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Hacrosimas Metoauka pacrpocrpaHsiercss Ha xpomarorpadel rasoBsile TRACE 1300/1310 ¢
Macc-crnekTpoMetpudyeckuM aetektopoMm Exactive GC (manee — xpomarorpadbl), H3roTaBliuBacMble
¢upmoii "Thermo Fisher Scientific" (Bremen) GmbH, I'epManus, u ycraHaBIuBaeT METOJIMKY HX IEp-
BHYHOM U NEPHOINYECKOH MOBEPKH.

WuTepBan Mexay nosepkamu — 1 rof.

1 OIEPALIUU MOBEPKH

1.1 Ipu npoBeeHuH OBEPKH BHIIOIHAIOT ONEpalluy, yKa3aHHble B Tabaune 1.
Tabnuna 1

HAnMeHOBAHYE OTEPAIHH Homep HpOBeJICHPI% onepaluy npu nosepjce
MyHKTa IlepBuunoit Ilepuonuyeckoii

Bremnwmii ocMoTp 6.1 Ha Ha
Omnpo6oBanue 6.2
Omnpenenenue OTHOLIGHUS CHUTHAVIIYM JUIA 6.2.3
Macc-CIeKTpoMeTpu4ecKoro nerekropa Exactive
GC
Ornpe nenteHue METPONOTHYECKUX XapaKTE PUCTHK: 6.3

- OIIpeJIeNIeHHe OTHOCHTENIBHOTO CpeIHeKBa/I-
paruuHoro otkinoHeHus: CKO BexonHoro curnana  6.3.1 Ha Jla"”

- oIpe/ieieHHe OTHOCHUTENBHOTO H3MEHEHHS
BBIXOJHOTO CHUTHajia 3a 8 4acoB HeNpepbIBHOM 6.3.2 Ha Jla"
paboThl

- ompeleleHUE IIOKa3areaeil TOYHOCTH pe-
3yJIbTATOB U3MEpEHU 6.3.3 Her Jla”

ITpumMeuanus.

Y IIpu orcyrerun HJI Ha MU, yTBEpXKJIeHHOM B ycTaHoBiieHHOM nopsake o 'OCT P 8.563-09.
2 [Ipu namuuu HJ{ na M.

2 CPEACTBA NIOBEPKHA

2.1 Ilpu mpoBenieHuy NOBEPKU IPUMEHSIOT CJIeAYIOINHE CPEACTBa IIOBEPKH:

-T'CO 9106-2008 cocraBa rekcaxiiopOeH301a;

- Bechl naboparopusle no 'OCT OIML R 76-1-2011, ¢ Han6GonpiuuM mpeaesioM B3BeLIMBaHUS
200r.;

- muxpommpuubl «azoxpoM - 101», BMectumocteio 1-107 cM®, TY25.05-2152-75; Muxk-
poutmpuns: MII-10M, o6semom 10-107 eM®, TV 2.833.106;

- Mukpommpunsl «SGE-Chromatecy Bmectucoctsio 1-107 em® mma 10-107 eM®, TV 4321-011-
12908609-08,;

- kon6b1 MepHBIe 2-100-2, 2-1000-2, 'OCT 1770-74;

- mMIeTKH 6-2-1, 6-2-2 'OCT 29227-91;

- u3ooktaH Mapku D1 CTII TY COMP 3-042-06;

- konoHka KarutapHas TR-5ms (SQC) (15 m x 0,25 MM, TonmuHa ¢azer 0.25 MkM);

- KojioHKa KaryuispHast TR-5ms (30 M x 0,25 myM, TommuHa ¢aser 0.25 MkM).

Bce cpencrBa uaMmepeHui, UCMONb3yeMble NIPY NOBEPKe, NOJDKHBI HMETh CBHJETENBCTBA O IIO-
Bepke, 'CO - nacnopra.

HomnyckaeTcs NpuMEHEHHE aHAOTHYHBIX CPEJCTB INOBEPKH, O0EeCHeYHBAIOIMX OIpe/eleHHe
METPOIOTHYECKHX XapaKTepucTHK noBepseMbix CH ¢ TpeOyeMoit TO9HOCTBIO.




