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Hacrosimas Metoamka pacnpocrpansiercs Ha Macc-cnektpoMerpsl «Triple Quad 3500»
(manee — macc-cnektpomerpsl) hupmsl «AB Sciex Pte. Ltd.», Cunranyp, u ycraHaBnMBaeT
METOHKY HX NEPBHYHOH H NIEPHOAHYECKOH MOBEPKH.

HUrTeppan Mexay nosepkamu — 1 roa.

1 OIIEPAIIHH TTOBEPKH

1.1 [pu npoBeieHHH TOBEPKH BHINOIHSAIOT ONEpaLHy, yKa3aHHbie B Tabmune 1.

Tadmuua 1 7
HawumeHoBanue onepauus Homep nyHkTa METOIMKH
1 Baewmnuii ocMOTp 7.1
2 OnpoboBanne T
3 OnpenieneHHe METPOJIOTHYECKHX XapPaKTEPHCTHK: 7.3
- onpe/ie/ieHHe OTHOCHTETBHOTO CPeTHEro KBaApaTHYeCKoro 7.3.1
OTKJIOHEHHs BLIXOHOTO CHTHaNIA (TUIOINA/IM [THKa) Macc-
cnektpomeTpoB «Triple Quad 3500» npu BBOAE NPOOE! Ye-
pe3 xpomarorpag.

2 CPEJICTBA [IOBEPKH

2.1 Ilpu npoBeieHHHA MOBEPKH NMPHMEHSAIOT CIIEIYIONIHE CPEICTBA MOBEPKH:

— pesepnun, PC-423267-96;

- Bechl taboparopasie no 'OCT 53228-2008, xnace Tounocts — I

—konba 2-100-2 I'OCT 1770-74;

— xonba 2-1000-2 I'OCT 1770-74;

— nuneTka rpagyuposantasn 1-1-2-1 'OCT 29227-91;

— craka BMectumoctsio 50 M o 'OCT 25336-82.

— AUETOHHTPHJI JUIS JKUAKOCTHOM XpomaTorpadmn, TY 6-09-14-2167-84;

2.2 JlonyckaeTcs NpHMeHEHHE IPYTHX CPeACTB H3MEPEHHiH W 000py/lOBaHHA C TEXHH-
YeCKHMH H METPOJIOTHYECKHMH XapaKTePHCTHKAMH HE XYXe YKa3aHHBIX.

Bcee ucnonb3yeMble cpeicTBa H3MEPeHHH J0KHBI HMETh JCHCTBYIOUIHE CBHETEIECTRA
0 MOBEpKe.

3. TPEBOBAHUS K KBAJIMOUKAIIMA MTOBEPUTEJIEN

K npoBeseHHI0 MOBEPKH HHKIHHOMETPOB JOMYCKAIOTCA JHIA, H3YYHBIIHE 3KCILTyaTalld-
OHHBIE JIOKYMEHTBI HA HUX, HMEIOIIHE JOCTATOYHbIC 3HAHUA | ONBIT paboThl ¢ HAMH H aTTe-
CTOBAHHBIE B KAUECTBE NOBEPHUTENsS OpraHoM I'ocy1apcTBEHHOM METPOIOrHYECKOH CITyXKObI.

4 TPEBOBAHMHS BE3OITACHOCTH

4.1 TpeGopanuss Ge30macHOCTH JODKHBI COOTBETCTBOBaTh PEKOMEHIALHSM,
H3JI0JKEHHBIM B PYKOBOJICTBE IO 3KCILTyaTallHH Ha MpHOOpP.

4.2 Tlpu BBINOJHEHHM MOBEPKH COOMIONAIOT NpaBHJIA TEXHHKH 0€30MacHOCTH MpH
pabore ¢ xummyeckumu peaktBamu no TI'OCT  12.1.007-76, TtpeGoBanus
anektpobesonacHoct no FOCT 12.1.019-79 u noxapo6esonacuoctr no 'OCT 12.1.004-91.




5 YCJIOBHS TIOBEPKH

[Tpu npoBeieHHH NOBEPKH B 1a00paTOPHH JA0DKHBI COOMIOAATECA CEAYIONHE HOPMABHbIE
YCIIOBHS H3MEPEHHI:

TEMIepaTypa OKPYXalomEH CPEHBL,... C ....ocrioriuiriorerennisesessiessesesasnssssnssasnes 201
OTHOCHTEIIbHAS BIAXKHOCTH BO3YXA,...%, HE 0O0MNEE ....ccevvnivininiiinnnnnnnn, 80
6 MOJAI'OTOBKA K IIOBEPKE

6.1 TloarorapnmsatoT npubop k paboTe B COOTBETCTBHH ¢ TpeOOBaHHAMH PYKOBOJ-
CTBAa I10 IKCILUTyaTallHH.

6.2 TOoTOBAT KOHTPOJIBHBIH PacTBOp pe3epnHHa B coOTBeTCTBHH ¢ [lpunoxenuem 1.
I[NorpemHoCcTs MPUTOTOBJICHHA pacTBOpa He Oonee = 5%.

