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OBIIME ITOJIOXKEHMA

Hacrosmas MeToIMKa pacrpoCTpaHsIeTCs Ha XpOMaTo-MacC-ClieKTPOMETPEI Ia30BbIe
EXPEC 5231 (mamee — Xxpomaro-Macc-criekTpomeTpel), 3aB.Ne 250P2260007 m
3aB. Ne 257P2290001, u ycraHaBIHBaeT METOAUKY HX NEPBHYHOM H NEPHOJHYECKHX MOBEPOK.

Hcnonb3yeMble cpecTBa NMOBEPKH 00ECHEYHBAIOT IPOCIISKHBAEMOCTh XpOMaTo-
macc-criektpometpa k [TID exunuisl Macchl (kumorpamma) I'OT 3-2020, uto obecneunsa-
eTcsi TIOCPECTBOM HCIIONB30BAaHHS TOBEPEHHBIX CPEICTB M3MEPEHHH: BECOB M MEPHBIX
k016 yepe3 Hepa3speiBHYIO lenb noBepok B cootercTBHH ¢ I'TIC s CHU maccsl, yTBep-
*/ieHHoi npukaszoM Poccranmapra Ne 1622 or 04.07.2022 r.

Merton nosepku ocHoBad Ha ['OCT 8.485-2013 1 BK/IIOYaeT NIPUMEHEHHE CPE/ICTB
H3MEPEHHH U CTaHJapTHOro o0pa3ila YTBEPHKAECHHOIO THIIA, IPHTOTOBJICHHE KOHTPOJBHBIX
PAacTBOPOB C M3BECTHOH KOHLEHTpALMeil, onpe/eieHHe IyBCTBUTENLHOCTH (OTHOUICHHS
CHTHAJI/IIYM); ONpeie/IeHHEe OTHOCHTEIBHOIO CPEHETO KBAJpaTHYECKOro OTKJIOHECHHS BbI-
XOJIHOTO CHTHaJa.

B pe3ynbTaTe MOBEPKH HOIKHBI ObITH MOATBEPXKACHBI CICAYIOIHE METPOJIOTrHYe-
ckue TpeboBaHHs, MPHBeICHHbIE B Tabuie 1.

Tabmuna 1

HanMeHOBaHHE XapaKTEPHCTHKH 3Ha4YeHHE

YyBCTBUTENBHOCT (OTHOLICHHE CHIHAJI/IIYM) B PEXKHME HOHH3AIHHU 3JICKTPOH- 3000:1
HBIM YJIapOM TIPH OTCIIEXHBAaHHH MHOXKeCTBeHHBIX peakuuii (MRM, nepexon
m/z 283,8 — 213,8) npu no3uposanuu 10 nr rekcaxyiopOeH30J1a, He MEHee
IIpemen 0OMycKaeMoro OTHOCHTENLHOTO CPEIHEr0 KBaJpaTHYHOrO OTKJIOHCHHS
(OCKO) BEIXOHOrO CHTHANA IIPH Ao3upoBanuK 100 nr rexcaxiopbensona, %

| - 110 IJIOIIA/IH ITHKa 10
- BpEMEHH y/JepXKaHus 1,5

1 TIEPEYEHD OIIEPALIMI [TOBEPKU

1.1 Ipu npoBeieHKHH OBEPKH JO/DKHBI BBHIIOTHATECS ONEPAlliH, YKa3aHHBIE B tabmne

2
Tabmmna 2
HauMeHOBaHHE Onepanuu Homep | Ilpu [1pu nepuou-
NyHKTA | IEpBHY- | YECKOH MOBEpKe
METOJMKH | HO¥ I0-
BEpKE
1.Bremnuii ocMOTp 6 Jla Ja
2. [ToaroToBKa K IoBepKe H OpoOOBaHHE:! 7 Ja Jla
3. [IpoBepka nIporpaMMHOro odecnedeHus 8 Ha Ha
4, OnpeneneHue METPOJOTHYECKHX XapaKTepH- 9 Ha Ha
CTHK H NOJATBEPXKICHHE COOTBETCTBHS CpPEACTBa
M3MEpPEHHH METPOJIOTHYECKHM TpeOOBaHHAM:!
5. OnpeneneHue 9yBCTBHTENBHOCTH (OTHOLIE- 9.1 Ha Jla
HHE CHTHAV/ITYM)
6. OnpeneneHHe OTHOCHTENIBHOIO CPEIHErO 92 Ja Jla