3 YCJIOBHS HOBEPKH U MOJINOTOBKA K HEHA

3.1 I'lpu npoBeeHUH OBEPKH COOMIOAIOT ClIEAYIOIIUE YCIOBHUS:

- TeMIepaTypa OKpyKalolero Bo3ayxa, °C ot 15 mo 27;
- atMoc¢epHoe aapienue, klla ot 84 o 107,
- OTHOCHTEIIbHAS BIaXXHOCTH BO3yXa, %o ot 30 mo 80;
- HallpsKeHHe UTaHUA IepeMeHHoro Toka, B 220+10%

- YaCTOTa IIEPEMEHHOr0 TOKa, [ 11 50+1

3.2. TloaroToBky xpoMarorpaga rasoBoro ¢ Macc-cleKTpoMerpudeckuM aeTekropoM Exactive
GC x noBepke BHINOIHAIOT B COOTBETCTBUU C PYKOBOACTBOM IO 3KCILTyaTalMH.

3.3 [lepea npoBeAeHHEeM NOBEPKU FOTOBAT KOHTPOJIbHBIE PACTBOPHI, HA3HAYEHHE H COJIEPIKAHUE
AHAU3HPYEMBIX KOMIOHEHTOB B KOTOPHIX NpHBeAeHs! B Tabnuile 2.

3.4 Tlpu npopeneHHH MOBepKU XpoMmarorpada razoBoro ¢ MHXEKTOpaMH, 0OecreYyuBalolIuMH
IIIPHIIEBON BBOJ XKUAKUX MPOO, HCIOIB3YIOT KOHTPOIbHBIE CMECH BEIECTB, YKa3aHHbIE B Tabnuile 2.
CMecu npUroTaBIuBaioT corniacHo [Ipunoxenuro 1 k HacTosAIeld METOJUKE IOBEPKH WIIH MCTIONB3YIOT
rOTOBBIE.

Tabnuua 2
MCUI KonTtponbHoe Berie- MaccoBas KOHLIEHTpAI O6beM BBOAUMOI1 TPOOBI
CTBO/pacTBOPHUTEND KOMIIOHEHTA (MI‘/,Z[M3) (MKJ1)
Exactive GC [excaxmnopbenzon/ 0,0001 2
U300KTaH

4 TPEBOBAHUS BE3OITIACHOCTH

4.1 Tpebopanus 6e30macHOCTH HU3IOXKEHHI B PYKOBOACTBE 1O 3KCIUTyaTallud XpoMaTorpagos ra-
30BBIX C Macc-clieKTpoMeTpu4YeckuM AerekropoM Exactive GC.

5 TPEBOBAHUS K KBAJIM®UKAITUA IOBEPUTEJENA

5.1 K mpoBe/leHHIO MOBEPKU JOMYCKAXOTCS JIUIA, UMEIOLIUE ONBIT paboTsl ¢ XpoMaTorpadpamu
razoBbIMH C Macc-creKTpoMerpuyeckuM ngerekropoM Exactive GC, m u3ydyuBIIHe pYKOBOJACTBO IO
3KCILTyaTallid U METOAUKY TOBEPKH, HMEIOIIHE TeXHU4YecKkoe 00pa3oBaHie U HaBbIKK pabOThI C IpH-
6opom.

6 IIPOBEJEHUE HOBEPKH

6.1 Bremnuii ocMoTp

6.1.1 IIpu BHeUIHEM OCMOTpE YCTaHABIUBAIOT:

- COOTBETCTBUE KOMIUIEKTHOCTH IpubopoB TpeboBarmsam HJL;

- OTCYTCTBHE BHEIIHUX MOBPEXICHUH, BIUAIOMUX Ha paboTtocnocobHOCTs XpoMarorpada u Je-
TEKTOPa;

- UCIIPAaBHOCTH MEXAHU3MOB H KpeIe)XXHBIX JeTaleH;

- YeTKOCTb HaAIHCeH Ha JIMIEBOH MaHelH;

- IPaBUIBHOCTH pa3MelleHus xpoMarorpagda Ha paboueil IOBEPXHOCTH CTONA B COOTBETCTBUH C
P3;

- HaJIH4Ke MOJABENECHHBIX K XpoMaTorpady razoBelXx KOMMYHHKAIMN U NIOJAaBaeMbIX ra3oB COOT-
BETCTBYOIIEH TpeboBaHUAM PO 4nCTOTHL




6.2 OnpoboBanue

6.2.1 BhIMONHAIOT NpoOHBIA BBOA KOHTPONBHOM CMecH B Xpomarorpad) ¢ MOMOIIBIO MHK-
POLUNIpPHIIA BPYYHYIO MM IPH IOMOLIY aBTOMATHYECKOro IpobooTOOpHIKA.

