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Hacrosmas MeTo/liKka OBEpKH paclpocTpaHsIeTcs Ha XpoMaTo-Macc-ClIEKTPOMETPEI Fa30BbIe
7010 GC/MS Triple Quadrupole System (naee — xpoMaTo-Macc-CIEKTPOMETPEI) GHUPMEI «Agilent
Technologies», CIIIA u ycTaHaBiIHBaeT METOJBI M CPEACTBA UX NNEPBUYHON IOBEPKH (10 BBOJA B
SKCILIyaTallMIO HITH I10CJie PEMOHTA) U MEPHOIMYECKOH IIOBEPKH B ITPOLIECCE SKCILTyaTalllH.
WHTepBan Mexay MoBepKaMHu - 1 rox.

1. Onepanuu nNoBepKH

HpPI IIPOBEJICHUH ITOBEPKH BBINIOJIHAKOTCA OIICpallii, YKa3aHHBIC B Tabmue 1.

Tabnuua 2
O06s3aTenpHOCTD IPOBEICHUS
Homep nyHkTa N
onepauui

HaumeHoBaHue onepaiuu METOJMKH I10- ”

BepKu IIpH IEPBHYHON IpH

IIOBEPKE NEPUOAMUECKOHN

[ToaroroBka k noBepke 5 + +
BHemHuit ocMoTp U onpoboBaHue 6.1 + +
[Toxreepxxaenue coorsercTBus [10 6.2 + +
OmnpeneneHne METPOJIOTHYECKUX XapaKTe- 6.3
PHCTHK '
- oIpeieNieHHe TyBCTBUTENILHOCTH (OTHO-

6.3.1 + +
[IEHHe CHTHAJI/IIYM)
- onpenenexHue oTHocuTensHoro CKO 6.3 N 4
BBIXOJTHOTO CUT'HaJIa o
OmnpeneneHne METPOJOTHYECKHX XapaKTe-
PHCTHK TIO JOKYMEHTY HAa METOMHMKY Bbl- 3 _ + 1
TOJHEHUs u3MepeHuit @)

[Tpumeuanns:

D [MpoBoauTcs 10 3asBKe Bhnaienbla npuGopa (NpH HaNTMYMH CTaHAApTH30BaHHON (aTTeCTOBaHHOW) Me-
TOAMKH/METOANK BBHIMOJIHEHUS U3MEpEeHHUIT ¢ UCNIONIB30BAHHEM XpOMAaro-Macc-clieKTpomeTtpa). B aToMm cnyuae
n.6.4 He BBINOJHAETCH

@Cornacuo MU 2531-99 «I'CH. XpoMaTo-mMacc-ClIeKTPOMETPbI COCTaBa BELIECTB M MaTepHasioB yHHUBEp-
canpHble. Obwme TpeOGOBaHUSA K METOAMKAM MOBEPKH B YCJIOBHUAX I3KCIIyaTalUHH», AOMYCKAeTCs MPOBOAMTh
NEepPUOINYECKYIO MOBEPKY B COOTBETCTBHH ¢ pasaenaMu «KOHTposNb TOYHOCTH» aTTECTOBAHHBIX FOCYdapCTBEH-
HBIMH HayYHBIMH METPOJIOrMYECKUMH LEHTPaMHU METOAMK BLINOAHEHUS U3MepeHuii (nanee — MBH) uau pasne-
n0oB «KOHTpONb TOYHOCTH (MOrpelHOCTH, MPEUU3HOHHOCTH, HEoNpeaeNeHHOCTH)» niH «O6paboTKa pe3ynbTa-
TOB U3MepeHUii» cTaHaapTH30BaHHEIX MBH, peannsoBaHHbIX Ha noeepseMoM npubope.

