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1 OBHIHE MOJIOKEHHUSA

1.1 Hacrosimias MeTOAMKa MOBEPKM paclpOCTPaHAETCSs Ha XpOMaTo-Macc-CIeKTpoOMeTp
KuakocTHe 6475 LC/TQ (nanee mo TEKCTY — XPOMATo-Macc-CIEKTPOMETP). CEepHHHBINA
Ne SG2321S001, u ycraHaBnuBaeT NOPAAOK B 00BEM €ro MepBUYHON ¥ MEPHOTHIECKOH MTOBEPKH.

1.2 Ipu npoBeieHHH MOBEPKH NPOCIIEKHBAEMOCTb 00eCIEYHBaAETCA K:

- I'ST 208-2024 cornacHO rocyIapcTBEHHOM MOBEPOYHON cxeMbl, yTBepkaAeHHOH [Ipukasom
dejiepabHOrO areHTCTBA 110 TEXHHYECKOMY peryiupoBaHuio u MeTposorun ot 10.06.2021 Ne 988 «O6
yTBEpKICHHH [OCYJapCTBEHHOH TOBEPOYHOH CXeMbl JUIi CPEICTB M3MEPEHHH COJACpKaHHs
OpraHHYeCKHX H JJEMEHTOPraHHYeCKHX KOMIIOHEHTOB B JKHIKHMX M TBEPJABIX BeleCcTBaX H
MarepHazax»;

- I'DT 156-2015 cornacHo rocyAapcTBEHHOM MOBEPOYHOH cxeMbl, yTBepxkaeHHO# [Ipukazom
de/iepaIbHOrO areHTCTBA 10 TEXHMYECKOMY PETyIMpOBaHHIO W MeTpoioruu ot 27.11.2018 Ne 2517
«O6 ytBepkaeHHH ['0CyJapCTBEHHOM MOBEPOYHOH CXEMBI IS CPEICTB HU3MEPEHHH CNEKTPAIbHBIX,
HHTErpaTbHBIX, PEIyIHPOBAHHBIX KOY(P(HUIIHEHTOB HAIpPaBIEHHOro mpomyckaHus, muddy3Horo H
3ePKAILHOIO OTPAKEHHH M ONTHYECKOH IUIOTHOCTH B Hanasone JUTHH BosH oT 0.2 10 20.0 Mxm»;

- TDT 3 nocpeacTBOM NpPHMEHEHHs CTaHAApTHBIX 00pa3sloB YTBEPK/ICHHBIX THIIOB,
METPOJIOTHYECKHE XAPAKTEPUCTHKH KOTOPBIX OMNpe/elieHbl [0 pPAacyeTHO-3KCICPHMEHTAIbHOM
nponenaype C TpHMEHEHHEM [IOBEPEHHBIX BecoB, mpociexuBaeMbix k [T 3 cornacHo
rocyJ1apCTBEHHOM IOBEPOYHOM cXeMbl, yTBepxkaeHHOH [Ipukazom DenepaipHOro areHTCTBa IO
TEXHHYECKOMY peryiupoBanuio ® wmetpoioruu ot 07.07.2022 Ne 1622 «O6 yTBEpKIACHHH
["ocymapCTBEHHOM MOBEPOYHOM CXEMBI [Tl CPE/ICTB H3MEPEHHH MacChI».

1.3 Metoz, ofecneunBaoIui peaH3alnio METOTHKH TOBEPKH — METO/I IIPSMBIX H3MEPEHHI.

1.4 TloBepka XpomaTo-Macc-CleKTPOMETpa JIOJKHA IIPOBOJHTBCA B COOTBETCTBHH C
TpeOOBaHHAMH HACTOSAIIEHA METOIMKH IOBEPKH.

1.5 B pesyabTaTe MOBEPKH AODKHBI OBITH TMOATBEPHIEHBI METPOJIOIHYECKHE TPeOOBaHMS,
npuseneHHble B [Ipunoxenun A.

2 IIEPEYEHB ONEPAILWI MOBEPKHU CPEJICTBA U3MEPEHUI
2.1 Ipu npoBe/IeHUH IOBEPKH BHITIOJIHAIOT ONEPaliH, yKa3aHHbIe B Tabmuie 1.

Tabmuna 1 — Onepanyuy NoBEpKH

Homep paznena (myHkra) O6s3aTeIbHOCTD
METOIMKH MTOBEPKH. BBITIOTHEHHS OTepaIHii
B COOTBETCTBHH HaumeHoBanue onepanuu MIOBEPKH IIpH
C KOTOPBIM BBINOJIHAETCS MEPBAYHON | MEPHOANYECKOH
omnepauus NoBepKH MOBEPKE NOBEPKE
7 BHeH#|# 0CMOTP CPeACTBA H3MEPEHHIH Ha Jla
3 IMoaroroska k MOBEPKE H onpoboBaHue Jla Jla
Cpe/cTBa H3MEpEeHHH
9 ITposepka MpOrpaMMHOTo obecrieuenus Jla Jla
Cpe/CTBa H3MEPEHHH
10 Omnpenienenne METPOIOTHYECKHX ) Jla Jla
XapaKTEePHCTHK CPEe/ICTBA H3MEPEHHH
IToaTBepKAEHHE COOTBETCTBAN
11 Cpe/CTBa H3MEPEHHH Ha Ha
METPOJIOTHYECKAM TpeOOBaHMIM

