1 % npu P=0,95;
CO cocraBa pacTtBopa  KobaibTa,  HHTEpBal
JIONYCKaeMbIX AaTTECTOBAHHBIX 3HAYCHHH MaccoBO#H
KOHIIEHTpAaIHH HOHOB kobanbTa oT 0,095
1o 0,105 Mr/cm®, rpaHMIBI JONYCKaeMbIX 3HAYCHHH
OTHOCHTEJIHOA MOTPEIIHOCTH aTTeCTOBAHHOTO
3nayenus He Gonee £1 % npu P=0,95;

CO cocraBa pacTBOpa HOHOB KajaMHs, HHTEpBal
JIOMyCKaeMbIX 3HAYEHHH MAacCOBOH KOHUEHTPALHH
woHoB Kkammms ot 0,95 mo 1,05 r/am’, rpaHMIEI
JOTyCKAaeMbIX 3HAYCHHH OTHOCHTEIBHOH MOrpENIHOCTH
aTTecTOBaHHOrO 3HaYeHns He 6onee +1 % npu P=0,95;

CO cocraBa pacTBOpa HOHOB BHCMYTa, HHTEpBaJ
JIOMyCKaeMbIX 3HAYEHHH MAacCOBOH KOHUECHTPALlHH
wonoB Bucmyta ot 0,95 npo 1,05 Mr/cM’, TpaHHLBI
JOITyCKaeMBIX 3HAYCHHI OTHOCHTEJIBHOH IOrpeIIHOCTH
aTTecTOBAHHOTO 3HaueHns He Oonee £1 % npu P=0,95

I'CO 7784-2000;
I'CO 10950-2017;
I'CO 7787-2000

'CO 7874-2000;
'CO 7773-2000;
I'CO 11255-2018

I'CO 8463-2003

Boja uist 1abopaTopHOro aHanu3a 1-oif CTeNeHH 0YMCTKH 110 I'OCT P 52501-
2005;

Kuciora a3oTHas oco6oit uuctorsl mo FOCT 11125-84 wim KuCI0Ta a30THAA
Hopmel x.4. mo ['OCT 4461-77, ouHMmeHHAA METOLOM HEKHUIAIeH
JACTHIUIALIAH,

Kon6si Mepusie BMectumocthio 1000,0 u 100,0 cM® He Xyxke 2-To Kjacca
tounoctu o 'OCT 1770-74;

[TumeTkH rpagyMpOBaHHBIE BMECTHMOCTBIO | cM® He Xyke 2 Kiacca
no I'OCT 29227-91;

[[WIMHAP MEpHBIH BMECTHMOCTBIO 25 cM® He Xyke 2-r0 Kiacca TOYHOCTH
no 'OCT 1770-74.

Tpumeuanue — JJonyckaemcs ucnoib3oéame npu noseepke Opyeue cpedcmea usMepeHul

yMBEPDfC()EHHOE‘O muna u NOBEPEeHHbIE,

cmandapmubie  00pasybl  ymeepiucoenHo20 muna ¢

dedicmaylowumMu nacnopmam, yO061emeopAIouue Memponocueckum mpe606aHusM, YKA3aHHbIM 6

mabauye.




7 TpeboBanus (yc10Bus) no obecneveHHu 0 6€30MacHOCTH NPOBEIEHHS NOBEPKH

7.1TIpu npoBeleHHMH TIOBEPKH JODKHBI OBITh coOmonensl TpeboBanus IIpukasa
MunncteperBa Tpyaa u CounansHoit 3amuTel PO ot 15.12.2020 Ne 9038 «O06 yrBepxaenun [Ipasun
TI0 OXpaHe Tpy/Ja MPH KCILTyaTalluK MeKTpoycTaHoBok», Tpedosanus 'OCT 12.2.007.0, Tpebosanus
Oe3onmacHOCTH, H3JI0KeHHBIE B PD Ha Macc-ClieKTpOMEeTpEI.

