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Hacrosmas MeToanka oBepKH paclpoCTpaHsSeTCsl Ha XpOMaTO-MacC-CIIEKTPOMETPBI Ta30BbIE
7010 GC/MS Triple Quadrupole System (naree — xpomaro-Macc-CIIeKTpOMETpPhI) GupMbI «Agilent
Technologies», CIIIA u ycTaHaBIHBaeT METOBI U CPEACTBA HX IIEPBHYHON MOBEPKH (10 BBOJA B
9KCILTyaTaIMIO HJIH IOCIIE PEMOHTA) U NIEPHOINIECKO [TOBEPKHU B IPOLIECCE IKCILTyaTalMH.
VHTepBan Mex Iy moBepkamu - 1 ros.

1. Onepanuu nNoBepKH

[1pu mpoBeneHUH TIOBEPKH BBIMIOIHSIOTCS ONEpalMy, YKa3aHHble B Tabnuue 1.

Tabnuua 2
O6s3aTenpHOCTD IPOBEAECHUS
Homep nyHkTa N
ornepanui

HaumeHoBaHye onepanin METOUKH I10- ~

BEDKH IpU NEPBUYHON pH

P HOBEpKE HEePHOANYECKOM

[loaroroBka k nosepke 5 + +
BHremnuit ocMoTp 1 onpoboBaHue 6.1 + +
Noarepxnenue coorsercTBus [10 6.2 + +
OmnpeneneHne METPOIIOTHYECKHX XapaKTe- 6.3
PUCTHK )
- oIpeeneHHe YyBCTBUTEILHOCTH (OTHO-

6.3.1 + +
IICHHE CUTHAII/IITYM)
- onpenenenue otHocutensHoro CKO 6.3 4 4
BBIXOIHOI'O CUTHaJIA o
OrmnpenesnieHne METPOIOTHYECKHUX XapakKTe-
PUCTHK [0 JOKYMEHTY Ha METOJUKY BbI- B 3 + M
noyHenus uimepenuit @

[TpumMeuanus:

D [MposoauTcs 1o 3asBKe Bhaienbla npuGopa (MpH HalM4YMM CTAHAAPTH3O0BAHHOM (aTTECTOBAHHOM) Me-
TOAMKH/METOAUK BBINOJIHEHUs U3MEpeHUit ¢ UCNOJNb30BaHHEM XpOMaro-Macc-cliekTpomerpa). B 3Tom cayuae
11.6.4 He BBEINONHSAETCSA

@Cornacuo MU 2531-99 «'CH. X poMaro-mMacc-CeKTPOMETpPbI COCTaBa BELIECTB U MATEPUaIOB yHHUBEp-
canpHble. O6lKe TpeGOBaHHUA K METOAMKAM IOBEPKH B YCJIOBUSIX IKCIJIyaTalUMH», HOMYCKaeTcs NMPOBOAWTH
MEPHOAHYECKYIO NMOBEPKY B COOTBETCTBHU C pasjenaMu « KOHTpONb TOYHOCTH» aTTeCTOBAHHBIX IOCYAapCTBEH-
HbIMU Hay4YHBIMH METPOJIOrMYECKHMH LUEHTPaMH METOAMK BHIMONHEHUs H3MepeHuii (nanee — MBH) unu pasne-
n0B «KOHTpONb TOYHOCTH (NOrpeLIHOCTH, MPELU3HOHHOCTH, HEONpeaAeNeHHOCTH )» Ui «O6paboTka pe3ynbTa-
TOB H3MepeHHUi» cTanxapTu30BaHHbBIX MBH, peann3oBaHHbIX Ha noBepseMoM npubope.

