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I'ocymapcrBeHHasi cucTeMa ofecnedeHns eHHCTBA H3MEPeH Ui,

XpomaTorpads! xunkocrabie ExionL.C. Meroanka nosepxku MIT 63-241-2020

[ara Benenus B aeiicreue: ceHTaOps 2020 r.

1 O6nacrs npuMeneHust

Hacrosmas MeToauKa MOBEPKH pacrpocTpaHsercs Ha xpomatorpads! xuakocTHsle ExionLC
npousBoactea Gupmbel «SCIEX CORPORATION», Cunramyp (manee — xpomarorpadsi) u
YCTaHaBIMBAET METOMBI U CPEICTBA IEPBHYHOM U IIEPHOAUIECKON IIOBEPOK.

[ToBepka xpomarorpa)oB [OIDKHA IIPOU3BOJMTBECS B COOTBETCTBUH C TpeOOBaHUSAMHU

HACTOSIIEH METOIUKH. I/IHTepBaJ'I MEXOYy NOBEPKaMU — OJJHUH I'O.

2 HOpMaTl/lBllblC CCBIJIKH

B Hacrosie# MeToiuKe IOBEPKH HCIIOMB30BAHbI CCHIIKH HA CIIEAYIOLIHE TOKYMEHTHI:

[Tpukaz Munnpomropra Poccun ot 02.07.2015 Ne 1815 OO0 yreepxnenun [lopsinka
NPOBENCHUS IIOBEPKM CpEJCTB H3MEpeHUH, TpeOOBaHHUS K 3HAKy IIOBEPKH M COIEPIKAHUIO
CBHIETENHCTBA O MOBEPKE

[Tpuxaz Munnpomtopra Poccum ot 15.12.2015 Ne 4091 «OO6 yTBep)kIeHHH MNOpsSAKa
aTTecTalyd NEPBUYHBIX PE(PEPEeHTHBIX METONUK (METONOB) M3MEpEHUl, peQEepeHTHBIX METOAMK
(MeTON0B) U3MEPEHMH U METOAMK (METOMOB) U3MEPEHUH U UX PUMEHEHHUS

[Tpuka3z Muntpyna Poccuu Ne328n ot 24.07.2013 «O6 yrBepxnenuu llpaBus mo oxpase
TpyJa IIPH IKCILTyaTallK SJIEKTPOYCTaHOBOK

['OCT P 8.563 — 2009 I'ocymapcTBeHHass cuctema 0OEClEUEHHS €IMHCTBA W3MEPEHMH.
Mertoauku (METOBI) U3MEPEHUN

[OCT 12.2.003-91 Cucrema craggaproB OesomacHoctd Tpyna. OOGopynoBaHue
npousBoacTBeHHOoe. O0ume Tpeboranus 0€30macHOCTH

[OCT 12.2.007.0-75 Cucrema cranmaptoB 0Oe3omacHocTH  Tpyaa. V3menus
anexTpoTexHuyeckue. O6mue TpedboBanus 0e30MaCHOCTH

['OCT OIML R 76-1-2011 TocymapcTBeHHas cucteMa OOecredYeHrs eNUHCTBA U3MEPEHHUH.
Becel HeaBTOMaTmyeckoro neicteus. Yacte 1. METpOJIOTHUECKHE U TEXHUYECKUE TPeOOBaHHMS.
Vcnpiranus

['OCT 29227-91 Ilocyna naboparopHas crekisHHas. [lunetku rpaxyuposansele. Yacts 1.

O6uue TpeboBaHus

(9%




['OCT 1770-91 Ilocyna mepHas nabopatopHas cTekisHHas. [[MIHHAPEI, MEH3YPKH, KONOBI,

npobupku. O0uKe TEXHUYECKHE YCIOBUS

MU 2531-99 TI'ocynapcTBeHHas cuctemMa obecreyeHus eIHHCTBA U3MEPEHHHI. AHAIU3aTOPkI

COCTaBa BCUIECTB U MaTECpHAJIOB YHHUBEPCAIBHBIC. Oburue TpeGOBaHI/IH K METOOHUKaM IIOBEPKU B

YCIIOBUAX SKCILITyaTaluu

3 Onepanum u cpejICTBa NOBEPKH

3.1 Ilpu noBepKe NOJKHEI OBITH BBITOJTHEHBI OlIEpAlliy, YKa3aHHbIE B Ta0nuie 1.

Tabnuna 1 — Onepauuy noBepku

Homep O0s13aTeNIbHOCTh
[IYHKTa IIPOBEACHUS OIIE€pAllUU IIPU
HanmenoBanue onepanuu =
METOAUKH | TEPBHYHOH | Hepuomuyec-
IIOBEPKHU IIOBEpKE KOH IoBepKe

| Bueumnuii ocMoTp 8.1 na Jia
2 Onpobosanue 8.2 Ja na
3 IIpoBepka METPOIOrHYECKUX XapaKTEPUCTHK 83 -
3.1 IIpoBepka ypoBHS (IIyKTyalHOHHBIX IIYMOB U 8.3.1

Ipeiida HyneBoro curuana xpomarorpahos ¢

ONTHYECKUMH JETEKTOPAMHU
3.2 IlpoBepka OTHOIIEHHSI CUTHAI/IITyM Xpomarorpados 832

C MacC-CIIEKTPOMETPHUECKUMH IETEKTOPaMH
3.3 TIpoBepka OTHOCUTEIILHOTO CPEIHETO 8.3.3

KBaJIpaTUYECKOIr0 OTKJIOHEHHUS BBIXOJHOTO CHIHAIA it} na

BCeX Moauukanuii xpomarorpadon
3.4 [IpoBepka npeznena NeTEeKTUPOBAHUS 834

XpoMaTorpagoB ¢ ONTUYECKUMHU JACTEKTOPAMHU
3.5 IIpoBepKa OTHOCUTEILHOIO H3MEHEHHSI BEIXOIHOTO

CHTHaJIa 32 § 4acoB HENpepbIBHOM paboThI BCex 8.3.5

MoaubuKanui Xxpomarorpados |
4 IloBepka B mpolecce SKCILTyaTaliH 8.4 HET Ja

3.2 B ciyuae HeBbIIONHEHUS TpeOOBaHMM XOTA OBl K OZHOH M3 OIepaluil moBepka

npekpainaercs, Xxpomarorpad Opakyercs.