8 BuemHmnii ocMOTp cpecTBa H3MepeHHH

8.1 IIpu BHeNIHEM OCMOTpE YCTAHABIHBAIOT:

- COOTBETCTBHE BHEIIHETO BHJa MAcC-CIIEKTPOMETpa CBEACHHSIM, IPHBEACHHBIM B OIIMCAaHHH
THIIA;

- OTCYTCTBHE BUIMMBIX OBPEMKJICHHH Macc-CIIEKTPOMETPA;

- COOTBETCTBHE KOMILIEKTHOCTH, YKa3aHHOH B PO;

- HamM4He 0003HAYCHUS W CEPHIHOrO HOMEpa, YETKOCTh MapKHPOBKH, a TAKKE OTCYTCTBHE
TIOBPEXICHHH | 1e(eKTOB, BIUIIONMX Ha pab0TOCIOCOOHOCTE Macc-CIEKTPOMETPA.

9 IToaroroBKa K moBepKe H onpo6oBaHHe CPEACTBA H3MEPEHMIH

9.1 TIpoBOJAT KOHTPOJb YCJIOBHH IOBEPKH C IIOMONIBIO TEPMOTHIPOMETPA B COOTBETCTBHH
¢ 1.6.1 HacTosMIeH METOIHKH ITOBEPKH.

9.2 Tlepen mpoBeIEHHEM IMOBEPKH MAacc-CIIEKTPOMETP TOTOBAT K paboTe B COOTBETCTBHH
¢ PD, mposepsirot paboTocnocoOHOCTE OPraHOB YIIPaBIEHHSA ¥ PETYIHPOBKH Macc-ClIEKTPOMETPa, IIPH
BKJTIIOYEHHH MAcC-CTIEKTPOMETpa JO/DKHBI OTCYTCTBOBaTh cooOmeHus o0 ommOkax. IIpoBomsr
onTEMHU3AIMIO HAcTpoeK («Tuney») Macc-CIIEKTpOMETPa HENIOCPEICTBEHHO Nepe/l Ha4aloM IIOBEPKH.

9.3 3aal0T CNEAYIONHE OCHOBHBIE HHCTPYMEHTAIbHBIE IIapaMeTpsl paboThl  Macc-

CIIEKTPOMETpa:
Pacxon aprona «Cool Flowy, i/mun 14,0
Pacxon aprona «Auxiliary Flow», 1/ mun 1.2
Temneparypa pacnbuidTenbHOH Kamepsl, °C -
CKOpOCTB MEPUCTATETHYECKOTO HAacoca, 00./MHH 30
MomHocTh m1a3Mel, BT 1550
Sueiika 108 ycTpaHEHHs HAJIOKEHHH BBIKIL.

OcTanbHbIE HHCTPYMEHTATBHEIE TapaMeTPhl (B TOM YHCIIE MOJIOKEHHE TOPENIKH, HAPSKEHHE
Ha JIMH3aX HOHHOH ONTHKH, MapaMeTphl paboThl JeTeKTOopa H T.J.) — CTAHIapTHBIC, 3a/IaHHBIE B XOIE
yCKO-HATAJO0YHBIX paboT WM ONTHMH3HPOBAHHBIE B XO/IE HACTPOHKH MacC-CIEKTPOMETPA.

9.5 CorjlacHO TPHIOKEHHS A K HacTosmiedl MeTOJMKe TOBEpKH roToBAT 1 % a30THYyIO
KHCJIOTY H KOHTPOJBHBIH PacTBOp, MPe/ICTAaBIMIOMHMH OO0 MHOrO3IEMEHTHEIH PacTBOP (Li, Co, Cd,

Bi) ¢ MaccoBo# KOHIEHTpaIeH Kax10ro 31eMenTa 1 MKT/IM,

10 IpoBepka nporpaMMHoro ofecnedeHHs cpeIcTBa H3MepPeHHi

10.1 IpoBomsaT mnpoBepKy HACHTHHKAIMOHHBIX [aHHBIX MPOrPaMMHOTO obecnieueHHs
(manee — IT0) macc-ciekTpomerpa. Bo Bpems 3amycka [I0 Ha 3kpaHe KOMIBIOTEpA MOSBIACTCA
3arpy309HOE OKHO, B KOTOPOM YKa3aHbl HICHTH(QHKAIMWOHHOE HAHMEHOBAHHE M HOMED BEPCHH [10.
Haumenosanue ¥ Homep BepcuH I10 Macc-CIIEKTpOMETpa JOJDKHBI COOTBETCTBOBATh TPEOOBAHHAM,
IIpHUBEICHHBIM B Tabune 4.