2. CpeacTBa NOBEepKH

2.1. Tlpm mnpoBeAcHMH TOBEPKH HCIOAB3YIOTCS CIEOYIOUIHME CPEACTBA HM3MEPEHUIH,
BCIIOMOTraTeIbHOE 000pyI0OBaHHE, BEIECTBA!
CpexncrBa u3aMepeHHii:
— Bechl JabopartopHsle Beicokoi TouHOCTH 1o 'OCT 53228 ¢ MakcuManbHOH Harpy3Kko
20 mmm 200 T;
—  Muxpommpuus! «azoxpom —101», o6semom 1x107 em?, TY 25.05-2152-75;
mukpormpuisl MII-10M, o6veMoM 101073 M, TY 2.833.106%;
— KoJbbI MepHble THna 2-50-2, 2-100-2, 2-250-2, 2-500-2, 2-1000-2 (I'OCT 1770-74);
— nunetku tama 6-2-1, 6-2-2 6-2-5 ('OCT 29227-91);

CranpmaptHble 06pa3ubl A1 IPUTOTOBJIEHHUS TIOBEPOYHBIX PACTBOPOB:

IOIyCKaeTcs NNPUMEHEHHe WIPHUUOB JPYrUX NPOM3BOLUTENEH C aHATOTHYHBIMY NapamMeTpamH.




- CTaHAAPTHEIH 06pa3ser cocraBa rekcaxjopbenzona 1'CO 9106-2008.

PactBoputenu:
— wu3ookrad yraynondedii no ['OCT 12433-83.

2.2. Ilpu mpoBeneHUHM MOBEPKH [OIMYCKaeTCs HCHOJIb30BaTh Apyrue aHanoruynele ['CO,
BCIIOMOTAaTENbHbIE  CPENCTBA IIOBEPKM M CPEACTBA  M3MEPEHMH C  METPONOTHYECKHUMH
XapaKTepUCTUKAaMHU HEe XYK€ BBIIICIPUBEACHHBIX, MAONYLIEHHbIE K IpHMeHeHHI0O B PO B
YCTaHOBNICHHOM IOPSIKE.

3. TpeboBaHus k kBaNH(PHKALHH MOBEPHTEJICH

3.1. K npoBeieHHIO TOBEPKH JOMYCKAKOTCS JIMIA, UMEIOLIHME TeXHHYecKoe oOpa3oBaHue, H3y-
yuBIIHe PYyKOBOIACTBO MO IKCILTyaTaIl[HH XPOMAaTO-MacC-CIIEKTPOMETpa U JIeTEKTOpoB (fanee — PO) n
METOIUKY HMOBepKH. [ CHATHS JaHHBIX IIPH IIOBEPKE JOIMYyCKAeTCs Y4acTHE OIepaTopoB, 0OCITyKu-
BAaIOIIHMX XPOMAaTO-MacC-CIIEKTPOMETP (TT0OA KOHTPOJIEM IOBEPHTETIA).

4. YcaoBus nNoBepKyu

[1pu mpoBeneHHH TOBEPKH AOJDKHEI OBITH COOJIIOAEHE! CleTyIOINE YCIOBUS:

4.1. Temmeparypa okpy>xatomero Bozayxa ot +18 no +25°C.

4.2. OTHOCHTENbHAS BIAXHOCTH OKpYyXaromero Boayxa (mpu 25°C) He 6onee 80%.
4.3. AT™MocdepHoe naBnenue ot 84 no 106 klla.

4.4. HanpshxkeHUe NMATaHUSA 220233 B.

4.5. Yacrora nepemenHoro toka 50 £1 I'm.

5. [ToaroroBka K NMoBepKe

5.1. Ilepen npoBei€HUEM TIOBEPKH JOJKHBI OBITH BHINOJHEHB! ClEYIOIIUE TIOATOTOBUTEIbHBIE
paboThI:
- NPHUTOTOBIICHBI INOBEPOYHBIE pacTBOpHl cornacHo 1. 6.3.1.3 m 6.3.2.1 macrogineH
METOIHKH,
- TIpOBeJEHa MPOBepKa repMETHUHOCTH I'a30BbIX JTUHHH XpOMaTO-MacC-CIIEKTPOMETpPa
corjacHo PD.

6. IIpoBenenHe NoBepKH

6.1. Baemnuit ocMoTp u onpoboBaHue

6.1.1. IIpu npoBeICHUHU BHEITHETO OCMOTPA JOJIXKHO OBITh YCTAHOBJIEHO:
- OTCYTCTBHE MEXaHHYECKHUX ITOBPEXKICHUH KOpITyCa;
- IEJOCTHOCTb HHIMKATOPOB;
- YETKOCTh MapKHPOBKH.