3 TPEBOBAHMS K YCJIOBUSIM ITPOBEJIEHHSA IMOBEPKH

3.1 Ilpu npoBeeHHH MOBEPKH J0JIKHBI ObITh COOIIOICHBI CIEAYIONIHE YCIOBUA:
— TeMIepaTypa okpyxatouiei cpebl, °C ot +15 go +35
— OTHOCHTE/TbHAs BIAXHOCTH BO3ayxa. % He Gonee 85
— atMochepHoe nasnenHe, klla ot 85 no 106

(3]
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4 TPEBOBAHHUSA K CIIEHHHAJTUCTAM, OCYIIECTBJIAIOIIUM IIOBEPKY

4.1 K noBepke Xpomaro-Macc-CIeKTPOMETpa JOMYyCKAroTCs CNENHATNCTHI, H3Y4YMBIIHE
SKCIUTYaTAlHOHHBIE JOKYMEHTHI Ha TIOBEPAEMOE CPEJICTBO H3MEPEHHH, CPE/ICTBA ITOBEPKH, HACTOALIYIO
METOIHKY MOBEPKH.

4.2 MwuHHMaTbHOE KONHYECTBO CIEHHATHCTOB JUIS BBIIOJHEHHA [JaHHOH METONMKH
MOBEPKH — OJIHH.

43 K npoBeseHHIO MOBEPKH JAOMYCKAIOTCS JIML@, COOTBETCTBYIOMHE TpeOOBaHHAM.
H37I0)KeHHbIM B cTathe 41 [Ipukasa Munskonompassutus Poccun ot 26.10.2020 roga Ne 707 (pen. ot
30.12.2020 ropa) «O6 yTBepXKAECHHH KPHTEDHEBR aKKpEAMTAllHH W TNEPeYHd JIOKYMEHTOB.
MOATBEP)KAAIOLIMX COOTBETCTBHE 3aABHTEISA, aKKPEAUTOBAHHOTO JIHIIA KDHTEPHAM aKKPEAHTALIHH.

4.4. JIns nony4eHus AaHHBIX JOMYCKAeTCS y4acTHE ONEPaTopoB, 00CIyKHBAFOIHMX XpPOMATO-
Macc-CIeKTPOMETP (1MOI KOHTPOJIEM MOBEPHTENS).

5 METPOJIOTHYECKHE U TEXHUYECKHME TPEBOBAHHS K CPEJACTBAM

IMOBEPKH

Tabnuua 2 — Cpeacrsa OBEPKH

Onepauun
IIOBEPKH.
Tpebyromue
NpPHMEHEHHE
CPEJICTB MOBEPKH

MeTposiornyeckie H TEXHHYECKHe TpeOoBaHHA K
CpeacTBaM NMOBEPKH. HeOOXOIUMBIE [UIA
NPOBE/ICHHS TTOBEPKH

[lepevyeHb peKOMEHAYEMBIX
CPEACTB IOBEPKH

OCHOBHBIE CPE/ICTBA NOBEPKH

p. 10
Onpenenenue
METPOJIOTHYECKHX
XapaKTePHCTHK

CranpapTheni  obpasel ¢ arTeCTOBAHHBIM
3HAYEHHEM  MacCoBOW  JIOIH  JIEBOMHIETHHA.
MaccoBas JO0Ns JIeBOMHIleTHHa He MeHee 95.0 %.
NOIyCKaeMble 3HaYeHHs OTHOCHTEJILHOM

MOrPENIHOCTH aTTECTOBAHHOIO 3HaueHus +2 % IpH
P=0,95

CrannaptHbiii oOpasen
COCTaBa JICBOMHIIETHHA
I'CO 10165-2012

CranjapTHeii  obpasenl ¢ aTTeCTOBaHHBIM
3HAYEHHEM MacCOBOH JIONM pe3epliHa. MaccoBas
nons  nesomuueTHHa He  Menee 95,0 %.
JOIyCKaeMble 3Ha4YeHHA OTHOCHTEIbHOM
MOrPeIHOCTH aTTECTOBAHHOIO 3HaYeHHA +2 % mpH
P=0.95

Crannaprabiii oOpasen
COCTaBa pe3epruHa
(P3n-BHUUM-3C),
I'CO 12061-2022

(Mp¥ NOArOTOBKE

abcomoTHO#M morpentHocTH uamepenui +2 °C,

[Mpunoxenne b - |Cpeacrea w3Mepenuit nepemenHoro obwema | [l03aTopel IHNETOYHbIE
IMoarotoBka (ot 100 mo 1000 wmxkn. npegen apomyckaemoro | Eppendorf Research Plus
KOHTPOJIbHBIX | OTHOCHTEJIBHOIO  CPEIHEro  KBaJpaTH4YeCKOro | O/IHOKaHaNbHbIE C
pacTBOpOB OTKJIOHeHHs axkTHyeckoro oosema n03sl 1,0 % nepeMeHHBIM 00bEMOM
nosupoanus ot 100 oo
1000 mx,
per. Ne 55543-13
Cpencteo H3MEPEHHHA MaccChl no | Becbl HEaBTOMAaTH4ECKOIO
I'OCT OIML R 76-1-2011 ¢ Bepxuum mnpezesoM | aeiicteus MB 210-A,
B3BemmBanus 200 r. Kkmacca  TowHOCTH | per. Ne 61317-15
| — cnenuaneHBIH
Kon6sl mepubie BMecTHMOCTBIO 10 1 100 M1, 2-ro K1acca TOYHOCTH C IPHTEPTOH
npobko# o ['OCT 1770-74
Crakanbl B-1-50TC no 'OCT 25336-82
BcnoMorareibHble CpeACTBa IOBEPKH
p. 8 Kortpons | JluanazoH W3MepeHHi TeMIiepaTypbl OKpyxarouei | U3smepuTens napaMeTpoB
ycloBHi noBepkH | cpeasl oT +15 °C po +35 °C, mpeaens! 1onyckaeMoi | MUKpOKJIHMaTa