HaumeHnoBaHHe onepaiuu Homep IIpu
MyHKTa nepBHY-
METOOMKH | HOM 1o-

IIpu nepuoau-
YECKOH IoBEpKe

MepeHHi MEeTPOJIOrHYECKHM TpeOoBaHHIM

BEpKe
KBaJIpaTHYECKOTO OTKJIOHEHHS BBIXOJHOTO CHI-

Hana (IUIolIaay MHKa) MpPH BBOJE MpoOHI Yepe3

xpomarorpad

7. IonTBepxkaeHHe COOTBETCTBHA CPEACTBA H3- 9.3 Ha Ha

B03MOXHOCTb MPOBEICHHS TIOBEPKH OT/E/IBHBIX H3MEPUTEIIBHBIX KaHAJIOB 11 MEHb-
IIEr0 YMC/Ia H3MEPAEMBIX BEIMYMH WA Ha MEHBIIEM YHCIIE IOJUIHANa30H0B H3MEPEHHHA Ui
nanHbX CU He mpeycMaTpHBaeTCs.

2 TPEBOBAHHMS K YCJIOBUSM ITPOBEJEHN ITOBEPKH
[IpH npOBEICHHH TOBEPKH COOIIONAIOT CIEAYIONIHE YCIOBHA:

— TeMIIepaTypa OKpYKaromlero Bo3ayxa, °C

— atMoc(epHoe naBieHne, klla

— OTHOCHTEJIbHAs BIAXKHOCTB BO3/yXa, %o

or 18 no 25
ot 84 10 106,0
ot 20 1o 60

3 TPEBOBAHUS K CIIELIUAJIMCTAM, OCYILLECTBJIAIOLIUM ITOBEPKY

K BbIMONHEHHIO H3MEpeHHUH U 06paboTKe HX pe3yIbTaToB AOIYCKAIOTCH JIHIA, BIaae-
JOIHE METOJOM aHa/M3a, 3HAIONIME MPHHIHI JeHCTBHA, KOHCTPYKIHIO H IIpaBHIIa 3KCILTya-
TAlMH XPOMaTO-Macc-ClEKTPOMETPOB.

JUist mOTydYeHHs JIaHHBIX JOMyCKAeTCs yJacTHE ONEpaTopoB, 0OCITYKHBAIOMIMX XpO-
MaTo-Macc-CIeKTPOMETP (TI0J KOHTPOJIEM IOBEPHTENS).

4 METPOJIOTUYECKME UM TEXHWYECKUE TPEBOBAHHUS K CPEJICTBAM

[IOBEPKH

IIpH IpoBeJCHHH TOBEPKH NMPHMEHSIOT OCHOBHBIC H BCIIOMOTaTE/IbHBIE CPEICTBA I10-
BEPKH, YKa3aHHBIE B TaOuLe 3.

Tabmuna 3

Onepaiuu
NIOBEPKH,
TpeOyroImue npH-
MEHEHHE CPE/ICTB
NIOBEPKH

MeTposioruyecKkie ¥ TeXHHUeCKHe TpeOoBaHHs K
Cpe/ICTBaM MOBEPKH, HEOOXOUMBIE /ISl IOBEPKH

[Tepeuens peKOMEH-
JyEMBIX CPEeZCTB I10-
BEPKH

n. 7.3 [Iposepka
yCJIOBHS IIPOBE-
JIeHHUs TIOBEPKH

CpeicTBa H3MEpEHHUH TeMIEPATyphbl OKPYKaIOIIETO
Bo3/yxa B quanasone ot 0 1o + 50 °C, npezen jo-
ITycKaeMoii OrpeIHOCTH H3MepeHui = 0,5 a &
CpencTBa H3MEPEHHH OTHOCHTEIBHOH BIAKHOCTH
OKpYKAIOIIEro BO3yXa B JarnasoHe ot 5 % 1o