3.3 Ilonycxae'rc;{ NPOBECACHUE IIOBEPKHA HE B IIOJIHOM obwremMe s METPOJIOTHYECKUX

XapaKTEPUCTUK B 3aBUCUMOCTH OT KOMIIJIEKTAaIMX ¥ IPUMECHEHHUA XpOMaTOFpa(bOB.

4 Cpeacrsa OBEpPKH

4.1 Tlpu mpoBeeHUH TOBEPKHU IIPUMEHSIOT CIICAYIOIIME CPEACTBA ITOBEPKHU:

- BECBl HEABTOMATHUYeCKOro AeicTBus | (crienuansHOro) kinacca TOYHOCTH C AEHCTBUTEIBHON

nenoii nenenus 0,1 mr mo 'OCT OIML R 76-1;
- munetku 1-1-2-1 (10) mo FOCT 29227,
- kon6s1 MepHsIe 2-100 (1000)-2 nmo 'OCT 1770;

- kKoenH papMaKoneHHbIH, ConepIKaHiue OCHOBHOTO BellecTa He MeHee 98,5 %.




Ilpumeuanue: B cCllyyae YTBEPXKIEHHS CTaHAAPTHOro obpasiia cocTaBa Ko(deuHa,
YIOBJIETBOPSIOIIEr0 10 TPeOOBAHUAM K YMCTOTE, MPEANOYTHTENbHEe NPUMEHEHHE CTaHIapTHOIO
o0pasLa yTBEep>KIEHHOI'O THIIA.

4.2 Jlns KOHTPOJS YCIOBUI NPOBENECHUs MOBEPKU NMPUMEHSIOTCS U3MEPUTENH TEeMIIEPaTyphl
BO3JlyXa, C IpejenaMy AOIYCKaeMON abCOMOTHON MOrpelIHOCTH u3MepeHu# Temmneparyps! +0,2°C
(peructpannonHsIi Homep B PenepansHoM nHbopmanuoHHoM dhorne 71394-18).

4.3 ]JlomyckaeTrcss NpUMEHEHHE APYTUX CPEINCTB MOBEPKH, O0ECNEeYMBAIOUINX Tpebyemyro
TOYHOCTb U Ipeesbl U3MEPEHHUH.

4.4 [lpn Hanu4uu cTaHAapTHBIX 00pasoB yrepxaeHHoro tuna (I'CO) npeanoyTHTENbHO B
KayecTBe cpeAcTB IoBepku BeIOupare ['CO cocraBa kodeuHa, NpU YCIOBHHM COONIONEHHS

TpeOOoBaHMH IO YHCTOTE.

S Tpebosanust 6ezonacHoCcTH

5.1 Ilpu mpoBeneHuy MOBEPKM NOJDKHBEI OBITH cobmronens! «IlpaBuia mo oxpaHe Tpyaa mpu
9KCIIIyaTaldyd JJIEKTPOYCTaHOBOK», yTBepxaeHHble [Ilpukazom Muntpyna Poccumu Ne328u ot
24 yrong 2013 r., Tpe6oBanus [OCT 12.2.007.0, TOCT 12.2.003.

5.2 IloBeputenp nepen IpPOBEIECHHEM IOBEPKH XpomaTorpada IODKEH O3HAKOMHTHCS C

PYKOBOJCTBOM IO 3KCITyaTanuu (najigee — PD) Ha xpomarorpag.

6 VYcioBusi noBepKH

6.1 I1pu npoBeIeHUH TOBEPKH JOJKHBI OBITH COOIIOACHBI CIEXYIOLIHE YCIOBHUSL:

- TeMIIepaTypa OKpyKaroliero Bo3ayxa, °C ot 15 no 30

7 IloaroroBka K nmosepke

7.1 IlpuroToBUTh NOABMXHYIO (pasy ¥ pacTBOPel KOpEerHa B COOTBETCTBHU C
[Tpunoxenuem A.

7.2 TIpuroToBUTH PacTBOPhI KodeuHa, NPeayCMOTPEHHbIE B KayeCTBE CPEICTB IIOBEPKH, B
coorBercTBHUe ¢ [Ipunoxenuem b.

7.3 IloaroroBka xpomarorpada K IpoBeISHHIO IIOBEPKU

[TonroraBnuBaroT xpomarorpag k paboTe B COOTBETCTBMM C TpeboBaHusMH PO u
BBIJICP KMBAIOT I1OCJIE BBIXOJA HA pabOyuil peskuM He MEeHee 2 4acoB.

B onruueckux perexTopax Xpomarorpada, npu HEOOXOAMMOCTH, IPOMU3BOIMTCS YMCTKA
HpOTO‘IHOi;I KIOBETHI, 3aMEHa JIaMII.

