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HacTtosimas MeToAHMKa pacmpocTpaHsercs Ha wmacc-cnektpomerpel XS00R QTOF,
X500B QTOF (nanee — macc-cniektpoMetpbi) Gupmel «AB Sciex Pte. Ltd.», Cunranyp, u
YCTAHABIHBAET METOAMKY HX MIEPBHYHON H NN€PHOIHYECKO# MOBEPKH.

HaTepsan mexkay nosepkamu — 1 roi.

1 OIIEPAIIHH ITOBEPKH

1.1 Ipu npoBeieHHH IOBEPKH BBIMOIHSIOT ONEpallH, YKa3aHHbIe B TabmHue 1.

Tabmuna 1

HanmenoBanue onepanuu Homep nmyHKTa METOAMKH
1 Baemmnuii ocMOTp 7.1
2 OnpoboBanune 7.2
2.1 Onpezenenne OTHOMICHAS CHIHAL/ IIYM 224
2.2 [NpoBepka uaeHTH(HKAIHOHHBIX JaHHBIX [10 1.2.2
3 OnpeaeneHue METPOJIOrHYECKHX XapaKTEPHCTHK: 7.3
- OmpeieNIeHHe OTHOCHTETBHOTO CPEAHEro KBaJApaTH4YecKoro 1.3:1
OTKJIOHEHHS BBIXOJHOTO CHrHANA (TUIOMAIH [THKA) [IPH BBO-
ne mpo0wl yepe3 xpomarorpad.

2 CPEACTBA NOBEPKH

2.1 Tlpu npoBeiIeHHH MOBEPKH NPUMEHSIOT CJIEIYIOIIHE CPE/ICTBA MOBEPKH:

— pesepnun, PC-423267-96;

— Beckl s1aboparopusie no TOCT 53228-2008, knacc TounoetH — I

— konba 2-100-2 T'OCT 1770-74;

— xonba 2-1000-2 T'OCT 1770-74:

— maneTka rpagyuposansas 1-1-2-1 TOCT 29227-91:

— crakad BMectumocThio 50 M no F'OCT 25336-82.

— aUETOHHTPHJI JUIS KHAKOCTHO#M xpomartorpaduu, TY 6-09-14-2167-84;

2.2 JlonyckaeTcs NpMMEHEHHE JAPYTHX CPeICTB H3MepeHuil u 000pyaoBaHHs C TEXHHU-
YeCKHMH H METPOJIOTHYECKHMH XapaKTePHCTHKAMH HE XY)KE YKa3aHHBIX.

Bce ucnonb3yeMbie CpeIcTBa H3MEPEHH I J0KHBI KMETh JAEHCTBYIOLME CBHCTE/ILCTBA
0 TIOBEpKe.

3. TPEBOBAHHS K KBAJIHOGUKALIMA TMOBEPUTEJEN

K MPOBEACHHUIO NMOBEPKH HHKIMHOMETPOB JA0MYCKAKOTCs LA, HM3YYHBIIHE 3KCIUTyaTallH-
OHHBIE JJOKYMEHThI HA HHX, HMCHOIIHE A0CTATOYHbIC 3HAHHA W OIBIT paﬁom C HUMH H aTTe-
CTOBAHHLIC B KAY€CTBC MOBEPHTEIA.

4 TPEBOBAHUS BE3OITACHOCTH

4.1 TpeGoBanus 6€30MaCHOCTH JODKHBI COOTBETCTBOBATH PEKOMEHIAIHAM, H3/I0KCH-
HBIM B PYKOBOJICTBE 110 IKCILTyaTalln Ha npuoop.

4.2T1pK BHITIOIHEHHH TOBEPKH COOMIOAIOT NPaBHIA TEXHHKH (€30MacHOCTH IPH pa-
Gote ¢ xumuuecknmu peaktusamu o ['OCT 12.1.007-76, TpeGoBanus 31€KTpoOE30MacHOCTH
no FOCT 12.1.019-79 u noxapobezonactocts no 'OCT 12.1.004-91.