Tab6nuna 4 — Unentudukaunonssie qanasle 10 macc-cnektpomeTpa

UnenTruKamoHHbIe JaHHbIE (TIPU3HAKH) 3HadeHHe
UnentudukanmonHoe HanmeHoBaHue 10 MARCUSpro
Homep Bepeun 10 (upentuduxaunonssiii Homep I110) v.IXXX*
[{ndposoii naerTuduxarop I10 ' -

* «X» He OTHOCHTCS K METPOJIOTHYECKH 3HaunMOi yacTh 10 u npunumaet 3nayenue ot 0 10 9

11 Onpejelenne METPOJOrHYECKHX XAPAKTEPHCTHK CPeICTBA H3MepeHHH H
NOATBep IeHHE COOTBETCTBHS CPEICTBA H3MEPEHHI METPOIOrHYeCKHM TPeGoBaHHAM

11.1 TIpoBepka auana3oHa aHaJIM3UPYEMBIX Macce

11.1.1 ITogaoT Ha BXOJI Macc-CIIEKTPOMETPa KOHTPOJIbHBIA PacTBOP.

11.1.2 B moxayze I1O mns HacTpoiiku M TIPOBEpKH Macc-criekTpoMetpa («iCommand») B0
sriazake «iQuad» 3anarot cremyiomue maccst: 2, 7, 59, 114, 209, 290. Kronkoi «Run» 3anyckaroT
MOHHTOPHHI CHTHAJa B DEXHMe peanrbHOro BpemeHH. CHrHan otodpaxkaeTcss Ha BKJIAjIKe «Data
Display».

11.1.3 CumTaoT, YTO AMANa3oH AHAIW3UPYEMBIX Macc Macc-CIEKTpOMETpa COOTBETCTBYET
JaHHBIM Tabmne! 1, ecn BOMM3H 3a/laHHBIX Macc Ha 0030PHOM MAacc-CNEKTPE B PEXAME peabHOTO
BPEMEHH IPHCYTCTBYIOT CHTHAJIBL.

11.1.4 Tocne 3aBepuieHHss H3MEPEHHS HA BXOJ MAacC-CIIEKTPOMETPA MOJAI0T 1 % asotHy!O
KHCJIOTY M IIPOMBIBAIOT HE MeHee 1 MUHYTBI.

11.2 Onpenenenue ypoBHs (poHOBOTO CHrHANA Ha Macce 220 a.e.M.

11.2.1 Cosmator HoBeii Mmerton ananusza («TraceMethod») w3 mycroro CTaHIapTHOrO
ma6nona tuma «RAW». Ha Bkiagke «Analytes» BeiGuparor paszen «Elements» n 100asisior
crenyiomue usotomst: 'Li, ¥Co, '"“Cd u *”Bi. 3arem B pasgene «Molecules» BEIGHpaiOT CTPOKY
«Bkgy, mocne yero otMeyaroT Maccy 220 a.e.m. («Bkg220»). Ha Briajxe «Acquisition Parameters»
YCTAHABIMBAIOT BPEMs HAKOIUICHHWS CHIHala («Dwell Time») — 1,0 ¢, ocranbHbIe NapaMETPhI
OCTaBISIOT M0 ymomdanmio. Ha Bkianke «Sample List» 3anator 2 obpasua B 1ociIe0BaTeIbHOCTH
M3MepeHHi, YKa3bBalOT Ha3BaHUs 00pa3oB, KOJIHYECTBO MOBTOPHBIX m3mepennii («Main Runsy) wis
xaxaoro obpasua — 10. CoxpaHsoT METOA U 100aBIISIOT €0 B 04epeib [UIA aHATH3a (xHOmKa «Save +
Schedule Trace Method»).

