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TocynapcTBeHHasi cucTeMa obecredeHUsl eTHHCTBA H3MEpeHHId.
Xpomaro-macc-cnekTpomeTpsl Bpemsinpoaernsie LECO Pegasus MII 62-241-2018

Meroanka nosepku

Jara BBeaeHus B AeiicrBue: aBryct 2018 r.

1 O6aacTb NnpuMeHeHUs

Hacrosiias MeToauKka TOBEPKU pPACMpOCTPaHSETCSs Ha XPOMAaT0-Macc-CeKTPOMETPEI
Bpemsmnposietuele LECO Pegasus mpoussoactsa ¢upmel «LECO Corporation», CILIA (manee —
XPOMaTO-Macc-CIIEKTPOMETPbI) M YCTAHABJIMBAET METOMBI M CPEICTBA NMEPBHYHOU M NEPHOAUIECKON
HIOBEPOK.

[ToBepka xpomaTo-MacC-CIEKTPOMETPOB MHODKHA IPOM3BOAUTECS B COOTBETCTBHH C

TpeOoBaHUAMH HACTOSLIEH MeToIuku. MHTepBan Mexay OBepKaMu — OJWH IO,

2 HopmaTuBHBIE CCHLIKH

B HacTos11e# MeTOIMKE TOBEPKH MCIOJIb30BaHbl CCHUIKU Ha CJIEAYIOLIME JOKYMEHTHI:
ITpuxaz Muunpomropra Poccun N 1815 ot 02.07.2015 O6 yrBepxkaenuu [lopsnxa nposeneHus
IIOBEPKU CpeACTB W3MEpeHHH, TpeOOBaHHUSA K 3HAKy NOBEPKA M CONEPXKAHMIO CBHIETENBCTBA O
IIOBEPKE
[puka3z Muntpyna Poccun Ne328H ot 24.07.2013 O6 yreepxaenun IIpaBun mo oxpane Tpyzna npu
IKCILIyaTalldy 3JIeKTPOYCTaHOBOK
I'OCT 12.2.003-91 Cucrema crangaptoB Oe3omacHoctd Tpylda. O60pyIoBaHMe NPOU3BOACTBEHHOE.
O6mmue TpeboBaHus Oe30MaCHOCTH
'OCT 12.2.007.0-75 Cucrema cranmaptoB Oe3omacHOCTH Tpyna. V3zmenus 3neKTpOTEXHHYECKHUE.
O6ume TpeboBaHus O€30MaCHOCTH
I"OCT 8.021-2015 'ocymapcTBeHHas cucTeMa obecrieueHus eAMHCTBa H3MepeHui. ['ocynapcTBeHHas
HOBEPOYHAs cXeMa Ik CPeICTB U3MEPEHHH MacChl
'OCT 29227-91 Iocyna naboparopuas crexinsHuas. [Tunetku rpaxyuposansble. Yacts 1. O6mue
TpeboBaHus
'OCT 1770-91 Tlocyma Mephas nabopaTopHas cTekyisHHas. L{MIMHIOpBI, MEH3YpKH, KOJIOBI,
npobupku. OOLMEe TEXHUYECKUE YCIOBUSL
TY 6-02-2-618-80 [lepdroprpubyrunamun. TexHuueckue ycloBus
TVY 2631-001-54260861-2013 I'excan mns xpomatorpaguu. TexHuyeckue yCrnoBus




3 Onepanuu M cpeacTBa NOBEPKH

3.1 Ilpu noBepke NOMKHBI OBITH BBINOJHEHB! ONEPALlUH, YKa3aHHbIE B Tabmuue 1.

Tabnuna 1 — Onepauuu nosepku

Homep O6s3aTenbHOCTD NPOBEACHUS
NyHKTa onepauuy npu
HaumeHnoBaHue onepanuu "
METOJIUKH NEepBUYHOU MEepHOIHYECKO
NOBEPKHU NOBEPKE ¥ noBepke
1 2 3 4
1 BHemHu# ocMOTp 8.1 Ja Ja
2 OnpoboBanue 8.2 Ja Ja
3 [IpoBepka METPOIOrHYECKHX XapaKTEPUCTHK 8.3
3.1 IIpoBepKa OTHOCHTE/IBHOTO CPEAHEro
KBaJIpaTHYECKOr O OTKIOHEHHUS pe3yIbTaTOB 83.1 Ja Ja
HU3MEPEHHUH BBIXOJHOIO CUTHAJIA
3.2 TIpoBepka HECTaOWILHOCTH BHIXOJHOTO 832 a na

CHUrHaJia Npy U3MEPEHUH MACCOBBIX YHCEN 3a 8 u
3.3 IlpoBepka pa3peinaromniel cnocOGHOCTH BO
BCEM JHana3oHe H3MEpPEeHHs] MACCOBBIX UHCES 833 Ja Ja
(Ha ypoBHe 50% OT BBICOTHI THKA)

