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Hacrosmas MeToamka pacnpocTpaHsieTcs Ha Xpomaro-macc-cnektpomerphl GCMS-TQ8050,
¢upmei «SHIMADZU CORPORATION.», SAnonms, «SHIMADZU U.S.A. MANUFACTURING
INC.», CIIIA, (nanee — XxpoMaTo-Macc-CEeKTPOMETPhI) H YCTAHABIHBACT METOAHKY HX MEPBHYHOH H
NEepHOIHYECKOH OBEPKH.

Wnrepsan Mexay nosepkamu — 1 roz.

1 OINIEPAILIMH TTOBEPKH
1.1 Tpu npoBeieHHH MOBEPKH BITIOIHAIOT ONEpPaLHy, YKa3aHHbIe B Tabmaue 1.
Tabmna 1

HaumenoBauue onepauun Howmep nynk- | IlpoBenenne one NpH NOBEpKe
T4 METOJHKH NEPBHYHOH NIEPHOIHYECKOH
Bremu#ii ocMoTp 4.1 Jla Ha
OnpoboBanue: 4.2
- OnpeJie/leHHe OTHOMEHHS CHIHA/IyM 4.2.1 Jla Jla”
OnpesieieHne METPONIOTHYECKHX XapaKTepH-
CTHK: 4.3

- ONpEOCICHHE OTHOCHTEIIBHOTO CpEIHEro
KBaJIpaTH4YECKOIro OTKJIOHEHHA BBIXOJHOI'O

CHrHana 4.3.1 Jla Jla"

-OlIpe/ieNieHHe TOKa3aTesnell TOYHOCTH pe-

3yJIbTATOB H3MEPeHHH 4.3.2 Her Jla”
[Ipumeyanne:

l)l'lpn orcyrcTBud HJ] Ha MeTOaHKY H3MEPEHHH, YTBEPKACHHOIO B YCTAHOBJICHHOM IMOPSAJIKE O
I'OCT P 8.563-2009.
”I'lpn Hanmuunad HJl Ha METOHKY H3MepeHHid.

2.CPEJICTBA INOBEPKH

2.1 I1pu npoBeicHAH NOBEPKH MPUMEHSIOT CJIEIYIOIIHE CPE/ICTBA:

- I'CO 7495-98 cocrasa necTuiHaa rekcaxjiopoensona;

- nunerku 1-1-2-1,1-1-2-25, FOCT 29227-91;

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

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

- H-I'excan "xumuuecku ynctsii”, TY 2631-003-05807999-98;

- Xpomarorpapuyeckas KamwuispHas KonoHka: Rxi-SMS nnmnoi#t 30 M, BHYTpeHHHM JHameT-
pom 0,25 MM, TONIIHHOHK c10s HenoABHKHOMK dasbl 0,25 MKM.

3 YCJIOBUSI NOBEPKH U MOJAIOTOBKA K HEH
3.1 Ilpu npoBe/ieHHH NOBEPKH COOMIOAAIOT CIIEAYIOIIHE YCIOBHA:

- TeMIieparypa okpyxaromero Bosayxa, °C ot 18 no 28;

- OTHOCHTENIbHAs BIAXHOCTh BO3ayxa, % ot 40 no 70;

- atmocepHoe faBnenne, Klla ot 84 0 106,7;
MM PT. CT. ot 645 no 795;

- HanpsHKeHWe nutanus, B 220 (f'.; )%;

- 4acToTa MUTaHHus ceTH, I’ 50+ 1.

3.2 Xpomaro-Macc-CneKTpOMETphI MOATOTABIMBAIOT K paboTe B cOOTBETCTBHH ¢ PyKoBOACTBOM
10 €ro 3KCILTyaTalluH.
3.3 IIpuroTaBaHMBalOT KOHTPOJIbHEIE PACTBOPSHI 10 METOAHKE, H3IOKEHHON B NIPHIOKEHHA A

3.4 YcraHaBIHBaKOT MapaMeTphl XpOMaTO-Macc-CleKTPOMETPOB B COOTBETCTBHHE ¢ Tabmuuei 2.




Tabmuna 2
HaumeHnoBanue napamerpa 3HayeHHe napamerpa

- PeXKHM BBOJIA TPOOKI 6e3 nenenns (Splitless)
- KOHTPOJIbHBIH PacTBOp rekcaxjaopbeH3oa B rek-
caHe, MaccoBas KOHLEHTpallus rexcaxiopbensona,
HI/CM:

— JUIs OTIPE/IC/ICHHs! OTHOIIEHHUS CHIHAI/IITYM 1

— s onpeaenenus OCKO 10
- 00BbeM 103upyeMoii poObl, MKJT; 1
- TEMIIepaTypa TepMocTaTa KOJIOHOK Tyaw. 50 °C (1 mun.) — 40 °C/mun. — 200 °C (0

MmuH.) — 15 °C/Mun. — 280 °C (1 MHH.);

-Temneparypa ucrnapuress, °C 250
- TeMneparypa unrepdeiica, °C 250
- TEMIIepaTypa HOHHOro HeTouHuKa, °C 200
PerucTpauus cursaia B peKMMe MOHHTOPHHTA
MHOXeCTBeHHBbIX peakuni (MRM):
- POAMTENIbCKHI HOH (precursor ion) 283.8 m/z
- fodepHHii HoH (product ion) 2138 m/z
- sneprus wonusaumu (CE), 5B 28
- 3ajilepXKKa BKIIOYCHHS (uIaMeHTa Ha BpeMs Bbl- 3
XOJla paCTBOPHTEJISA, MHH
-ra3-HOCHTEJIb rejHi
- COYapHTE/IbHBIA ra3 apros

3.3 Ipu nposesnennn nosepku codbmonaior TpeboBanus 6ezonacuoctu no FOCT 12.2.007.0-75.

4 ITIPOBE/IEHHME IMOBEPKH

4.1 Baemmnuit ocMoTp

[IpH BHEIIHEM OCMOTpE YCTaHABIHBAIOT:

- COOTBETCTBHE KOMIUIEKTHOCTH XPOMaTO-Macc-CIeKTpoMeTpa TpeOOBaHHSAM TEXHHYECKOH 10-
KYMEHTalMH QHPMBI-H3rOTOBHTEIS;

- YeTKOCTh MAPKHPOBKH;

- HCTIPABHOCTH MEXAHU3MOB H KpPENeXHBIX JAeTaleH.

4.2 OnpobGosauue

4.2.1 Onpenenenne OTHOMEHHS CHTHAV/IITYM.

OtHOmeHHe CHrHAN/UIYM ONpPEACIAIOT MPH J03HPOBAHHH KOHTPOJILHOIO PacTBOpa rekcaxiop-
GeH301a B H-TeKCaHE NPH YCIOBHAX, YKa3aHHBIX B Tabmuue 2, IpH HOHH3ALMH 3/1eKTPOHHBIM YIapoM B
pexxume MRM.

3HayeHHEe OTHOIICHHS CHIHAI/IIYM ONpEAeNSeTcs aBTOMAaTHYECKH INPH MOMOIIH CrEHATBHOM!
cucremsl 006pabotku manusx GCMSsolution.

[Tosryuennoe 3na4eHne 10/DKHO ObITh He Meree 70000:1.

4.3 Onpenenenne METPOJIOTHYECKHX XapaKTEPHCTHK
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43.1 OnpeneneHne 3Ha4Y€HHS OTHOCHTEJBHOINO CPEIHEr0 KBAJPaTHYECKOro0 OTKIOHECHHS
(OCKO) BBIXOZHOTO CHTHAJIA MPOBOJAT A03HPOBAHHEM HE MEHee IIECTH pa3 KOHTPOJIBHOIO pacTBopa
rekcaxsopbensona (MpHaoKeHHe A).

PaccunteiBaiot 3Hadenus OCKO Beixomsoro curaana (ruiomaas nuka (O, ) 4 BpeMeHH yzaep-

XuBanud (0, )) no popmynam

100
t n-1 -

O,

rae S,S; - cpennee apudMeTHUECKOE H i-TOE 3HAYEHHE TUIOMIAA THKA COOTBETCTBEHHO;
t,t; —cpennee apudMeTHYECKOE H i-TOE 3HAYCHHE BPEMEHH yACPKHBAHNS;
n  —uncno usMepenui, n > 6.

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

4.3.2 Ilpn npoBeieHHH NEPHOAHYECKOH MOBEPKH XPOMaTO-Macc-ClIeKTPOMETPOB, 3KCILTyaTHpPY-
embix no HJI sa metomuku, orBeqaionmM Tpebosanusm 'OCT P 8.563-2009, nposepsioT nokasarenu
TOYHOCTH Pe3yJbTaToB H3MEPEHHil B COOTBETCTBHH C MpPOLEAYpaMH H HOPMAaTHBAMH KOHTpOJS, pe-
I7IaMEHTHPOBaHHBIMH B METOIHKE H3MEPEeHHIA.