7 MPOBEJAEHHE IMOBEPKH

7.1 Brewmnuii ocMoTp

Ilpu BHEIIHEM OCMOTpE YCTAHABIHBAIOT:

— COOTBETCTBHE KOMIUIEKTHOCTH Macc-ClIeKTPOMeTpa TpeGoBaHHAM TeXHHYECKOH J10-
KYMEHTAallHH;

— YeTKOCTh MApPKHPOBKH;

— HCIPABHOCTH MEXAHH3MOB M KPENEeKHBIX JeTaleH.

He nonyckaiorcs aedekrsl, KOTOpble MOTYT NOBIHATH Ha paGoTocnocobHoCTs NpHbGOpa.

7.2 OnpoboBanue
7.2.1 OnpenenexHue OTHOILICHHA CHIHA/IIYM Macc- CIIEKTPOMETPOB ONpPENEIAIOT C He-
NOJb30BaHHEM KOHTPOJIBLHOIO BEIIECTBA H IPH YCIOBHAX, YKa3aHHBIX B TabnuIe 2.

Tabauna2 N -
Pexum nexrpocnpeii, MRM, nonoxurenbHas HOHA3ALHA

DmoeHT BO/1a /aleTOHHUTPHII

o ¢ o6seMubIM cooTHOmenHeM 30/70
KoHTponbHbIH pacTBOp ‘ pe3epIHH B AUETOHHTPHIIE
MaccoBas KOHLIEHTpALHs KOHTPOJIb- 0.001
HOT'O BEIeCTBa, Mr/m’ T )
O6bem npo6sl KOHTPOJIBHOTO pac- 2
TBOpa, MKJI
CKOpOCTh MOTOKA JMOCHTA, oM’ /MuH ) 0,4 B
WCTOYHHK HOHOB C 30HJIOM ) TurbolonSpray

KOHTpOJ/IbHBIH PacTBOp pe3eprniHa BBOJMTCA B MAcC-CNEKTPOMETP Yepe3 KHAKOCTHBIN
xpomarorpad. 3HadeHHe OTHOLICHHS CHIHAI/IIYM H3MEPSIOT NIPH YCIOBHAX, IPHBEICHHBIX B
Tabnuue 2, npd MOHHUTOpHHTE 3aanHOH peakuun (MRM) s perucrpauns nepexozaa mpo-
TOHHPOBAHHOTO HOHa pe3epnuHa ¢ m/z 609 k ero dparmenty ¢ m/z 195. Metoauka npuro-
TOBJIEHHs KOHTPOJIBHOIO pacTBopa pe3epniHa yKasana B [Ipunoxennu 1.

[Monyyennoe 3navenue S/N nomkHo 6biTh He Menee 6000:1.

7.2.2 Tlposepka HAEHTHOHKAMOHHBIX JAHHLIX MPOTrPaMMHOro obecnedeHHs Macc-
CMEKTpOMeTpa
[Mocne BKMIOYEHHS MACC-CIIEKTPOMETpa MosBisiercs okHo ¢ jorotunoM [10, npeacrasnenHoe
Ha puc. 1.




Puc.1 Oxno ¢ HazBaaueMm [10

Unentnduxauuonnsie gannsie [10 (Hanmenosanue u Homep Bepcu [10, Puc.2) pac-
nosnaratores no ciaexyiomemy nyte Help - > About Analyst.. Lludposoii naentuduxarop
nporpamMmHoro obecriedenus (KOHTPOJbHAs CyMMma HcmojiHsemoro Qaiina Analyst.exe) Bbi-
yucaserca no anropum™my MDS.