11.2.2 ToxaroT Ha BX0a Macc-crieKTpomerpa 1 % a30THYIO KHCJIOTY. 3amycKaloT O4Yepenb
aHaM3a KHOMKOo# «Runy.

11.2.3 IlpoBoaaT  W3MepeHHMs  MHTEHCHBHOCTH  CHTrHama  JUIA obpazsma 1 m3
0C/IeI0BATETHOCTH M3MepeHuid. Pe3ynprarsl H3MEpeHHs WHTCHCHBHOCTH CHIHalIA (GHUKCHPYIOT B
IPOTOKOJIE TIPOM3BOIBHON QOPMBIL.

11.2.4 TTo pesynsraTam H3MepeHHii mo m.11.2.3 paccUHTHIBAIOT CpeHEe apudMeTHIECKOe
3Ha4YeHHe YPoBHA (OHOBOTO CHTHANA [UIA j-OH MacChl I, j» EMI/C, 110 hopmyIie

n
[-a’ - Ei=1 Oij, (l)
. n
rjae Ipij— i-pe3ynbTar M3MEpeHHS WHTCHCHBHOCTH CHTHAIA s j-oii macest (7, 59, 114, 209,

220 a.e.M.) B 1 % a30THOM KHCIIOTE, HMIL/C;

N — 9MCII0 H3MEPEHHH HHTEHCHBHOCTH CHIHAJIA.

11.2.5 [TonyuenHoe 3HayeHWe YPOBHS (POHOBOrO CHTHAIA Ha Macce 220 a.e.M. J0JDKHO
YIOBJIETBOPATH TpeOOBaHHAM TabuusI 1.

11.3 Onpexnenenue 9yBCTBHTEIEHOCTH

11.3.1 TMoaaioT Ha BXOJX Macc-CNEKTPOMETPa KOHTPOJIBHBIH PacTBOP.

11.3.2 TIpoBOAST H3MEPEHHS HHTEHCHBHOCTH CHIHAA JUIA o6pasna 2 u3 3axanHo# B 1. 11.2.1
[10C/IeI0BaTEIbHOCTH M3MepeHHii. Pe3ynbTaTsl H3MEPEHHH MHTEHCHBHOCTH CHIHala JUIA M30TONOB
"Li, $%Co, "*Cd 1 2Bi QUKCHPYIOT B IPOTOKOJIE IPOU3BOILHOH (OPMBL.




11.3.3 Tlo pesynbratam u3mepeHuit mo m. 11.3.2 paccuMTBIBatOT 4yBCTBHTEJILHOCTH Macc-
crekTpoMeTpa K m3otomaM 'Li, ’Co, ''*Cd u 2®Bi S;, (umn/c)/(mr/om?), o popmyne

S E 2
g Cj ’ ( )
rmae Cj — MaccoBasd KOHICHTpausa j-I‘ 0 3JIEMEHTA B KOHTPOJIBHOM pacTBOPE, MI"/I[M3;

Ii- cpennee apudmeTHyeckoe W3MEPEHMH HHTEHCHBHOCTH CHTHama j-ro H30TOma
B KOHTPOJIEHOM pacTBOpe, HMII/C:

n oL
_ i=1 1ij
== 3)
n
rae ij— i-pe3ymsTaT W3MepeHHs (MOBTOPEHHMS) WHTEHCHBHOCTH CHTHATa /-T0 HM30TONA B

KOHTPOJIBHOM PacTBOPE, HMII/C;
N — 9HCII0 W3MEPEHHH HHTEHCHBHOCTH CHTHANA (TIOBTOPEHHH) B KOHTPOJIEHOM PacTBODE.
11.3.4 ITonydeHHble 3HayeHMs WYyBCTBHTEIBHOCTH JIOJDKHBI YIOBJIETBOPATH TPeOOBAHHAM

Ta0MMIE! 1.

