Xpomarorpagsi razossie TRACE 1300/1310
€ Mace-CNeKTPOMETPHYECKHMH 1eTeKTOPaMHu
ISQ, Q Exactive GC, DFS, TSQ 8000 Evo/Duo

MeTtoauka noBepKH

L P bAACZ- 16

Mocksa 2016 r.



Hacrosmas mertonmka pacnpocrpansercs Ha xpomatorpadsi razossie TRACE 1300/1310 ¢
Macc-CreKTpoMeTpHYecKHMA setekTopamu I1SQ, Q Exactive GC, DFS, TSQ 8000 Evo/Duo (nanee
- xpomarorpadsi), usrorasmusaemsie pupmoii "Thermo Fisher Scientific" CLLA, ¢upmoii "Thermo
Fisher Scientific" (Bremen) GmbH, ['epmanus, u ycranaBimBaeT METOARKY HX NEPBHYHOMN U NEpH-
OJIHYECKOH MOBEPKH.

WuTeppan mexay nosepkamu— 1 ro.

1 OITEPAIIMH MMOBEPKH

1.1 Tlpu npoBeeHnH NOBEPKH BHIMOIHSIOT ONEPAlHM, yKa3aHHbIe B Tabnuue 1.
Tabmuua 1

O6s3aTeIbHOCTL POBEACHHS
Homep OnepalyH npH
HaumenoBanue onepainu MyHKTa Me- BBIITYCKE W3
TOAMKH IIPOU3BOJICTBA HEpROACIECRON
noBepke
M M3 pEMOHTa
Bremnuii ocMoTp 6.1 Ja Jla
OnpoboBanne: 6.2
- Onpejie/leHHe OTHOIICHHA CHrHAN/myM (ans 6.2.1
Macc-CreKTpoMeTpruaeckux aerekropos ISQ, Q
Exactive GC, DFS, TSQ 8000 Evo/Duo)
Onpenenenne METPOIOrHYECKHX XapaKTePH- 6.3
CTHK
- ONpefie/IeHHe OTHOCHTENBHOIO CPEeaHEro 6.3.1 Jla Jla'
kBazpatiHyeckoro otkionerns CKO BeixoaHo-
IO CHTHAJIa
- OINpeJe/eHHe OTHOCHTEILHOI0 H3MEHEHHA 6.3.2 Jla Jla'
BBIXO/IHOTO CHTHaJa 3a 8 4acoB HenmpepbIBHOH
paboTh!
- OnIpe/iesieHne NoKas3areseif TOHHOCTH pe3yIlb- i Hei Tla®
TaTOB H3IMEPEHHH

"T1pu otcyrereun HJ] na MU, yTBepkaenHoii B ycraHoBneHHOM nopsake no TOCT P 8.563-
09.
2 ITpu namauuu HJ{ na MW,

2 CPEJICTBA ITOBEPKH

2.1 Ilpn npoBeieHAH NOBEPKH NPAMEHSIOT CAEAYIONIHE CPEACTBA MOBEPKH:

- I'CO 7495-98 cocrasa rekcaxnopben3ona;

- echl saboparopusie o 'OCT OIML R 76-1-2011, ¢ nauGonbmmmM npejenoM B3BeIIHBa-
Hua 200 r. -

- mukpommpnisl «azoxpom - 101», Bvectncoctsio 1-107 om’, TY25.05-2152-75; muk-
pommpust MII-10M, o6semom 10-107 en?, TY 2.833.106;

- mukpownpuiel «SGE-Chromatecy» BMCCTH{;OCTHO 1-107 oM wmm 10:107 o, TV 4321-
011-12908609-08; )

- K0s16b1 MepHBIe THNA 2-100-2, 2-1000-2, TOCT 1770-74;

- maneTku Tana 6-2-1, 6-2-2 'OCT 29227-91;

- aproH ra3oo0pa3Hbiii BEICOKOH 4ucTOTHL, TY 6-21-12-94;

- remii Mapku "6,0", TY 0271-001-45905715;

- u3o0oktad Mapku D1 CTII TY COMP 3-042-06;

- kononka KamuspHas TR-5ms (SQC) (15 M x 0,25 MM, Tonmuna dasst 0.25 Mxm);

- Konorka kanmwuspHas TR-5ms (30 m x 0,25 MM, Tomuuna dasst 0.25 Mrm).