B Macc-ceKTpoOMETpHYeCKMX — JeTeKTopax  xpomarorpada, INpH  HEOOXOAMMOCTH.
MPOU3BOJUTCS YHCTKA IIOBEPXHOCTEH 3IEKTPOHHOM ONTHUKH (JEKTPOHHBIX JIMH3 U KBAIPYIOJIBHBIX

bunpTpoB) ® KanubpoBka Macc-crekTpomeTpoB. C npuUMEHeHMeM pacTBopa KodeuHa B,

D



IpUroTOBIEHHOrO mnmo IlpunoxkeHuro A, B aBTOMATHYECKOM pexxume paboTel Xpomartorpada
OIIPENENSAIOTCS ONTUMAJIbHBIE IApaMETPhI 3HAUCHUN HANPSHKEHUH Ha dIeMEHTaX HOHHOM OITHUKH IS
+ MRM nepexona monekynspHoro nona kodeuna B ero ¢parment (195 a.e.m. > 138 a.e.m.). Ilpu
OJJHOBPEMEHHOM BBEJEHMHU pacTBOpa Kodenna B (cKopocTs momayn 5 MKJI/MHUH) U TOABHXKHOMN (hasbl
(ckopocTe momayn 995 MKI/MHH) 4epe3 TpOMHHK (puc.l), TMPOU3BOAMTCS ONTUMHU3ALMS PabOTHI
3JIEKTPOpACIbUIEHHs B pabodyeM NOTOKe (MIOJIOKEHHE 30H1a B HCTOYHUKE, TEMIIepaTypa pacibUIeHuS,

INOTOKH paCHbUIAIOIICIO B BCIIOMOTIaTEIIBHOIO ra303).

B UCTOYHUK MC =———— ~—— 107K 13 BOXX
V1+V2=1000 MKN/MUH V1=995 mKn/mMuH
P thepyna
é TPORHUK

i o N UTUHT

wnpuy
V2=5 MKn/MuH

X — thepyna
\
N hUTUHT

Pucynok 1 — MumrocTpanust MCNOIB30BaHUS TPOMHUKA JJIS ONITUMHU3ALMH pabOThI
9JIEKTPOpACIIBbUICHHS B paboyeM OTOKe XpomaTorpagda
[lepen peructpanueii myma u apeiida IeTEKTOPOB PEKOMEHIYETCsl IPOrpeB JeHTepHeBOH U

BOJIb(paMOBOH JTAMIT MUHIMYM B T€UYECHHE Yaca.

8 IlpoBejenue nNoBepKu

8.1 Brewnuit ocMoTp.

[Ipu BHELIHEM OCMOTpE YCTaHOBHTH:

- LEJIOCTHOCTh KOpIyca, BHEIIHUX 3JIEMEHTOB, OTCYTCTBHE MEXaHHYECKHX IMOBPEXKICHHH M
HCIIPaBHOCTBH CUCTEMBI YIIpaBieHus paboToi xpomarorpada;

- OTCYTCTBHE OCHAOJEHHBIX 3JIEMEHTOB KOHCTPYKUMM M KpPENEXKHBIX HETalled, 4YUCTOTY
Pa3beMOB, COCTOSIHUE COCIMHUTENILHBIX Kabemnei;

- COOTBETCTBHE KOMILIEKTHOCTH yKa3aHHOH B PD;

- YETKOCTh 0003HAaYEHUH 1 MapPKUPOBKH.

8.2 OnpoboBanue

8.2.1 Bxmouuth Xpomatorpad M yOEOUTHCS, YTO C MOJOXKUTEILHBIM DPE3ylIbTaTOM
IIPOBOAUTCS MPOLECC CaMOJHATHOCTUKH.

8.2.2 IlpoBecTd NpPOBEPKY HICHTU(PHUKAIMOHHBIX JaHHBIX IPOrPAMMHOIO OOeCreyeH sl

(manee — I1O) xpomarorpada.



Hns onpenenenust upeHTH(UKaMOHHBIX JaHHBIX [IO mocne 3amycka ympaBIsHOIIEH
Xpomarorpadom mporpaMMmsbl 32Ty BO BKJIaIKH

Help -> About Analyst (aas ITO Analyst)

Configuration -> About SCIEX OS (m1s I[TO SCEX OS)

B oxne mporpamMmel oTtoOpaxkaercss uaeHTH(puKanmoHHoe HasBanue [I0 u HOMep Bepcuw,
TIOJTyYeHHbIE JaHHbIEe JOJDKHBI COOTBETCTBOBATH YKA3aHHBIM B TabmuLe 2.

Tabnuna 2— M nentudukanuonusie gauxse [10

VnentudukanvoHHbIe qaHHBIE (TIPU3HAKK) 3HayeHue
Wnentudukaunonnoe HaumeHosanue 10 Analyst SCIEX OS
Howmep Bepcun (naenTudukanuoHusii Homep) 110 1.6 u BEIIIIE 1.4 u BpIILIE
[ludposoit unentuduxarop I10 - -

8.3 IIpoBepka METPOIOTHYECKUX XAPAKTEPUCTHK

8.3.1 [IpoBepka ypoBHS (QIyKTyalMOHHBIX LIYMOB U apeiida HylIeBoro CUrHaia

IIpoBepky mpoBOAAT I XpomarorpadoB co CcHeKTPOGOTOMETPUUECKHUM HIETEKTOPOM
ExionLC UV u perexropom ¢ auonHoi marpuuei ExionLC PDA u npu ycnoBusX perucTpauuu,
yKa3aHHBIX B Tabnuie 3.