3.4 TIpoBepka npejiesia YyBCTBUTEILHOCTH
(OTHOWIEHHE CUTHAI/LIIYM) TPU BBEAEHHH 2 NI

834 Ja Ja
FeKCOXJI0pOEH30/1a B KAMWUIAPHYIO KOJIOHKY,
uis nuka 283,81 a.e.M.
3.5 TIlpoeepka npemesna oOHapyXeHHs NpH
BBCJCHHM B KanMJUIAPHYIO KOJNOHKY SO0 ¢r 8.3.5 na na

rexcaxnopbensona, ans nuka 283,81 a.e.M., npu
COOTHOMIEHHH CUrHai K urymy 10:1

3.2 B ciyyae HeBBLINONHEHHS TpeOOBaHMHM XOTS Obl K OZHOH M3 onepaluii noBepka

MpEeKpaIaeTCcs, XpoMaTo-Macc-CeKTpOMETp OpaKyeTcs.

4 CpeacrBa noBepku

4.1 [pu npoBeieHUM NOBEPKH MPUMEHSIOT CJIEAYIOLIHE CPEICTBA MIOBEPKH:

- CTaHAapTHBIH oOpasell cocTaBa mNectuiuga rekcaxiopbensona I'CO 9106-2008 ¢
UHTCPBAJIOM JONYCKAaeMbIX aTTeCTOBaHHLIX 3HaueHMH ot 98,0 mo 100,0 % u ¢ rpaHuaMu
abCOJIIOTHOM NMOrPENIHOCTH aTTECTOBAHHOIO 3HaueH s npy P=0,95 +0,5 %;

- H-reKcaH Mapku (MaccoBast 10J1s H-rekcaHa 99,6 %);

- nephTOpTPUOYTHIAMUH;

- paboyui 3TANOH €MHHIBI Macchl 1-ro paspsja B auanasode 3Hayenui ot 0,01 go 220 r no
I'OCT 8.021-2015;

- nunerku 1-1-2-0,5 (1, 2, 5, 10) no 'OCT 29227-91;

- konOs1 MepHbIe 2-100 (25, 50)-2 no T'OCT 1770-74.




4.2 Jlonyckaercs NpPHMEHEHHE APYTMX CPEACTB IOBEPKH, 00eCTeuMBAIOIMX TpeOyeMYyro

TOYHOCTH U OPEACIIbI I/IBMCpCHI/Iﬁ.

S TpeboBanus 6e30MaCHOCTH

5.1 Tlpu npoBeneHHM MOBEPKH JODKHBL ObITh coOMoneHs! «IIpaBuia mo oxpaHe Tpyaa npu
9KCIUIyaTallud JIEKTPOYCTAHOBOK», yTBepxaeHHble [lpukazoM MuHtpyna Poccum Ne328H or
24 wrons 2013 r., Tpebosanus OCT 12.2.007.0, TOCT 12.2.003.

5.2 Tlosepurenn mepen MpOBEJEHHEM IIOBEPKH XpOMAaTO-MacC-CIEKTPOMETPOB AODKEH
O3HAaKOMHTBCS C PYKOBOJCTBOM IO OKCIUIyaralldid Ha XPOMAaTO-Macc-CIIEKTPOMETPH M IPONTH

06yqefme 10 TeXHHKe 0e30MaCHOCTH Ha MeCTe IpOBEACHHA IIOBEPKH.

6 YcioBus noBepkH

6.1 I1pu npoBeaeHUH TOBEPKU AOJDKHBI ObITH COOIIOEHBI CIEAYIOILUE YCIOBHS:
- TeMIiepaTypa OKpy XaroLero Bo3ayxa, °C ot 16 o 26

- OTHOCHUTEJIbHAS BIXHOCTh BO3AyXa, (nipu [ = 20 °C), % ot 50 mo 60

7 TloaroToBKa K nmoBepke

7.1 Xpomaro-mMacc-CIeKTpOMETp MOArOTOBUTH K padOTe B COOTBETCTBHH C PYKOBOACTBOM IIO
3KCILTyaTaluu (fanee - PO).

7.2 TIpuroroBuTh cTaHAapTHBIH obOpasen (nanee — ['CO), mpeaycMOTpeHHBIH B KadecTBe
STAJIOHHOTO CpeJCTBa TOBEPKH, B COOTBETCTBHM C HMHCTPYKUMEH IO €ro NpUMEHEHHIO H

[IpunoxeHuneM A.

8 IlpoBeneHue noBepkH

8.1 BHemHu# 0cMOTpP.

[Ipu BHEIIHEM OCMOTpE YCTaHOBHTH:

- OTCYTCTBHE BHAMMBIX NOBPEXIEHUN XpOMaTO-Macc-CIIeKTPOMETPOB;

- COOTBETCTBHE KOMIUIEKTHOCTH YKa3aHHOH B P3;

- 4eTKOCTh 0603HAaUYEHHH U MapKHPOBKHU.