6.2.2 [IpoBoisaT BU3YaJIbHBIA aHAIM3 XPOMATOTPaMMBL Y JOBJIETBOPUTENHHON NPU3HAETCSA XPO-
MaTorpamMMa, XapaKTepU3yIomasics ceAyIOUMMU IPU3HAKAMM :

a) OTCYTCTBUEM Hepa3JelIeHHBIX ITHKOB,

6) cummMeTpu4HOI GopMOii MHKA KOHTPOJIBHOTO BEIIECTBA,

B) BpeMeHeM BBIX0/1a KOHTPOJIPHOT'O BELIECTBA B MHTEPBAJIE OT 2 10 12 MHH.

[Ipy mojiydeHHH XpOMATOrpaMMbl, HE YIOBJETBODSIOMEH NPHBEACHHBIM BhIlE TPeOOBAHHUAM,
IPOBEPSIOT PEXXUMHBIE TapaMeTphl XxpoMaTorpada 1 MOBTOPSAIOT ONEpallii OnpoOOBaHHS.

6.2.3 OmnpeneneHue YyBCTBUTENBHOCTH (OTHOIIEHHE CUTHAJ/IIYM) MacC-CIEKTPOMETPUYECKOTO
JETEKTOpA.

6.2.3.1 Onpenenenne 4yBCTBHTENFHOCTH (OTHOIIEHHE CUTHAJ/IIYM) IPOBOJAT B YCJIOBUAX, YKa-
3aHHBIX B 11.3. HacTpoiiky pexxuMOB MOHM3aLHUK, CKAHUPOBAHUA, NeTEKTHPOBAHUS, IIPH KOTOPHIX MpPO-
BOJIIT OmpeieieHHe YyBCTBHUTENBHOCTH NPUOOpa, 3a/1al0T B COOTBETCTBMU ¢ PYKOBOACTBOM MO 9KC-
wiyatamud MCJI.

6.2.3.2 KoHTpoNbHBIM pacTBOp rekcaxiopOeH3071a MPUTOTaBIMBAIOT B COOTBETCTBHH ¢ [Ipuio-
xenueM 1. [locne Brxozma xpomarorpaga ¢ MCJ Ha pexxM KOHTPOJBHBIA PAaCTBOP B COOTBETCTBUH C
Tabsmitell 3 BBOAAT BPYUHYIO MIIPHUIIOM KM NPU MOMOIIH aBTOMAaTHYECKOTO MPOo60oTOOPHHUKA,
Tabmuna 3

Macca BBo-
Konrponu- KontponsHoe
. mimoro KoH- | O0bem
MC[, PexxuM ckaHHpOBaHUA pyeMBblit BEIIECTBO/
TPONBHOIO | MPOOBI
HOH pacTBOpHTENb
BEIIECTBA
pexum Scan
Exactive 200-300 a.e.m. I'excaxnop6enson/
’ 284 a.e.m. P 0,1 or 2 MK
GC CKOPOCTD 2 CKaH/CeK, M300KTaH
u3MepeHHe 1o Macce 284

6.2.3.3 3HaueHHe OTHOILIEHHUS CHTHA/IIYM OmpeneiseTcs IMyTeM oOpaboTKH MOIyd4eHHOro pe-
3yJbTaTa aHATU3a KOHTPOJIBHOTo 00pa3iia pacyeTHON NporpaMMoli, yCTaHOBIEHHOH B CHCTeMe cbopa
U 00pabOTKH JaHHBIX.

6.2.3.4 TlpubGop cuMTaeTcs BBIAEPKABIIMM IOBEPKY, €CIU MOJIyYEHHbIE 3HAYEHUS OTHOIICHHS
CUTHAJI/IyM YAOBJETBOPSIOT TpeOOBaHUAM, IPUBEJEHHBIM B Tabnuile 4.

Tabmuna 4
KontponeHoe Beme- OtHoluenue cur-
MCJ R . PexuM noHHU3amu
CTBO/pPacTBOPHTEIND HaV/IIyM, HE MEHee
; I'excaxmopbenzon/ .
Exactive GC p 3000:1 DNeKTPOHHBIA yIap
H300KTaH

6.3. OnpeneneHue METPOTOTHYECKHUX XapaKTEPUCTHK

6.3.1 Onpenenenne otHocTUTENbHOT0 CKO BHIXOJHOTO CHIrHANA

6.3.1.1 BpomaT B MHXXeKTOp-UCHapuTeNb 4 MK KOHTPOJIBHOTO PacTBOPa ¢ IOMOLIBK) MHK-
POILUNpHITa B BOCTIPOU3BOAAT Ha JUCIUIEE XPOMATOrPaMMY .