95 % npenesn JOIycKaeMoi abCOIOTHO#H norpen-
HocTH 2 %,

Cpenctsa u3MepeHH# aTMOC(EPHOro JaBJicHAA B
muanazore ot 600 mo 1100 mOap npenen aomyckae-
Moii aGCOMOTHOM MOrpeIHoCcTH £3 Mbap

Usmeputens KombOu-
HupoBaHHBl  Testo
176-P1, per. Ne48550-
11




Onepauun
TIOBEPKH,
Tpedyromue npu-
MEHEHHE CPE/ICTB
NIOBEPKH

Merponomqecme H TEXHHYCCKHE Tp66OBaHHJI K

| cpecTBaM MOBEPKH, HEOOXOTMMEIE JUTA IOBEPKH

[Tepeuens pekoMeH-
JIYeMBIX CPEICTB I10-
BEPKH

7.2 TloaroroBka
KOHTPOJIBHBIX
PacTBOpOB —
[Tpunoxenue 1

CpezctBa u3MepeHHii nepeMenHoro oosema ot 100
10 1000 Mk, mpeaest A0IyCKaeMoro OTHOCHTEIbHO-
ro CpejIHero KBagpaTH4ecKoro OTKIOHEHHs (HaKTH-
geckoro oosema 103sl 1,0 %

J{03aTOpBI MUIIETOYHEBIE
Eppendorf Research
Plus otHOKaHAJIBHBIE C
[IepeMEHHBIM 00BEMOM
nosupoBanus ot 100 10
1000 mx Per. Ne55543-
13

Cpencrso usmepennit Maccsl 1o 'OCT OIML R 76-
1-2011 ¢ BepxumM npeznenom B3pemusanus 200 r
KJ1acca TOYHOCTH 1 — crienuasbHbIi

Becs: CPA225D-0CE,
per. Ne54391-13

CpencTsa u3MepeHnit 06beMa BMecTUMOCTBIO 10 1
100 M1, 2-ro KJ1acca TOYHOCTH C TIPHTEPTOI Ipod-
koit no 'OCT 1770-74

Kos1661 MepHBIE BME-
ctumocTsio 10 1 100 M

Cpencrtsa u3MepeHHii 06beMa BMECTHMOCTBIO 50 MIT
co mkasoi mo FOCT 25336-82

Crakansl B-1-50TC

CO c arrecTOBaHHBIM 3HAYEHHEM MACCOBOH JI0IH

| rexcaxsopOeH301a, MaccoBas J10J1s rekcaxiopOeH-

3071a He MeHee 98,0 %, nomyckaemble 3Ha4YeHHs ab-
COJIFOTHOI MOrPENTHOCTH aTTECTOBAHHOTO 3HAYCHHSA
+0,5 nmpu P=0,95

I'CO Ne 9106-2008
cocTaBa IeCTHIHIA
rexkcaxyopOen3ona

BcnomorarensHoe 000py10BaHHE:

W3ooxkTan stanonusi mo 'OCT 12433-83
MarauTHas Memalika

n. 9 Onpenene-
HHE METPOJIOTH-
YeCKHX XapakKre-
PHCTHK CpelCTBa
HU3MEPEHHUH H
NOATBEPKACHHE
coorBetcTBHs CH
METpOJIOruye-
CKHM TpeOOoBaHH-
M

Xpomarorpapudeckas KooHka Zebron ZB-5ms 30m/0,25MM/0,25MKM

l'lppiMeanue - JlomyckaeTcsl HCIIOB30BaTh NIPH IIOBEPKE ApYrHe YTBEPXKIACHHBIC H aTTe-
CTOBaHHBIE TATOHBI €IMHUI] BEIMYMH, CPEICTBA H3MEPEHHH YTBEPKICHHOIO THIIA H IOBCPCHHBIC,
YTBEPKIEHHOIO THIIA CTAHApTHBIE 00PasIbL, YA0BIETBOPAIOLIHE METPOJIOTHHYECKAM TpeboBaHH-
M, YKa3aHHBIM B TaOIHIIE.

