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Hacrosmas Meromvka no NmoBepKe paclpOCTpaHSETCS Ha Macc-CIIEKTPOMETPHI ¢ HHAYKTHBHO-
cesazanHoit monene#t 7900 ICP-MS u 8800 Triple Quad 1 ycTaHaBIMBaeT METO/IbI M CPECTBA MX MeEP-
BHYHOM ITOBEPKM IOCJE BBOJA B IKCILTYaTalMIO MJIH IOC/IE PEMOHTa M MEPHOJUYECKO# MOBEPKH B
Ipoluecce 3KCcIuTyaTauuy. HTepBan Mex Iy nopepkamu - 1 roz.

1. OIIEPAIIUH ITOBEPKH
1.1. TIpn nmpoBeieHUH OBEPKH JOJDKHBI ObITH BHITOJIHEHE! OIIEPAlliy, yKa3aHHbIE B Tabauue 1.

Tabnuua 1

Homep | OGs3aTensHOCTH NPOBENCHHS
HaumenoBanue onepauuii

MyHKTa onepauuy MOBEPKH

METOIMKH | IEPBHYHAA | MEepHOaUYecKas
Bxemunit ocMoTp, NpoBepka KOMILIEKTHO- 6.1 na ha
cTH '
Onpo6GoBanue 6.2 na na
ITpoBepka cOOTBETCTBHUS IPOrPaMMHOTO 6.3 1@ 1@
obecneueHus
OrnpeneneHne METPOIOTHYECKHX XapaKTe- ’ 6.4 " H
PHCTHK ' e “
Onpe.uenéﬂne METpPOJIOTHYECKHX XapaKTe-
PHCTHK I10 JOKyMEHTY Ha METOIIUKY BHI- - HET na?

IIOJIHEHUSI U3MEPEHH

Ipumeuanus: D IposoanTtes:
— IIpH NEPBHYHOH NOBEPKE;

- IpH TNEpHOAHYECKOH IOBEpKE B TOM CiIydae, KOraa Ha Macc-
CIIEKTPOMETPE peannu3oBaHO Heckoabko MBU.

2 IIpoBoaMTCS MO TPEGOBAHMIO BIAXENbLA NPHOGOPa B TOM ClTydae, ecili

Ha Macc-CIeKkTpoMeTpe peanu3oBaHa oaHa MBMU. Ilynkr 6.3. npu 3tom

HE BBIIIOJIHAETCH.

Cornacao MU 2531-99 «I'CH. AHanu3aTopsl COCTaBa BELIECTB U MaT€PHAIOB yHUBEp-
canpHble. O0mue TpeOOBaHHA K METOAMKAM IIOBEPKH B YCIOBHSAX IKCIUTyaTallUW», Oy CKa-
€TCsA [IPOBOANTH IMEPHONHUYECKYIO ITIOBEPKY B COOTBETCTBHH ¢ pasaenaMH «KOHTpOJb TOYHO-
CTH» aTTeCTOBAaHHBIX IOCYNapCTBEHHBIMH HAayYHBIMH METPOJIOTHYECKAMH IEHTPaMH METOIHK
BEIIIONHEHUS H3MepeHHit (aanee — MBH) unu pasnenoB «KoHTponbk TOYHOCTH (MOrpemiHoO-
CTH, TPELH3HOHHOCTH, HEONPENENEHHOCTH)» HIH «O6paboTKa pesy/BTaTOB H3MEPEHHI»
cTanxaptu3oBanHeix MBU!, peann3oBanHbIx Ha noBepseMoM npubope (cM. MpUMEYaHHA K
Tabn.1).

! TIpHHATEIX H BBEAEHHBIX B AeHCTBHE nocTaHoBNeHUeM [occTannapta PO wiu nocTanosrenneM DenepansHOro areHTcTsa
10 TEXHHYECKOMY PEryJIMpOBaHHIO U METPOJIOTUH.



1.2. Ecnv npu NpoBEAEHHH TOH IUIH MHOM ONeEpallly IOBEPKH MOTYYEeH OTpHLATENBHbIA pe-
3yJBTaT, JaJIbHEHINAs IIOBEpKa IIpeKpamaeTcs.