6.3.1.2. ®ukcupyroT Bpems yAepXHBaHus (f;) U IUIomab NHKa KOHTPOJIBLHOTO BEIIECTBA (S;)B

€IUHUIAX YKa3aHHBIX B II. 6.2.3.4.
6.3.1.3 IToBropsroT onepanuy mo m.u. 6.3.1 - 6.3.2 gecarts pas.
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6.3.1.4 OtHocutensHoe CKO BHIXOAHBIX CHTHANOB (110 BPEMEHH YICPKHUBaHHA M IUIOLIAIH IIH-
Ka) BEIYHCIAOT 1o Gopmynam (1-2)

100
6, =—= (1),
S
rae S, —i-Toe 3Ha4YCHHE IUIOAIH ITHKa,
S — cpennee apudMeTHIECKOE 3HAUCHHE ILTOMIAIHN TIHKA;
n — YHCJIO H3MEPEHUH.
),

e t, — i-Toe 3HaYeHHe BPEMEHH y/Iep)KUBAHHS;

t —cpennee apru(METHYECKOE 3HAYCHHE BPEMEHH YIEPKHUBAHHUS,
n — YUCIIO U3MEPEHHH.

6.3.1.5 Ionyuenusie 3HadeHus oTHOCHTENbHOr0 CKO BHIXOAHOTO CHIHaNa HE JOKHBI IIPeBbI-
11aTh:

- [10 BPEMEHH YJe€P)KUBAHUSA 2 %;

- 11O IJIOIIAIH TTHKA 5 %.

6.3.2 Onpenenenne OTHOCHTENBHOTO H3MEHEHHS BBIXOJHOrO CHTHaNA 32 8 4acOB HENPEPBIBHOM
paboTsl xpomarorpada

6.3.2.1 IlpoBoaar omepanuu no m. 6.3.1 ¥ ONpeNeisIOT cpeaHHue apuMeTHYECKHue 3HAYCHUS
IIapaMETPOB BHIXOAHOIO CHTHAIA (BpEMEHH yAep)KHBaHMs, IUTOLIAIM THKa).

6.3.2.2 Yepes 8 wacoB HenpepBbIHO#H paboTH XpoMaTopaga NOBTOPAIOT H3MepeHH s 1o 1. 6.3.1 1
OIpeeIAI0T CpeIHKe apHpMeTHIeCKNe 3HA9EH s BEIXOJHOrO CHTHAIa.

6.3.2.3 OtHOCHTENBHOE H3MEHEHHE BBIXOJHOTO CHrHala &, 3a 8 4acOB HENpPepbIBHOH paboTH!
I'X paccuutbBaiot 1o gopmyie (3)

) =M-100 (3)
T "X ?

rie X, X, — cpelHHe 3Ha4YeHH BBIXOHOTO CHIHaNla (IUIOIIAAH [THKA, BpEMEHH Y/IEP)KUBaHHA), H3Me-
peHHble B Hadalle ¥ KOHIIEe 8~-MH 4acOBOro NEPHOa, COOTBETCTBEHHO.

6.3.2.4 Tlony4eHHBIe 3Ha4eHUS] OTHOCHTENBHOrO H3MEHEHHS BEIXOAHOTO CHTHaNIa 8, HE JOJDKHO

IpeBHIIATh:
- IO IUIOIIATHY ITHKOB 3 %,
- 11O BPEMEHH yJIep)KHBAHUA 7 %.

6.3.3 Ilpu npoBeNleHNH IEPHOAMYECKOM ITOBEepKH XpoMaTorpagos, skciuryatupyemsx o HJ na
MeTOAHKH, oTBeqaromuM TpebosanusaM 'OCT P 8.563-2009, npoBepsroT moka3arelnH TOYHOCTH pe-
3yJIbTaTOB M3MEPCHHH B COOTBETCTBHH C MpOLEAypaMHM M HOpMaTHBaMH KOHTPOJA, pETrJaMEeHTHpPO-
BaHHEIMH B METOJIMKE M3MEpeHHH.



7 O®OPMJIEHHME PE3YJIbTATOB ITOBEPKH

7.1 Pe3ynbTarsl NOBEPKH XpoMaTorpad)oB 3aHOCAT B MPOTOKOJ IIPOU3BOJILHOH HOPMBL

7.2 TlonoxuTensHble pe3ynbTaTsl MOBEpKH XpoMmarorpadoB o(pOpMIIOT BblZladeil CBHIETENb-
CTBa B COOTBETCTBHH ¢ [TopsiikoM mpoBeeHNs MOBEPKH CPEACTB U3MepeHuit, TpeOOBaHHA K 3HAKY I0-
BEPKH H COJIep>KaHHIO CBUIETENILCTBA O IoBepke (YTB. mpuka3oM Munnpomropra Poccun Ne 1815 ot
02.07.2015r.).