6.1.2. OnpoboBanue (caMoTecTHpOBaHUE MPUOOPa) MPOBOJUTCS B ABTOMAaTHYECKOM PEKUME
IocJjie BKIIFO4YeHHUs npubopa u 3amycka nporpaMmel. [Ipubop nomyckaercs k qanpHeimemy
IPOBEAECHHIO TOBEPKH, €CIIH PEe3YJIbTAaThl aBTOMATHYECKOr0 TECTHPOBAHUS ITOJIOKUTEIBHBIE.

6.2. llonTBepkAEHUE COOTBETCTBUS IIPOrPAMMHOI0 0OeCIIeUeHUS
6.2.1. OnpeneneHue HoOMepa BEPCUU IIPOTpaMMHOTr0 obecnedeHus.

OmnpeneneHue OCyIIECTBIAETCS CIEAYIOUHM 00pa3oM:
- B IJIaBHOM OKHE IIPOrpaMMEBI B CTPOKE KOMaH[ LIEIKHYTh MBIIIBIO Ha kKoMaHae «Help». B or-
KPBIBIIEMCS. OKHE HIEJIKHYTH MBILIBIO 110 CTPOKE «About», B pe3ysIbTaTe 4ero OTKpoeTcs OKHO, B
KOTOpPOM IpUBEAEHbl UAeHTHU(UKanroHHOe Ha3BaHue [IO u HoMep Bepcuu. Komus skpana
IpUBE/ICHA Ha PUCYHKe 1.



Pacumpersan Bepcus Pexsam: MassHunter Data Anglysis

MassHunter GC/MS Acquistion B.07.03.2123 18-May-2015

Copyright © 1989-2014 Agilent Technologies, Inc.

Tlamats BupTyansHar): 419081 Kb csoboaro

Ducxonoe npoctparcTeo #a D: 4334391 Mb ceoboaro

Puc.1. OxHo ¢ naeHTH(UKAIMOHHBIME JaHHBIMH IporpamMmbl MassHunter

6.2.2. XpoMaTo-Macc-CIIEKTPOMETp CUMTAETCS BBIACPXKABIIHM IIOBEPKY IO II. 6.2, ecll HOMep
Bepcud 110 - B.07.03 umu Benme. Bepeus 10 MoxeT conepikars AOMIOMHUTEIbHBIE MAPKHPOBKH.

6.3. Onpenenenne METPOIOTHIECKUX XapaKTEPUCTHK
6.3.1. Onpenenenue YyBCTBUTEIBHOCTH (OTHOIIEHHS CUIHAJ/IIIYM).
6.3.1.1. OmnpenenexHue BHIIOMHSAETCS IPH CAEAYIOMKX YCIOBHAX:

PexuM mporpaMMupoBaHus JaBleHus B ucnapuTtene (pexum Pulsed
Splitless):

. 0,5 MuH
Havanbuoe naBnenue 25 psi 1.0 MuH
Cnys B Kanan neneHus notoka S0 M ’
PexxumM coxpaHeHus rasa OTKJI
PexxuM cyBa ¢ CenThl CTaHJAPTHEIH:
CKopocTh IOTOKA CTyBa C CENTHI 3,0 mu/MuH
Temnepatypa:
Wcnapurens 300 °C
Hureppeiica MC{ 250°C
Uctounnka nonos MCJ] 230 °C
Ksanpynoneiit MCJ1 150 °C
PexuM nporpaMMHpoBaHus TEMIIEPATYPhI KOJIOHKH:
Hauansaas temnepatypa 45 °C 2,25 MUH
Koneunas temnepatypa 200 °C 5,0 MuH
CkopocTts Harpesa 40 °C/mun
BpeMs ypaBHOBEIIMBAHUS TEPMOCTAT KOJIOHOK 0,25 mMuH
Pacxon raza-Hocutens (reyus B pexxuMe IIOCTOSIHHOTO IIOTOKA) 1,2 Ma/MuH
il:)(?FPOCTL IIOTOKa Ira3a B COYIApUTEIbHON sueiike 1.5 M/muH

. 2,25 M/MUH

resuii
ITpu perucrpaumu curaana MCJ] ucnone3yetcs pexxuM c6opa TaHHBIX-
MRM:
Ponutennckuii HoH 283,8 m/z
JouepHuit uoH 213, 7 mv/z
Bpewms 3anepxku 50 mc
OHeprus coyaapeHus 30B




KoaddunueHt ycuneHus Ha 37€KTPOHHOM YMHOXKHTEIE 100
Paspelenne nepBoro ¥ BTOPOro KBaapymoJs wide
3a/iep>KKa pacTBOPUTEIIS 3,0 mun

6.3.1.2. Onpenenenyne OTHOLIEHHs CHIHAII/IIYM NIPOBOAUTCS MOC)IE IIPOrpeBa MpHGopa U IpoBeIe-
HHUS aBTOMaTH4ecKoi Hactpoiiku MCJI.