2. CPEJICTBA IIOBEPKH

2.1. Ilpu mpoBeeHNH MOBEPKH JOKHEI GBITh npﬁMeHeHLl CpeACTBa, yKa3aHHBIE B TabHIe 2.
Ta6nuua 2

Homep mynkTa | HanMeHOBaHHe OCHOBHBIX M BCIIOMOIaTe/IbHBIX CPEJICTB TOBEPKH, HOMEP AOKYMEHTA,
MeToquKH | TpeGoBanud k CH, OCHOBHBIE TEXHHUECKHE U (MITH) METPOJIOTHYECKHE XapaKTePH-
TIOBEPKH CTHKH

I"ocynapcTBEHHBIE CTaHAAPTHBIE 00pa3lisl pacTBOpoB HOHOB MeTayioB: [[CO 7780-
2000 (JIutuit), FCO 8463-2003 (Bucmyt), 'CO 7145-95/7147-95 (Ctponumit).

6.3 Mepb! BMecTuMocTH: muneTkn 2 knacca TouHocTH mo I'OCT 29227-91, xonGei
HaJMBHEIE 2 knacca Togyroctr o FOCT 1770-74.

Bona muis naboparopHoro aHaim3a crenéHn wuctots 1 mo OCT P 52501-2005.

Tepmomerp nabopatoprsrit TJI 4-A2 TOCT 28498,
Auana3soH usMepenns  (—50...+50) °C, uena nenenns 1,0 °C.

Icuxpomerp acrmpannonnsiit M34 TY 25-1607.054-85, [Tnana3ox H3MepeHuit oT1-
4.1 HOCHTENbHO BIaxHocTH 10-100%

Bapomerp-anepoun, Anana3on u3MepseMoro Aasienud ot 610 xo 790 MM pr. cT.,

o i
npenen omyckaeMon abCoMOTHON MOrPEMIHOCTH £ 1 MM pT. CT., AMana3oH paboyux
Temneparyp ot 10 o 50 °C

2.2. JlommyckaeTcs NpHMEHEHHE CPEACTB ITOBEPKH, HE NMPHUBEJAECHHBIX B TabnHue 2, ¢ METPOIIO-
THYECKHMH XapaKTePHCTHKAMH HE XyXKe yKa3aHHBIX.

2.3. Bee cpencTBa OBEPKH JOJDKHBI OBITH [IOBEPEHBI B YCTAHOBJICHHOM IOPSAKE ¥ HIMETb Jei-
CTBYIOIIHE CBUMIETENBCTBA O NOBEPKE, a ['CO - melicTByrolIne macnopra.

3. TPEBOBAHHS BE30IIACHOCTH M TPEBOBAHHS K KBAJTM®UKALIAH
MOBEPUTEJIEN

3.1. TpeboBanus 6e30macHOCTH JOKHBI COOTBETCTBOBATh PEKOMEHIALUAM, H3JI0XKEHHBIM B Py-
KOBOJZICTBE IT0 3KCILTyaTalluy CIIEeKTPOMETPOB.

3.2. K npoBeIeHHIO [IOBEPKH JOITYCKAOTCA JIULA nMélomne YIAOCTOBEPEHHE IIOBEPHUTEIA.

3.2. JIng MOTY4eHHs JaHHBIX C npuGopa J0MMycKaeTcsl yJacTHe B MOBEPKE ONepaTopa, 06CTykKH-
BAIOILETO CIIEKTPOMETP (10 KOHTPOJIEM ITIOBEPHUTENS).

4. YCJIOBHS ITOBEPKH

4.1. Ilpn npoBeieHNH ITOBEPKH JODKHBI OBITH COOIIOCHBI ClIEAYIOLINE YCIOBHS:
- TEMIIEPATypa OKPYXKalOIIEro Bo3ayxa: oT +15 1o +35 °C;
- atMocdepHoe aapienue: (101,3 +3,3) kIla;
- OTHOCHTENbHAS BIAXHOCTH Bo3ayxa: He 6onee 80 %o;
- Hanpspkenue maranus: (220 *22.33) B ¢ yactoroit (50 + 1) I'n.

O] ¢ u3MeHeHueM He 6oee 2 °C B yac.