Tabnuua 3 — YcnoBust perucTpaliy ypoBHs (DIyKTyalMOHHBIX IIyMOB U Apelia HyJIEBOrO CUIHaa

HaumeHoBaH#E XapaKTEPUCTUKHU / peXKUMa H3MEpEeHUH 3HayeHust / yCTaHOBKH

ExionLC UV ExionLC PDA
[Tonsuxuas dasa (:1r0eHT) Boznmyx Meranon wum

BO3AYX

CKOPOCTH MOTOKA DTIOEHTA, CM°/MHH - 1
JliuHa BOJIHBL, HM 250 250
[TocrosiHHas BpeMeHH, ¢ 2 2
TemmnepaTypa IpOTOYHOH KBapLEBOH syelku nerekropa, °C 40 40 B
[IrpuHa NOJOCH NPOITYyCKAHHUsI, HM 4 - -
Jlnuna BonHb! cpaBHeHus (reference wavelength), am 600 350 |
[[IupuHa 0JIOCH MPOIYCKAaHUsL ONIOPHOHN JUTMHBI BOJIHBI, HM 40 40
luprHa menu, HM 8 8
Temnepatypa TepmocTara KonoHku, °C 40 40
Meton uamepenus mwyma ASTM method ASTM E1657-98

YpoBeHb (DIyKTYalMOHHBIX IIYMOB HyneBoro curHana (AX) NpUHUMAIOT paBHLIM
aMILTATY/IE /1 TIOBTOPSIFOLIMXCSI KONeOaHU# HyJIeBOTO CUTHAIA ¢ IeprHoaoM He 6osee 20 ¢ B enHMLAX
onTryeckor mioTHoctu (B), KOTOPYIO YCTAHABIMBAIOT C IIOMOIIBIO NPOrPaMMHOIO OOEecTedeHUs
xpomarorpada.

[Ipumeuanue:




YpoBeHb (GIyKTyaUMOHHBIX LUYMOB M Apelida HyJeBOro Cursana 3aBMCHT OT JJIMHbI ONTHYECKOro
MyTH KIOBETHOrO OTAeNeHus. B ciayuae uMcrnonb3oBaHMs MPOTOYHBIX KIOBET C OTIIMYHBIMH OT CTaHJAapTHOM
IJIMHAMH ONTHYeCKWX MyTeit (CTaHAaapTHas UTMHA onThueckoro mytd 10Mm) ypoBeHb (yKTyalMOHHBIX
LIYMOB HEOOXOAMMO HOPMMpPOBATh Ha ONTHYECKWH myTh B 10 MM, yMHOXas 3Ha4eHUs luyma W apeida Ha
ko3 duLMeHTb! U3 TabnuubI 4.

Tabnuua 4 - KoadduuuerTs HOpMUPOBaHUS 3HAYCHUH LITyMa U aperida.

Tun npoToYHOM KIOBETEI JIIMHa ONTHYECKOro Iy TH Koadduuuest HopmupoBaHus
KIOBETHOT'O OTIEIECHUS, MM 3Ha4YeHUH Lryma u apeida

CrannaprHas 10 1

[Tomy-mMukpo 5 0,5 _
Muxkpo 3 0,3
[TpenaparuBHas 0,5 0,05
[IpenapatuBHas 0,2 0,02
[TpenaparuBHas 0,1 0,01

Jnst 6b1cTpoit XpomaTorpaduu 3 0,3

JIns1 BEICOKMX JaBJIEHUM 6 0,60 -

3a npeli HyneBOro CUrHana NpUHUMAIOT HauOoJIblIee CMELLEHHE YPOBHS HYJIEBOrO CUrHATIA
B TeueHue | 4 MpH perucTpanuu XxpoMarorpammsl 6e3 BBoga mpoOsl. [lpu npoBeneHUuu U3MepeHUs
npeiida HyneBOro curxana 3apuKCHpOBaTh (GIYKTYALHIO TEMIEpaTyphl OKPYXKaroIero Bosmyxa. B
3aBUCHMOCTH OT 3HA4yeHHUs (IyKTyauud TemIeparypbl BbHIOpaTh COOTBETCTBYIOLIEE HOPMHUPYEMOE
3HaYeHHe apeida HyJIeBOro CUrHaa o NpUIoKeHuio b.

[Tonyyennsle 3HaYeHHs apelida HyaeBOro CUrHaga JOJKHBI COOTBETCTBOBATE MMPUBEICHHBIM
B [Ipunoxennu b 115 COOTBETCTBYIOIIMX YCIOBHHE U3MEPEHUS.

8.3.2 IIpoBepka OTHOLIEHHUS CUTHAI/IITYM

[IpoBepKy  OTHOLIEHHMsS CHTHAI/LOyM NPOBOMIT AN Xpomarorpagos ¢ macc-
CIIEKTPOMETPHYECKHMHU  JeTekTopamu. Jlnis [poBepKM  NPOM3BOIAT  COEAMHEHHME  KpaHa-
nepeximouarens (divert valve) macc-CIEKTpoMeTpa COIJIaCHO PHCYHKy 2. KCHonb3yloT NETIro
06BEMOM 5 MM (MKT).

[lpumeuanve — JIis yMEHbLUEHUS! Pa3MbITHS XpoMaTorpadu4eckoro nuka As COeJUHEHMs KpaHa-
nepeksioyaTens ¢ UCTOYHUKOM ucnons3ytoT kanumnsp TUBE* 1 160D-0.0025 INCH ID PEEK (0.0025”
BHYTPEHHMI AvameTp kanuusapa B mokimax) p/n 016485 u3 Habopa pacxoaHbix matepuanos (Consumables

Kit)



3aronHerue
[eTn 13 KOJNOHKK BBOJ] M3 KCNIOHKHK

/° B o /° °\ . sNe
\o /3 AETeKTIOop \O ]3 [I8TEKTOP

Wnpu ]
CAnB P y* CIVB fgPHU
nems nerna

Pucynok 2 — Coenunenne kpana-nepexitoyarens (divert valve) macc-criekrpomerpa
IIpou3BoaAT mpoUenypy CHMIXKEHMS IIyMa Macc-CIEKTPaIbHOrO AeTeKTopa (IPOMBIBKU) Oe3