7.3 Ha xpomatorpadbl, He YIOBJIETBOPSIOIKE TPeOOBAHMAM HACTOAIIEH METOAMKH HNOBEPKH,
BBIZIAIOT M3BEINECHHE O HEMPUTOAHOCTH ¢ yYKa3aHHEM HpH4YHH B coOTBeTCTBHH C [lopsakom mposesne-
HHs IOBEPKH CPEACTB H3IMEPEHHH, TpeOOBaHHS K 3HAKy NOBEPKH U COAEPKAHHIO CBHIETENLCTBA O HO-
Bepke (YTB. mpukazoM Munnpomropra Poccun Ne 1815 or 02.07.2015 1.).

Havansuuxk ornena ®I'YII "BHUNUMC" %ux M o C.B. Buxposa

Hauanerux cekropa ®T'YIT "BHUMMC", k x.1. / 0.JL. PyrenGepr
/



[punoxenue 1

METOJHUKA ITPUT'OTOBJIEHUA KOHTPOJIbHBIX PACTBOPOB
I'EKCAXJIOPBEH30JIA B U300KTAHE

1 CpencTBa U3MepeHHH U PeaKTHBLI

-I'CO 9106-2008 coctaBa rexcaxjopOeH30J1a B H300KTaHE;

- Bechl JabopatopHeie mo 'OCT OIML R 76-1-2011, ¢ HauGosbmuM npeenoM B3BEIIHBAHUS
200r.;

- kon6r1 MepHEIe Tuna 2-100-2, 2-1000-2, TOCT 1770-74;

- mHneTky Tana 6-2-1, 6-2-2, TOCT 29227-91;

- u3ookTal mapku 21 CTII TY COMP 3-042-06.

2 llpuroroBiieHne cMeceil rekcaxJiopdeH30/1a B H300KTaHe

2.1 [IpuroToBieHHe pacTBOpA C MAacCOBOH KOHIICHTpanuel rexcaxiaopbensona 10 MI/IM.

B 6rokcy, mOMEImEHHYIO Ha YalIKy aHATHTHYecKHX BecoB, nomemaror 10 mr I'CO 9106-2008
cocTaBa rekcaxjopbensona. [InuneTkoii BMecTUMOCTBIO 2 M J00aBIsiOT B OIOKCy 2 MJ H300KTaHa,
II0CJIe YEero BLUIMBAIOT IOJYYEHHYIO CMECh B MEpHYIO kKoyiby BmecTuMocThio 1000 mi. [ToBTopsror
JaHHYIO OIepamuio 2-3 pasa Uil IOJIHOTO IepeHoca KOHTPOJILHOTO BenlecTsa B konby. JloBoasaT 065-
€M cMecH B KoJibe 10 METKH H300KTaHOM.

2.2 [IpuroToBienue pacTBopa c MacCOBOH KOHIIEHTpaluel rekcaxiaopbensona 0,1 Mr/mm’

Ot6uparoT muneTkoi 1 MJI pacTBOp € MaccoBOH KOHILIEHTpalueH rexcaxiopbensona 10 mr/ oM’
U [IEPEHOCAT ero B MEpPHYIO koyiby BMectumocThio 100 mit. JloBoasaT 065éM pacTBOpa B Koabe 10 MeT-
KM H300KTaHOM.

23 Hpnroronnenne KOHTPOJILHOTO PacTBOpa ¢ MAaccOoBOH KOHIIEHTpallMeHd rekcaxjiopbeHsona
0,001 mr/mm’

OT6upa10T IOHMETKOH 1 MJI pacTBOpa C MaccoBOl KOHIEHTpauued rekcaxiopbensona 0,1
Mr/oM’ u IIEPEHOCAT €ro B MEPHYIO KoJ0y BMectuMOcThi0 100 Mut. JIoBoasaT o6béM pacTBOpa B KoJbe
JIO METKH U300KTAHOM.

KOHTpoNBHEIN pacTBOp XpaHEHHUIO HE IOJUICHKHT.

24 HpHI‘OTOBJICHHC KOHTPOJILHOIO PacTBOpa ¢ MaccOBOH KOHIIEHTpalMeH rekcaxjopbexsola
0,0001 mMr/mm’

[Munerko# oT6upatoT 1 M1 pacTBopa ¢ MaccoBOH KOHIIEHTpanuei rekcaxiopbensona 0,1 Mr/ v’
U IIEPEHOCAT ee B MEpHYI0 koby BMectuMocThi0 1000 M. JloBoasT 06béM cMecH B Koj6e A0 METKH
H300KTaHOM.

KoHTpobHEIH pacTBOP XpaHEHUIO HE MOIJIE)KHT.