5. IOATOTOBKA K ITIOBEPKE

5.1. Ilpn noAroToBke Kk noBepke HEOOXOIMMO BBINOJIHHUTE CIIEAYIOLIHE ONEePaLHH:
- BKJIIOYHTh NMTaHUeE Npubopa;
- I0XKAAThCA epexoa npubopa B peskuM rOTOBHOCTH.

5.2. I3 rocynapcTBEHHBIX CTaHIAPTHHIX 00pa3slloB B COOTBETCTBHU C MPHUJIAraeMoi K HHM HH-
CTPYKUHEH H NPHIOKCHHEM A NPUTOTOBHTH NMOBEPOYHEIH PacTBOP CO CIEAYIOIIMMH MacCOBBIMH
KOHLIEHTPALUSIMH 3JIEMEHTOB:

Li (7) - 10 mxr/mm>
Sr (88) - 10 mxr/mm?
Bi (209) - 10 mxr/om>

6. IPOBEAEHHWE ITOBEPKH
6.1. Buemmnuit ocmMoTp.

[Ipu mpoBeieHHH BHEIIHETO OCMOTPA JA0IKHO ObITh YCTAHOBIEHO OTCYTCTBHE MEXAHHUYECKHX M0~
BPEXJICHHI OpPraHOB yIpaBlIeHHs U KOPITyca CIIEeKTPOMETpa.

6.2. OnpoGoBanue.

OmnpobGoBanue NMpoBOIUTCS B aBTOMaTHyeckoM pexxkume. [Tocne BkmoveHus npubopa M 3anycka
YIIPaBJIAIOLIEH [POrpaMMBl, B CJIy4ae YCNELUIHOTO IMPOXOXKIACHUS ONEpalHdil caMOTECTHPOBaHHMS MpH-
6opa, Ha 3KpaHe KOMIBIOTEpa JO/DKHO [TOSBHTHCS CTAPTOBOE OKHO IPOrpaMMbl yrpasieHus. B mpo-
THBHOM CITy4yae Ha 3KpaHe MosBisiercs coobuenne 00 omudke.

6.3. IIpoBepka COOTBETCTBHS MPOrpaMMHOr0 obecTieueH s
6.3.1 Onpenenenuie HoMepa BepcHH (MACHTH()UKAIIMOHHOTO HOMepa) ITporpaMMHoro obecneye-
HHUSL.

OxHO ¢ HOMepOM BepCHH BBIBOJAMTCS Ha 3KpaH IPH CTapTe yrpasisioiei nporpaMmel. Konuu
NPUMEPOB 3KpaHa ¢ OKHAMH 3arpy3Ku IMpUBEJICHBI Ha pUCYHKe | U pucyHke 2.

MassHunter
Workstation Software

for ICP-MS

G7201B
Version B.01.02 Build 349.2
(Full Version )

© Agllent Technologles, Inc. 2012

www.agilent.com/chem

Agilent Technologies

Pucynok 1 — OkHo ¢ Ha3BaHHeM ¥ HomepoM Bepcud [1O MassHunter

Workstation Software for ICP-MS .



MassHunter 4.1
Workstation Software
for 7900 ICP-MS

G7201C
Version C.01.01 Build 4235

@ Agilent Technologies, Inc, 2014

www.agilent.com/chem

%= Agilent Technologies

Pucynok 2 - OxHo ¢ Ha3BanueM H HoMepoM Bepcru [10 MassHunter 4.X
Workstation Software for ICP-MS

CnextpoMeTp cuMTaeTCs BbIAEPKABIINM MOBepKy 1o 11. 6.3.1, eciu Bepcus [10 He nuxe
B.01.01 pnns ITO MassHunter Workstation Software for ICP-MS u ne nuxe C.01.01 aas [10 Mas-
sHunter 4.X Workstation Software for ICP-MS. Homep Bepcuu [10 MoxkeT HMETh A0MNOIHUTEIBHbIC
ux¢possle H/uu 6ykBeHHble cypdukcel. B HazBanun [10 MassHunter 4. X Workstation Software
for ICP-MS nocne nudps! 4 (Ha Mecte X) ykaspiBaeTcs UH(PoBOi cypduKc, 3HAYEHHE KOTOPOTO
YCTaHaBIMBA€TCS B 3aBHCHMOCTH OT JONOJHHUTENBbHEIX MU poBhIX cyddukcos Bepcuu [10.
(U3menennas pepaxkums, Hzm. Ne 1)