BBOJIAa IPOOKI, BEICTABUB YCIIOBHS, NPUBEJCHHLIE B TAOIMIE 5 WM 3HAYEHHS, ONpPENEIEHHLIE IPH

ONTUMHU3ALIMY.
Tabnuua S - YcnoBus NpOMBIBKE MACC-CIEKTPAIBHOIO IETEKTOpa )
Pexum HanmeHoBaHME XapaKTepUCTHKH 3Ha4yeHus / yCTAaHOBKU _
Xpomarorpadpus | Komonka mams BOXX Phenomenex SYNERGI 4 wmxwm,
FUSION RP80A 50 x 2 mm
[TomBuxnas dasa (:1r0eHT) cM. [Ipunoxenue A
CKOpOCTB TIOTOKA 3MTOEHTA, CM° /MUH 1
Honuzanus VcToyHrK HOHOB Turbo V Ion Source umu lonDrive |
Ion Source o
30HA ESI (anexTpopacneuieHue)
Hanpspxenne anextpopacnsuienus, B 4500
[Torennuan nexnacrepuzanuu DP, B 70
Temneparypa, °C 500
GAS 1, psi 50
GAS 2, psi 50
JerextupoBanue | Pexxum ckaHupoBaHUs + SRM (peructpauus BbIOpaHHBIX
peaxIui, MOJ0XKUTENbHAS) B
MonexynspHbIi HOH, M/Z 195
@OparmenT, m/z 138
Haxonnenue dwell, mc 150
Oneprus coyaapenus CE, B 37
[Torenuuan BBIXOJA u3 | 14
CTOJIKHOBUTENLHOM stuekiku CXP, B
Bpewms perucrpauuu, 4 1 wmm 100 CHUXEHHS IoymMa Jo
MUHHUMAaIBHBIX 3HAUEHUH.

PactBop xodenna B, mpuroroBnenHsii no [Ipunoxesuio A, BBOOUTCS 4epe3 BCTPOEHHiM
KpaH-I03aTOp  WINPHIEBBIM  HACOCOM €O  CKopocThio 50  mm>/mum (50  MKn/MuR).
XpomarorpadupoBaHue NPOBOAAT IIPU YCIOBHSX, NPUBENEHHBIX B Tabiuue 6 HIM UCIOJIb3YIOT

3HA4YCHMS, Ol'IpeLleJ'IéHHbIC IIpyA ONNTUMHU3ALHH.




Omnpenenenne OTHOIIEHHMS CHIHAN/LIYM HPOBOAAT C Hcmonb3osanueMm [10, ympapnsiouiero

XpoMarorpahu4ecKoit CHCTEMOH IO MONYYEeHHON Xpomarorpamme. [l pacyera myma BeIGHpaeTcs

[JIaJIK|M Y9aCTOK XpOMaToOrpaMmbl JUTMHHOMK He MeHee 30 c.

Ilomy4eHHoe 3Ha4YeHHE OTHOLICHUSI CHTHA/IOYM JOJDKHO OBITH HE MeHee 3Ha4eHHMH,

ykasaHHbIX B [Ipunoxennu b.

Tabnuna 6 — YcIoBUS perucTpayui OTHOLIEHHS CHIHAI/IIYM

Xpomarorpadus | Komonka must BOXX Phenomenex SYNERGI 4 wmxwm,
FUSION RP80A 50 x 2 mm
CKOpOCTb TTOTOKA 3TIOEHTA, CM° /MUH 1
AHanu3upyemslii pacTBOp Kodpeun B amroeHTe (IOIBHIKHOM
taze)
MaccoBass koHIEHTpauus KoHTposbHOro | 0,1
BEILeCTBa, MI/mqm>
O6beM mpoOBI KOHTPOJIBLHOIO pacTeopa, | 5
M
Wounuzanus VcToyHuk HOHOB Turbo V lon Source umu lonDrive
Ion Source
30H] ESI (anexTpopacnbsuienue)
Hanpspxenue anexTpopacnbuieHus, B 4500
[Torenuuan nexnacrepuzauuu DP, B 70
Temneparypa, °C 400
GAS 1, psi* 50
GAS 2, psi* 50
HerexTrpoBanue | Pexxwum ckaHHpOBaHUS + SRM (peructpauusi BbIOpaHHBIX

peakuui, MOJOKUTEIbHAs)

MarepuHcKkuit HOH, m/z 195

JlouepHuit uoH, m/z 138 N
Hakonnenue dwell, mc 150 _;
Oneprus coynapenus CE, B 37

[Torenuan BBIXO/1a u3 | 14 ]

cToJIKHOBUTENbHOM siuekiku CXP, B

Bpewmst peructpanuu, MUH

*(byHT-cHNla Ha KBaapaTHBIA o1oiM, 1 psi = 6894,76 Ila

8.3.3 IlpoBepka OTHOCHTENIBHOIO CpEIHEro KBaJpaTUYECKOr0 OTKJIOHEHMs MapamMeTpoOB

BBIXOOHOI'O CUI'HaJIa (nnomazm ITHKa, BPEMEHU y,uepxcHBaHm)

HpOBepKa OTHOCHUTEJIIBHOTO CPEAHEr0 KBaApPaTHYECCKOI'O OTKJIOHEHHSA BBIXOAHOI'O CHIHAalla

(nnowany muka, BpEMEHH YIOEPXKHBaHUS) IPOBOJUTCS I Bcex Moauukanuil xpomarorpados npu

BBOJIC PacTBOPOB KoderHa yepe3 xpomarorpad.