2. CpeacrBa noBepKH

2.1. Tlpu npoBeleHHMH TMOBEPKH HCIOJB3YIOTCS CIEXYIOUIHEe CpelICTBa H3MEpEeHHH,
BCIIOMoraresbHoe 000pyI0BaHHE, BELIECTBA:
CpenctBa H3MEpeHUi:
— Beckl T1aboparopHbie Bbicoko# TouHocTH 1o 'OCT 53228 ¢ MakcUMaibHON Harpy3Kkoi
20 wm 200 T
- muxpommpuus! «I'azoxpoM —101», o6semom 1x107 em?®, TY 25.05-2152-75;
mukpormpuis MII-10M, o6semom 10%x107 em?, TY 2.833.106';
— KouOB! MepHbIe THNa 2-50-2, 2-100-2, 2-250-2, 2-500-2, 2-1000-2 (TOCT 1770-74);
— nuneTKkd THna 6-2-1, 6-2-2 6-2-5 ('OCT 29227-91);

CraHnapTHbIe 006pa3Lbl AJIS IPUTOTOBJIEHHS IOBEPOYHEBIX pacTBOPOB!

A0IMyCKa€TCA NMPUMEHEHUE LUIPHILIOB APYTHUX l'[pOPBBOIlPlTCJ’IeFI C aHaJIOTM4YHBIMH MApaMETPaMH.




- CTaHAAPTHBIA 06pa3ser cocraBa rekcaxiaopbenzona ['CO 9106-2008.

PactBopurenu:
— wu3ookxrad straoHHsli mo 'OCT 12433-83.

2.2. Tlpn mpoBeleHHH IOBEPKH IOIMYCKAeTCS HCIONB30BaTh Apyrue ananoruunsie ['CO,
BCIIOMOTAaTeIbHBIE  CPEACTBA IIOBEPKM M CPEACTBA HM3MEPEHHH C  METPOJIOTHYECKHUMH
XapaKTEPUCTHKAaMH HE XYK€ BBIICNPUBEICHHBIX, OOMyIIEHHbIE K MpHMeHeHHI0 B PO B
YCTaHOBNICHHOM NOPSIKE.

3. TpeboBanus k kBaNu(pPUKALNHU [10BEPUTEICH

3.1. K npoBeaeHHIO MOBEPKU AOMYCKAIOTCS JIMIA, HMEIOLINE TeXHUUYeCKoe 00pa3oBaHueE, U3y-
yHBIIHE PYKOBOACTBO MO 3KCIUTyaTallH XpOMATO-Macc-CIIEKTpOMETpa U AEeTEKTOpoB (nanee — P3) u
METOIUKY MOBEPKH. JIJI CHATHUS JAaHHBIX IPH IOBEPKE JOIMYCKAeTCs Y4acTHE ONEepaTopoB, 0OCITyKH-
BAOLIMX XPOMAaTO-MacC-CIEKTPOMETP (IO KOHTPOJIEM MTOBEPUTEIISN).

4. Yc0BuA I0BEPKH

[1pu npoBeIeHUH OBEPKU JOJKHEI OBITH COOJIFOAEHB! CIeIyIOLINEe YCIIOBUS:

4.1. TeMneparypa okpyKaromiero Bo3ayxa ot +18 mo +25°C.

4.2. OTHOCHTENbHAA BIAXKHOCTH OKpYKatomero Bo3ayxa (npu 25°C) e 6onee 80%.
4.3. AtmocdepHoe naBnenue ot 84 no 106 xlla.

4.4. HanpshxeHue TTHTaHUS 220*233 B.

4.5. Hacrora nepemenHoro Toka 50 £1 I'm.

5. [ToaroroBka K NMoBepKe

5.1. Ilepen nmpoBeneHHEM NOBEPKH JOJIKHBI OBITH BHIIOJIHEHBI CIEAYIOLINE IOATOTOBUTEILHBIE
paboThI:
- IIPUTOTOBJICHB! IOBEPOYHEBIE pacTBOphl comlacHO 1. 6.3.1.3 m 6.3.2.1 HacrosweH
METOIINKH;
- TIpoBeJEHA NIPOBepKa FepPMETHYHOCTH Ta30BBIX JIMHHH XpOMaTO-Macc-CIIEKTpOMETpa
cornacHo PJ.

6. IIpoBenenue NoBepKH

6.1. Buemnuit ocMoTp ¥ onpoboBaHuUe

6.1.1. [1pu npoBeACHUH BHELIHETO OCMOTPA JA0JIXKHO OBITh YCTAaHOBJIEHO:
- OTCYTCTBHE MEXAHHYECKHX IIOBPEXKICHUH KOpITyCa;
- IEJOCTHOCTb HHIUKATOPOB;
- YETKOCTh MapKHUPOBKH.