3




UMT-MII-0059-2024

Onepanuu
IOBEPKH, MeTponoruueckue 1 TeXHHYeCKHE TpeOOBaHHA K Tiepesenn pexoMEmIyeMEX
Tpebyromue CpPeICTBaM [OBEPKH, HEOOXOAMMBIE JUIS o im——
NPHMEHEHHE POBE/ICHHSA MOBEPKH
CpeaCTB MOBEPKH
KTOBEpKE M | AMAma30oH u3MepeHuit oTHocHTenbHOH BnakHocTH | METEOCKOII-M,
onpobosanum |[oT 20 % gm0 85%, mnpemensi jgomyckaemoii per. Ne 32014-11
cpescTBa abcomoTHo# morpemHocTH HM3MepeHHH £3 %,
H3MEPEHHH ) JMAna3oH H3MepeHHi aTMoc(epHOro AaBIECHHS OT
85 mo 106 kIla. npexensl gomyckaeMoii abComOTHOM
NOrpelnHOCTH u3MmepeHui =1 klla

[punoxenue b - | Aueronutpun  CAS  HOmMep  75-05-8, crammapr Q/12KKDT002-2018.
[Toaroroska kBamukanus BOXX
KOoHTpoubHbIX | Kucnota mypaBbunas, kBamugukamus Y. mo I'OCT 5848-73
pacTBOPOB Bona mactunmmposannas no FOCT P 58144-2018

5.1 Tlpu mpoBeneHHH MOBEPKH PEKOMEHIYETCS NMPHMEHSTH CPEIACTBA MOBEPKH (3TANOHBI),
yKa3aHHsle B Tabmuiie 2.

5.2 JlonyckaeTcs NPHMEHEHHE CPEACTB MOBEPKH C METPOJIOTHYECKHMH H TEXHHYECKHMH
XapaKTepHCTHKaMH, ofecneunBalOIMMH  TpeOyeMyr0 TOYHOCTH IIEepelayd €IHMHHIl BETHYHH
MOBEPAEMOMY CPEACTBY H3MEDEHHH. yKa3aHHYIO B Tabnuue 2.

5.3 [lpaMeHsieMBle CpeIcTBa MOBEPKH JIOKHBI OBITH HCTIPaBHBI H MOBEPEHBI. IPHMEHAEMBIE
CpeNCTBAa TIOBEPKH YTBEPKAEHHOTO THMA B KAYECTBE STANOHOB €IMHHIl BEIHYHH IO/DKHBI OBITH
MCIIPaBHEI ¥ TIOBEPEHbI C MPHCBOEHHEM COOTBETCTBYIOIIETO pa3psaja 110 TpeOOBaHHUIO rOCYIapCTBEHHBIX
MIOBEPOYHBIX CXEM.

6 TPEBOBAHUA
IMPOBEJIEHUS] IIOBEPKH

(YCJIOBHUSI) IO OBECIIEYEHHIO BE3OINACHOCTH

6.1 Tlpu mnpoBeneHwH TmOBepKH HeoOXxoaumo cobmonaTe TpeOoBaHMA O€30MACHOCTH.
ycranoBnennsie ['OCT 12.2.003-91 «Cucrema crangaproB GesomacHoctd Tpyaa (CCBT).
O6opyznosanue mnpoussoacTeeHHoe. OOmme TpeboBanHus OezomacHocTH». Takke NOMKHBI OBITh
cobnmoneHbl TpeboBaHMS OE30MACHOCTH, H3JIOKEHHbIE B IKCIUTyaTallHOHHBIX JOKYMEHTax Ha
TMOBEPAEMBIH XPOMATO-MacC-CIIEKTPOMETP H TIPHMEHAEMbIE CPE/ICTBA MOBEPKH.

7 BHEIIIHHI OCMOTP CPE/ICTBA H3MEPEHHI

7.1 Ilpu BHemHEM ocMOTpe YOCAUTHCH B:

— COOTBETCTBHHM KOMIUICKTHOCTH XPOMaTO-Macc-CrIeKTpOMeTpa. MPHBEAEHHOH B PYKOBOJICTBE
MO SKCILUTyaTalliH Ha XpOMAaTO-Macc-CMeKTPOMETP:

— OTCYTCTBHH MEXaHHYECKHUX TMOBPEK/ICHHM, MPENATCTRYIONIMX HOPMATLHOH pabore;

— HAJTMYWH MapKHPOBKH Ha 6II0Kax XpoMaTo-Macc-CeKTPOMETpa, MapKHPOBKa JI0/DKHA OBITh
XOPOLIO pa3Ii4MMa U COZIepIKaTh TOBAPHBIN 3HAK H3rOTOBHTEIIS, HAHMEHOBAHHE H 0003HaYeHHE OJIOKOB
XPpOMaTO-Macc-CIeKTPOMETpa, CEPHHHOIO HOMEpA Ha NepeJHEH MaHeIH Macc-CIEKTPOMETPHYECKOTO
nerexktopa G6475A.

