Xpomarorpadsi razossie TRACE 1300/1310
€ Mace-CNeKTPOMEeTPHYECKHMH IeTeKTOPaMH
ISQ, Q Exactive GC, DFS, TSQ 8000 Evo/Duo

MeTtoanka noBepKH
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Hacrosmas meroanka pacnpocrpansiercs Ha xpomarorpader razossie TRACE 1300/1310 ¢
Macc-crieKTpomMeTpHYeckHMA etektopamu I1SQ, Q Exactive GC, DFS, TSQ 8000 Evo/Duo (nanee
- Xxpomarorpadsi), usrorasmusaemsie pupmoii "Thermo Fisher Scientific” CLLA, ¢upmoii "Thermo
Fisher Scientific" (Bremen) GmbH, I'epmanus, 1 ycranaBiMBaeT METOMMKY HX NEPBHYHOI M TIEpH-
OJIHYECKOMH MOBEPKH.

Wnrepsan mexy nosepkamu— 1 roz.

1 OITEPAIIMH NMOBEPKH

1.1 Ipn mposeieHHH MOBEPKH BHIMOTHSIOT ONEpalliy, yKa3aHHbie B Tabmmue 1.
Tabmuna 1

O6s3aTeIbHOCT MPOBEACHHS
Homep onepauuH rnpH
HanmernoBanue onepauuu MYHKTa Me- BBITTYCKE U3
TOJANKH NPOM3BOACTBA nepuonmecxoii
‘ NoBepKe
) B M M3 PEMOHTa
Buemnuii ocMoTp ) 6.1 Jla ‘ Jla
OnpoboBanue: ) 6.2 -
- Onpejle/leHHe OTHOIIEHHS CHrHAT/myM (ans 6.2.1
Macc-CreKTpoMeTpHYecKHX aetektopos ISQ, Q
Exactive GC, DFS, TSQ 8000 Evo/Duo)
Onpenenenne METPOIOrHYECKHX XapaKTePH- 6.3
CTHK
- ONpeJie/IeHHE OTHOCHTEJILHOTO CPeIHEro 6.3.1 Jla Jla'
kBasipatrdeckoro otknoHenns CKO BbixoaHo-
ro CHrHajza o
- OmpeJie/IeHHe OTHOCHTEJIBHOIO H3MEHCHHA 6.3.2 Jla lIa]
BBIXO/IHOTO CHTHasa 3a 8 4acoB HeNpepbIBHOMN
paboThl
- Olpejie/IeHne noKasaTeseif TOYHHOCTH pe3yib- i ‘ Hei Tla?
TaToOB H3MEPEHHI

" Tlpu otcyrereun HJ] na MU, yTBepkaenHoi B ycmﬁonn;mou HOI;;JIKE o FOCT P 8.563-
09.
2 [Tpu namauuu HJ] na MW,

2 CPE/ICTBA ITOBEPKH

2.1 Ilpu npoBeileHHH NOBEPKH NPHMEHSIOT CIEAYIONIHE CPeICTBA IIOBEPKH:

- I'CO 7495-98 cocrasa rexcaxnopbenzona;

- Becel saboparopueie o 'OCT OIML R 76-1-2011, ¢ nanGonbmmm npezesoM B3BEIIHBA-
aus 200 r. .

- muxpoumpuisr «asoxpom - 101», Bmectucoctsio 1:107 en’, TVY25.05-2152-75; Muxk-
pommpus MII-10M, o6semom 10-107 en?, TY 2.833.106;

- mukpommpuus «SGE-Chromatecy smectntoctsio 1-107 cv® uam 10-107 e, TV 4321-
011-12908609-08; '

- Kon6b1 MepHBbIe THNA 2-100-2, 2-1000-2, TOCT 1770-74;

- maneTkn Tama 6-2-1, 6-2-2 FOCT 29227-91; ]

- aproH ra3oo0pa3Heiil BHICOKOH 9HCTOTHL, TY 6-21-12-94;

- remuii mapku "6,0", TV 0271-001-45905715;

- w3ooktan mapku D1 CTII TY COMP 3-042-06;

- kosionka kamuupipaas TR-5ms (SQC) (15 m x 0,25 MM, Tommmaa daset 0.25 MkM);

- KosoHKa kanmwusipHas TR-5ms (30 M x 0,25 mum, Tomuuna dasst 0.25 Mxm).