5 O®OPMJIEHHME PE3VJIbTATOB [IOBEPKH

5.1 PesynbTaThl NMOBEPKH XPOMATO-MAacC-CIEKTPOMETPOB 3aHOCAT B MPOTOKOJ TMPOH3BOJIBHOM
dopmBL.

5.2 lNonoxuTeNbHBIE pe3y/IbTaThl OBEPKH XPOMATO-MACC-CIIEKTPOMETPOB OQOPMIISIOT BhiiadeH
CBHJETENbCTBa B cooTBeTCTBHH C [Topsikom npoBeieHHs MOBEPKH CPEACTB H3MEpeHHH, TpeGoBaHus K
3HAKy NOBEPKH H COICP)KaHHIO CBHAETEILCTBA O noBepke (yTB. npukazoM Munnpomropra Poccun Ne
1815 01 02.07.2015 1.).

5.3 Ha xpomaro-Macc-CeKTpOMETphbl, He YAOBIETBOPSIONe TpeOOBaHHAM HACTOSAMICH METOIH-
KH MOBEPKH, BBUIAIOT H3BEHICHHE O HENPHTOAHOCTH C YKa3aHWeM NpHYHH B cooTBercTBHH ¢ [lopsa-
KOM TIPOBEICHHS MOBEPKH CPEJACTB H3MEpeHHii, TpeGoBaHus K 3HAKY MOBEPKH H COAEPKAHHIO CBHIE-
TENLCTBA O nosepke (yTB. npukazom Munnpomrtopra Poccun Ne 1815 or 02.07.2015 r.).

Huxenep ®I'VII "BHUHUMC" M.O. Terepun

Havansuuk otaena @I'YIT "BHUUMC" ees forba C.B. Buxposa
Hauaneauk cexropa ®I'YII "BHUHUMC", k.X.H. // 0O.J1. Pyrenbepr
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IIpunoxenune A
MertoauKa NIPUTOTOBNIEHNS KOHTPOJIBHBIX PacTBOPOB

Hacrosimast MeTtoamka YCTaHABIIUBACT NPOUCAYPY MNPHUI'OTOBIICHUA KOHTPOJIBHBIX pPacTBOPOB
reKcaxnop6eH30na B I'CKCaH€.

1 CpencTBa u3sMepeHuit, MaTepHaibl U PEaKTHBEIL.

1.1 I'CO 7495-98 coctaBa nectunuaa rekcaxiaopben3ona.

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

1.3 Kon6s! mepabie 2-100-2, TOCT 1770-74.

1.4 Becst nabopatropusie 'OCT OIML R 76-1-2011, MAX (HIIB)- 200 r., MIN (Hwmms) 40 mr.
1.5 n-T'excan "xummudecku wncThiit”, TY 2631-003-05807999-98.

2 [Ipouenypa npuUroToBiieHHS KOHTPOJIBHBIX PaCTBOPOB

2.1 Hcxonusle BellecTBa, HCIONb3YEMBIE I MIPUTOTOBICHUS PACTBOPA, BBIICPKUBAIOT HE Me-
Hee 2 4 B 1ab0paTOpHOM [MOMEIIECHUH.

2.2 TeMnepaTypa OKpYXKaroIlei cpeibl U NMPHTOTOBJIEHHH PacTBOpa HE HOJDKHA H3MEHSTHCS
bonee, uem Ha 2 °C.

2.3 PactBOp rexcaxyiopbeH30/1a B T€KCaHE ¢ MacCOBO# KOHIIGHTpauuen 1 Mr/cm’ IIPUrOTaBIH-
BAIOT OOBEMHO-BECOBBIM METOIOM. MaccoBylo KOHUEHTpanmmio KOHTpoiabHoro kommoHenta (C)

onpeneNnsor no gopmyie

c =Z,
o Ty

1)
rJe M - Macca KOHTPOJIBHOT'O KOMITOHEHTA, MT;
V' - 06beM IPUrOTOBIECHHOMN CMeCH, CM’.

2.4 OmnpenensioT Maccy m; MepHOH Konbbl BMecTHMOCThIO 100 oM’ Pesynbrar B3BCHIMBaHUSA
3a[HCBIBAIOT 10 TPETHET0 HECATHIHOTO 3HAKA.