Pe3ynpTaTel BHEHIHEr0 OCMOTpPAa CYHMTaThb MOJIOXKHTE/IbHBIMH.
CHEKTPOMETP YAOBICTBOPSAET BhILIENEPEUHCICHHBIM TPEOOBAHHAM.

XpomaTo-Macc-CleKTPOMETD, HMEIOIIHH 1eDEKThI. K TOBEPKE HE OMYCKAETCH.

€CJIH XpoMartro-Macc-

8 MOJArOTOBKA K IMTOBEPKE M ONTPOBOBAHME CPEJCTBA U3MEPEHMH

8.1 Ilepen npoBeneHHEM NOBEPKH HEOOXOAMMO BHIMOIHHTH CIEAYIONIHE MOATOTOBUTEILHBIE
paboTsI:
— W3YYHTh 3KCILTYaTAllHOHHYIO JOKYMEHTALMIO Ha [IOBEPAEMbBIHA XPOMATO-MaCC-CIIEKTPOMETP

4



NUMT-MII-0059-2024

W Ha TIPEMEHsAeMEIE CPEICTBA MTOBEPKH:
— NOArOTOBHTH K paboTe cpeicTBa MOBEPKH B COOTBETCTBHH C YKa3aHWAMH WX
3KCILTyaTaLHOHHOH JOKYMCHTALIHH:
— TIPOBECTH KOHTPOJIb YCJIOBHH IOBEPKH Ha COOTBETCTBHE TpeOOBAHHMAM. YKa3aHHBIM B
pasziene 3. ¢ MoOMoIIbI0 060py/I0BaHHS, YKa3aHHOTO B TabmHIE 2:
— TIPHTOTOBHTH KOHTPONGHBIE pacTBOphl. [lponemypa NPHIOTOBIEHHS KOHTPOJIBHBIX
PacTBOPOB IpHBE/IEHA B NPHIIOKEHHH b:
— NIPOBECTH KOHAMIIHOHUPOBaHHE XpoMaTorpau4ecKoi KOJIOHKH.
8.2 OnpoGoBanue XpOMaTo-Macc-CIIEKTpOMETpa  MPOBOJHTH B CIeAyomen
IOCJIE0BATEIbHOCTH
— BKJTIOYHTH 3JIEKTPONUTAHHE XPOMATO-MacC-CIEKTPOMETPA H B COOTBETCTBHH C PYKOBOJACTBOM
M0 3KCITyaTal[iy MOATOTOBUTH XPOMATO-MACC-CIIEKTPOMETP K BBIXO/Y Ha PEKHM:
— yOenuThCs B OTCYTCTBHH (QYHKIMOHAIBHBIX OITHOOK.
XpomaTo-Macc-CIeKTPOMETP JOTyCKaeTcss K AanbHeiIneH nmoBepke, €cld IpH onpoOOBaHHH
YCIIEITHO BHIMOJHEHBI YCIOBHS 11. 8.3 U He BHISBIEHO (DYHKIMOHATBHBIX OIIHOOK.

9 IPOBEPKA ITPOI'PAMMHOI'O OBECITIEYEHMSI CPEJICTBA U3MEPEHUI

[lpoBepky WICHTH)HKAUMOHHBIX JAaHHBIX HporpaMMHOro obecmeyenus (mamee — I10)
IIPOBOJMTH NYTEM CJIHYeHUS HACHTH(HKAmHOHHBIX AaHHBIX [10. yka3zaHHBIX B ONHCaHHH THIA Ha
XpOMaTO-MacC-CIEKTPOMETP, ¢ HAeHTH(GHKAHOHHEIME JaHHBIMA [10. CYMTAHHBIMH C NOMOLIBIO
asToHoMHoro IIO Qualitative Analysis. Homep Bepcun (MaeHtudukanuoHHbie aaHHeie [10)
otobpaxkaercs B MeHI0 «About» Bkmanku «Helpy.

XpoMmaTo-Macc-CneKTpOMeTp AOMyCKaeTcs K JajibHEHIned MOBEPKE, €CIH IPOrpaMMHOE
obecniedeHne COOTBETCTBYET TpeOOBaHUAM, YKa3aHHBIM B OIIHCAHHH THIIA.

10 ONPEJAEJEHWE METPOJIOTHYECKHX XAPAKTEPUCTHUK CPEJCTBA
U3MEPEHUM

10.1 Onpenenenne 4yBCTBUTENBHOCTH (OTHOMIEHHE cHrHA/IIYM (S/N)).

10.1.1 TIpu onpenenerun oTHOMEHHs cUrHa/IIyM (S/N) HCIONIB3YIOT XpOMATOrpadHIECKYIO
KOJIOHKY. YKa3aHHYIO B TaO/uIe 3.

Onpenenenne oTHOmeHHs cHrHA/myM (S/N) mpoBOASAT ¢ HMCIOIB30BAHHEM KOHTPOIBHBIX
pacTBOpOB, YKa3aHHBIX B Tabiuie 3.