11.4. OnpeneneHre OTHOCHTENBHOIO CPEHEN0 KBaJpPaTHYECKOTO OTKIOHEHHsS BBIXOTHOTO
CHIHajIa

11.4.1 Onpenenerne OTHOCHTEIBHOTO CPEIHETO KBAAPATHYECKOrO OTKIOHEHHS BBIXOTHOTO
CHTHATA TIPOBOJMTCS TI0 pe3y.IbTaTaM H3MEepeHHii HHTEHCHBHOCTH cHrHaa w3otonos Li, *Co, '*Cd
1 2°Bi B KOHTponBEHOM pacTBope mo m. 11.3.

11.4.2 Tlo pesynsrataM u3MepeHHH mo 1. 11.3.3 pacCUMTBEIBAIOT OTHOCHTEJIEHOE CpEIHEE
KBA[PaTHYECKOE OTKIOHEHHE BBIXOJHOTO CHTHANA j-TO H30TOMa 0y, %, B 110 Macc-criekTpoMeTpa Wik

no ¢opmyne

o
07 =7+ 100, 0
j
rac
n =nZ
_ [BraEi—5) )
= n—-1

11.4.3 Tlony4eHHsle 3HAYeHHWs OTHOCHTEIBHOTO CPEIHEro KBaIPaTHHYECKOrO OTKIOHCHHA
BBIXOHOTO CHTHAJIA JOJDKHBI YIOBIETBOPATH TPEOOBAHHAM TaO/HMIIb! 1.

11.5 Onpenenenre npesiena oOHAPYKEHHUS

11.5.1 Onpenenenrie mpenena OOHApYKEHHs 3IEMEHTOB MPOBOAMTCS IO PE3yIbTaTaM
u3Mepennii o 1. 11.2 u m. 11.3 HacTosimeH METOIMKH IIOBEPKH.

11.5.2 Tlo mammeM 1. 11.2.4 u . 11.3.3 paccUMTHIBAIOT 3HAYEHHUA TIpeaena oGHapyKeHHs IS

j-ro usotoma l,;, Hr/zv’ To hopmyste

3 - 106 = Jo]
by =——5— (©)
i)

rIe 0,j — CpeIHee KBaJpaTHIeCKOe OTKIOHEHHE BBIXOJIHOTO CHTHaJa j-ro u3oTona B 1 % a30THOH

KHUCJIOTE, HMII/C:

b ([ =1 .)2
o i=1\toij oj (7
0 n—1

Sj — IyBCTBHTENLHOCTD MacC-CIIEKTPOMETPa K Jj-My H30TOIy, (amr/c)/(mr/me).



11.5.3 JlomyckaeTcs IPOBOIMTH pacdyeT mnpezenoB oOHapyxkeHus cpeactsamu IIO mace-
CIIEKTPOMETPOB, NPEIBAPHTEIHHO MOCTPOHB IPaIyMpOBOYHBIE 3aBHCHMOCTH st M3oTomnoB 'Li, *Co,
4Cd u 2 Bi npu momomm 1 % a30THOHM KMCTOTH M KOHTPOJBHOIO PAacTBOpa C MOCIEAYIOLINM
M3MEPEHHEM MacCOBOM KOHLIEHTPALMH /IeMEHTOB B |1 % a30THOH KHCIOTE.

Co3znaror HoBeI Meton anamm3a («TraceMethod») u3 mycroro mabnona thna «EQ». Ha
BKiIanKe «Analytes» BeiOuparoT pasnen «Elements» u 100aBisi0T CI€AyIOMIHE H30TOIBL: Li, ¥Co,
ll4Cd " 209Bi.

Ha Bkmanke «Acquisition Parameters» ycraHaBIMBalOT BpEMs HAaKOIUIEHHs CHIHala
(«Dwell Time») — 1,0 ¢, ocTabHBIE TapaMETPhI OCTABIIAIOT 0 YMOTIAHHIO.