CoBnazenue HAeHTHQUKAIHOHHBIX AaHHLIX 3amymentoro 10 ¢ naHHBIMH, MpHBEaEH-
HBIMH B TabiHue 3 ABASETCS NMOJOKHTENLHBIM Pe3yIbTaTOM MPOBEPKH HACHTHOHKAIHOHHBIX
naunsix [10.
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Puc. 2. Unentudukaunontsie nanusie [10



Tabmuua 3 _
, Homep Bepcun (uaeH- ) AJITOPHTM BBIYHC-
b [T | Ut o | 22T
mep) [10 P katopa I10
35DBB3BCI1FOGBBCA
Analyat 1.6.3 $AGFF6C213FDSBID MD5
__Analyst He Hike 1.6.X - MD5

7.3 OnpeneneHne METPOJIOTHYECKHX XaPAKTEPHCTHK

7.3.1 Onpenenenne OTHOCHTENBHOTO CPEIHEro KBAPAaTHYECKOTO OTKJIOHEHHS BBIXOJ-
HOTO CHrHaja (riomany nuka) Macc-crnektpomeTpoB «Triple Quad 3500» npu BBoze mpoGsI
yepes Xxpomarorpad.

KoHTpo/IbHEI pacTBOp pe3epnHHa BBOJASAT B MACC-CMNEKTPOMETP Hepe3 JKHAKOCTHBIMH
xpoMarorpad) u H3MEpAIOT 3HaYCHHE BBIXOJHOTO CHTHaNA (IUIOMIANH IHKA) MpPH YCIOBHSAX
yKa3aHHbIX B 7.2. VI3aMepeHus NoBTOpAIOT He MeHee 6 pas.

OTHOCHTETBHOE Cpe/iHee KBaApPaTHYECKOE OTKIOHEHHE BHIXOJHOTO CHrHana (TIoMaiu

NHKa) Oy, %, pacCYHTHIBAIOT N0 hopmyre (1)

\2
100 Z (Xi - X)
= —— . q| 4 5 (1)
X n-—1
rae Xi — i-0€e 3HaYeHne BBIXOAHOTO CHrHANA (TIOMA/H 1THKA);

Ox

X = cpenHee apH(pMeTHYECKOE 3HaYeHHE BEIXOAHOIO CHrHasa (IUIOIMA/H MHKa).
3HaveHHe OTHOCHTENBLHOTO CPEHEro KBAAPAaTHYECKOrO OTKIOHEHHS BBIXOJHOIO CHI-
Haza (nI01ay MAKa) OpH BBOJE NpoObl Yepe3 XpoMarorpad) He J0DKHO MpeBhImaTh 5%.

8 O®OPMJUIEHHME PE3YJIbTATOB IIOBEPKH

8.1 PesynbTaThl NOBEPKH Macc-CIEKTPOMETPOB 3aHOCAT B npoToko ([Ipunoxenue 2).

8.2 TlonoxuTenbHBIE pe3yabTaThl HOBEPKH Macc-CNEKTPOMETPOB OGOPMIIAIOT Bhavei
cBHieTeNnbeTBa B cooTBeTcTBHE ¢ [IP 50.2.006-94.

8.3 Macc-CieKTpoMeTpEl, HE YAOBIETBOPAIOMHNE TPeOOBAHHAM HACTOAIIHX PEKOMEH-
Jauui, K SKCIUTyaTallHW He JoNycKaioTcs. Macc-crieKTpoMeTphl H3bIMaloT W3 oOpameHus.
CBHIETENBCTBO O MOBEPKE W3BIMAIOT M BBIIAIOT H3BEIEHHE O HENPHTOAHOCTH C YKa3aHHEM
npuukH B cootBeTcTBHH ¢ [TP 50.2.006-94.

8.4 ITocne pemMoHTa Macc-CEKTPOMETPEI MTOIBEPralOT NOBEPKE.

/

Havanenuk naboparopun 009 ®I'VII «BHUUMC»  / 2 /” E.B. Kynsabuna
S "

/
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TMPUIJIOKEHHUE 1

METOJIHUKA ITPUTOTOBJIEHUA KOHTPOJIBHOI'O PACTBOPA
Mertoauka npegHa3HaYeHa U1 IPUTOTOBJICHHUS KOHTPOJIBHOTO PacTBOPA Pe3epIIHUHA.

1 CPEJICTBA U3MEPEHUH, [TOCYIA, PEAKTUBEI

1.1 Pesepnmn, ®C-423267-96.

1.2 AeTOHHTpHI IS XKHUAKOCTHOM Xpomarorpaduu, TY 6-09-14-2167-84.
1.3 Becs! na6oparopusie mo 'OCT P 53228-2008, xnacc Tounocty —I.

1.4 Kon6sl MepHBIe BMecTUMOCTBIO 2—100-2, 2—-1000-2 o 'OCT 1770-74.
1.5 IuneTku rpanyupoBadHbie BMecTUMOCThIO 1-1-2—-1 mo 'OCT 29227-91.
1.6 Crakan sMectaMocThbio S0 Mt mo 'OCT 25336-82.