Hacrtpoiiku pe)XuMOB HOHH3ALHK, CKAHUPOBAHHUA, NETEKTHPOBAHHUSA, TIPH KOTOPBIX IMPOBOJAT
omnpesieNieHHe OTHOIEHHS curHan/myM (S/N). npuBeaeHs! B TabnuIe 3.

Tabnuua 3 — YcnoBus naMepeHui

Pe:xuMHBIe mapaMeTphl 3HaueHHe
E;}}?:Eaf:}?&’olari ty) e OrpunarensHas (Negative) [TonoxurtensHas (Positive)
WcTouHMK MOHM3AIH DneKkTpocnpei DneKTpocnpel
np#u aTMOC(epHOM JaBlIeHHH | IPH aTMOCQEPHOM JaBICHHH
(AJS ESI) (AJS ESI)

KouTtponeHsI# pacTBOp PacTtBOp 1IEeBOMHLIETHHA PacTBOp pe3epnuHa

B ALICTOHHTPHIIC, B alleTOHUTPHUIIE,

MPHTOTOBJIEHHBIA [PHIOTOBJIEHHBIH

10 METO/IMKE, YKa3aHHOM 10 METOJIMKE, YKa3aHHOH

B npuioxeHuy b B NIpuIOKeHHH b
Maccosas KOHIIEHTpAllUs 0.001 0.001
KOHTPOJILHOI'O BEIIECTBA, MI/JI
O6beM 1npoObl  KOHTPOJIBHOIO | |
pacTBopa. MKI

tn
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PexwumHBIe TapaMeTpsl 3HaueHue
Pexum nogaum 3:moeHTa ITporpamMupoBanue 3moeHTa | [IporpaMMHpoBaHHe JIOEHTA
no Tabnune 4 no Tabnuue 4

CkopocTh  NOTOKa  3JIIOCHTA, 0.5 0.5

MJI/MHH

Bpemst m3mepennit (Stop Time). 5 5

MHH

Temneparypa ocymaiomero rasa a

(Gas Temperature), °C <) 355

CkopocTh NOTOKa OCYLIAIOLIETO 10 10

rasa (Gas Flow (L/min)). 7/Mun

JHasnenue pacibUIMTEIs 15 20

(Nebulizer Pressure (psi)). psi

Temnepatypa  doxycupyomero 400 400

ra3a (Sheath Gas Temperature), °C

CkopocTb [HOTOKa

¢dokycupytomero raza (Sheath 12 12

Gas Flow (L/min)), n/mMun

Hanpsoxenwe comna  (Nozzle

voltage (V). B 2000 0

Hanpskerwe Ha  Kamwuspe

(Capillary voltage (V)). B i ik

HanpsokeHwe Ha  3J€KTPOHHOM 200 200

ymHoxutene (Delta EMV), B Delta EMV (-) Delta EMV (+)

Bpemenno#t  ¢umetp  (Time

Filtering), Mun 0,03 0.03

Peak Width

CkanunpoBanue (Scan) MRM MRM

Fﬁ)’gf lgzrsr;ie BRSNS EETeOe Iupokoe (Wide) [Hupokoe (Wide)

Fﬁggg‘;’;}e FEOPRIR RN, Emunuunoe (Unit) Emuanunoe (Unit)

Poaurensckuit noH (Precursor ion) 321,2 m/z 609.3 m/z

Jlouepunii HoH (Product ion) 152.0 m/z 195.1 m/z

Hanpszkenne Ha (¢parmeHTope |

(Fragmentor (V)), B 130 195

Bpewms 3anepxku (Dwell (ms)), mc 200 200

DHEeprus COyJIapHTEIbHOM TYCHKH 16 4

(CE (V): Collision Cell Energy), B

Hanpsxenune YCKOpEHHS

coynaputenpHoi sigeiikn (CAV 3 4

(V). Collision Cell Accelerator

Voltage), B

Hcenonszyemas Zorbax SB-C18 Zorbax SB-C18

xpoMmatorpaduyeckas KOJIOHKa 2,1 mm/50 mm/1.8 MM 2.1 mm/50 mm/1.8 MxM
HJIM aHAJIOrHYHas WJIH aHAJIOTHYHAN

IIpumeuanne — [TapamMeTphbl YCTAHOBHTD ONLITHBIM ITYTEM, IIPH ONPOOOBAHHH.

Tabmmua 4 — [Iporpamma rpaauenta

Bpewms, A, % B. % CkopocTb NOTOKa,
MHH (Bona u pacTBOp MypaBbHHOH KHCJIOTHI (ALETOHUTPHII) MII/MHH
B 06beMHOM cooTHOmeHuH 99.9:0.1)
0 50 50 0.5
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Bpewms. A. % B. % CxopocThb MOTOKA,
MHH (Bona 1 pacTBOp MypaBbHHOM KHCIIOTEI (ALETOHHTPHII) MJI/MHH
B 00beMHOM cooTHOIEHHH 99.9:0.1)
5 50 50 0,5

10.1.2 Tlocne BbIXO@ XpOMAaTO-Macc-CMEKTPOMETPA Ha PEKHUM, IIPH IOMOILH aBTOCEMILIEpA
BBOAAT Ipo0y KOHTpo/IbHOrO pactBopa. Haxonasr orHomenne curan/muym (S/N) neBoMHIIeTHHA 11
nepexoga m/z 321,2>152.0 u pe3epnuna ans nepexonga m/z 609,3>195,1.