6.1.2. Onpo6opanue (caMmorecTUpoBaHUE NpUbOpa) MPOBOAUTCS B aBTOMAaTHYECKOM PEKUME
HocJIe BKIIOUEHUS Nprbopa U 3amycka nporpammsl. [Ipubop nomyckaercs k gaapHeiemMy
IPOBEJICHUIO [TIOBEPKH, €CIIH pe3yJIbTaThl aBTOMATHYECKOTO TECTUPOBAHHSI IT0JIOKUTEIIBHBIE.

6.2. IlogTBepXkIeHUE COOTBETCTBUS IIPOrPaMMHOT0 o0ecrieueHus
6.2.1. OnpeneneHne HoOMEpa BEPCUU IIPOrpaMMHOro obecneyeHusl.

OnpezneneHne OCYIIECTBIAETCS CIENYIOIUM 00pa3zoMm:
- B I[VIaBHOM OKHE IIpOrpaMMBbl B CTPOKE KOMaHJ LIECJIKHYTh MBIIIbIO Ha koManzae «Help». B or-
KPBIBLIEMCS OKHE IIEJIKHYTh MBILIBIO IO CTPOKE «Abouty, B pe3ynbpTare 4ero OTKpoeTcsl OKHO, B
KOTOpOM IIpHBeAeHbl UIeHTHU(UKannoHHOe Ha3BaHue I[1O u HoMmep Bepcuu. Komus sxpana
IIpUBEACHA Ha PUCYHKE 1.



Pacumpesian sepeus Pexam: MassHunter Data Anglysis

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

Copyright © 1989-2014 Agilent Technologies, Inc.

Tlamats BupryansHan): 419081 Kb csoboaro

Dicxosoe npoctparcTso Ha D: 433439,1 ME caoboario

Puc.1. OkHO ¢ naeHTHHUKAMOHHBIMY AaHHBIMH porpaMmbl MassHunter

6.2.2. XpoMaTo-Macc-CIeKTPOMETp CUMTAETCS BBIAEPKABIIAM IIOBEPKY 110 II. 6.2, ECIIM HOMEp
Bepcuu [10 - B.07.03 nwm Beime. Bepeus [10 MoxeT copepkaTs QOMONHUATENIBHEIE MAPKHPOBKH.

6.3. Onpenenenne METPOIIOTHYECKUX XapaKTEPHCTUK
6.3.1. Onpenenenye 9yBCTBUTENBHOCTH (OTHOLIEHUS CUIHAT/IIYM).
6.3.1.1. Onpenenenyie BBITOJIHAECTCS IIPU CIIEAYIOIMX YCIOBUAX

PexuM nmporpaMMipoBaHus gaBieHHs B ucmaputene (pexum Pulsed
Splitless):

. 0,5 MuH

HavansHoe gaBnenue 25 psi
1,0 Mun
CnyB B kanan genenus notoka SO M
PexxuM coxpaneHus rasa OTKIJI
PexxuM ciyBa ¢ cenThbl CTaHIapTHBIH:
CKOpOCTh IOTOKA CITyBa C CENTHI 3,0 M1/MHH
Temneparypa:
Ucnapurens 300 °C
Unrepdeiica MCJ] 250 °C
Hctounuka uonos MCJ] 230 °C
Keappynoneit MCJ] 150 °C
PexxuM nporpamMMUpOBaHys TeMIIEpaTypPhl KOJIOHKH:
Hauanenas emneparypa 45 °C 2,25 MuH
Koneunas Temneparypa 200 °C 5,0 MuH
CKOpoCTh Harpena 40 °C/mun
BpeMs ypaBHOBEIIMBAHUS TEPMOCTAT KOJIOHOK 0,25 MuH
Pacxon raza-nocurens (reqaus B pexxuMe IOCTOSSHHOTO IIOTOKA) 1,2 MII/MUH
gécipocn IIOTOKA rasa B COyAapUTENbHOMN sS4eiike 1.5 Mu/MHE
. 2,25 M1/MHH

renui
IIpu perucrpanuu curgana MCJ] ucrione3yercs pexum cb6opa JaHHBIX-
MRM:
Pomurtenbckuii HoH 283,8 m/z
Joudepunii non 213, 7 m/z
BpemMs 3apepxku 50 mc
OHeprus coygapeHus 30B




KoagduiueHT ycuneHns Ha 3JeKTPOHHOM YMHOXKHTEIE 100
Paspelienue nepBoro ¥ BTOPOro KBaapymoss wide
3azepXKa pacTBOPHTES 3,0 MuH

6.3.1.2. Omnpenenenne OTHOLIEHHS CUTHAJ/IIYM MPOBOAMTCS MOCJIE IPOTPeBa IpHGOpa U IPOBeIe-
HH aBTOMaTH4YecKo# HacTpoiku MC/I.