Bcee cpecTBa H3MEpeHHUi, HCTIOIB3YEMbIE NP MOBEPKe, JO/DKHBI HMETh CBH/ETE/ILCTBA O 110-
Bepke, ['CO - nacnopra.

Jlonyckaercst NpUMEHEHHE JAPYTHX CPEJCTB MOBEPKH C METPOJIOrHYECKHMHA XapaKTepHCTHKA-
MH He XYK€ YKa3aHHbIX.

3 YCJIOBHS MMOBEPKH M MOJITOTOBKA K HEN

3.1 Ilpu npoBeieHNH NOBEPKH cOOMOAAIOT CIIEAYIONINE YCIOBHA:

- TeMIIepaTypa OKpy’Kaiomero Bo3ayxa, °C or 15 no 27;
- atmoc(epHoe nasnenue, klla ot 84 no 107;
- OTHOCHTEJIbHAs BIAXHOCTH BO3ayxa, % ot 30 o 80;
- HaNpsHKEHHE NMUTAHUS NEPEMEHHOro ToKa, B 220£10%

- 4aCTOTA MePEMEHHOTr0 ToKa, ['11 50+1%

3.2 lNoaroToBKy xpomarorpada ¢ Macc-CeKTPOMETPHYECKHMH AeTekTopamu cepmii ISQ, Q
Exactive GC, DFS, TSQ 8000 Evo/Duo k noBepke BBIIOTHSIOT B COOTBETCTBHH C PYKOBOJACTBOM
0 MX IKCILTyaTalHH.

3.3 [lepen npoBeaeHHEM MOBEPKH FOTOBAT KOHTPOIIbHbBIE PACTBOPHI, HA3HAYEHHE H COIEPKa-
HHE aHAJTM3UPYEMBIX KOMIIOHEHTOB B KOTOPBIX MPHBE/ICHBI B TabuIe 2.

3.3.1 I'lpu npoBeieHHH MOBEpKH Xpomarorpada ¢ HHKEKTOpaMH, 00ecreYnBalOIMMH IITPH-
EBOM BBOJI JKHIKHX Mpo0, HCIONBL3YIOT KOHTPOJIBHBIE CMECH BELIECTB, yKasaHHbie B Tabmuue 2.
Csmecu npuroTaBimsaioT coriacHo Ipunoxkeruio | kK HaCTOAIEH METOIHKE MTOBEPKH.

Tabnuna 2

KonTposnsHoe Belne- Do xog- O6bem BBOAMMOI

Ilerextop , LEHTpALHA KOM- |
CTBO/pPacTBOPHTENE 3 npodsl, MKII

7 o MNOHEHTA, MI/IM

ISQ - I'excax;opOeH301/M300KTal | 0,001 2

Q Exactive GC [excaxyiopbeH30/1/H300KTaH 0,0001 1

TSQ 8000 Evo/Duo I"excaxnopOeH30/1/H300KTaH 0,001 1

DFS I"excax0pOeH30,/H300KTaH 0,1 ~ 2

4 TPEBOBAHHS BE3OITACHOCTH

4.1 TpeGoBanus Ge30MacHOCTH JO/KHBI COOTBETCTBOBATH PEKOMEHIALIMAM, H3JIOKCHHBIM B
PYKOBOJICTBE 110 IKCILTyaTaluy XpoMaTorpadoB ¢ Macc-CrieKTPOMETPHYECKAMHE JieTekTopamu ISQ,
Q Exactive GC, DFS, TSQ 8000 Evo/Duo.