10.1.3 3Hadenune oTHOmEHUs CHrHA/IIYM (S/N) pacCUHTBIBAIOT C MOMOIIEBIO TOATPOTrPaMMEI
Qualitative Analysis:

— Open Data Files (3arpyxaiot TpeGyeMbie CHTHAIEI);

— Smooth Chromatogram: Smoothing function = «Gaussian»; Function width = 15; Gaussian =
5 (CriaxXMBarOT 3arpyKCHHBIC CHIHAJIBI);

— Integrate (MS/MS) (MHTErpUpYIOT 3arpyKEHHBIH CHTHAN);

— Calculate signal-to-Noise-Haight-RMSx1-Auto (pacCUHTEIBaIOT OTHOIIEHHE CHTHAI/IITYM ):

— Configuration-Chromatogram Display Option-Peak labels Retention Time/Area (BeBOAST
JIaHHBIE O BPEMEHH yepKaHHs M IUIONIAIM MHKa Ha SKpaH).

10.2. OnpeneneHHe OTHOCHTENBHOTO CPEAHETO KBAJPATHYHOIO OTKJIOHEHHS BBIXOJHOIO
CHTHaJIa (1O IUIOMAAH HKA, 110 BPEMEHH Y/EpKaHHus).

10.2.1 OmnpexeneHre OTHOCHTEIBHOIO cpeaHero keaapatuuHoro otkioHeHus (OCKO)
BEIXOJJTHOTO CHTHajla NpPOBOMAT IIOCTAE BHIXOAAa XpOMAaTO-MAcc-CIEKTPOMETpa Ha PpEeXUM Mo
KOHTPOJIBHOMY PacTBODPY JIEBOMHIETHHA /I mepexoaa m/z 321.2>152.0 # KOHTPOIBHOMY PacTBOpY
pe3epnuHa s nepexoaa m/z 609,3>195.1.

YcnoBus H3MEPEHHI, 2ITIOEHT, KOJIOHKY M KOHTPOJILHBIA pacTBOP BEIOMPAIOT 110 Tabiuuam 3 1 4.

[TpoGy KOHTPONBHOrO pacTBOpa BBOAAT IIOC/IEAOBAaTENIbHO HE MeHee 6 pa3 IpH IOMOINM
aBTOCEMILIEpA.

O6paboTky pe3ynpraToB mpoBoast mo m. 10.1.3.

HenocroBepHble  pe3ynbTaThl W3MEpEHHH, OIEHMBaeMble KakK BBIOPOCEI  COIIACHO
I'OCT P UCO 5725-1-2002 n. 3.21 u I'OCT P 8.736-2011, oTOpakoBBIBaIOT H HE YYHTBIBAIOT B
pacuerax.

11 TMOATBEPXKIEHUE COOTBETCTBUSI CPEJACTBA U3MEPEHMH
METPOJIOTHYECKHM TPEBOBAHHUAM

11.1 Paccuntare OoTHOCHTE/IBHOE cpegHee KBaaparuuHoe orkiaoHeHue (OCKO) Beixomnoro
curgana no gopmyie:

(1)

rae Xi — i-oe 3Ha4YeHue BEIXOJHOTO CHTHANA (BPEMEHH YAEep)KaHHS WIIH IUIOMIA/IH THKA);
1 — YHCIIO H3MEPEHHH:

X — cpennee apudMeTHYECKOE 3HAUEHHE MapaMeTpa BBIXOJHOIO CHIHaiA (IUIOMIANH [HKA.
BPEMEHH YACPHKaHUA).

11.2 Jina pe3ynbTaToB H3MepeHWH. momydeHHbIX no n. 10.1, onpeaensior OTHOLIEHHE
curHa/mrym (S/N). paccurTaHHOE ¢ MOMOIIBIO moanporpaMmel Qualitative Analysis B COOTBETCTBHH C
o 10.1.3.

11.3 Xpomaro-Macc-CIeKTpOMETp  MOATBEPXKAACT  COOTBETCTBHE  METPOJIOTHYECKHM
TpeOOBaHUAM, €CJIM IOJTy4YECHHbIC 3HAYCHHS OTHOCHTEIBHOIO CPEJHEr0 KBaJPaTHYHOTO OTK/IOHEHHS
(OCKO) BeIXOAHOrO CHrHasa HE TIPEBBIIAIOT MPE/IETOB, YKa3aHHEIX B [IpunokeHnn A, H HaUMEHbIIIee
3Ha4YCHHE OTHOWICHUS cHrHa/myM (S/N) He MeHee 3HaueHHH npuBeaeHHbIX B [Ipuinoxennn A.
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[Ipr HeBBIMOJMHEHHH TOOOr0 W3 BHIIENEPEYHCICHHBIX YCIOBHH (KOrja XpoMaro-Macc-

CMEKTPOMETP HE TOATBEPXKAAET COOTBETCTBHE METPOJIOrHYECKHM TpeGOBaHHSM), IIOBEPKY XpOMaro-
Macc-CreKTPOMETpa MPeKpalaioT, pe3yIbTaThkl IOBEPKH NPH3HAIOT OTPHLIATEIbHBIMH.