6.3.1.3. Jlna onpeneneHus OTHOLIEHHS CHIHA/IIYM HCIOJB3YeTCS KOHTPOJBHBIA PacTBOp Iek-
CcaxJIOpOEH30]/H300KTaH ¢ KOHLEHTpauuei rekcaxiuopbensona 1 mxr/n (1 nr/mm®). Metonuka npuro-
TOBJICHHS KOHTPOJIBHOTO pacTBOPA IIPHBEACHA B IPUIIOKEHHH A.

6.3.1.4. OGbem BBOAUMOI IPO6BI — 1 MM,

6.3.1.5. Beectr npo0y B MHXXEKTOP MHKPOILIPHIIOM (IOITYCKAeTCs HCIIONB30BaTh aBTOCAMILIEp) H
C MOMOINBIO HNPOrPaMMHOr0 0O0€eCIeYeHHs ONMpPENeNIUTh OTHOLICHHE CHTHAJ/IIYM, 1O BHICOTE IMKa
(pexuM Bbienennoro uoHa - EIC (Extract lon Chromatogram), no mouepremy nony m/z 213,7 (m/z
poxuTensckoro uona 283,8) u pasmax myma (paccTOsHME OT MHHMMyMa 10 MaKCHMyMa IIyMOBO#

nonocel (Peak-to-Peak) B 06nactu npuneraromeit k nuky.

6.3.1.6. IloBTOpHTE NElCTBHS, yKazaHHBIE B II. 6.3.1.5 elme yeTwipe pasa.
6.3.1.7. Vicnonp3ya naHHble, NonydeHHsle B 11.6.3.1.5 BeruMCIUTh OTHomeHHe curHan/mym (N)

BPY4HYIO 110 popMye:

N: HCHFH (1)
Hu.lyM
rae: Hearn — BEICOTA MHKa, y.e.
Huyw ~ pazMax UIyMa Ha POBHOM y4acTKE XPOMaTOrpaMMbl B OBNIACTH NpHITHraro-
ek MUKy , y.e.
6.3.1.8. 3a oTHOIIEHHE CHUTHA/ITYM NPHHUMAIOT HaUMEHbIIEe 3HAYCHHE U3 PANA OTHOIIEHUH CHT-
HaJI/IyM, NOJTyYEHHBIX [IPH BHIIOIHEHHH 11. 6.3.1.7
6.3.1.9. PesynpraTel moBepkH Mo m.6.3.1 CUMTAIOTCS IOJIOKHMTENLHBIMH, €CJIM  OTHOLICHHE CHI-

Ha/IIyM, onpenenenHoe B 11, 6.3.1.8, ne menee 1000:1.
6.3.2 Omnpenenenune otHocuTenbHoro CKO BLIXOMHOrO cHrHANA

6.3.2.1. Onpenenenrie CKO mpoBORAT IO KOHTPOIBLHOMY PAcTBOPY reKcaxjIopOeH30//H300KTaH
C MaccOBOH KOHLIEHTpanuel rekcaxyopbensona 1 Mkr/i.