8.2 OnpoboBanue

8.2.1 BKJIIOUMTH XpOMaTO-Macc-CIEKTPOMETP M IPOBEPHTh, YTO OH IPOXOAHUT PEXKHUM
CaMOJIMarHOCTHUKH.

8.2.2 IlposecTu npoBepKy HAEHTUPHKAUMOHHBIX AaHHBIX [1O xpomaro-Macc-crexTpoMerpa.
Unentnpuxaunonaoe HauMenosaHue [1O wmaentmduumpyercs Npu BKJIIOYEHHH XpOMaro-macc-
CIIEKTPOMETpA WJIM [IpH OOpaLlEHHH K COOTBETCTBYIOLIEMY NOIYHKTY MeHio. UeHTHHKanMOHHOE

HauMeHoBaHue 1O 10KHO COOTBETCTBOBATh YKa3aHHOMY B Tabuie 2.



Tabmmua 2—- Upentuduxauuonnsie ganusie [10

WnpentudukanmonHble JaHHbIE 3HaueHHe
Wnentudukaunonsoe HaumeHosanue [10 ChromaTOF
Howmep Bepcun 110 He Hixe 5.00.0.0
Iudposoit nuaentudukarop 10 -

8.3 I[IpoBepka METPOJIOTMUECKUX XAPAKTEPUCTHK

8.3.1 I[IpoBepka OTHOCHTEIbHOTO CPEOHEr0 KBAAPATHYECKOTO OTKIOHCHHA pPE3yJbTaToB
H3MEPEeHHH BbIXOOHOTO CHIHAIa

[IpoBepKy OTHOCHTENBHOTO CpefHEero Keaaparuyeckoro orkioHenus (manee CKO)
pe3yJIbTATOB M3MEPEHHH BBHIXOIHOrO CHIHAjA NPOBECTH C MCMOJIb30BAHMEM DPAcTBOPa C MAcCOBOH
KOHLEHTpAIHel rekcaxopbensona 2 Mxr/am’, npurorosiersoro u3 'CO 9106-2008 u H-rexcana B
COOTBETCTBHH C IPHIIOKEHUEM A.

YCTaHOBHTH COMIAcHO PD pexuM HOHM3aUMU 3JIEKTPOHHBIM yaapoMm 70 3B, ckopocTs cbopa
naHHbIX — 10 cOeKTpoB/c, AManasoH perucrpupyemsix mace ot 50 no 520 a.e.m.

C MOMOUIBIO HINMPHLA BMECTUMOCTBIO | MKJ (BXOMSLIETO B KOMIIIEKT IIOCTABKH) BBECTH B
xpomarorpaduyeckyo KooKy 1,0 MKII pacTBopa rekcaxjopGeH3osa B H-T€KCaHe, TakKUM 00pasom
BBOAMTCSA 2 III' HA KOJIOHKY.

Hcnonb3yloT CTaHAAPTHYIO KAaNWUIAPHYIO KOJIOHKY MMHOM (12-15) M ¢ dasoit — denun
(5%) METUICUIMKOHOBBIM 3MactoMep, TomuuHa 1eHkd 0,25 MxM. Macca BBOAHMOro
rekcaxjaopbensona 2 nr. Beoa mpoGbl OCYyMIECTBISAETCS B PEXXUME «c oTAeneHHeM noroka 100:1».
Jlenurens moTtoka OTKpbITh uepes 60 ¢ mnocie BBoga npobbl. PexMM IporpaMMHpOBaHHS
TeMIepaTypbl KONOHKH: HauanbHas temneparypa 60 °C (0 muH), koHeyHas Temmeparypa 300 °C
(0 MHH), CKOPOCTb IPOrpaMMHUpPOBaHUs Temrepatrypsl 20 °C/mumn.

BemossuTh He MeHee 10 U3MepeHuit BBIXOAHOTO CUTHAIA IIPUTOTOBJIEHHOTO pacTBopa.

[To pesynbraTaM M3MepeHHH BBHIYHCIHTH CPEIHEE apH()METHYECKOE BBIXOAHOrO CHIHAjla —
wromagu nuka a1a 283,81 aem. (/) m ornocurensHoe CKO (S) pe3ynbTatoB H3MepeHHH

BBLIXOHOTO CHI'Haja 1o opMyiam:

[ =4 (1)

)

rae [, - pe3yabTar i-ro U3MEpeHHs BHIXOMHOTO CHTHaja (maomanu nuka mna 283,81 a.e.m.),

yCiL. e11.;




n =10 - KOJIMYECTBO U3MEPEHMH BBIXOJHOIO CUrHaja.