12 O®OPMJIEHHE PE3YJIbTATOB IIOBEPKH

12.1 Pe3ynbTaThl MOBEPKH XpOMAaTO-Macc-CMEKTPOMETpa MOATBEPKIAIOTCA CBEJCHHAMH.
BKMIOYeHHBIME B Deniepanbubiii nHGOpMaHOHHBIH QOH Mo obecnevyeHHIO eIMHCTBA HW3MEPEHHH, B
COOTBETCTBHH C TOPS/AKOM. YCTaHOBJIEHHBIM JEHCTBYIONIMM 3aKOHOJATE]bCTBOM B 00/1aCTH
obecneyeHns eIHHCTBA H3MEPEHHH.

12.2 Tlo 3asBneHHIO BIajebla XpOMaTo-Macc-ClIEKTpOMETpa HIlH JIHLA, ITPEICTABHUBIIETO €To
Ha [TOBEPKY. MOJIOKHUTEIbHBIE Pe3YIbTaThl IOBEPKH (KOI1a XpoMaTo-MacCc-CEKTPOMETD TOATBEPIKIAAET
COOTBETCTBHE METPOJIOrHYeCKHM TpeOoBaHHAM) O(OPMIIAIOT CBHIETENLCTBOM O MOBEPKE MO (opMe.
YCTAHOBJIEHHOW B COOTBETCTBHH C JEHCTBYIOIIMM 3aKOHOAATENbCTBOM B 001acTH obecredeHHs
E/TMHCTBA H3MEPEHHUH.

12.3 Tlo 3asBneHHUIO BIa/IENbla XPOMATO-MaCC-CIIEKTPOMETPA HJIH JIMLIA, IPSICTaBHBIICTO €r0
Ha TIOBEPKY. OTpHILATENbHBIE pe3yibTaThl I[OBEPKH (KOIJa XpoMaro-Macc-CIeKTPOMETp He
MOJTBEPKAAET COOTBETCTBHE METPOJIOTHYECKAM TpeOOoBaHHAM) OQOPMISIOT H3BEIIEHHEM O
HEINPHTOTHOCTH K IPHMEHEHHIO CPEICTBAa W3MEPEHHH Mo GopMe, YCTaHOBIEHHOH B COOTBETCTBHH C
AEHCTBYIOIIHM 3aKOHO/IaTeIbCTBOM B 00/1aCTH 00€CTIEYCHHS €IMHCTBA H3MEPEHHH.

12.4 TIpOTOKOJBI IIOBEPKH XPOMaTO-Macc-CreKTpoMeTpa oGoPMISIOTCS [0 IPOU3BOIBLHOM

bopme.

Beaymwmii uHxeHep-MeTposor HU.H. bypos
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NMPUJIOKEHHE A (OBA3ATEJIBHOE)

OCHOBHBIE METPOJIOT'HYECKHE XAPAKTEPUCTHKH

XPOMATO-MACC-CIIEKTPOMETPA

Tabmuna A.1 — MeTponorudeckne XapakTepHCTHKH

— 110 BPEMEHH yAepKaHHus

HanmeHOBaHHE XapaKTEPHCTHKH 3HaueHue

YyBCTBHTENBHOCTD (OTHOLIEHHE CHTHAI/IITYM ), HE MEHEe:

— B peKHME «3NIEKTPOCTIpeii», OTpHIIaTeTbHAS HOHU3AIMA, [TPH OTCIIEKHBAHHH

MHOXeCTBeHHBIX peakimuit (MRM) no nuky novepHero nona m/z 152.0

(m/z poaurensckoro uona 321.2) npu Beoae 1.0 nr ieBoMHLETHHA 3500

— B PeXKHME «JIEKTPOCIIPE», MOI0KHTEIbHAS HOHH3ALKS, TIPH OTC/IC)KHBAHHH

MHOKeCTBEHHBIX peakunii (MRM) no nuxy nogeprero vona m/z 195.1

(m/z poguTensckoro ora 609,3) npu Beojie 1.0 nr pesepnuHa 3500

[Ipenen nomyckaeMoro OTHOCHTEIBHOIO CPEIHEro KBaJpaTHYHOIO OTKIOHEHHS

(OCKO) BeixoaHoro cursania, %:

— [0 IUIOIIAAH [THKa 8.0
1.0
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NPHUJIOKEHHE b (OBA3ATEJIBHOE)

METOAUKA NPUTI'OTOBJIEHUS KOHTPOJIbBHBIX PACTBOPOB

Mertonnka npeaHazHagesa /Ui MPATOTOBICHHS KOHTPOJIBHAIX PACTBOPOB JIEBOMHIIETHHA H
pe3epnuHa.