6.3.1.3. Jlna onpeneneHus OTHOLIEHHS CHTHA/LIYM HCIOJB3yeTCS KOHTPOJBHBIA PacTBOp Tek-
caxIopOGeH301/M300KTaH ¢ KOHIEHTpalMel rekcaxmopbensona 1 Mxr/n (1 nr/mm®). Metonuka mpuro-
TOBJICHHS KOHTPOJIBHOI'O pacTBOpa IIPUBEICHA B IPHJIOXKEHHH A,

6.3.1.4. O6bem BBOIUMOI TPo6BI — 1 MM>.

6.3.1.5. BeecTr mpo6y B MHXKEKTOP MHKPOLIIPHIIOM (HOIYCKaeTCs MCIOIb30BaTh aBTOCAMILIEP) H
C MOMOIIBIO MPOrPaMMHOro OOECIIEYEHHS OINpPENENMTh OTHOUICHHE CHIHAJ/IIYM, IO BHICOTE MMKa
(pexum BeimenenHoro MoHa - EIC (Extract Ion Chromatogram), mo mouepHemy mony m/z 213,7 (m/z
pozauTenbckoro uoHa 283,8) M pasMax Iyma (pacCTOSHHE OT MHHHMYyMa [0 MaKCHMyMa LIyMOBOM
nosocel (Peak-to-Peak) B o6nactu mpunerarommeit k. muxy.

6.3.1.6. [ToBTOpHTE AelicTBHA, yKazaHHBIE B II. 6.3.1.5 elie YeTwIpe pasa.
6.3.1.7. Vcnionb3ya naHHBlE, MONyYeHHBIE B 11.6.3.1.5 BeMMCIMTE OTHOWeHHE curHan/myM (N)

BPY4HYIO 110 opMy.ie:

N= Heyry )
HmyM
rae: Hewrn — BBICOTA NTHKA, V..
Huyw — pazMax WIyMa Ha POBHOM Y4acTKe XpOMaTorpaMMbl B 06JIaCTH NpIMrato-
e nuky , y.e.

6.3.1.8. 3a oTHOIIEHHE CHTHAJ/IIYM IPHHUMAIOT HAUMEHBIIIEEe 3HAYEHHE M3 PAJa OTHOLIEHHH CHT-
HaJI/IyM, TTOJTyYEHHBIX [IPH BIIOJHEHHH 1I. 6.3.1.7

6.3.1.9. Pesynbrarsl moBepkr 10 1.6.3.] CUMTAIOTCA MONOXKUTENLHBIMH, €CJIH OTHOLICHHE CHI-
HaJ/1IyM, onpeaenenHoe B 1. 6.3.1.8, He menee 1000:1.

6.3.2 Ompenenenue otHocuTenbHOro CKO BBIXOAHOrO CHrHana

6.3.2.1. Onpenenenre CKO mpoBomsT 0 KOHTPOJILHOMY pacTBOPY IeKcaxJOpOEH30//H300KTaH
C MaccoBOM KOHI[EHTpauueH rekcaxyiopoensona 1 MKr/i.