[TosnyuenHnoe 3Hauenyne otHocutenbHoro CKO pe3ynpTaToB M3MEpEeHHH BHIXOJHOTO CHTHANIA
JOJDKHBI YIOBJIETBOPSTH TPpEOOBaHHUAM TaOIHIBI 3.

8.3.2 IlpoBepka HeCTaOMJIBHOCTH BBIXOJHOIO CHMIHala MPHM M3MEPEHMH MAcCOBBIX YHCeEN 3a
8u

ITpoBepky HecTaOMIBHOCTH BBIXOJAHOTO CHrHAJA MPU M3MEPEHHUH MacCOBBIX YMcen 3a 8 yacoB
npoBecti ¢ momompio [10. B memo [IO 3amyctutes «Type Filament Focus». Ilpu stom
ABTOMATHUECKH MPOM3BOAMTCS Hamyck nepdTopTpuOyTHIaMHHA B HCTOYHMK M PETHCTPUPYETCS
Macc-CHEeKTp B TeUeHMe 8 4 M pacCUMTHIBaETCs HECTaOMIIBHOCTh 3HAUEHHMH Macc MHUKOB BONM3H 69;
219 1 512 a.e.M. PesynbTaT u3Mepennit Boisoautes B Log File B Buze mapamerpa «Stability».

Hony4yeHHble 3HaueHHMs HeCTaOMJILHOCTH BBIXOAHOIO CHMrHaja MpH H3MEPEHHH MAacCOBBIX
yHcel 3a 8§ YacoB JOKHBI YIOBJIETBOPSITH TPEOOBAHMIM TaOIMIbI 3.

8.3.3 IlpoBepka paspeluatomiedl crnocoOHOCTH BO BCEM AMANa30HE H3MEPEHHs MacCOBBIX
yrcen (Ha ypoBHe 50 % OT BBICOTHI TMKA)

[lpoBepky paspemarolieli CMOCOOHOCTH MNPOBECTH B  aBTOMAarTHMUYeCKOM DPEXHME C
UCIOIb30BaHHEM mporpaMmHoro obecnevenus (nanee — [10) ChromaTOF. B pa3pene «Acquisition
tasks» B 3aknanke «Type» ycTaHOBUTH onnuio «Mass resolution» 1 3amycTuTh nporpamMmy. Ilpu sTom
ABTOMATHYECKH MPOM3BOAMTCS HaMycK neppTopTpuOyTHIaMHHAa B HCTOYHMK M PETHCTpUpYETCS
macc-criekTp. [0  aBTOMarvyeckd MNPOM3BOAMT pacyeT paspellaionieii crnocoOHOCTH MO
XapaKkTepuCTHYECKUM HOHaM nepdTopTpubyTtunamuna ¢ 219; 414; 502 a.e.Mm. OJHOBpEMEHHO MO
3THM JK€ MOHAM OCYILECTBJISETCS aBTOMAaTHuecKas TIpaayMpoBka WKanbl Macc. Ilo oxoHuaHHH
npouenypsl pesyabTaT 3anuceiBaetcs B Log File, mocTynHslif as mpocMoTpa U3 maHenu 3afad View
Log File.

[NTonyueHHble 3HaUeHUsT paspemaroued criocoOHOCTH JODKHBI YAOBIETBOPATh TPEOOBaHHAM
tabmuipl 3. B mpotuBHOM ciydae 10O aBTOoMaTHuecky BbIIAET COOOIEHME O HECOOTBETCTBHH
paspemarolned criocoOHOCTH 3asiBIEHHOMY NapaMeTpy.

8.3.4 IlpoBepka npenena YyBCTBUTEILHOCTH (OTHOLIEHME CHTHAJI/IIYM) MPH BBEACHHH 2 IT
reKcoXJIopOeH301a B KAMWIUSIPHYIO KOJIOHKY, JUlsa nuka 283,81 a.e.m.

8.3.4.1 Jlna npoBepkH mpenena YyBCTBUTEIbHOCTH MCIOJIB30BaTh JAaHHBIE, MOJyYEHHBIE 110
8.3.1.

8.3.4.2 C nomompio [IO moctpouts Macc-xpomartorpamMmy mo 283,81 a.e.M., Iociie 4ero
akTuBHpoBaTh (yHknMio «Target Analyte finding», ¢ moMOIIBIO KOTOpPOH paccUMTHIBACTCS
MHOXXECTBO IapaMeTPOB BBIOPAHHOTO MMKa, BKIIOYas MJI0LAJb, BPEMS YAECPKUBAHUSA KOMIIOHEHTA U

Jpyrve, BKIIOYas OTHOILIEHWE CHUTHAI/IIYM, pacCUMTaHHOE MO CTaHAAPTHOMY AQlTOpUTMY B





















