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Hacrosmas meroamka pacnmpocTpaHseTcs Ha Xpomaro-macc-cnektpomerphl GCMS-TQ8050,
bupmbr «SHIMADZU CORPORATION.», SAnonus, «SHIMADZU U.S.A. MANUFACTURING
INC.», CIIIA, (nanee — XpoMaTro-Macc-CrleKTPOMETPhI) H YCTAHABIMBAET METOAHKY HX NMEPBHYHOH H
NEepPHOIHYECKOH MOBEPKH.

WuTtepsan Mexay nosepkamu — | roz.

1 OIIEPAIIUH IMOBEPKH
1.1 Ilpu npoBeieHHH NOBEPKH BLINOIHAIOT ONEpaliy, yKa3aHHble B Tabmune 1.
Tabmana 1

HaumenoBanue onepanun Homep nynk- | IlpoBenenue one NpH NOBEPKE
Ta METOTHKH nepBUYHOH NepPHOAHYECKO
Bremnni ocMoTp 4.1 Jla Ja
OnpobGoBanue: 4.2
- Onpe/ie/ieH)e OTHONIEHHS CHIHA/ITYM 4.2.1 Jla Jla"
Omnpesieienne METPONIOTHYECKHX XapaKTepH-
CTHK: 4.3

- Onpe€aciiCHHE OTHOCHTCIILHOIO CpEIHETO
KBaJIpaTH4YE€CKOIro OTKJIOHEHHSA BBIXOJHOI'O

CHrHaNa 43.1 Jla Jla"

-Onpefie/ieHHe TMoKasaTelelf TOYHOCTH pe-

3yJIbTATOB H3MEPEHHI 4.3.2 Her Jla®
[Tpumeyanue:

“l'lpn orcyrcTBun HJ] Ha MeTOAHKY H3MEPEHHH, YTBEPXKIACHHOIO B YCTAHOBJICHHOM IOPAJZIKE MO
I'OCT P 8.563-2009.
”I'lpn Hanuyud HJ[ Ha MeTouKy H3MepeHHH.

2.CPEJACTBA INIOBEPKH

2.1 Ilpu npoBeiecHHH NOBEPKH MPHMEHSIOT CJIEYIOIIHE CPEICTBA:

- I'CO 7495-98 cocrasa necTuiinaa rekcaxjiopdensosa;

- munetky 1-1-2-1,1-1-2-25, TOCT 29227-91;

- kon6s1 Mepubie 2-100-2, TOCT 1770-74;

- Becsl 1abopatopusie, 'OCT OIML R 76-1-2011, HIIB 200 r;

- B-I'excan "xumudeckn yncteii”, TY 2631-003-05807999-98;

- Xpomarorpapudeckas KamwuispHas KonoHka: Rxi-SMS nnmno#t 30 M, BHYTpeHHHM JHaMeT-
pom 0,25 MM, TONmMEHO#H cos HenoABHXHOH ¢asbl 0,25 MKM.

3 YCJIOBHS NOBEPKH M IMMOJAIOTOBKA K HEH
3.1 Ipu npoBeeHHH MOBEPKH COOMIONAIOT CIEAYIONIHE YCIOBHA:

- TeMIIepaTypa okpyxaiomero Bo3ayxa, °C ot 18 no 28;

- OTHOCHTENIbHAs BIAXHOCT BO3ayxa, %o ot 40 no 70;

- arMocepHoe nasnenue, klla _ot 84 no 106,7;
o _ MMPpT.CT. - ot 645 no 795;

- HanpsoKeHue nuraHus, B 220 (i'.é ) %:

- 4acToTa NHUTaHHus ceTH, [’ 50+ 1.

3.2 Xpomaro-Macc-CneKTpOMETphl MOATOTABIMBAIOT K paboTe B coOTBEeTCTBHH ¢ PyKoBOACTBOM
10 €ro 3KCIUTyaTallHH.
3.3 [IpuroTaBaHMBalOT KOHTPOJIbHBIE PACTBOPLI 10 METOIMKE, H3JIOKEHHON B MPHIIOKEHHA A

3.4 YcraHnasIHBalOT MapaMeTphl XpOMaTO-Macc-CleKTPOMETPOB B COOTBETCTBHHE ¢ Tabiuuei 2.




Tabmuna 2

HaumenoBanue napamerpa

3HauyeHHe napaMeTpa
- PEXKHM BBOJIA IPOOKI 6e3 nenennus (Splitless)
- KOHTPOJIbHBIH PacTBOp rekcaxjaopOeH3o0ia B rek-
caHe, MaccoBas KOHIIEHTpallHA rekcaxjiopbensona,
HI/CM:
— JUIs ONIPE/IC/ICHAS OTHOIIEHHS CHIHA/IIYM 1
— st onpeaenenus OCKO 10