Bce cpencTBa H3MepeHHit, HCIOb3yeMble IIPH MOBEPKe, T0DKHBI HMETh CBHJICTEILCTBA O TO-
Bepke, ['CO - nacnopra.

JlonyckaeTcsi MpUMEHEHHe APYTHX CPE/ACTB MOBEPKH € METPOJIOrHYECKHMH XapaKTepHCTHKa-
MH He XYK€ YKa3aHHBIX.

3 YCJIOBHS IMMOBEPKH M MOJAOTOBKA K HEN

3.1 Ilpu npoBeieHNH NOBEPKH COOIIOAAIOT CIIEAYIONINE YCIOBHA:

- TeMIIepaTypa OKpy’Kaiomero Bo3ayxa, °C or 15 no 27;
- atMocepHoe nasienue, klla ot 84 no 107;
- OTHOCHTE/IbHAs BJIQYKHOCTH BO31yXa, % ot 30 go 80;
- HANpPsOKCHNE MHTAHHA NEPEMEHHOro ToKa, B 220£10%

- 4acToTa MePEeMEeHHOro Toka, [’y 50£1%

3.2 lNoaroToBKy Xpomarorpada ¢ Macc-CeKTPOMETPHYECKHMH AeTekTopamu cepaii ISQ, Q
Exactive GC, DFS, TSQ 8000 Evo/Duo k noBepke BHINOIHAIOT B COOTBETCTBHH C PYKOBOJCTBOM
0 MX 9KCILTyaTalHy.

3.3 Ilepen npoBeeHHEM NOBEPKH IOTOBAT KOHTPOIbHBIE PACTBOPLI, HA3HAYCHHE H COAEPKa-
HHE aHAJTM3UPYEMBIX KOMIIOHEHTOB B KOTOPBIX MPHBE/ICHEI B TabHIe 2.

3.3.1 Ilpu npoBeieHHH MOBEpKH Xpomarorpada ¢ HHKEKTOpaMH, 00ecreYHBaIOIMMH IITPH-
11eBOH BBOJI JKHJIKHX NPo0, HCIOMB3YIOT KOHTPOJIBHBIE CMECH BEIIECTB, yKa3aHHble B Tabmuie 2.
Csmecu npuroTaBimBaloT coriacHo Ipunoxkenuio | kK HaCTOAIEH METOIHKE MOBEPKH.

Tabmuna 2

KonTtponsHoe Bele- Macrasnu xe- O6nem BBOAMMOH
Jlerexrop LEHTPALHA KOM-
CTBO/pPacTBOPHTENb 3 npoObl, MK
NOHEHTA, MI/IM
ISQ I'excaxopOeH30/1/H300KTaH 0,001 2
Q Exactive GC I"excaxsiopOeH30/H300KTaH 0,0001 1
TSQ 8000 Evo/Duo I"excax1opOeH30/1/H300KTaH 0,001 1
DFS I"excax1o0pOeH30/M300KTaH 0,1 2

4 TPEBOBAHMHS BE3OINACHOCTH

4.1 TpebGosanus 6e30MacHOCTH JO/DKHBI COOTBETCTBOBATH PEKOMEH/IALIHAM, H3JIOKCHHBIM B
PYKOBOJICTBE 10 IKCILTyaTalHy XpoMaTorpagoB ¢ Macc-CrieKTPOMETPHYECKAMHE JeTekTopamu ISQ,
Q Exactive GC, DFS, TSQ 8000 Evo/Duo.