S5YCJIOBHS MTOBEPKH

IIpu npoBeicHHH NOBEPKH B 1a60paTOPHH JOKHBI COOMI0OAATHEA CIIEAYIONIHE HOPMATIbHBIE
YCJIOBHS H3MEPEHHI:

TEMIIEPaTypa OKPYKAIOMIEH CPEIBL,... C ..covvirviniininniiisinsesasisscsnsnarassesssnnne 201
OTHOCHTE/IbHAA BIAXHOCTD BO3AYXA,...%, HE BOMEe .....ovvvenirnininnnnnnen 80
6 MOJATOTOBKA K IMOBEPKE

6.1 TMoarorasamsaior npubop Kk pabote B COOTBETCTBHH ¢ TPeOOBaHHAMH PYKOBOI-
CTBa MO IKCIUIyaTalluy.

6.2 TOTOBAT KOHTPOIIbHBIH PacTBOp pe3epruHa B cooTBeTcTBHH ¢ [IpHnoxkennem 1.
[TorpemHOCTs NPHTOTOBNEHHS pacTBopa He bonee £ 5%.

7 MPOBEJIEHHE NMOBEPKH

7.1 Buewnuit ocMoTp

[Tpu BHEIIHEM OCMOTpPE YCTAHABIHBAIOT:

— COOTBETCTBHE KOMILIEKTHOCTH MAcc-ClIeKTpoMeTpa TpeOOBaHHAM TEXHHYECKOH 110-
KYMEHTallHH;

~ Y4eTKOCTh MAPKHPOBKH;

—HCIPABHOCTH MEXAHH3MOB H KPENEeKHbIX JeTalCH.

He nonyckaiores aedexTsbl, KOTOpPbie MOTYT MOBIHATH Ha paboToCnocoOHOCTh MprHOOpa.

7.2 OnpobGoBanne
7.2.1 Onpenenenne OTHOMEHHS CHIHAI/IIYM Macc- CIEKTPOMETPOB ONPEENSIOT ¢ He-
T0/Ib30BAHHEM KOHTPOJIBHOIO BEWIECTBA H NPH YCJIOBHAX, YKa3aHHBIX B Tabauue 2.

Tabnuna2
S — Inexrpocnpeii, TOFMS/MS pexuM, Noa0KHTeIbHAs
‘ HOHH3aIHA
DmoeHT BOj1a /alleTOHHTPHII
¢ oOnemMuBIM cooTHOmerHeM 30/70
KonTposbHsiii pacTBop Pe3epHH B aETOHHTPHIIE
MaccoBast KOHIIEHTPAIHs KOHTPOJIb- 0.001
HOTO BELIeCTBa, MI/IM |
O6bem npobsl KOHTPOJIBHOTO pac- 1
TBOPA, MKJI
CKOpOCTB NOTOKA MOEHTA, oM’ /MHH 1,0
Uctounuk noHos TurboVc 30H10M TwinSprayer ESI

KOHTPOJ/IbHBII PacTBOP pe3epruHa BBOAMTCS B Macc-CIEKTPOMETP Hepes KUJIKOCTHBIH
xpomartorpad). 3HayeHHe OTHOMICHHS CHIHA/LIYM H3MEPSIOT NIPH YCIOBHAX, MPHBEICHHBIX B
ta6mue 2, npu TOF MS/MS pexume NpOTOHHPOBAHHONO HOHA pe3epIMHa ¢ m/z 609,2807
ero ¢parmenty ¢ m/z 195. Metoauka NpUroTOB/ICHHS KOHTPOJBHOIO pacTBOpa pe3cprnHa
ykaszana B [Tpunoxennn 1.

Monyuennoe 3Hadenne S/N gomkHO ObiTh He Meree 1750:1.