PacTBops! KO(erHa, IOArOTOBICHHBIE B COOTBETCTBHH C [IpunoxkeHueMm A, aHaIU3UPYIOT HE

MeHee 6 pa3, NpoBOAs U3MEPEHHUS 3HAYCHHS BBIXOAHOTO CUTHaIA (HJ'IOH.[a)lI/I III/IKa) pu yCIIOBUSX,

YKa3aHHBIX B Tabnune 7. B xavecTBe amroeHTa NPUMEHSIOT CMECH CIIEAYIOLIEro cocTaBa BOJAA :

10




AllETOHUTPHII

CKOpOCTb MOTOKA 2MoeHTa 1 cM’/MuH.

Tabmuua 7 -

: METaHOJ : MypaBbMHasi KHUCI0Ta B 00beMHBIX cooTHowmenusx 70 : 15 : 15 : 0,1.

VYCnoBUsl perucTpandd  OTHOCHTENBHOTO CPEIHEro KBagpaTH4ecKoro

OTKJIOHEHUSI [TapaMeTPOB BBIXOJHOIO CHrHaa (IUIOMAaau HKa, BPEMEHH yIECP)KUBAHNS ) JETEKTOPOB

Xpomarorpad B KOMIUIEKTE C
JIETEKTOPOM

[TpumensieMblit pacTBop,
MaccoBasi KOHIEHTPALHS

Pexxumel usmepenuit

Xpomarorpadsl ¢ IETEKTOPaAMH
ExionLC UV,
ExionLC PDA

Bonublii pacTBop kodenna A c
MaccoBOH KOHLIEHTpaLuen
10,0 mr/mv? o

[Tpunoxenuro A

Jnmuna BonHEIL, 272 HM.

Temneparypa TepMocTaTa
xoJyionku, 40 °C.
Temneparypa STUEUKHU

nerexropa, 40 °C

Xpomatorpadsl ¢ JeTEKTOpaMu
API3200 wu Triple Quad
3500/4500/5500+/6500+ "
QTRAP 3200/4500/5500+/
6500+

PactBop kodeuH B 3irOEHTE
(pactBop b) ¢ wmaccoBoi
xoHenTpanuei 0,1 mr/mv’

no [Tpunoxenuio A

o radmue 5

[To pe3ybTaTaM I/IBMCPCHI/II\;I BBIYUCIIATE CPEOHEE apmbMeTquCKoe 3HAYEHHE BBIXOJHOI'O

curHana (IIOmMAnH ITMKa, BpeMeHH yaepxusanus) (X ) m otnocutensnoe CKO (S) pesynsratos

I/I3MepeHI/II71 BBIXOJHOI'O CUI'Hajia I1o (bopMynaM:

> X,

=i

roe X,

/L

BPEMEHU YAECPXKUBaHUS), yCII. el. (C);

n=6 - KOITUYECTBO IIPOBEACHHBIX H3M€peHHﬁ.

)

)

- pe3yabTaT [-r0 H3MEPEHHs NapameTpa BBIXOJHOIO CMrHana (IUIOIaiM IHKa,

HOJ’IY‘{CHHOG 3HA4YEHHE OTHOCHUTEIBHOIO CPEIHETr0 KBaAPATUYECKOr0 OTKJIIOHEHK S BBIXOHOI'O

CurHalia JOJDKHO YIOOBJIETBOPATL Tp€6OBaHI/IﬂM Hpnnomennﬂ b.

I[Ipumeuanus:

1. I[onycxaeTca NOCJCA0OBATEJIbHOE U NapajlyIE/IbHOE (C MMPUMEHEHUEM JlenuTeNnel noToka U3 cocrana

xpomarorpada) COEIMHEHHE ONTHYECKHUX JETEeKTOPOB M

MacCC-CrIeKTPOMETPHUYECKHUX HOETEKTOPOB B

xpomaTorpacbe AJ1s1 ONHOBPEMEHHOr0 OMNnpeaeeHuss OTHOCUTEILHOIO CpeaHEro KBaaApaTH4ECKOro OTKIOHEHHS

BBIXOZHOTO CHrHaja (Njowany nuka).




2. B ToMm ciyuae, ecny UCNIONB3YIOT ApYroit 00beM BBOAMMOMN MpoObl (HApUMeEp, YCTAHOB/IEHA METJIst
JNpYroi BMECTMMOCTH), J[OMYCKAaeTCs COOTBETCTBYIOLIMM 00pa3oM KOPPEKTHPOBAaTh KOHLEHTPALMIO
aHaJIM31MpyeMOoro pacTeopa.

3. Jlomyckaercs MCMONb30BaTh APYroi AJIOEHT MpH YCIOBHH, YTO 3HaYeHHe (akTopa yAepKUBaHMs
(k) 6yner He meHee 2.

k’=(tr—1y) /1y,

A€ Ik - BpeMs YAEP)KMBAHUS aHATU3UPYEMOro KOMIOHEHTa, C;

I - BpEMs DJIFOMPOBaHUs HEYeP>KMBAEMOro KOMMNOHEHTa (MEPTBOE BpeMs), C.

4. JlonmyckaeTcsi MCMOJb30BaTb HHYKHO CKOPOCTb MOTOKa, B Cly4yae eCid KOH(Urypauus
M3MEPHUTENIbHOH cUcTeMbl Xpomarorpada (mpvMeHsieMble KOJOHKM M T. I.) HE paccudTaHa Ha paboTy ¢

norokom | cM3/MuH.

8.3.4 Onpenenenue npenena qeTEKTHPOBAHHS

IIposepky nmpenena  JETEKTUPOBAHHUS  INPOBOAST AN XpomarorpagoB ¢ Macc-
CIIEKTPOMETPHUYECKHMHU JeTekTopamu. JlIsi onpeneneHus npenena ACTEKTHUPOBAHUS HCIOJIb3YIOT
sHayenue X , MOMyYeHHOe B pasiene 8.3.3 JUIA IUTOIAAM BHIXOJHOTO CHTHANA M 3HAaueHHe AX.
noyydesHoe B pasaene 8.3.1 1y1st ypoBHsI QIyKTalMOHHBIX IIIyMOB.