6.3.2.2. YcnoBusl, MpH KOTOPBIX IPOBOASATCS ONpEAeIeH s, YKa3ansl B 11. 6.3.1.1.

6.3.2.3. O6bem BBOAMMO# IIPO6BI — 1 MM,

6.3.2.4. [locnenoBaTenbHO BBECTH MPOOY B HHYKEKTOP MUKPOIIIPHIIOM (IONYCKAeTCs HCIOb30-
BaTh aBTOCAMILIED), 3aUKCHPOBATh BpeMs yAEPKUBaHHS U ILUTOLIANb NIHKa JAOUEPHETO HOHA (PEKHUM
BoyteneHHoro uoHa - EIC (Extract Jon Chromatogram), mo pouepaemy wony m/z 213,7 (m/z ponu-
TENbCKOro MoHa 283,8). IIoBTOPSAIOT omnepanuo naTh pas. [IpH 3TOM HEZOCTOBEPHBIE PE3YILTATHI H3-
MEPEHHH, KOTOPEIE MOXHO OLEHHUTH Kak BeIOpocs! (cM. TOCT P MCO 5725-1-2002, 1. 3.21), ot6pa-
KOBBIBAIOTCS M HE YUHTHIBAIOTCA B pacyeTax. B ciydae oOHapyxeHus BBIOGPOCOB NPOBOIAT HEOOXOIH-
MO€ JONOJHUTEIBHOE YHCIIO H3MEPEHHH.

6.3.2.5. C nomolpio mporpaMMHoOro obecreyenus npubopa onpeaenuts oTHocuteabHoe CKO
BBIXOJHOI'O CHTHAJIa 10 IUIOIAdN THKa Y BPEMEHH yIEp>KHBAHHUSL.

6.3.2.6. Bosmoxxno mnposectu pacyer CKO Bpyunyo o popmyse:

Z(N_Nk)2
S :100 j=1 % (2)
r N n—1 ’

rae: N — cpennee apudMeTHIECKOE PE3yIbTATOB N- H3MEPEHHIA;
Nk — k-e 3HaueHue pe3ynpTaTa U3MEPEHHI;



11 — YHCJIO U3MEPEHUN.
6.3.2.7. Pe3ynbTars! MOBEpKH MO 1.6.3.2 CYHTAIOT HOJIOXKHTENLHEIMH, €CJIM 3HaUEHHE OTHOCH-
tenbHOro CKO BBIXOAHOrO cHrHana He npeBbimaet 8,0 % no miomany nuka u 2,0 % 1mo BpeMeHn
yJAepXKUBaHUS.

7. Odopmaenne pe3y1bTaTOB MOBEPKH

7.1. Ilo pesynpTaTaM NOBEPKH 0GOPMIILETCS IPOTOKON, peKOMeHaAyeMas (opMa KOTOpOro yxa-
3aHa B [Ipunoxenuu b.

7.2. XpoMaTo-Macc-CIIEKTPOMETPBI, yYOOBIETBOPSIOMIHE TPeOOBAHHAM HACTOSIIEH METOAUKH
IIOBEPKH, IIPU3HAIOTCS TOJAHBIMH.

7.3. Ilpy MONOXUTENBHBIX pe3ybTaTax IMOBEPKH 0GOPMISIETCS CBUIAETEILCTBO O IIOBEPKE YCTa-
HOBJIEHHOH (OpMBL.

7.4. XpoMaTo-Macc-CEKTPOMETPEI, He yJIOBJIETBOPSIONIHE TPeOOBaHMSIM HACTOAIIEH METOIMKHY,
K JalbHEeHIIEH 3KCIUTyaTallMK He JOIYCKAIOTCA ¥ Ha HUX BBIAAETCS H3BEIIEHHE O HEMPHUIOJHOCTH.



[Ipunoxenue A
MeToarKa NIpUroToBIEHUS IOBEPOYHBIX PAaCTBOPOB
1. CpenctBa u3MepeHui, MaTepUaIbl H PEaKTHBEI

1.1. CrannaptHbIit 0o6pasen coctaBa rexcaxiopoenzona I'CO 9106-2008.

1.2. U300xkTan sranonssni no 'OCT 12433-83.

1.3. Becel ananuTHuecKHe, CICMATBHOIO Kiacca TOYHOCTH, C IIPEEIOM B3BEMMBAHUA oT 20 10
210 r, norpemHOCTS B3BemuBanus + 0,0005 .

1.4. Kon6bi MepHsie BMecTUMOCTEIO 100 1 1000 cM? ¢ npuTepToii mpobKoit 2-0ro Kiacca TOYHOCTH
o I'OCT 1770-74.

1.5. ITunerxu BMecTuMocThio 1,0 1 10,0 cm? 2-ro knacca Tounoct no F'OCT 29228-91, TOCT
29169-91.

2. Ilponemypa IpUTOTOBIEHUS KOHTPOJBHBIX pACTBOPOB

2.1. [Ipurorosnenne pactopa 10 mr/n ( pactBop «A»)
2.1.1 PacTBOp roTOBAT 06BEMHO-BECOBBIM CLIOCOGOM.