5 TPEBOBAHMSI K KBAJIH®UKAITAU MTOBEPUTEJIEN

5.1 K npoBeIeHHIO TIOBEPKH JOMYCKAIOTCS JIMIA, HMEIOIIHNE OIBIT paboThl ¢ XpoMartorpagamu
rasoBBIMH ¢ Macc-crektpomerpuueckumu etekropamu ISQ, Q Exactive GC, DFS, TSQ 8000
Evo/Duo, u3y4HBIIHEe PYKOBOJCTBO MO HX 3KCIUTyaTalld¥ ¥ METOJMKY MOBEPKH, HMEIOLINE TEXHH-
geckoe obpa3oBaHue H HaBbIKH paboThl ¢ npubopamu.

6 MPOBEJEHHE ITOBEPKH

6.1 Baemnnit ocMoTp

IIpn BHEIIHEM OCMOTpE YCTaHABIHBAIOT:

- COOTBETCTBHE KOMIUIEKTHOCTH npubopos TpeboBanusm HJL;

- OTCYTCTBHE BHEIIHHX MOBPEXKACHHH, BIMAIONMX HA paboTocnocobHOCTh XpoMaTorpagos H
AETEKTOPOB;

- HCTIPaBHOCTH MEXAHHU3MOB U KPEMEkKHbIX JeTalei;



- YeTKOCTh HAJAMNCEH Ha IULEBOA MaHeH;
- NPaBHUIBHOCTH pa3MelleHus xpomarorpada Ha paboueii NOBEPXHOCTH CTOIA, HATHYHE NOJ-
BEJIEHHBIX K XpoMaTorpady ra3oBblX KOMMYHHKaIHHA.

6.2 OnpoGoBanue

6.2.1 BemonnsioT npoOHLI BBOJA KOHTPOJILHOH CMECH B Xpomarorpa ¢ moMombi MHK-
POIINPHIIA BPYYHYIO HJIH TIPH NOMOIIH aBTOMaTHYECKOro npodootdopHHUKa.

6.2.2 TlpoBOAAT BH3YalbHBIH AHAIH3 XPOMATOrpPaMMBL Y IOBJIETBOPHTENbHOH MPH3HAETCH
XpOMaTorpamMMa, XapakTepH3yromascs C/ieylOlNIMH MPU3HAKaMH:

a) OTCYTCTBHEM Hepa3/Ie/IeHHBIX MMHKOB;

6) cumMeTpHYHOH HOPMOii ITHKa KOHTPOJIBHOTO BEIIECTBA;

B) BPEMEHEM BHIX0/1a KOHTPOJIBHOIO BEleCTBa B HHTEpBaie oT 2 10 12 MHH.

IpH MoTyYeHHH XPOMATOTPAMMBI, HE YAOBJIETBOPSIONICH NMPHBEICHHBIM Bbllle TPeOOBAHH-
sIM, TIPOBEPAIOT PEKHMHBIE TApaMeTpbl Xpomatorpaa u MOBTOPSIOT ONEpalHH ONPOGOBAHH.

6.2.2 Onpenenenne YYBCTBHTEIbHOCTH (oTHOIIEHHE CHTHaN/mym) Macc-
CIIEKTPOMETPHYECKHX JIETEKTOPOB.

6.2.2.1 OnpezneneHne 4yBCTBHTENBHOCTH (OTHOIIEHHE CHTHA/IIYM) NMPOBOAAT B YCIOBHAX,
yKazaHHbIX B 1.3. HacTpoHikH peKHMOB MOHH3AlWH, CKAHHPOBAHMSA, JETCKTHPOBAHHA, NIPH KOTO-
PBIX TIPOBOAAT OTPEJIE/IeHHe YyBCTBHTEIBHOCTH NPHOOpa, 3aal0T B COOTBETCTBHM C PYKOBOACTBOM
mo sxcrtyaranun MCJLL

6.2.2.2 KOHTpOJIBHEIHA pacTBOp rekcaxJiop6eH30/1a MPArOTaBINBAIOT B COOTBETCTBHH C [IpH-
noxenneM 1. IMocse Bexoma xpomarorpada ¢ MCJI Ha pexuM KOHTPOJIBHBIH PacTBOp B COOTBET-
cTBuH ¢ TaGnuiel 3 BBOAAT BPYYHYIO IINMPHLIOM HJIH IPH IOMOIIH aBTOMATHYECKOro npo6ootdop-
HHKA.
Tabmna 3