6.4. OnpeneneHne METPONIOTHYECKHAX XapaKTEPHCTHK

6.4.1. OnpeneneHue 4YyBCTBUTEIBHOCTH

6.4.1.1. M3MepeHHe HWHTEHCHBHOCTH IMPOBOJAUTCS C MOMOLIBIK) MPOrpaMMHOI0 obecredeHus
cnekTpomerpa B pexxume «Online» npu yclIOBHAX H3MEpeHHit, KOTOPBIE BBICTABJISIOTCS MOCJIE MpOBe-
J€HHUs CTAaHIApPTHOH orepaliy HacTOHKU criekTpoMeTpa «AutoTuney.

6.4.1.2. Ucnionp3yss MOBEPOYHBIH PacTBOP H3MEPHTh HHTEHCHBHOCTD (CKOPOCTDb CUETA) CHIHa-
JIOB H30TOINOB, YKa3aHHBIX B TaOyule 3 HacTOAILEH METOAMKH [IOBEPKH.

6.4.2.2. Onepaunto 1o 1. 6.4.1.2 NOBTOpPHTS.

6.4.1.3. BeruucnuTe cpeiHee 3HaYeHHE HHTEHCHBHOCTH (CKOPOCTH CYETa, CpS) Ka}10ro CUrHa-
na () ¥ ymHOXHTB ero Ha 10? (ko3 dHIHENT epecueTa HHTEHCHBHOCTH CHTHAlIA B Pa3MEPHOCTH
umr/c/(mr/mm?)).

6.4.1.4. PesynbraThl ONpenereHUs YyBCTBHTEIBHOCTH CUMTAIOTCH IIOJIOXKUTENIBHBIMH, €CIIH
3HA4YeHHusd, MOoNMy4eHHbIe B 11.6.4.1.3, He MeHee 3Ha4YeHHUH, yKka3aHHBIX B Tabmuie 3.

N



TaGJmua 3 - YyscreurenpHOCTS (Ge3 moauy rasa-peaktanra), (MMI/c)/(Mr/am’), He MeHee:

Mozxenb npubopa
HaumenoBanue 7900 ICP-MS | _ 8800 Triple Quad
3JIEMEHTa (B pexxume MC)
mutwit (Li) 55x108 80x105
cTpoHIHi (Sr) 300x10° 350x108
BUCMYT (Bi) 300x10° 200x10°

(U3menennasn pexaknus, Mzm. Ne 1)
6.4.2. Onpenenenue otHocuTenbHoro CKO BBIXOAHOTO CHrHANA

6.4.2.1. Hcnoms3ys MOBEPOYHBIH PacTBOP H3MEPHTH HHTEHCHBHOCTH (CKOPOCTB CYETA) CHI-
HaJIOB H30TOIOB YKa3aHHBIX B Tabmune 3.

6.4.2.2. Onepamuro no 1.6.4.2.1 moBropurs 10 pa3 moapsz.

6.4.2.3. Wcnoms3ys MoydeHHbIH psajl 3HAY€HUH HHTEHCHBHOCTH JUIA KaXIOro H30TONa, BhI-
THCIuTS? oTHOCHTENbHOEe CKO BEIXOAHOrO CHIHATA ITO tpopMyne:

(D

rae: N —cpenHee apupMEeTHYECKOE PE3Y/IbTaTOB N- U3MEPEHUH MHTECHCUBHOCTH ;
N — k-e 3HaueHHe pe3ynsTaTa H3MEpEHHI;
N — YHCJIO H3MEPEHHH.