Ha Bknajke «Standards» nobapnsior 1 cranmapr, BeidpaB myHKT «Create standard using
analyte list». ]I BEIOpaHHBIX H30TONOB YCTAHABIMBAIOT KOHILEHTpANHIO 1 mkr/mm? (1 ppb).

Ha Bkianke «Sample List» B mocienoBaTenbHOCTH H3MepeHMH 3amarorT 1 obpasen Tuma
«BLK», 1 obpasen Tuma «STD» u 1 o6pasen Tuna «UNKNOWN», yKka3bBatoT Ha3BaHHs 00pasLoB,
KOIIMYECTBO NMOBTOPHbIX H3MepenHuii («Main Runs») s xaxzmoro obpasua — 10.

CoXpaHSIOT METO ¥ H0GaBIMOT ero B odepenb And aHamm3a (kHomka «Save + Schedule
Trace Method»).

TIpOBOJST M3MeEpeHHs, MOCIeI0BaTelbHO mojaBas 1 % a3oTHyio KuciaoTy (oOpasen THNa
«BLK»), KOHTpoBHEI! pacTBop (o6pazen Tuma «STD») m 1 % asorHywo xuenoTy (oOpasen Tuma
«UNKNOWNp»). CpezHee KBaapaTHYeCKOe OTKIOHEHHE MAaCCOBOH KOHIIEHTPALUMH BBIOPaHHBIX
3IEMEHTOB PacCUMTHIBAETCS aBTOMaTH4YecKH. Eciii 3HaueHne CpeIHero KBapaTHIeCKOro OTKIOHCHHU
MAacCOBOH KOHIECHTPALMH 3IEMeHTa OToOpaxaeTcss PaBHEIM HYTO, TO B CBOWCTBaX TaOJMIEI
Pe3yJILTATOB H3MEPEHHUIt HEOGXOIUMO YBETHIHTE KOHIECTBO 3HAKOB IOCIIE 3aMATOH.

PacueT nipezienia 00HapyXeHHUs 1T j-ro u3ortomna lgj, HI/M>, TIpOBOZIAT 110 hopMmyte

l,; =3-1000-SD,;, ®)

rae SD,;— CpejiHee KBaJpaTHYeCKOe OTKIOHEHHE MaCcCOBOH KOHIEHTpaluy Jj-ro anemenTa B 1 %
a30THOM KHciIoTe, paccuutanHoe pu nomony 110 mMace-ciekTpoMeTpa, MKT/v>,

11.5.4 TlonydeHHbIe 3HaYeHMs TpeenoB oOHapyxkenus mo m. 11.5.2 wm m. 11.5.3 nomKHbI
YIOBJIETBOPATH TPOOBAHHM TaO HIIEI 1.