- 00BbeM 103upyeMoii poObl, MKJT;

1

- TEMIIepaTypa TEPMOCTATa KOJIOHOK

Tyas. 50 °C (1 mun.) — 40 °C/mun. — 200 °C (0
MmuH.) — 15 °C/Mun. — 280 °C (1 MuH.);

-Temneparypa ucrnapures, °C 250
- TeMneparypa unTepeiica, °C 250
- TeMIepaTypa HOHHOro HcTouHuKa, °C 200
Peructpauus cursana B pe)kHMe MOHHTOPHHTA
MHOXeCTBeHHbIX peakuuit (MRM):

| - poauTeNbCKHI HOH (precursor ion) 283.8 m/z
- novepHui HoH (product ion) 213,8 m/z
- sHeprus nonusawmy (CE), 5B 28
- 3a/iepKKa BKIIOYEHHA (PuiaMeHTa Ha BpeMs BbI- 3
XO0JIa paCTBOPHTEJISA, MHH
-ra3-HOCHTEJb rejui
- COYAapHTEJIbHBIH ra3 apros

3.3 Ilpu npoBeennn nosepku codmoaaioT Tpebosanus 6ezonacoctu mo 'OCT 12.2.007.0-75.

4 IIPOBEJIEHHME IMOBEPKH
4.1 Baemnuit ocMoTp
IIpn BHENIHEM OCMOTPE YCTAHAB/IHBAIOT:

= COOTBETCTBHC KOMILUICKTHOCTH XpOMAaTO-MacC-CIeKTpoOMETpa Tpeﬁonaﬂnm TEXHHYECKOH J0-

KYMEHTalHH QHPMbI-H3rOTOBHTEJIS;
- 9YeTKOCTh MapKHPOBKH;

- HCMIPABHOCTh MEXAHHU3MOB H KPEIICKHBIX JAeranei.

4.2 Onpobosanue
4.2.1 Onpezienenye OTHOIEHNS CHTHAI/IIYM.

OtHOmeHHe CHrHAN/UIYM ONpPEACIAIOT MPH J03HPOBAHHH KOHTPOJIBHOIO PacTBOpa rekcaxiop-
GeH301a B H-T€KCaHE MPH YCIOBHAX, YKa3aHHBIX B Tabiuue 2, IpH HOHH3ALMH 3/1eKTPOHHBIM YIapoM B

pesxxume MRM.

3Ha4yeHHe OTHOMICHHS CHTHAN/IIYM ONpeAeseTcs aBTOMATHYECKH IPH IOMOINH CrelHATbHOMN

cacremsl o6pabotku nanueix GCMSsolution.

[Monyuennoe 3HaYeHUe 10/DKHO ObITh He Menee 70000:1.
4.3 OnpeneneHue METPOJIOrHYECKHX XapaKTEPHCTHK




4

43.1 Onpenenenne 3HA4YCHHS OTHOCHTEIBHOIO CPEIHEr0 KBaJPaTHYECKOrO OTKJIOHEHHS
(OCKO) BBIXOZHOTO CHrHAJA NMPOBOAAT AO3HPOBAHHEM HE MEHEe LIECTH pa3 KOHTPOJILHOrO pacTBopa
rekcaxyiopOensona (npuioxenue A).

PaccunteiBaior 3Ha4enus OCKO BeixomHoro cursana (rmiomais nuka (O ) H BpeMeHH yaep-

XuBaHud (0, )) no popmynam

100
t n-1 -

O,

rae S,S; — cpennee apudMeTHUECKOE H i-TOE 3HAYECHHE TUIOMIAA THKA COOTBETCTBEHHO;
t,t, —cpeanee apHMeTHIECKOE H i-TOE 3HAYEHHE BPEMEHH YIePKHBAHHS;
n  —uncno usMepenui, 12 6.

3Hauenus O, U O, He J0/DKHBI npeBbmath 9 % u 1 %, COOTBETCTBEHHO.

4.3.2 Ilpn npoBeicHHH NEPHOANYECKOH MOBEPKH XPOMAaTO-Macc-CleKTPOMETPOB, 3KCIUTYaTHpY-
emeix mo HJI Ha meToauku, orBeqaiommM Tpeboanusm 'OCT P 8.563-2009, nposepsioT nokasarenu
TOYHOCTH Pe3yJbTATOB M3MEPEHUI B COOTBETCTBHH C IpOLEAYPAMH H HOPMAaTHBaMH KOHTPOJIS, pe-
IJIAMEHTHPOBAHHBIMA B METOJJHKE H3MEPEHHIA.