6.3.2.2. YcnoBus, IpH KOTOPBIX IPOBOASATCS ONpPEAEIIEH s, YKa3aHhsl B 1. 6.3.1.1.

6.3.2.3. O6bem BBOAMMOM MPO6HI — | MM,

6.3.2.4. IlocnenoBaTeNnsHO BBECTH MPOOY B MHXXEKTOP MUKDOIUIIPHILIOM (OMYCKAeTCs HCIIOIb30-
BaTh aBTOCAMILIED), 3aQMKCHPOBATh BpeMs YACPXKHBAHUA ¥ ILIOLIAb [IMKA JOYEPHETO HOHA (PEeXUM
BeieieHHoro uoHa - EIC (Extract Jon Chromatogram), mo nouepuemy wony m/z 213,7 (m/z poxu-
TeNbCKOro uoHa 283,8). [losTopsioT onepamuo math pas. [Ipu 3TOM HEOOCTOBEPHBIE PE3YJIBTAThl H3-
MEpEeHHUH, KOTOpble MOXHO OLEHUTH KaK Bribpockl (cM. TOCT P ICO 5725-1-2002, m. 3.21), otGpa-
KOBBIBAIOTCS M HE YUHUTHIBAIOTCA B pacyeTax. B ciydae oOHapyxeHHs BRIOPOCOB IIPOBOIAT HEOOXOIH-
MO€ JONOJHHUTEIBHOE YHUCIIO H3MEPEHU.

6.3.2.5. C nomMosio nporpaMMHOro obecredenus npubopa onpeneauts otHocuteapHoe CKO
BBIXOJHOT'O CHTHAJIa O IIOIAAN [HKa U BPEMEHH YAEPKHBAHHS.

6.3.2.6. Bosmoxxno mposectu pacuyer CKO Bpyunyio no dgopmyie:

Z(N_Nk)2
S _100 4/ j=1 % 2)
r N n—1 ’

rae: N — cpennee apudMeTHYIECKOE PE3YIbTATOB N- H3MEPEHHIA;
Ni — k-e 3HaueHHe pe3y bTaTa U3MEPEHHI;



1l — YHCJIO U3MEPEHUN.
6.3.2.7. Pe3ynbTaTsl IOBepKH IO 11.6.3.2 CUMTAIOT MOJIOXKUTENLHBLIMH, €CIIH 3HAYEHHE OTHOCH-
tenbHOro CKO BeIXOaHOrO curHana He npesimaer 8,0 % mo miomwany nuka u 2,0 % 1o BpeMeHn
yIEp>KUBaHHUS.

7. Odopmaenne pe3yIbTaTOB MOBEPKH

7.1. Ilo pesynpTaTaM noBepkH 0GOPMIISIETCS IPOTOKON, PeKOMeHAyeMas (opMa KOTOPOro yKa-
3aHa B [Ipunoxennu b.

7.2. XpoMaTo-Macc-CIIEKTPOMETPhI, YAOBIETBOPSIOIIME TPeOOBAaHUSIM HACTOSAILIEH METOIMKH
IIOBEPKH, IPU3HAIOTCSA TOTHBIMH.

7.3. I1pu MONOXUTENBHBIX pe3y/bTaTax NoBEpKH 0QOPMIISIETCS CBHAETENBCTBO O [IOBEPKE YCTa-
HOBJIEHHOH ()OpMBI.

7.4. XpoMaTo-MacC-CIIEKTPOMETPHI, HE YIOBJIETBOPAIOIIE TPeOOBAaHMAM HACTOSIIEH METOIMKH,
K JaIbHEHIIEH JKCILTyaTallMy He JOITyCKAIOTCS U Ha HUX BBINAETCS H3BELIEHUE O HEPUTOJHOCTH.



Ipunoxenue A
MeTtoauKa IpUroTOBIEHHS HOBEPOYHBIX PaCTBOPOB
1. CpencTBa u3MepeHHH, MaTepHaIbl H PEAKTHBBI

1.1. CrannapTHeIi 06pasen coctaBa rexcaxnopbenzona I'CO 9106-2008.

1.2. U30o0kTaH stanonnsii no 'OCT 12433-83.

1.3. Becrl ananMTHYECKHE, CIEIHANBHOIO KJIacca TOYHOCTH, C MIPEAENOM B3BEMBaHHUs oT 20 0o
210 r, morpemHoCTh B3BemmBanus + 0,0005 r.