12 Odopmiaenne pe3yIbTATOB MOBEPKH

12.1 Pe3y/bTaThl TOBEPKH 0()OPMIISIOTCS POTOKOIOM B IPOH3BOIbHOM thopme.

12.2 IIpu MONOXKMTENBHBIX Pe3y/IbTaTaX MOBEPKH Macc-CIIEKTPOMETp NMPU3HAIOT MPHTOMHBIM K
IPUMEHEHHIO.

12.3 Hanecenwue 3HaKa IIOBEPKH HA MACC-CIIEKTPOMETP He mpeaycMoTpeno. [lnombupopanue
Macc-CIeKTpoMeTpa He IpeLyCMOTPEHO.

12.4 Tlpu oTpHIATENEHBIX Pe3y/IbTaTax MOBEPKA MacC-CIEKTPOMETP NPU3HAIOT HENPHTOIHBIM
K IMPHMEHEHHIO.

12.5 [To 3asBIEeHHIO Biajeiblla CpeICTBa H3MEPEHHH WM JHIA, NPEICTaBUBINCIO €ro Ha
II0BEPKY, aKKpeJIMTOBAHHOE Ha NMOBEPKY JHIIO, NPOBOJMBIIEE MOBEPKY, B CIydae IOJOKHTCIbHBIX
Pe3yNbTaTOB TOBEPKH BbLIAET CBHICTENBCTBO O MOBEPKE, OQOPMIECHHOE B COOTBEICTBHH C
TpeGOBaHHAMH K COJACPXKAHHIO CBHJETCIBCTBA O IOBEPKE, YTBEPIKICHHBIMH NEWCTBYIOIIHMH Ha
MOMEHT IIPOBEJICHHS TIOBEPKH HOPMATHBHO-IPABOBBIMH aKTamH B 00macTH obecrnieyeHHs €IMHCTBA
W3MEPEeHHH WM B CIyd4ae OTPHIATENbHBIX PE3yNbTaTOB IOBEPKH  BBIACT  M3BEIICHHA
0 HEIPHTOTHOCTH K IPUMEHEHHIO CPE/ICTBA M3MEPCHHH.

12.6 CBeeHHs 0 pe3yibTaTax [0OBepKH mepesiaroT B OenepanbHbli HHPOPMAHOHHBIH (QOH
10 0OeCIIeYeH IO eJMHCTBA H3MEPEHHH B COOTBETCTBHH C YCTAaHOBJICHHLIM TMOPSAAKOM.

Benymmii urskenep J1a6. 251 YHAUM — ¢puinana

Oyl «BHUUM am.[I.U.MenneneeBa» M A.C. 3acyxun
/
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MPUJIOXEHHUE A
(obs3aTeIbHOE)

IIpoueaypa npuroToBJeHHs KOHTPOJILHOIO PACTBOPA

JI1 IPUrOTOBJIEHHS KOHTPOILHOIO PAcTBOPA HCIOB3YIOT Clle/lytomee 000pynoBaHue:

— konbsl MepHele BMecTHMocThiO 100,0 cm® 2-ro knacca tounoctd 1mo [OCT 1770-74
C TIPUTEPTO#H NPOOKOH;

— IMJIMHJIP MEPHBIH BMECTHMOCTBIO 25 cM’® 2-ro kinacca Tounoctd no FOCT 1770-74;

— MUIETKH TPalynpOBaHHEIE BMECTHMOCTBIO 1 cM® He xyxke 2 kinacca o [OCT 29227-91;

— Boza u1s TaboparopHoro anamu3a 1-oii crenenn ogrctkn no F'OCT P 52501-2005;

— KHMcJI0Ta a3oTHas oco6o0i ynetoTsl 1o 'OCT 11125-84 wim KMca0Ta a30THAA HOPMBI X.4. 110
'OCT 4461-77, ourieHHas METOJOM HEKHIIALIECH JHCTHIUIAIHNH,

— cTaHzapTHeIe 06pa3isl 1o 11. 6.1 HacToAIIEH METOAMKH TOBEPKH.

A.1 1 % a30THYIO KHCIOTY TOTOBST W3 BOABI AUl jJaGopaTopHOro ananusa l-oif cTeneHH
ourctkr 1o T'OCT P 52501-2005 u kucioTel asotHo# ocoGoii unctorst mo I'OCT 11125-84 wm
KHCIOTHI a30THOH HOpMEI X.4. Mo ['OCT 4461-77, ouMINeHHOH METOIOM HEKHIAIEH THCTHUISLHH.
Jlnst aToro B MepHyio kon6y Bmectmocthio 1000,0 em® mo TOCT 1770-74 moMecTHTh NPHMEPHO
500 cM® BozBI 1 1a6OpaTOPHOTO aHaMK3a 1-0f CTENEHH OYHCTKH IO I'OCT P 52501-2005, BHECTH
11 eM® kucioThl aszotHO#H ocoboit wuctoTel o I'OCT 11125-84, B3gToH mnpH MOMOIIH LHJIHHIPA
meproro mo I'OCT 1770-74, TmarensHo nepememars pactsop. Ilocne oxnaxnenus KOJIOBI JIOBECTH
YpOBEHb pacTBopa [0 PHCKH BONOH /is 11abopaTOpHOro aHalM3a 1-0#fi cTemeHH OYHCTKH
no 'OCT P 52501-2005, cHoBa TIIaTeILHO IIE€pEMENIAaTh pacTBOP.