5 O®POPMJIEHHE PE3VJIbTATOB IIOBEPKH

5.1 PesynbraThl MOBEPKH XPOMATO-MACC-CIEKTPOMETPOB 3aHOCAT B MPOTOKON IPOH3BOIBHOM
hopmBL

5.2 TNonoxuTeIbHBIE pe3y/IbTaThl TOBEPKH XPOMATO-MACC-CIIEKTPOMETPOB 0GOpMIISIOT Bhiia4eH
CBHJETENbCTBa B cooTBeTCTBHH C [Topsaikom npoBeieHHs NOBEPKH CPEACTB H3MepeHHH, TpeGoBaHus K
3HAKY MOBEPKH H COJACPKAHHIO CBHAETENLCTBA O noBepke (yTB. npukazoM Munnpomropra Poccun Ne
1815 o1 02.07.2015 1.).

5.3 Ha xpomaro-Macc-CreKTpOMeTphl, He YAOBIETBOpsIONHe TpeOOBaHHAM HACTOAIICH METOIH-
KH TIOBEPKH, BHIIAIOT H3BEHICHHE O HENPHTOAHOCTH C yKa3aHHWeM NpHYHH B cooTBeTcTBHH ¢ [lopsa-
KOM TPOBE/ICHHS NOBEPKH CPEJCTB H3MepeHHi, TpeOOBaHMs K 3HAKY MOBEPKH H COAEPKAHHIO CBHIE-
TENLCTBA O nosepke (yTB. npukasom Munnpomropra Poccun Ne 1815 ot 02.07.2015 r.).

Huxenep ®I'VII "BHUHUMC" M.O. Terepun

Havansnuk otaena @I'YIT "BHUAMC" E s foba C.B. Baxposa
Hauansnuxk cekropa ®I'YII "BHUHUMC", k.X.H. /Z 0O.J1. Pyrenbepr
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IIpunoxenune A
Mertouka NpUroTOBICHNSA KOHTPOJIBHBIX paCTBOPOB

HacTosimmass MeToAWMKa yCTaHABIMBAET NPOLEAYPY MPHIOTOBIEHUS KOHTPOJBHBIX pPacTBOPOB
rexcaxyiopbeH30J1a B reKCaHe.

1 Cpencrsa n3mepeHui, MaTepHaNbl H PEaKTHBEI.

1.1 I'CO 7495-98 cocraBa nectuiuaa rekcaxjaopbensona.

1.2 Ilunerku 1-1-2-1, 1-1-2-10, 1-1-2-25, TOCT 29227-91.

1.3 Kon6s1 MepuBie 2-100-2, TOCT 1770-74.

1.4 Becnl naboparopusle 'OCT OIML R 76-1-2011, MAX (HIIB)- 200 r., MIN (HmmB) 40 mr.
1.5 v-T'excan "xumuueck ducTeii", TY 2631-003-05807999-98.

2 IIpouenypa npuroToBiieHHs: KOHTPOJIBHBIX PaCTBOPOB

2.1 Wcxonnble BelecTBa, HCIONb3YEMBIE IS IPUTOTOBJIIEHUS PAacTBOPA, BBIICPIKHBAIOT HE Me-
Hee 2 4 B 1abOpaTOPHOM MOMEINEHHH.

2.2 TemnepaTypa OKpY)Karollei cpeibl IPH IPHTOTOBJIICHHH PacTBOpa He JOJDKHA H3MEHSITHCS
6onee, uem Ha 2 °C.

2.3 PactBOp rexcaxiaopbeH30/1a B reKCaHe ¢ MacCOBOM KOHIUEHTpauuen 1 mr/cm’ IIPHrOTaBIH-

BalOT OOBEMHO-BECOBBIM METOZOM. MaccoBylo KOHLEHTpanuio KOHTpoiabHoro kommoweHta (C)
OIpeAeNsIoT o ¢hopMyIe

c =2,
o Ty

(D
rJe M - Macca KOHTPOJIBHOTO KOMIIOHEHTA, MT;
V' - 06beM IPHTOTOBNEHHOR CMECH, CM’.

2.4 Onpepensitor Maccy m; MepHOH Koi6bpl BMecTHMOCTBIO 100 oM. Pesynprar B3BEIIMBAHUS
3a[HCBHIBAIOT A0 TPETHhEro AeCITHIHOTO 3HAKA.