5 TPEBOBAHHS K KBAJIHOUKAIIMHA NOBEPUTEJIEN

5.1 K npoBe/IeHHIO TIOBEPKH JOMYCKAIOTCS JIMIA, HMEIOIIHE OIBIT paboThl ¢ XpoMarorpadgamu
ra3oBBIMH ¢ Macc-crektpomerpuueckumu serekropamu ISQ, Q Exactive GC, DFS, TSQ 8000
Evo/Duo, H3y4HBIIHE PYKOBOJCTBO MO MX JKCIUTyaTalldH M METOAMKY MOBEPKH, HMEIOLIHE TEXHH-
geckoe o0pa3oBaHHe W HaBBIKH paboThl ¢ mpubopaMy.

6 MPOBEJEHHE ITOBEPKH

6.1 Bremnuii ocMOTp

I[Ipu BHEITHEM OCMOTpE YCTaHABIHBAIOT:

- COOTBETCTBHE KOMILIEKTHOCTH npubopos Tpebosanusam HJI;

- OTCYTCTBHE BHENIHHX IOBPEXACHHH, BAHSIONMX Ha paboTocnocobHOCTE XpomaTrorpados U
JAETEKTOPOB;

- HCTIPaBHOCTH MEXAHHU3MOB U KPEMEkKHbIX JIeTaleH;




- YeTKOCTh HAIIIHCEH Ha TULEeBOH NnaHeu;
- MPaBHIILHOCTH PasMeIleHHs xpomarorpada Ha paboueii NOBEPXHOCTH CTOJIA, HATHYHE MOA-
BEJIEHHBIX K XpoMaTorpady rasoBbiX KOMMYHHKALIHA.

6.2 Onpobosanne

6.2.1 BemonnsioT npoOHBI BBOJ KOHTPOJILHOM CMECH B Xpomarorpa ¢ moMompbio MHK-
POIINPHIA BPYYHYIO HJIH IIPH NOMOIIH aBTOMaTHYECKOro npodbootdopHHUKa.

6.2.2 TIpoBoaAT BH3yanbHBIH aHATH3 XPOMATOrpaMMBbL Y IOBJACTBOPHTEILHOH MPH3HACTCS
XpOMaTorpamMMa, XapakTepH3yolascs caeayOMUMH MPH3HAKAMH!

a) OTCYTCTBHEM Hepa3/Ie/IeHHBIX MHKOB;

6) cumMMeTpHYHOM (HOPMOIH TTHKa KOHTPOJIBHOIO BEIECTBA;

B) BPEMEHEM BBIX0/Ia KOHTPOJIBHOIO BEleCTBa B HHTEpBaie oT 2 10 12 MHH.

IIpH noTyYeHHH XPOMATOrPAMMBI, HE YAOBIETBOPSIONIEH NMPHBEACHHLIM Bblllle TPEOOBAHH-
sIM, TIPOBEPAIOT PEKUMHBIE TapaMeTpbl Xpomatorpada u MOBTOPSIOT ONEpalHH ONPOOOBAHH.

6.2.2 Onpenenenne YYBCTBHTEILHOCTH (oTHOLOEHHE CHIHAN/LIYM) Mmacc-
CIIEKTPOMETPHYECKHX JIETEKTOPOB.

6.2.2.1 OnpezieneHye YyBCTBUTENLHOCTH (OTHOIIEHHE CHTHAN/IIYM) MPOBOAAT B YCIOBHIAX,
ykaszaHHbIX B 1.3. HacTpoHKH peXHMOB MOHH3ALIMH, CKAaHHPOBAaHHA, NCTCKTHPOBaHUS, ITPH KOTO-
PBIX MIPOBOJAT ONpe/ie/ieHHe YyBCTBHTEIbHOCTH NpUOOpa, 3a1al0T B COOTBETCTBHH ¢ PYKOBOACTBOM
o akcryaranun MCJL

6.2.2.2 KOHTpOJIBHBIH pacTBOp rekcaxJopOeH301a IPUTOTaBIHBAIOT B cOOTBETCTBHM C [IpH-
noxenneM 1. IMocse Bexoma xpomarorpada ¢ MCJ/I Ha pexuM KOHTPOJIbHBIH PacTBOp B COOTBET-
cTBuH ¢ TaGnuIel 3 BBOAAT BPYYHYIO IINPHLIOM HJIH IPH TOMOIIH aBTOMATHYECKOro nmpo6ooTdop-
HHKa.
Tabmmua 3