0o0BeM
BBOJIAMOM

npoOBl,

MKIJI

Koutpomu- | Kontponeroe | Maccosas KoH-
pyembiii | BemecTBO/pacT- | LEHTPALHUs KOM-
HOH BOPHTENb TIOHEHTa, MI/JIM

Pexum ckaaupo-

MCA BaHHsA

pexum Scan
200-300 a.e.m.,
ISQ ckopocts 2 ckan/c, | 284 a.em. | ['Xb/uzookran 0,001 2
H3MEpEeHHE 10

macce 284

pexuM Scan
200-300 a.e.m.,
ckopocts 2 ckan/c, | 284 a.em. | 'Xb/u3zookran 0,0001 1
H3MEpeHHe 1o

macce 284

Q Exactive
GC

pexuM Scan
200-300 a.e.m.,
DES ckopocts 2 ckan/c, | 284 a.em. | I'Xb/uszookran 0,1 2
H3MEpEeHHE N0

Macce 284

pexum Scan
200-300 a.e.m.,
ckopocTh 2 ckan/c, | 284 a.em. | I'Xb/u3zookran 0,001 1
H3MEpEeHHE No

macce 284

TSQ 8000
Evo/Duo




6.2.2.3 3HaueHHe OTHOIMICHHUS CHTHAJ/IIYM ONpeAe/siOT myTeM 00paboTKH MONyYeHHOTo pe-
3ynbTaTa aHalu3a KOHTPOJABHOro obpasiia pacyeTHO# NporpamMMmoil, YCTAHOBICHHOHW B CHCTEME
cbopa 1 00paboTKH JaHHBIX.

6.2.2.4 IlpuGop cunuTaeTcs BbIIEPIKABIINM TTOBEPKY, €CJIH M0JIy4EHHBIE 3HAYCHUS OTHOLICHHUS
CHTHAJI/IIYM Y/IOBIETBOPSIOT TpeOOBaHUAM, PUBEJICHHBIM B Tabiuiie 4.

Tabnuua 4
Kontponsroe Bene- OTHOWEHHe CHTHAN/ITYM Peitii b ias A MCJT
CTBO/pPacTBOPHTEIH ____He MeHee B
600:1 ISQ
3000:1 Q Exactive GC
I'Xb/u3ookTan 25:1 DNeKTPOHHBIH yaap DFS
1000:1 TSQ 8000
- Evo/Duo

6.3 Onpeznenenne METPOJIOTHYECKHX XaPAKTEPHCTHK

6.3.1 Onpenenenne ornoctutensHoro CKO BeixoaHOro curnana

6.3.1.1 BBOAAT B MHIKEKTOP-HCMAPHTENb ¢ MOMOIIBI0 MHKPOIINPHIA S5 MK/ KOHTPOIBHOTO
PacTBOpa U BOCIIPOU3BOAAT Ha JUCIUICE XPOMATOIPaMMY.

6.3.1.2 ®uKCHPYIOT BpeMs YAEPKHBAHHA B MHH (7 ) M NUIOIIAAb MHKA KOHTPOJIGHOTO Belle-
cTBa (S;) B eAMHHANAX yKa3aHHBIX B MyHKTe 6.2.2.4.

6.3.1.3 TloBTopstoT onepanus 1o mn.m. 6.3.1-6.3.2 necsts pas.

6.3.1.4 Ornocutensioe CKO BBIXOAHBIX CHIHAIOB (BPEMEHH yAEPKMBAaHHS H IUIOMAIH [TH-
Ka) BeraHCesoT no dopmynam (1,2):

0, =—= (1),
S
rae S, — i-Toe 3HAYEHHE IIOMAAH THKa;
S — cpennee apudmeTHUECKOE 3HAYCHHE NIIOMAIH TTHKA;
1 — YHCJI0 H3MEPEHHUH.
8 = ).

rae [, —i-Toe 3HaUYeHHE BPEMEHH YIACPKUBAHHS;

f —cpennee apudMeTHUECKOE 3HAUCHHE BPEMEHH Y/IEPKHBAHHS;
M — 9HCII0 H3MEPEHHH.