Tpenen AeTeKTHPOBAHHUS B I/CM PACCUMTHIBAIOT 10 (hopMyJie

2-AX-G-60 i
MHH = > (.J)
XV
rae AX L2 ypOBeHB (bHYKTaHHOHHBIX ITyMOB;
V - CKOpOCTB DJIFOCHTA, CM3/MI/IH;
G - KOJIUYECTBO KOHTpOHBHOFO BE€IIECTBA, I', paCC‘-II/ITBIBaCMOG o Q)OpMyne
-9
G=10"-C-V,,, 4)

rae C - MaccoBas KOHUEHTpauus KOHTPOJIBHOI'O BELIECTBA, MF/IIM";

V. . - 00beM BBOXMMOM MPOGEI KOHTPOIHHOTO BEIIECTBA, MM-.

203

[TonyyenHOe 3HauyeHue Mpenena AETEKTUPOBAHUS IOJDKHBI YIOBIETBOPATH TPEDOBAHUAM
[Tpunoxenus b.

8.3.5 TIpoBepka OTHOCUTENHHOIO W3MEHEHUS BHIXOJHOIO CUTHala 3a 8 4acoB HENPEPLIBHOH
paboTEhI

Yepes 8 yacos nociie onpeaeseHusl OTHOCUTENBHOIO CPEAHEr0 KBaAPaTUYECKOrO OTKIOHEHUS
ITapaMeTpOB BBIXOJHOIO CHIHANIA TOBTOPSIOT JaHHBIE M3MEPEHHS B COOTBETCTBHM C pazjenoM 8.3.3.
HpOBOL{XT OmpeacseHue CpeAHCIO 3Ha4YCHHsl BBIXOAHOIO CHIHalla (rmoma,uu IMKa, BpPEMCHH

yIepKUBaHUS) 32 § 4acoB HempephBHOM paboTsl (X,) u otHOcuTensHOro CKO (S,) pesynsratos

M3MEPEHHH BBIXOIHOTO CUrHana (IUIolany NuKa, BpeMeHH! yaepxuBanus) no Gopmynam (1), (2).



[TonyyeHHble 3HAUCHHS OTHOCHTENBHOIO M3MEHEHHUS BBIXOJHOIO CHTHajJa 3a 8 4acoB
HEIpepbIBHON pabOoThI JOJDKHBI YIOBIETBOPSATH TpeboBanusaM [Ipunoxenus b.

8.4 Ilosepka B Impouecce IKCIUTyaTaluu

B mpornecce sxcrutyaTalMy NpU HAIMYMK CIENUATBHO pa3pabOTaHHOH METOAMKM (METOIA)
U3MEpeHUH, AaTTeCTOBAHHOW B COOTBETCTBUM C [OPSOKOM, YTBEpXKICHHBIM [Ipukaszom
Munnpomropra PO or 15.12.2015 Ned4(091, unu crangapTU30BaHHOH METOINMKH, OTBEYarOLIEH
tpebosanusiv ['OCT P 8.563, momyckaercss meproAUIECKyrO MOBEpKy npoBomuTs mo MU 2531. B
TaKOM CJTy4ae IPOBOJAT KOHTPOJIb ITOKa3aTesiell TOYHOCTH Pe3ysIbTaTOB U3MEPEHUN B COOTBETCTBHHU
C mpoueaypaMH ¥ HOPMAaTUBAMHM KOHTpPOJIS, PErJIaMEHTHPOBAaHHBIMH B METOAUKE (METOIE)
M3MEPEHHM, TPH 3TOM MPEIIIOYTUTENbHEe HCIONIb30BaTh CTaHAApPTHBIE 00pa3slbl YTBEPIKIECHHBIX

THIIOB.

9 Odopmienue pe3ynbTaToB HOBEPKH

9.1 OopMIsIOT TPOTOKOI IPOBEACHHMS IIOBEPKH B IIPOU3BOJIBHOM hopMme.

9.2 IlonoxuTenbHbIE pe3yNbTaThl MOBEPKH 0(QOPMIISIOT BblIa4eH CBUAETENLCTBA O IIOBEPKE B
cootBercTBHH ¢ [Ipukazom Munnpomropra Ne 1815. 3nak noBepky B BUAE OTTHCKA [IOBEPUTEIBHOIO
KJIeliMa HaHOCUTCS Ha CBUJIETEILCTBO O IMOBEPKE.

9.3 Ilpu oTpHUATETBHBIX pe3ylbTaTaX MOBEpKHM XpoMmaTorpad NpH3HAIOT HENPUIOIHBIM K
JanbHEeWIed SKCITyaTallii ¥ BBIOAIOT HM3BEINECHHE O HENPUIOAHOCTH C yKa3aHHEM IpPUYMH B

cootBercTBuH ¢ [Ipukazom Munmnpomropra Ne 1815.