OoneM
BBOJIAMOM

npoOBbI,

MKII

Koutpomu- | KontpomeHoe | MaccoBas KoH-
pyeMblii | BemecTBO/pacT- | LEHTPALHA KOM-
HOH BOPHUTENb TIOHEHTa, MI/ M

PexuM ckanupo-

MCA BaHHsA

pexuM Scan
200-300 a.e.m.,
ISQ ckopocts 2 ckan/c, | 284 a.em. | 'Xb/u3zookran 0,001 2
H3MEpPEeHHE 10

macce 284

pexum Scan
200-300 a.e.m.,

ckopocts 2 ckan/c, | 284 a.em. | I'Xb/uzookran 0,0001 1
H3MEpEeHHE M0
Mmacce 284

Q Exactive
GC

pexum Scan
200-300 a.e.m.,
DFS ckopocts 2 ckan/c, | 284 aem. | I'Xb/uzookran 0,1 2
H3MEpeHHe 10

Mmacce 284

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

macce 284

TSQ 8000
Evo/Duo




6.2.2.3 3paueHHe OTHOMICHHS CHTHAJ/IIYM ONpPeAeNsiOT myTeM 00paboTKH MONyYeHHOro pe-
3yIbTaTa aHajau3a KOHTPOJBLHOro obpasia pacyeTHOW NpPOrpaMMoM, YCTAaHOBIIEHHOHW B CHCTEME
cbopa 1 00paboTKH JaHHBIX.

6.2.2.4 TlpubGop curTaeTcs BbIACPKABIIKM OBEPKY, €CJ/IH [10JIYYE€HHbIE 3HAYEHHs OTHOIIEHHS
CHTHAJI/IIYM Y/IOBJIETBOPSAIOT TPeGOBaHUAM, TPUBEICHHBIM B Tabuuiie 4.

Tabnuua 4
KonTponsnoe Bele- OTHOWEHHe CHTHAN/ITYM T MCJT
CTBO/pacTBOPHTEH HE MEHee
600:1 ISQ
3000:1 Q Exactive GC
I'’Xb/u3ookTan 25:1 DNeKTPOHHBIH yaap DFS
1000:1 TSQ 8000
Evo/Duo

6.3 OnpezneneHne METPOJIOTHYECKHX XaPaKTePHCTHK

6.3.1 Onpenenenune otHocTHTeAbHOr0 CKO BBIXOIHOrO CHrHANA

6.3.1.1 BBOAAT B MHIKEKTOP-HCMAPHTE/b ¢ MOMOIIBI) MHKPOLIIPHIA 5 MK/ KOHTPOJIBHOTO
pacTBOpa H BOCIPOM3BOAAT Ha JUCILIEE XPOMATOIPaMMY.

6.3.1.2 ®uKCHPYIOT BpeMs yAePKHBaHHA B MHH (7 ) M NUIOIIA1bL MHKA KOHTPOJIBLHOTO Bellle-

cTBa (S)) B eAMHHALAX yKa3aHHBIX B MyHKTe 6.2.2.4.

6.3.1.3 TIloBropstoT onepanus 1o m.m. 6.3.1-6.3.2 necsrs pas.

6.3.1.4 Ornocutenbioe CKO BBIXOAHBIX CHIHAIOB (BPEMEHH yAEPKMBAaHHS H IUIOMAIH [TH-
Ka) BeIHCIAIOT 1o popmynam (1,2):

6] = § (1)3
rae S, — [-TO€ 3Ha4YeHHE IUIOLIA/H THKa;
S - cpennee apudMeTHIECKOE 3HAYCHHE TLIOMIAIN TTHKA,
1 — YHCJIO H3MEPEHHIA.
5 = ),

rae [, —i-Toe 3Ha4YeHHE BPEMEHH YIACPKHBAHUS;

f —cpennee apupMeTHUECKOE 3HAUCHHE BPEMEHH Y/IEPKHBAHHS;
N — 9HUCII0 H3MEPEHHH.