A2 VcxonHslif pacTBOp TOTOBAT H3 CTaHJAPTHBIX OOPasIOB YTBEPXKICHHOrO THIIA:
I'CO 7780-2000 (murwmit); TCO 7784-2000 (kobanst); FCO 7874-2000 (kammuii); I'CO 8463-2003
(BHCMYT) — TIOCpeACTBOM 0TOOpa anukBOT 1 c® CO pacTBOpOB HOHOB JHTHS, KoOanbTa, KaaMHA H
BHCMYTa C MAacCOBOM KOHIIEHTpalue# 1 r/mv® B o6y 100 en’.

A3 O6seM B koibe moBoaaT 1 % a30THOM KHCIOTOM 10 METKH H IEpPEMEIINBAIOT
cojiepxmMoe KoniObl, mepeBopaunBas ee He Menee 10 pas. ITomydyeHHBIH UCXOHBII PacTBOpP HMEET
HOMHHAIBHYIO KOHIIEHTPALHIO HOHOB JIHTHS, KOOAIbTA, KaJIMHs H BHCMYTa 10 Mr/mv’.

A.4 TIpoMexyTOUHBIH PacTBOP FOTOBAT IyTeM OTOOpA ATTMKBOTEI 1 cM® HCcxomHOTO pacTBOpa
B konby 100 cm’. O6sem B KonGe n0BoaAT 1 % a30THOH KHCIOTOH 710 METKH H MEPEMEIIHBAIOT
cozepXKuMOe KoJiObl, mepeBopaunBas ee He menee 10 pas. ITosy4eHHBIH TPOMEKYTOYHBIH PacTBOp
MMeeT HOMHHAIBHYIO KOHIIEHTPALHIO HOHOB JIMTHS, K0OaIbTa, KaJMUs H BHCMYTa 0,1 mr/mm (100
MKr/mv).

A.5 KoHTposbHBI pacTBOp TOTOBAT IIyTeM OTOOpa ATHKBOTHI 1 cM® mpoMekyTO4HOrO
pactBopa B Konby 100 oM. O6bem B konbe moBomaT 1 % a30THOH KHCJIOTOM 10 METKH H
TIepEeMEIHMBAIOT COACPKHMOE KOJIOBI, IEPEBOpPaYMBas €€ HE MCHEE 10 pa3. TToy4eHHBIH KOHTPOJIbHBIH
pacTBOp MMeeT HOMHHAIbHYIO KOHIEHTPAlMIO MOHOB JIHTHA, kobanpTa, kanmus ® Bucmyta 0,001
mr/mv (1 Mxr/mv?).

A.6  JleficTBHTeIbHOE  3HAYEHHE  MacCOBOM  KOHIEHTpallM¥  HOHOB  METalIOB
B [IPHTOTOBJIEHHBIX PACTBOPAX PACCUMTHIBAETCS 1O hopMyIam:

v
C, = Tjﬂ - Co» (A.1)
k
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= s, A2
C; v, o (A2)
V,
0 =22, (A3)
Vi
rae C1,C;,C3 — MaccoBble KOHIICHTPAlMH 3JIEMEHTOB B HMCXOJHOM, IIPOMEKYTOYHOM H

KOHTPOJLHOM PAacTBOPAaX COOTBETCTBEHHO, MI/IM";

Co — MaccoBast KOHIIEHTPAIHs IeMEHTa B CTAHIapTHOM 00pasie, MI/aM’;

Vai0s Vai1, Vaiz — 00beMBbI aTHKBOT CTaHAApTHOrO o0paslia, HCXOMHOTO M IPOMEKYTOYHOTO
PacTBOPOB COOTBETCTBEHHO, CM";

Vi — 06beM konbsl, v,
A.7 T'paHuIbl OTHOCHTENBHOH MOTPENIHOCTH MCXOIHOIO PacTBOpa He MpeBbInaioT 2.5 %,

IPOMEKYTOYHOTO H KOHTPOIBHOTO PacTBOpOB — 5 %.
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