6.3.1.5 Haiiiennpie 3Ha4eHHs HE JI0O/DKHBI TIPEBbIIIATH NIPe/ieN A0MYyCKaeMBbIX 3HAYEHHH OTHO-
cutenbHOro CKO BBIXOHBIX CHIHAJIOB:
- 110 BPEMEHH yepP)KHBaHHs 2 %;
- 10 IUTOMIA/H KA 5 %.

6.3.2 OnpezienieHHe OTHOCHTENILHOTO H3MEHEHHS BBIXOJHOIO CHIHANA 3a 8§ 4acOB HENpephIB-
HOM paboTel Xpomartorpada.

6.3.2.1 IlposonsaT onepaunu no n. 6.3.1 u onpesensior cpeHue apHPMETHIECKHE IHAYCHUS
MapaMeTPOB BLIXOIHOTO CHIHAIA (BPEMEHH Y/Iep/KHBAHHS, MUIOIIA/IH [THKA)




6.3.2.2 Yepes 8 uacoB HenmpepBhIHOH paboThl Xpomaropada MOBTOPSIOT H3MEPEHHS MO II.
6.3.1 ® omnpemensioT cpeaHHE apH(pMeTHYECKHE 3HAYCHHS WH(QOPMATHBHBIX TApamMeTpoB
BBIXOJIHOTO CHTHAJIA.

6.3.2.3 OTHOCHTEIbHOE H3MEHEHHE BBIXOHOTO CHIHana &, 3a 8 4acoB HeNnpephIBHOH paboThl

xpomarorpada onpezensior no popmyse (3):

5, =1-X1’}_(;>q-100 3).

rae X — cpe/Hee 3HAYCHHE MAPAMETPa BHIXOAHOIO CHrHANA (IIIOMAIH MHKA, BPEMEHH yIepKuBa-
HHS1) B CEPUH IKCTIEPHMEHTOB;
X, — cpeiHee 3HaYeHHE MapaMeTpa BhIXOJAHOTO CHrHaja (MJIOMWIATH MTHKA, BDEMEHH yIepiku-
BaHHS) B CEPHH IKCIEPHMEHTOB 4epe3 8 yacoB HenpephiBHOH paboThL.

Vi3aMeHen#He BEIXOHOTO CHrHANA 07 He J0JDKHO MPEBHIIATH 3HAYCHHMI:

- 110 MJIOINAAY ITHKOB 3 %;
- 110 BPEMEHH Y/IepPKUBaHHUS 7 %.

7 O®OPMJIEHHE PE3VJIbTATOB ITOBEPKH

7.1 Pe3ynabTaTsl NOBEPKH XpoMaTopadoB 3aHOCAT B MPOTOKOJL.

7.2 TlonoxuTenbHble pe3yabTaThl NMOBEPKH XpomartorpadoB odopMmisioT Bbigauei cBHIe-
TEABCTBA B COOTBETCTBHH ¢ Ilopsakom mpoBeseHHs NMOBEPKH CPEJACTB H3MEpeHHii, TpeboBaHus K
3HAaKy NOBEPKH M COJEPKaHHIO CBHIETENLCTBA O MOBepKe (yTB. mpukazom Munnpomropra Poccun
Ne 1815 01 02.07.2015 1.).

7.3 Xpomarorpadsl, He yAOBAETBOpsIONIHE TpeOOBAHMSIM HACTOSLIMX PEKOMEHAINH, K 3KC-
IUTyaTalny He aonyckaiorcs. Xpomarorpadsl u3biMaloTes B3 obOpamenns. CBHAETENLCTBO O MO-
BEpKe M3bIMAIOT M BBIAAIOT M3BEIIECHHE O HEMPUIOAHOCTH C YKa3aHHEM MPHYHH B COOTBETCTBHH C
T[TopsiakoM TpoBelieHHs TOBEPKH CPEJCTB H3MepeHHH, TpeGoBaHMS K 3HAKYy MOBEPKH M COZEpiKa-
HHIO CBHIETE/ILCTBA O rMoBepke (yTB. npukazom Munnpomropra Poccun Ne 1815 ot 02.07.2015 ).