6.4.3.5 Pesynerar onpenenenus otHocHTebHoro CKO Beixoanoro curHania s moaend 7900
ICP-MS cunTaroTcs NoJIoXKHTEILHBIMH, €CJIH HH OJJHO W3 3HaUYeHHH He npesblmaeT 2,0 %.
PesynbTar onpenenenus ornocutensHoro CKO BeixoAHoro curHaia ans moaenu 8800 Triple
Quad (B pexxume MC) cuUuTarOTCS TOJIOXKUTEILHBIMH, €CJIH HH OXHO M3 3HaUYCHHH He npesbiuaeT 4,0
(Mzsmenennas penaxkuus, A3m. Ne 1)

7. ODOPMJIEHME PE3VJIbTATOB IIOBEPKH

7.1. Ilpu npoBeeHHUH NOBEPKH CHEKTPOMETPOB OQOPMIIAETCS HPOTOKOJ Pe3ybTaToB IOBEPKH.
PexoMeHmyeMas ¢hopMa mpoTOKOJIa IPUBEEHA B IPHIIOXKEHHH b.

7.2. CriekTpomeTp, yIOBIETBOPSIOMKI TPeGOBAHHUAM HACTOSINEH METONMKHM, NpPH3HAeTCA rol-
HBIM. |

7.3. IlonoxuTenpHple pe3ynbTaThl NOBEPKH 0QOPMIIIOTCSA CBHIACTEILCTBOM O IOBEPKE YCTAHOB-
JIEHHOH! GOpMBIL.

7.4. TIpu OTPHUATENBHBIX PE3Y/IBTAaTaX MOBEPKH NPUMEHEHHE CIEKTPOMETpA 3alpelIaeTcs, H Bbi-
JIaeTCsl M3BEIIECHHE O HEPUTOAHOCTH. |

npmuemm nporpaMMHoe obecreyeHne CIeKTpOMeTpa WK npyme BBIYHMCIIMTENbHBIE CpeACTBA (HampUMep dJeK-
TpoHHble Tabmuusr EXCEL).



[Ipnnoxenue A
MeToanka NpUroToBJIeHHS NTOBEPOYHOI0 PacTBOPA.
A.l. IlpuroToB/ieHHe NOBEPOYHOr0 PacTBOPa
A.1.2. [TpuroToBJIcHHE IPOMEXYTOYHOTO MHOTO3JIEMEHTHOIO PacTBOpA:

B MepHy10 K016y BMecTuMOCTEIO 1000 cM® BBosaT 1o 1 cm® pacTtBopoB I'CO? nutus, cTpoHNHS
¥ BHCMYT4, TOBOJIAT JIO METKH BOJOH M IIEPEMEIHBAIOT.

1 mv® pacTBOpa COMEPXHT IO | MI IUTHS, CTPOHIKMA ¥ BUCMYTa

A.1.3. IIpHroToBjieHUE IOBEPOYHOL'O PACTBODA:

B MepHyI0 konby BMecTEMOocThI0 1000 cM® BBomaT 10 cM? IPOMEXYTOTHOTO MHOTOIIEMEHTHO-
ro pacTsopa, 10 cM® a30THOM KHCIIOTHI, IOBOAAT 10 METKH BOJIOH U [IEpEMELIHBAIOT.
1 mv? pacTBOpa comepkuT o 10 MKT TMTHS, CTPOHLMS ¥ BUCMYTA.

3 Ipn MaccoBol KoHLEHTpaLrH 3neMenTa B 'CO pasHo#t 1 r/am’,



: [Mpunoxenne b
®OPMA ITPOTOKOJIA ITOBEPKH

IIporokosn moBepku Macc-CIIEKTPOMETPa C HHAYKTUBHO CBA3aHHOM IU1a3Moi

MOZENb 3aB. Ne

1. Tlpunammexur HMHH

2. YcloBHA NOBEPKH

3. Cpencrea nmoBepku

(Tvn 1 Homep Habopa, HOMep CBHJ-Ba O MOBEPKE)

4. HamMeHOBaHHE NOKYMEHTa, IO KOTOPOMY IIpOBEAE€HAa IOBEpPKa

5. OmnpoGoBanue u nposepka coorBercTBHs [10

6. OmnpeneneHne METPOJIOTHYECKUX XapaKTEPUCTHK:

a) UyBCTBHTENIBHOCTD

6) OtHocutenpHoe CKO BEIXOAHOrO CHIHANA

3aimioueHHe 110 pe3y/IbTaTaM ITOBEPKHU: CIIEKTPOMETP YIOBIETBOPSACT/ HE YAOBIETBOPSET TPEOOBaHMU-

AM METOJHKH IIOBEPKH.

INoBepky npoBoIHII, JODKHOCTH
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