Pazpaborunk

3aB. 1a6.241 YHUWM - ¢punuana - /
OI'VIT « BHUUM um.JI..Menneneesa Z{[ /{,’/‘L M.IO. MenBeneBckux
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NPUJIOXKEHUE A

(obs3aTenbHOE)

IIpouenypa npuroToBJieHus 3JI0eHTa (MOABUKHOI (a3bl) H PACTBOPOB KO enHa

A.1 JIns npuroToBieHus moeHTa (MOABWKHOM (asbl) U pacTBOPOB KO(EHHA UCIONB3YHOT:

- Becbl HeaBTomaTuuyeckoro aekcteust no FOCT OIML R 76-1, I (crneunanbHOro) kjiacca TO4HOCTH C
JeHCcTBUTENBLHOM eHoM aenenus 0,1 mr;

- yAbTPa3ByKOBas BaHHA BMECTMMOCTBIO He MeHee 3 am°, Hanpumep «Candup - 2,8 TTL»

- kon6a 2-100 (1000)-2 TOCT 1770;

- LWMJIMHAP BMECTUMOCTBIO 1 m® He Hivke BTOporo kiacca Tounoctu no FOCT 1770;

- MUneTKy rpagyupoBaHHsie 1-1-2-1 (10) FTOCT 29227,

- kodenn dapmakoneitupiii no M®C.2.1.0116.18, maccoBas 10/ OCHOBHOIO BELUECTBA HE MEHEE
98,5 %;

- Boja Pierce™ Water, LC-MS Grade, npoussozactsa ¢pupmsl Thermo Fisher Scientific;

- auetonutpun Pierce™ Acetonitrile (ACN), LC-MS Grade, npoussoactsa ¢upmbl Thermo Fisher
Scientific;

- meranon Methanol for UHPLC Supergradient, npousBoacrsa ¢pupmsl ACS Panreak

- MypaBbuHas kucnora Pierce™ Formic Acid, LC-MS Grade, npouseoacrsa dupmbl Thermo Fisher

Scientific

A.2 Tlpouemypa NpUroToOBAEHHs 3MOEHTa (MOABHKHON (hazbl)
B MepHblii UMIMHAP BMecTUMOCTBIO 1 am® moGasnsior 1 cm® MypaBbuHOM kucaoThl, 150 cm’
meTaHona, 150 cM® aueTOHMTpUIA ¥ BOLOW AOBOAAT A0 MeTKH. [lofyd4eHHYIO CMeCh NEpPeHOCAT B HMCTYIO

€MKOCTb ISl SJII0EHTA, JErasupyroT B TeueHue 10 MUHYT B yJIbTPa3BYKOBOH BaHHE.

A.3 INpouenypa NpUroToBJeHUs pacTBOPOB KoenHa

A.3.1 PacTBop A KodenHa ¢ MaccoBoi koHueHTpauueit 10 mr/am’

B mepHoii kon6e BmMecTumocTbio 1000 cm® B3ewmatror 10 Mr koderHa, nobGasasoT 250 cM® BOAbI,
MOMELIAIOT B YJAbTPa3BYKOBYIO BaHHy Ha 10 MuHYT, 10OMBasCb MOJHOrO pacTBOpeHHs. JJOBOAAT 10 METKH
BOJIOH, NEpemMeLlMBatOT.

A.3.2 Pacteop B kodeuna ¢ maccoroit koHuenTpauueii 0,1 mr/ am?

Anukeoty 1 cmM® pacTBOpa A mepeHOcAT B MepHYlo kosby BmecTumocTbio 100 cM® v a0BOAST 10

METKH MOABHIKHOM (ha3oii, MOMEILatOT B YIbTPa3BYKOBYIO BaHHY Ha 10 MUHYT.



MeTtponoran4eckue XapakTepHCTHKH

HPHJIOKEHHUE b

(obs13aTenbHOE)

Haumenosanue
XapaKTEPUCTUKU

3HayeHue JJI X OMaTOl"pa(l)OB C JETEKTOpaMHu

API3200
QTRAP
3200

Triple
Quad
3500

Triple
Quad
4500
QTRAP
4500

Triple
Quad
5500+/
QTRAP
5500+

Triple
Quad
6500+/
QTRAP
6500+

ExionLC
uv

ExionLC
PDA

Jluama3zoH MacCoOBBIX YHCET,
a.e.M.

5-2000

5-1250

5-2000

CrnexTpanbHbIi qHana3oH,
HM

190-900

190-700

OtHoweHue curra/urym*,
HE MEHee

400:1

3000:1

5000:1

40000:1

100000:1

[Tpenen nerexTupoBaHus™,
r/em’

3,0-10°1°

[Ipenen nomyckaemoro
OTHOCHUTEJIBHOT'O CPEHEr0
KBaJPaTUYHOTO OTKJIOHEHHSI
BBIXOJHOIO curHana*, %:

- IO TLIOLIAIH;

- [I0 BPEMEHHU yePIKHUBAHHUSI

7,0
1,0

5,0

1,0

[Ipenen momyckaemoro
OTHOCHUTEIHLHOTO
U3MEHEHHS BBIXOIHOTO
CHTHaia 3a § 4yacoB
HENpPEPBIBHON paboTe™, %!
- [0 IUIOILAIH;

- 10 BpEMEHH YACPIKUBAHHUS

7,0
1,0

5,0

1,0

Y poBeHb (IIyKTyalHOHHBIX
LIYMOB HYJIEBOTO CHTHAJa
(250 um), b, He Gonee

2.5-10%

2,0-10°

Hpeiid HyneBoro curuana
(250 am), B/4, He Gornee,
npu QIyKTyauu
TeMIIepPaTy Pl OKPY KaOLIEH
Cpensbl

- meHee +2°C

- o1 £2°C mo £2,5°C

1,0-10%
3:0:107

5,0-10™
1,5-107

[Ipumeyanue k Tabmune — MeTpoornueckie XapakTepUCTHKH, OTMEUEHHbBIE 3HAKOM *, YyCTaHOBIIEHB!
Ul XpoMaTorpados ¢ Macc-CreKTPOMETPUYECKUMH IETEKTOPaMU B PEXKHUME IOJIOKUTEILHON

HOHU3AIMHU dNIeKTpopacnbuieHreM npu urxekuuu S00 nr kodeunna;
JUIst XpoMaTorpados co CeKTpopOTOMETPUYECKHMHU AETEKTOPAMHU U IETEKTOPaMH Ha JUOIHOM MaTpULE
— npy uEkekuuu S0 Hr kodenna.