6.3.1.5 Haiinenubie 3Ha4eHUs HE J0KHBI NPEBBINIATH MPEJeN J0MYCKAaeMbIX 3HAYeHHH OTHO-
curenbHOro CKO BBIXOHBIX CHIHAIOB:
- 110 BPEMEHH YepP)KHBaHHS 2 %;
- 110 TUIOIIAAH MHKA 5%.

6.3.2 OnpeziesieHHe OTHOCHTEILHOTO H3MEHEHHS BBIXOJHOIO CHIHAJA 3a 8 4acoB HEIpephIB-
HOH paboTel Xpomarorpada.

6.3.2.1 IlpoBoasaT onepauuu no . 6.3.1 u onpeaensior cpeHue apudMeTHIECKHE 3HAYCHHS
MapaMeTPOB BBIXOHOIO CHIHAIA (BPEMEHH Y/ep/KHBAHHS, IUIOIIA/H [THKA)




6.3.2.2 Yepes 8 uacoB HenpepBhIHOH paboThl Xpomaropada MOBTOPAIOT H3MEPEHHS MO II.
6.3.1 u onpexenslOT cpeaHHe apH(METHYECKHE 3HAYEHHS WH(POPMATHBHBIX TapaMeTpoB
BBIXOZHOTO CHTHAJA.

6.3.2.3 OTHOCHTEIbHOE H3MEHEHHE BBIXOJHOTO CHTHaNa &, 3a 8 4acoB HeNpephIBHON paboTh

xpomarorpada onpezensior no popmyse (3):

5 =1~X’)_(;)q-100 3).

rae X — cpejHee 3HAYEHHE apaMeTpa BHIXOAHOTO CHrHANA (I/IOIMAN MK, BPEMEHH Y/IepiKHBa-
HHS) B CEPHH IKCIIEPHMEHTOB;

X, — cpelHee 3HaYeHHE MapaMeTpa BHIXOJHOTO CHrHAlA (MJIOMAIM MTHKA, BPEMEHH yIEpKH-
BaHMS) B CEPHH IKCTIEPHMEHTOB 4epe3 8 4acoB HenpephIBHOM paboTsl.

N3mMeHeHne BBIXOIHOrO CHrHAMA 5? HE JOJIKHO NPEBRIIATH IHAYCHHH:

- 110 TUIOLIA/ ! MTHKOB 3 %:
- 110 BPEMEHH Y/I€PKHBAHHA 7 %.

7 O®OPMJIEHHE PE3YJBTATOB ITIOBEPKH

7.1 Pe3ynbTarhl NOBEPKH XpoMaTopad)oB 3aHOCAT B MPOTOKOJL.

7.2 TlonoxuTenbHBIe pe3yabTaThl MOBEPKH XpomartorpadoB odopMisioT Bbigauei cBHIe-
TENBCTBA B COOTBETCTBHH ¢ [lopsiaxoM nmpoBeeHHs MOBEPKH CPEACTB M3MepeHHi, TpeboBaHus K
3HAaKy NOBEPKH M COAEPKaHHIO CBHIETENLCTBA O MOBepKe (yTB. mpukazom Munnpomropra Poccun
Ne 1815 o1 02.07.2015 1.).

7.3 Xpomarorpadsl, He yIOBIETBOpSIONIHE TPeOOBAHMAM HACTOAIMX PEKOMEHIALHH, K 3KC-
IUTyaTalllH HE AonyckaioTcs. Xpomarorpadsl H3bMaloTes B3 oOpamenus. CBHAETENBLCTBO O MO-
BEpKE M3BIMAIOT W BBIIAIOT H3BEINEHHE O HEMPHIOJHOCTH C YKa3aHHEM NPHYHH B COOTBETCTBHH C
T[TopsakoM MpoBeleHus MOBEPKH CPEJCTB M3MepeHHH, TpeOoBaHMS K 3HAKYy MOBEPKH M COZEpkKa-
HHIO CBH/IETE/ILCTBA O roBepke (yTB. npukazom Muunpomropra Poccun Ne 1815 ot 02.07.2015 1),