1.4. KonGs1 MepHble BMecTuMocTbio 100 1 1000 cM® ¢ npuTepToii pobKoit 2-0ro Kiacca TOYHOCTH
mo 'OCT 1770-74.

1.5. Tunetku B7MecTuMocTsi0 1,0 1 10,0 cM? 2-ro knacca Tounoctr mo TOCT 29228-91, FTOCT
29169-91.

2. Tlpouenypa npHroTOBIEHHS KOHTPOJBHBIX PACTBOPOB

2.1. TIpurorosnenue pacteopa 10 mMr/n ( pactBop «A»)

2.1.1 PacTBOp rOTOBAT 0GBEMHO-BECOBBIM CIIOCOGOM.

2.1.2. Ha apanuTHYECKHX Becax B3BeIIHBAOT 10 Mr rekcaxnopbensona.

2.1.3 Hasecky nepenocar B konby sMectumoctbio 1000 mn (2 k., FTOCT 1770) 3anonsenHyio
nprOIM3uTENEHO Ha 700 MJT H300KTaHOM.

2.1.4. loBomsT 06BEM cMecH B KOJIOE 10 METKH H300KTAHOM.

2. 1/.5. [lonyyenHsli pacTBop “A” HMeET MacCOBYIO KOHLIEHTPALHMIO KOHTPOIBEHOTO BemecTsa 10

MI/IL.

2.1.6. PactBOop «A» ¢ MaccoBo# KoHIeHTpauuedt 10 Mr/n rekcaxnopGeH301a HCIONB3YeTCs [

NPUTOTOBJICHHUSA KOHTPOJIBHOTO PacTBOPOB | MKI/JI.

2.1.7. KonuuecTBo pacTBOPHTENS, HEOOXOQUMOE ISl NIONyYEHHs PacTBopa TpeOyeMoll KOHLEeH-

TPalHH, BBHYHCISIOT HCIOIB3YS CIEAYIOMYIO (HopMyIy:

Voi
Ci=Cor | (AD)
K
rae: Coi-  NEHCTBHTENBHOE 3HAYEHHE KOHLEHTPALMH KOMIIOHEHTA B PAaCTBOPE, HCIIONB3YEMOM B
Ka4eCTBe HCXOIHOTO ISl pa30aBIIeH s MI/oM°.

Voi - 00BEM pacTBOpA, HCHOJB3YEMOM B KAUECTBE HCXOAHOTO IS pa30aBleHHs.
Vi - o6mmit 06beM npUroToBNeHHoro pacteopa (1000 cv?).
Cri- pacyetHas (TpefyeMas) KOHLEHTpalUs KOMIIOHEHTa B KOHTPOJIBHOM pacTBOPE.



IMPOTOKOJI
XpomaTo-Macc-CrieKTpoMeTp

3AB.Ne

IIpuuajiexuT

[Tpunoxenue b

IloBepka npoBeneHa no:
MeTtoauke noBepKu

HHH

CsefieHHs O METOMKE M3MEPEHHIT

CpeactBa noBep-
KH

Yc/10BHSI IOBEPKH
Temnepatypa okpy»xatolero Bo3ayxa, °C
OTHOCHTENIbHAs BJIAXKHOCTh OKPY’KaIOLIEro BO3AyXa
AtMocepHoe nasienue, klla

Buemnnii ocMoTp

OnpoGoBaHue

IIpoBepka coorBercTBUn [10

Onpenesnenne OTHOMEHUS] CHIHAJ/IIYM

Ne mame- Paimax myma, y.e BuicoTa nuka, y.e Orsowenue cur-
peHust fyma, y.e. 1 Y-e HAJI/IIyM
1.
2.
3.
4.
5.
Onpenenenne otHocuTesbHOro CKO BbixoxHoro curxasa (Sr)
Ne n3mepenns Bpems ynep:xuBanus (t) IIromans nuka (S)
1.
2.
3.
4.
5.

2 Ecu noBepKa NpoBoAKTCs cornacHo MUY 2531-99



PesyabTaThl pacuera oTHocuTeabHOro CKO BhIXoqHOro curraJjia (mo rJiomaaM muKa)

JomyckaeMoe 3Ha4eHHue (Sr), %, He GoJiee Pe3yabTaT onpeneneHusi 3HaYeHHUsI
(Sr), %

PesyabTaTel pacyera oTHocuTeapHOoro CKO BbIxonHoro curHajia (1o BpeMeHH yaepu-
BaHH)

HonyckaeMoe 3HaYeHue (Sr), %, He Goree Pe3ysnTaT onpenesieHusi 3HaAYEeHHA
(Sr), %