7.4 Tocne peMoHTa XpoMmartorpadbl MOABEPraloT MOBEPKe.

\
N

Hagansuuk cexropa ®I'VII "BHUUMC", k.X.H. //, O.J1. Pyrenbepr



[Ipunoxenune A

METOJUKA INTPUT"OTOBJIEHHUSI KOHTPOJIbHBIX PACTBOPOB
I'EKCAXJVIOPBEH30JIA B U30OKTAHE

1 CpeacTBa H3MepeHHH H PeaKTHBLI

- I'CO 7495-98 cocraBa rexcaxnopbeH3ona B H300KTaHE;

- Bechl aboparopHeie mo 'OCT OIML R 76-1-2011, ¢ Han6GoNbIIKMM [PEAENOM B3BELIHBA-
aus 200 r.;

- kos6bI MepHBIe THHA 2-100-2, 2-1000-2, TOCT 1770-74;

- MUIETKH THMa 6-2-1, 6-2-2, 'OCT 29227-91;

- u3ooktad Mapku 31 CTII TY COMP 3-042-06.

2 IIpuroToB/ieHHe cMecel reKcaxI0pOen30.1a B H300KTaHe

2.1 IlpuroToBneHue pacTBOpa ¢ MaccOBOH KOHIEHTpaLHel rexcaxaopbensona 10 mr/am’

B 6roxcy, MOMEImMEHHYIO0 Ha YalllKy aHAIMTHYECKHX BecoB, nmoMemarot 10 mr 'CO 7495-98
cocraBa rexcaxnopbensona. ITunerkoit BMECTHMOCTBIO 2 M JOGABIAIOT B OIOKCY 2 MJI H300KTAaHa,
II0CJIe YErO BBUTMBAIOT IOJIyYEHHYIO CMECh B MEPHYIO K06y BMecTHMOCThIO 1000 M. TTosropstor
JaHHYIO OIepanuio 2-3 pasa Juis MOJHOIO IepeHoca KOHTPOJIBHOro BellecTsa B KoiOy. JloBoaar
00BEM cMeCH B KOJIOE 10 METKH H300KTaHOM.

2.2 TIpAroTOBIIEHME CMECH € MACCOBOM KOHIIEHTpalHel rekcaxnopbensona 0,1 mr/am’

OT6PIpaIOT IUIETKOH 1 MJI CMECH ¢ MaccoBOH KOHIIEHTpaIHel rekcaxaopOeH3oia.

10 mr/am® u IIEPEHOCAT €€ B MEPHYIO Koby BMecTUMOCTEIO 100 Mit. JloBoasr 0ObéM cMecH B
K0JI6€ 0 METKH H300KTaHOM.

23 HganOBneHHe KOHTPOJIGHOM CMECH € MaccOBOH KOHLEHTpauHWell rexcaxyopbeH3ona
0,001 mr/om

OT6PIpaIOT C IIOMOMIBIO ITHITETKH 1 MJI CMECH ¢ MaccoBOi KOHIIEHTpaLuell rekcaxiopdeH3ona
0,1 mr/am’ u IIEPEHOCAT €€ B MEPHYIO Konby BMecTUMOCTEIO 100 Mit. JloBoaaT 00BEM CMECH B KOJI-
0€ 10 METKH H300KTaHOM.

KoHTposbHas cMech XpaHEHHIO HE TTOIEXHT.

24 HpPIl"OTOBJ'[CHPIC KOHTPOJILHOM CMECH ¢ MaccOBOH KOHLEHTpaUHUel rexcaxyiopbeHsolna
0,0001 Mr/m>

OT6npa10T ¢ MMOMOMLIBIO IMMIIETKH 1 MJI CMECH ¢ MaccoBOH KOHIEHTpalHel rexcaxiopbeH-
30ma 0,1 Mr/aM’ u IIEPEHOCAT €€ B MEpHYIO KosOy BMecTHMOCTEIO 1000 Mit. JloBoasaT 00BEM cMecH
B KOJIOE 10 METKH H300KTaHOM.

KoHTposbHas cMech XpaHEHHIO HE TTOIEKHUT.