7.4 Tlocsie pemoHTa XpoMatorpads! MOABEPraloT MoBEpPKe.

Hagansauk cexropa @I'YII "BHUUMC", k.X.H. //, O.J1. Pyrenbepr



[Tpunoxenune A

METOJIUKA ITPUT'OTOBJIEHUA KOHTPOJILHBIX PACTBOPOB
I'EKCAXJVIOPBEH30JIA B U300KTAHE

1 CpeacTBa H3MepeHHH H PeaKTHBLI

- I'CO 7495-98 coctaBa rekcaxjopOeH30/1a B H300KTaHE;

- Bechl naboparoprsie 1o 'OCT OIML R 76-1-2011, ¢ HauGobUINM NIPEAETIOM B3BEIUMBA-
ausg 200 r.;

- Konbs!I MepHBIe THNA 2-100-2, 2-1000-2, TOCT 1770-74;

- MMNETKY THna 6-2-1, 6-2-2, TOCT 29227-91;

- n3ooktad Mapku 31 CTII TY COMP 3-042-06.

2 IIpuroToB/ieHHe cMecell reKcaxJI0p0en30./1a B H300KTaHe

2.1 IlpuroToBaeHHE PacTBOpa C MacCOBOM KOHIEHTpaLHel rexcaxnopbensona 10 mr/om’

B 6roxcy, moMemERHYI0 Ha YallKy aHAIMTHYECKHX BecoB, moMemaror 10 mr I'CO 7495-98
cocTaBa rexcaxjaopbensona. Ilunerko#t BMECTHMOCTBIO 2 M 106GaBIIAIOT B GIOKCY 2 MJI H300KTaHa,
IOCJIE Y€ro BBUIMBAIOT IONYYCHHYIO CMECh B MEPHYIO K076y BMecTHMOCThi0 1000 M. IToBTOpsIOT
AaHHYIO Ollepainuio 2-3 pasa JUld MOJHOTO NEpeHoca KOHTPOJIBHOTO BemecTsa B Kojby. JloBoaar
00BEM cMeCH B KOJIO€E 10 METKH H300KTaHOM.

2.2 TIpAroToBIIEHME CMECH ¢ MAacCOBOH KOHIIEHTpaluel rekcaxnopbensona 0,1 mr/am’

OT6HpaIOT IHUOETKOR 1 MIT cMecH ¢ MaccoBOH KOHIIEHTpaLueit rekcaxaopOensona.

10 Mr/om’ 1 IIEPEHOCAT €€ B MEpHYIO konby BMecTuMocThio 100 Mi1. JloBoaar o0béM cMecH B
Ko0J16€ 10 METKH H300KTaHOM.

23 HgHrOTOBneHHe KOHTPOJIEHOM CMECH ¢ MacCOBOH KOHLEHTpauWeH rexcaxyiopbeH3ona
0,001 Mr/mm

OT6PIpaIOT C MOMOIIBIO MUNETKH 1 M CMECH C MaccoBOH KOHLEHTpanuel rekcaxjaopbensosa
0,1 mr/am’ u IIEPEHOCAT €€ B MEPHYIO Konby BMecTumocThio 100 Mit. JloBoaaT o6bEM CMeCH B KOJI-
0€ 10 METKH U300KTaHOM.

KonTtpospHas cMech XpaHEHHIO HE MTOUTEKHT.

24 HpHrOTOBneHHe KOHTPOJILHOH CMECH C MacCOBOH KOHIEHTpauued rexcaxyiopbeHsona
0,0001 MI‘/I[M

OTGHpaIOT C MOMOILIBIO IHIETKA 1 MJI CMECH ¢ MaccoBOM KOHIEHTpaluel rexcaxjiopOeH-
3oma 0,1 mr/aM’ 1 NIEPEHOCAT €€ B MepHYI0 Kosiby BMecTiMocThio 1000 mit. JloBoasar o0béM cMecH
B KOJIO€ IO METKU H300KTaHOM.

KonTtponbHasg cMech XpaHEHHUIO HE TOUTEKHT.