2 [TPOLIEAYPA ITPUT'OTOBJIEHUA

2.1 TIpHroTOBJIEHHE HCXOOHOTO PAacTBOpA pe3eplHHA C MaccoBOH KoHUeHTpaunued 10
Mr/mM’>

BspemmBaroT B crakane 10,0 Mr pesepmnuHa, 106aBsOT 25 oM’ alleTOHHUTpPHIIA, Tepe-
MelruBaroT. [ToTy4eHHBIH pacTBOp MEPEHOCAT B MepHYI0 Konby BMmecTHMOCTBIO 1000 oM,
OnoacKUBAIOT CTaKaH AllETOHUTPHIIOM, PaCTBOP NEPEHOCAT B MEPHYIO KOIOy, JOBOJAT IO
METKH alleTOHUTPHUIIOM, IEPEMEIIUBAIOT.

2.2 [puroToBiieHHe pacTBOpa pe3epriHa ¢ MacCoBOH KoHueHTparmei 0,1 Mr/ vy
1 cM’ pacTBOpa, MPUrOTOBIEHHOTO 1O 2.1, IEPEHOCAT B MEPHYIO KOJIGY BMECTHMOCTBIO
100 cM 1 JOBOZAT IO METKH allETOHHTPHIIOM.

2.3 TMpuroToBieHHe KOHTPOJHLHOTO PacTBOpa pe3eplHHa ¢ MacCOBOM KOHIIEHTpaLMeH
0,001 mr/ om’ (1 mr/mKon)

1 e’ gacmopa, NPHUTOTOBJIEHHOTO O M.2.2, MEPEHOCAT B MEPHYIO KOJIOY BMECTHMO-
cteio 100 cM” ¥ TOBOAAT A0 METKH alleTOHUTPHIIOM.

[TorpeiHoCcTs MPHUroTOBIEHHS KOHTPOJIBHOTO pacTBopa £ 5 %.
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[TPUJIOXXEHHUE 2
ITPOTOKOJI ITOBEPKH

Macc-cnekTpomerp

3aB.HOMED

JHara BeIllycKa

Hara nosepku

YcnoBHs MOBEPKH:

TEMIIEpaTypa OKPYKaloLero Bo3ayxa °C

OTHOCHUTCIIbHAA BJIAXKHOCTH %

PE3VYJIbTATBI IIOBEPKHA
1. Pe3ynbTarhl BHEMIHETO OCMOTpA
2. Pesynsratel onpoboBaHus

2.1 Pe3ynbTaThl ONlpeeIeH s OTHOUIEHHS CHTHAL/ IIYM

OnpeneneHne IyBCTBUTEILHOCTH (OT-
HOUIEHHS CHUTHAJ/UIyM) IIPH BBOJE MpPO-
Obl yepe3 xpoMaTorpad, oIy4eHHOE IpPH
HIOBEpKE

I[Ipenen qomyckaeMbIX 3HAUCHHI YyBCTBH-
TENLHOCTH (OTHOUICHHS CHTHAJ/IIYyM) MPH
BBOJIE MPoOHI uepe3 xpoMarorpad, He MeHee

b

2.2 Pe3ynpTaThl IPOBEPKH HACHTH(GHKAMOHHBIX JaHHBIX IIPOrpaMMHOT0 obecnedeHns
Macc-CIEKTPOMETpa

W eHTHOUKAHOHHBIE TAHHBIE PesynbTaT IpoBepKH

Wnentndukannonsoe HaumeHoBanue 110

Homep Bepcun (naeHTH(OHUKALIHOHHBINA HO-
mep) 110

Indposoii unentudukarop I10

AJITOPHTM BBIYHCIICHHS HACHTHHKATOPA
I10

3. PesynbTarhl ONMpeAeICHUS OTHOCHTEIBHOIO CPEJHErO KBAJPAaTHYECKOTO OTKIIOHCHHUS BbI-
XOJHOTO CHrHaia (IUIOIAaM MHKa) Macc-CIIeKTPOMETPOB IIPH BBOJE NMPOOHI Yepe3 XpoMa-
torpad:

3HayeHHE OTHOCHTEIBHOTO CPEAHETO IIpemen nomyckaeMbIX 3Ha4EHHH OTHOCH-

KBaJIpaTHYECKOTO OTKIOHEHHS BBIXOA- TEJILHOTO CPETHETO KBAPaTHYECKOro OT-

HOro curHana (IJIoIa Iy MUKa), Moiy- KJIOHEHHMs BBIXOQHOI'O CHTHaJa (IUIoMasy
YyeHHOe NMpH NoBepke, % nuKa), %o

4. 3axnoueHHe

[ToBeputens