2.5 B Mepnyio xonby BHocAT okoi0 100 Mr rekcaxyiopOeH30/1a 1 BHOBb B3BEIIMBAIOT KONOY
(my).

2.6 Beraucisror Maccy KOHTPOJIBHOTO KOMIIOHEHTA (M) B M.

m=m, —m, (2)

2.7 B konby ¢ rekcaxnopbeH3onoM BBOIAT oT 20 cM’10 25 cM’ rekcana, IIepEeMEMUBAIOT COAEp-
HMOE U JJOBOJAT FeKCaHOM 06beM pacTBopa 10 100 cM’. TImaTesbHO mepeMeIHnBaioT PacTROp.

2.8 PaccunThIBalOT MacCOBYIO KOHIIEHTPAIMIO KOHTPOJIBHOIO KOMIIOHEHTA 110 2.3.

2.9 PacTBOPHI ¢ MaCCOBOM KOHIIEHTpALMel KOHTPOIBHOTO KOMIIOHEHTa MeHee 1 Mr/cM’ mpuro-
TaBJIMBAIOT IOCIIEIOBATENbHEIM pa3baBieHneM 6osiee KOHIIEHTPUPOBAHHBIX PaCTBOPOB COIIACHO IIPO-
Hexype, ONMUCAHHOH HIDKE.

2.9.1 PacTtBOpBI ¢ MacCOBO# KOHIIEHTpalMer rekcaxyiopben3ona okoso 10 MKT/cM’ (C,) rotossr
cnenyromumM obpasoM. B konby Bmectumocthio 100 cM® BHocar 1 oM (V}) pacteopa ¢ MaccoBoi
xonuentpauueit C,, BBomar ot 20 cM10 25 oM’ rekcaHa, MEPEMEIIUBAIOT COAEPKUMOE H JIOBOJSAT

o6BseM pactBopa no 100 cM’. TimaTenbHo MEPEMEIINBAIOT PacTBOP.
2.9.2 BBIMHCIIIOT MaccoBYIO KOHIEHTpauuio rexcaxioptensona (C,) B MKT/CM® 110 ¢dopmyne

Q).
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2.9.3 PacTBOpHI ¢ MaccoBO# KOHIEHTpauuei okono 100 Hr/cM® TOTOBST B COOTBETCTBHH C TIPO-
uenypoii pasbaenerus no 2.9.1. B xon6y BmectMocTeio 100 e BHOCHT 1 oM’ (V1) pactBopa ¢ Mac-

coBoit koHuenTpauueii C,, nanee NOBTOPSIOT omepariuy 1o 2.9.1.

2.9.4 BEMHCIIAIOT MacCOBYIO KOHIEHTpaluio rexcaxiopbensona (C, ) B ur/eM’® o dopmyne (4)

_Gh

= 4
2= 700 4)

2.9.5 PacTBOpBI ¢ MaccoBO# KOHIEHTpalHei okono 10 Hr/cm’® (C};) roToBsaT pa3GaBieHueM pac-

tBOpa C; mo mpouexype, onucanHod B 2.9.1. Buocar 10 oM’ (V1) pactBopa C; B konby BMECTHMO-
cteio 100 cM’, nanee mosTOpsIOT Onepanuy mo 2.9.1.
2.9.6 BpMHCIAIOT MAacCOBYIO KOHUEHTPAMIO KOHTPONBHOIO KOMIIOHEHTa (C3) B HI/CcM’ IO

dopmyue (5)

C3 Cz 'V;o )
100

©)

2.9.7 PacTBOpHI ¢ MaccoBO# KOHIEHTpanuei okoio 1 ur/em® (C 4 ) TOTOBAT pa30aBICHHEM pac-

tBopa C; mo mpouenype, ommcansoi B 2.9.1. Brocsr 1 oM pacrBopa C, B K00y BMECTHMOCTBIO
100 cM’, ganee MOBTOPSIOT onepanuu no 2.9.1.

2.9.8 BBUHCIAIOT MAaccOBYIO KOHIEHTpPAIMIO KOHTPOJIbHOrO KommoHeHTa (C,) B Hr/cM® mo
dopmyne (6)

(6)

3 XpaHeHHe pacTBOPOB

3.1 PacTBOpHI XpaHAT B YHCTBIX CYXHX CKJIIHKAX ¢ XOPOIIO NPHTEPTHIMH MPOOKaMH, BOATH OT
HCTOYHHMKOB OTHS U HarpeBarebHBIX Mpu6opoB npu temmneparype ot 4 °C mo 8 °C.

Ilepen BBeneHHEM B XpOMaTO-MacC-CIEKTPOMETP PAcTBOPHI BBIAEPKHUBAIOT MPH KOMHATHOM
TeMIieparype He MeHee 1 yaca. Cpok XxpaHeHHs HCXOJHOTO pacTBOpa ot 3 1o 5 aHei.