7.2.2 TlpoBepka HAEHTH(HKAUMOHHBIX IaHHBIX MMPOrPAMMHOrO ObecrieueHHs Macc-




CNEKTpOMETpA.
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Puc. 2. Unentudukaunonnsie nanase [10

Tabnuna 3

Unentudukanuonnoe Haumenosanue 110 SCIEX OS SCIEX OS

Homep Bepcun (uaenTudukannonnbii Homep) 10| 1.0 ne uuxe 1.0

[udposoii uaenTupukarop I10 35DBB3BCIF06BBCA | -
8A6FF6C213FD8B9D

ANTOPHTM BbIYHMCIICHHS HaeHTHuKaTopa [10 MD5 -

7.3 Onpeaenenne METPOIOrHYECKHX XapaKTePHCTHK
7.3.1 Onpenenenne OTHOCHTEILHOTO CPEHETO KBAAPATHYECKOTO OTKJIOHEHHS BBIXOI-
HOT'O cHrHana (MUIOMIAH MHKa) MPH BBOJE MPoOkI Yepes xpomarorpad.
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KoHTponbHEIH pacTBOp pedepnuHa BBOIAT B MAcC-CIIEKTPOMETpP 4epe3 JKHIKOCTHBIH
XpoMarorpad H H3MEpSIOT 3HaYeHHE BLIXOJHOIO CHrHana (IJIOIMIAAW IHKA) MPH YCIOBHAX
yKa3aHHbIX B 7.2. VI3MepeHHs MOBTOPSIOT He MeHee 6 pas.

OTHOCHTEIbHOE CpefiHee KBaJpaTH4eCcKoe OTKJIOHEHHE BBIXOJHOr0 CHTHAjA (IIIOmaiH

HKa) Oy, %. pacCYuThIBAIOT 1O hopmyie (1)

__loo Z(X -X) .
= X n-1

roe X i 1-0€ 3Ha4YeHHEe BBIXOAHOTO CHrHaa (IUIomany m1Ka);

X —cpennee aprd)MeTHUECKOE 3HAUEHHE BBIXOIHOrO CHIHANA (IUIOMAH MTHKA).
3HaueHHE OTHOCHTEIBHOIO CPEIHEro KBaJpaTHYeCKOro OTKIOHEHHS BBIXOIHOIO CHr-
Hana (MIomany MHKa) pH BBOJIE NMpods! yepes XxpoMartorpad He J0KHO mpeBbinaTs 5%.

8O®OPMJIEHUE PE3YJIbTATOB IIOBEPKH

8.1 PesynbTaThl noBepku 3aHocaT B npotokon (Ilpunoxenue 2).

8.2 TMonoxuTenbHBle pe3yabTaThl MOBepKH OQOPMISIOT Bbljauell CBHIETEILCTBA IO
(popme, ycranoBaenHoi npukasom Munnpomtopra P® Ne 1815 or 02.07.2015.

8.3 Macc-cnekTpomMeTphl, He YIOBIETBOPSIOUIHE TpeOOBAHHAM HACTOSIIMX PEKOMEH-
JalHi, K JKCIUTyaTalliHd HEe JomycKawooTcs. Macc-crnekTpoMeTphl H3bIMAOT M3 oOpanieHHs.
CBHAETENILCTBO O MOBEPKE M3bIMAIOT M BBUIAIOT H3BEUICHHE O HENMPHTOAHOCTH.

8.4 Ilocie peMOHTa Macc-CMEKTPOMETPHI OBEPraloT MOBEPKE.

8.5 3nak moBepku HaHOCHTCS Ha 3aHIOK maHens CH.

Havanenuk madoparopun 009 @I'VIT «(BHUUMC» E.B. Kynabuna
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IMPUJIOXKEHHE]

METOIUKA ITPUT"OTOBJIEHM A KOHTPOJIBHOI'O PACTBOPA

Metonuka npegHa3zHaveHa Al IPUTOTOBIICHUS KOHTPOJIBHOIO pacTBOpa pe3EpIIMHa.

1 CPEJICTBA U3MEPEHUU, [TOCYJA, PEAKTUBBI

1.1 Pesepniun, ®C-423267-96.

1.2 AueTOHUTPUI IS )UAKOCTHOH xpoMmartorpaduu, TY 6-09-14-2167-84.
1.3 Becnl na6opartopusle o I'OCT P 53228-2008, knacc TouHoctu —I.