1. CPEJICTBA U3MEPEHUI. [TOCY/IA. PEAKTUBBI

Becsi na6oparopasie no 'OCT OIML R 76-1-2011 ¢ npeaenom B3pemusanus 200 r knacca
TOYHOCTH | — cnenManbHbIi

Kon6s1 Mepabie HamuBHBbIe 2-10-2, 2-100-2 1 2-1000-2 no T'OCT 1770-74

Jozaropsl munerounsie Eppendorf Research Plus ofHOKaHanEHbBIE C IEpEMEHHBIM 00BEMOM
noszuposanus ot 100 go 1000 mMxn

['CO 10165-2012 CrannaptHeii o6pa3zen cocTaBa J€BOMHIETHHA

I'CO 12061-2022 CranpapTHbiii obpa3en coctaBa pesepnuna (P3n-BHHHUM-3C)

Aueronutpun LC-MS Grade, CAS 75-05-8

Mypaesunas kuciaora aus KX-MC (LC-MS), CAS 64-18-6

Bozna mucrummposarsas no 'OCT P 58144-2018

2 ITPOLIEYPA IMPUTOTOBJIEHUS KOHTPOJIBHBIX PACTBOPOB
2.1. PacTBOp ¢ MaccoBOW KOHIEHTpauMe# | Mr/cM’ NpHIOTAaBIMBAIOT OGBEMHO-BECOBBIM
MeTogoM. MaccoBylo KOHIIEHTpALHIO KOHTPOJIBHOTO KoMIoHeHTa ((;) onpeaensioT no popmye:

m;
Cﬁ -

A.l
v (A.1)

rae:

m; — Macca KOHTPOJIBHOIO KOMIIOHEHTa, M’

V — 06BeM IPHUTOTOBJICHHON CMECH, CM".

2.2. OnpenenstoT Maccy m; MepHO#H kon0b1 BMecTHMOCTBIO 100 M. Pesynbrar B3BEIIHBaHHS
3AMHCHIBAIOT JI0 TPETHETO JECATHYHOTO 3HAKA.

2.3. B mepnyio konby BHOocaT 100 MI KOHTPOIEHOTO KOMIIOHEHTA H BHOBb B3BELIWBAIOT KONOY
(m2).

2.4. BeIYHCISIOT Maccy KOHTPOJILHOIO KOMIIOHEHTA (/77;) B MT.

mi=m,—m (A.2)

2.5. B xonfy ¢ KOHTpOJBHBIM KOMIOHEHTOM BBOAAT OT 20 10 25 M pacTBOpHTEI.
NMEpEMEITHBAIOT COACPKAMOE H J0BOAAT obbeM pactBopa a0 100 mu. TmarenbHO NMEpeMenmBaoT
pacTBop.

2.6. PaccuMTHIBAaIOT MacCOBYIO KOHIIEHTPAIHIO KOHTPOJIBHOTO KOMITOHEHTa 1o 1m.2.1.

2.7. PacTBOphI C MaccOBOH KOHIIEHTpalHeil KOHTPONBHOrO KOMIIOHEHTa MeHee | Mr/cm’
NPHTOTABIMBAIOT OOBEMHBIM METOZOM IyTeM [OCieAoBaTenbHOro  pasbasieHus  Gosee
KOHICHTPHPOBAHHBIX  pacTBOpPOB. MacCOBYX0  KOHLCHTpPALMIO KOHTPOJBHOIO  KOMIIOHEHTA
PacCUMTHIBAIOT MO opMyiam:

Co V4
= A.3)
4 =00 .
o= G-V, (A4)
27 100 |
& o Co-1"Vn (A.5)
™ 100

rae:

n — HOMEp CTyNeHH pa30aBlieHHs MCXOOHOTO KOHTPOJIBHOIO pacTBopa C MaccOBOH
KoHIeHTpauueu Co;

V1. Va, V,— anuxBoTs pacTBOpa ¢ KoHnenTpamuei (s, C/, Cy.) COOTBETCTBEHHO, CM".

2.8. Tlepen kaxabM pa3baBIeHHEM PACCYUTRIBAIOT 3HAYEHHE ANTHKBOTHI pacTBOPOB (V7. V2, V),
HCXOs M3 3aJaHHOr0 3HAYeHHWs KOHIEHTpauuMH KoHTpoiabHOro kommoHeHta (Co. Ci, Cny) H
KOHIEHTpalMH pa3baB/seMoro pacTeopa.
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2.9. B mepHyto kon0y BmectumocTsio 100 MJI BHOCAT alMKBOTY pa30aBisieMOro pacTBOpa,
JIOBOZIAT 0OBEM MPHrOTaBIMBaeMOro pacTsopa 10 100 M H TIATeIBHO IEPEMEIIHBAIOT.

3. XpaneHue KOHTPOJIbHBIX PaCTBOPOB

3.1 KonTponbHble pacTBOpE! XpaHsTes npu Temneparype ot 4 °C 1o 8 °C. Ilepen BBeieHrEM B
XpOMAaTO-Macc-CIEKTPOMETP PacTBOPHI BRIAEP/KHBAIOT PH KOMHATHOH TeMmriepaType He MeHee | gaca.
Cpox XpaHeHHs! KOHTPOJIBHEIX PacTBOpOB He Gosiee 3 jHeil.

4 ITPOLIETYPA ITPUT'OTOBJIEHHUS DJIIOEHTA

4.1. IlpuroToBleHHEe BOABI H PacTBOpPa MYPaBbHHOH KHCJIOTHI B OOBLEMHOM COOTHOIIECHHH
99.9:0,1

B mepayio kon6y BMecTumocThio 1000 M BHOCAT 200 M BOZBL, 106aBISIOT 1 M1 MypaBbHHOM
KHCJIOTBL, ZIOBOJST 00BEM NPUroTaBIMBaeMoro pacteopa 10 1000 M1 # TIHATENEHO MEPEMEIIHBAIOT.