2.1.2. Ha anaymTH4eCKHX Becax B3BeIIMBAIOT 10 Mr rekcaxinopbensona.

2.1.3 Hasecky nepenocar B konby Bmectumoctbio 1000 mn (2 i, TOCT 1770) 3anonserHyo
nprOIM3UTENHHO Ha 700 MJT H300KTaHOM.

2.1.4. loBomsaT 00BEM CMeCH B KOJIOE 1O METKH M300KTAHOM.

2. 1/.5. [TonyueHHbI pacTBop “A” HMeET MacCOBYIO KOHIIEHTPALMIO KOHTPOJILHOTO BemmecTsa 10

MI/IIL.

2.1.6. PacTBOp «A» ¢ MaccoBo# KoHIEeHTpauuei 10 mr/i rekcaxiop6eH301a HCOMb3YeTes A

NPUTOTOBJICHHSA KOHTPOJIBHOIO PacTBOPOB 1 MK/l

2.1.7. Konu4ecTBo pacTBOPHTENS, HEOOXOAUMOE 1s IIONYYEH S PAacTBOpa TpeOyeMoil KOHLCH-

TpalMH, BBHIYMCISIOT HCHOJB3YS CIEAYIOWYIO (opMyIy:

Ci=Cory | (A1)
K
rae: Coi-  JEHCTBHTENbHOE 3HAYEHHE KOHLEHTPALMA KOMIIOHEHTA B PACTBOPE, HCIIONB3YEMOM B
Ka4yecTBe HCXOMHOr0 IS pa3OaBiIeHHs MI/qM>.
Voi - 00beM pacTBOpA, MCIONB3YEMOM B KaUeCTBE HCXOJHOIO VIS pa3baBIieHHs..
Vi - obmmit 06beM pUroToBiaeHHOro pacteopa (1000 c?).
Cii- pacuetHas (TpeGyemas) KOHIEHTpPAHs KOMIIOHEHTa B KOHTPOJIBLHOM DacTBODE.



ITPOTOKO.I
XpomaTo-macc-CrieKTpoMeTp

3JABNe

IIpunapiexur

[Tpunoxenune b

Honepka NpoB€aCHA NO:
Meroauke TIIOBEPKH

HHH

CBeZieHHs O METOMKE H3MEPEHHIH

Cpencta nosep-
KH

YciaoBus MOBEPKH
TemnepaTypa okpyXaiowero Bo3ayxa, °C
OTHOCHTENbHAs BJIAKHOCTh OKPYXKarOILEro BO3AyXa
AtMmocepHoe naBieHue, klla

Buemmnnii ocMoTp

OnpoboBanue

IIpoBepka coorBercTBUA [10

Onpene.ﬂelme OTHOILICHUSA CﬂrHaﬂ/lﬂyM

Ne mame- Pasmax myma, y.e BeicoTa nuxa, y.e Ornowenne cur-
peHust s » Y€ HaJI/IIyM
1.
2.
3.
4.
5.
Onpenenenne oTHocutebHoro CKO BbixoaHoro curnaga (Sr)
Ne nsmepenus Bpems yaepxxuBanus (t) [Inomann nuka (S)
1.
2.
3.
4,
5.

2 Ecnu noBepka nposoauTtes cormacao MU 2531-99



PesyabTaTnl pacuera oTHocuTesbHOro CKO Bbixoanoro curraja (Mo mjiomaay muKa)

JomyckaeMoe 3Ha4YeHHe (Sr), %, He OoJiee Pe3yabTaT onpeaesieHUsl 3HaYeHHS
(Sr), %

PesyabTaThel pacuera oTHocHTeabHOro CKO BbIxoaHoro curxajia (o BpeMeHH yaepxKu-
BaHHA)

Honyckaemoe 3nauenune (Sr), %, He Oosee Pe3yabTaTt onpenesieHusl 3HaAYeHHs
(Sr)’ Yo