1.4 Kon6s1 MepHBIe BMeCTUMOCTBIO 2—100-2, 2—-1000-2 o 'OCT 1770-74.
1.5 IuneTku rpaxyupoBaHHble BMecTUMOCTBIO 1—-1-2—1mo TOCT 29227-91.
1.6 Craxan BMectuMocTbio 50 mit mo I'OCT 25336-82.

2 ITIPOLUEAYPA ITPUT'OTOBJIEHUA

2.1 IlpuroToBieHHE UCXOJHOTO PACTBOpa pe3epIlMHA C MAacCOBOM KOHUeHTpauuei 10
Mr/am’

B3pemuBaroT B crakane 10,0 Mr pesepnuHa, no6aBisioT 25 CM3aHeT0HI/ITpI/IJIa, nepe-
MemmuBaroT. [1oydeHHBI pacTBOp MEPEHOCAT B MEpHYIO Koyi0y BMecTtuMocThio 1000 M.
OnonacKkUBalOT CTaKaH alleTOHUTPHIIOM, PacTBOP IMEPEHOCAT B MEPHYIO KOJOy, JOBOIAT O

MCETKH alICTOHUTPHIIOM, [IEPEMCIINBAIOT.

. " 3
2.2 IpuroToBieHue pacTBOpa pe3epluHa ¢ MaccoBoil koHneHTpauueit 0,1 Mr/ oM
1 cM® pacTBOpa, HPUTOTOBIEHHOTO 102.1, IEPEHOCAT B MEPHYIO KOJIOY BMECTUMOCTBIO
100 cM® 1 ZOBOAT [0 METKH ALETOHHTPUIIOM.

2.3 IIpuroToBieHHEe KOHTPOJIBHOTO pacTBOpa pe3eplHHa C MacCOBOM KOHIEHTPAIMCH
0,001 mr/ am’ (1 nr/mK)

1 e g)aCTBopa, IIPUTOTOBJIEHHOTO MO 11.2.2, TEPEHOCAT B MEPHYIO KONOY BMECTHMO-
cThio 100 ¢cM” ¥ IOBOAAT JO METKH alleTOHUTPHIIOM.

ITorpemHOCTh MPUTOTOBICHUS] KOHTPOJIBHOTO pacTBopa = 5 Y.
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IMPUIJIOXXEHHUE 2
MPOTOKOJI ITOBEPKHA

Macc-cniektpomMerp

3aB. HOMeEp

Jara BeInlycka

JMara nosepku

YcnoBus MOBEpKHU:

TeMIIEpaTypa OKPYXKAlOIIero Bo3ayxa °C

OTHOCHTENIBHAS BIIAXHOCTH %

PE3VJIbTATBI IIOBEPKU

1. Pe3ynbTarhl BHELIHETO OCMOTpA
2. PesynwTathl onpoOoBaHUS
3. Pe3ynbTathl ompenesnieHUs. OTHOCUTENBHOTO CPEAHEr0 KBAJAPATUYECKOrO OTKJIOHEHHS BBI-

XOJHOI0 CHTHaja (IJIOMaay MUKa) Macc-ClIEKTPOMETPOB MPH BBOJAE MpOOBI Yepe3 Xxpoma-

torpad:
3HaueHHE OTHOCHUTEBHOTO CPEIHETO [Mpemen nonyckaeMbIX 3HAYEHHH OTHOCH-
KBaZpaTHYeCKOro OTKJIOHEHHS BBIXOI- TEJIbHOTO CPEIHETO KBAPAaTHYECKOTO OT-
HOTO CHTHaJa (TUIOIIAIH MHKA), MOITy- KJIOHEHHS BBIXOAHOTO CHTHAJA (IUIOIIaau

YEHHOE IIpH MOBEPKE, Yo nuka), %

4. 3axmroueHue

[ToBepurens