2.5 B mepuyio xonby BHocaT okoio 100 Mr rekcaxjopbeH3o/a H BHOBb B3BEIIHBAIOT KOJIOY
(my).

2.6 Beruucnsaior Maccy KOHTPOJIBHOTO KOMIIOHEHTA () B MT.

2.7 B konby ¢ rexcaxnopbensonom BBOIAT oT 20 cm’ 10 25 cM’ rekcana, IepeMeIInBaIOT COAep-
XHUMO€ U JOBOJAT rekcanoM o6bseM pacteopa 1o 100 cM’. TimatessHo nepeMeIIUBalOT pacTBOP.

2.8 PaccunThIBalOT MacCOBYIO KOHIICHTPAIHIO KOHTPOJIBHOIO KOMIIOHEHTA 110 2.3.

2.9 PacTBOpHI ¢ MaccoBO KOHIIEHTpalHel KOHTPOJIBHOTO KOMIIOHEHTa MeHee | mr/cm’ MIPUTO-
TAaBJIMBAIOT I1OCJIEOBATENFHEIM pa3baBieHHeM 6oJiee KOHIIEHTPHPOBAHHBIX PaCTBOPOB COMIACHO IPO-
uenype, ONMCaHHOM HUXKeE.

2.9.1 PacTBOpHI C MaccoBOM KOHIEHTpaLHel rekcaxiopbensona okoino 10 MKT/cM> (C,) rotosst
cnepyromum obpasom. B xonby Bmectumoctsio 100 cM® BHOCAT 1 oM’ (V}) pactBopa ¢ MaccoBoii
xoHuenTpauueit C,, BBoasT ot 20 cM’10 25 cM® rexcana, [IEPEMEIIHUBAIOT COAEPKUMOE H JOBOJIAT

o6seM pactBopa 10 100 cM’. TimatensHo IIEpPEMEIIHNBAIOT PacTBOP.
2.9.2 BBMHCIIOT MaccoBYI0 KOHIIeHTpauuio rekcaxiopbensona (C;) B MKr/cM® 10 dopmyne

3).



Cl — CO Vl
100
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2.9.3 PacTBOpHI ¢ MaccOBO# KoHIeHTpauuei okono 100 HI/CM’ TOTOBSAT B COOTBETCTBHH C TIPO-
nenypoii pazbaenerus no 2.9.1. B xon6y BMectuMocTeO 100 oM BHOCHT 1 oM (V1) pactBopa ¢ Mac-

coBoit konuenTpauueii C,, ranee NOBTOPSIOT onepauuy 1o 2.9.1.

2.9.4 BEMHCIIAIOT MacCoBYIO KOHIEHTpawuio rekcaxiopbensona (C, ) B ur/cm’ o hopmyie (4)

Cl'Vl

4
100 ®

2:

2.9.5 PacTBOpHBI ¢ MaccoBo# KoHIeHTpaluei okono 10 ur/em’ (C 3) TOTOBAT pa3baBiieHHEM pac-

tBOopa C; mo npouenype, onucanHoi B 2.9.1. Buocar 10 oM’ (V1) pactBopa C; B KONGY BMECTHMO-
ctbio 100 cM?, nanee OBTOPSAIOT onepaiuu mo 2.9.1.
2.9.6 BBMHCISIOT MaccoBYIO KOHLEHTpAUHIO KOHTposbHOro xommosenta (C;) B ur/em’ mo

dopmyue (5)

C Cz'V;o.
100

)

2.9.7 PacTBOpHI ¢ MaccoBoif KoHIeHTpamueit oxono 1 mr/em’ (C 4 ) TOTOBAT pa30aBJCHHEM pac-

tBopa C; mo mpouenype, onucantoit B 2.9.1. Brocsr 1 oM’ pactopa C, B Kon0y BMECTHMOCTBIO
100 cm?, manee MIOBTOPSIIOT onepaltuu mo 2.9.1.

2.9.8 BBIUHCAAIOT MacCOBYI0 KOHLIEHTpAlMIO KOHTpoJIbHOro KommoHeHTa (C,) B Hr/cM® 1o
dopmyue (6)

(6)

3 XpaHeHHne pacTBOPOB

3.1 PacTBOpHI XpaHAT B YHCTHIX CYXHX CKJSIHKAX C XOPOIIO NMPUTEPTHIMH NpOOKaMH, BAATHA OT
HCTOYHHMKOB OTHS U HarpeBaTeNbHbIX MpUOOpoB npu Temmeparype ot 4 °C mo 8 °C.

Ilepen BBemeHHEM B XpOMAaTO-MacC-COEKTPOMETP PacTBOPBHI BBIACPKHUBAIOT NMpPH KOMHATHOM
TeMneparype He MeHee | gaca. Cpok XpaHeHHs HCXOJHOTO pacTBOpa OT 3 10 S5 mHEH.