5 TPEBOBAHUS (YCJIOBUS) I10 OBECIIEYEHHUIO BE30ITACHOCTH
[TPOBEJIEHW A [TOBEPKH

[pH mpoBe/IeHHH NOBEPKH BBIIOMHSIOT TpeGOBaHMs 0€30MaCHOCTH, H3NOKCHHBIC B Py~
KOBOZICTBE I10 SKCILTyaTallHd Ha XpOMaT0-Macc-CIeKTPOMETP.




6 BHEIIIHUM OCMOTP CPEJICTBA U3MEPEHUN

[Ipu BHEIIHEM OCMOTpE yCTaHABJIMBAIOT:

- COOTBETCTBHE KOMILUIEKTHOCTH TIOBEPAEMOTO XpOMaTo-Macc-crnekTpoMeTpa Tpebosa-
HHSM IKCIUTYaTallHOHHOH JJOKYMEHTallHH,

- 4YeTKOCTh MapKHPOBKH;

- HCTIPaBHOCTh MEXAHH3MOB M KPENEKHBIX IETANICH;

- OTCYTCTBHE BHIMMBIX MEXAHHYECKHX MOBPEKICHHII, BIHAIONMX Ha paboTocnocod-
HOCTh XpOMAaTO-Macc-CIEKTPOMETPA.

7 [IOJArOTOBKA K ITOBEPKE U OITPOBOBAHUME CPEJICTBA M3MEPEHUIA

Ilepen npoBe/ieHAEM MOBEPKH BBIIOIHAIOT CIIEAYIOIIHE MOArOTOBHTEBHbIE PabOTHL.

7.1 IpoBOAAT KOHAMIIHOHHPOBAHHE XPOMATOrpauIeCKON KOJIOHKH.

7.2 ToTOBAT KOHTPOJIBHEIH pacTBOp. [Iponenaypa NpHroToBJI€HHs KOHTPOIBHOIO pac-
TBOpa NPHBE/ICHA B MIPHIIOKEHHH 1.

7.3 IlpoBepsIOT yCI0BHSA MTPOBEACHHS [I0BEPKH

7.4 OnpoboBanue.

XpoMaTo-Macc-CIIEKTPOMETp TOTOBAT K paboTe B COOTBETCTBHH C PasjesioM 4 pyko-
BOJICTBA 110 JKCIUTyaTalnu. Pe3ynbTarsl onpoOOBaHKs CYMTAIOT MOJTOKUTEIbHBIMH, €CITH [0~
clle BBIXOJA Ha PEKHM HE TIOSBISIOTCS MHQOPMAIHOHHBIE COOOMERHs NPOrpaMMHOro obec-
TIeYeHH s, YKa3bIBAIOIHE HA BO3BHHKHOBEHHE (haTalbHbIX OMIHOOK.

8 [IPOBEPKA ITPOT'PAMMHOI'O OBECITEYEHUS

MeTposoruyecky 3naunMbM (aiinom sBisercs daiin Analyse.exe, pacnoNoKeHHBIH Ha
pabouem crtone (Desktop) B manke MassExpert.P004.V005.002. Pacnonoxenne daiina:
«X:\User\Admin\Desktop\MassExpert.P004.V005.002...\MassAnalyst\Analyse.exe».

3anyckator 10 Analyse software. HazBanne I10 yxaszaHo B BepXHeH 9acTH OTKpbIBIIE-
rocst okHa. OtkpeiBatoT Bknanky Help/About. B oTKpeiBIIeMCsl OKHE BBICBEYHBACTCS HOMED
Bepcun [10 — pucysok 1

Hangzhou EXPEC Technology Co., Ltd

Analyse. PO04. VOOS5. 002

CopyRight (C) Hangzhou EXPEC Technology Co., Ltd

www. puyukeji. com

Waming: this computer program is protectad by copyright law and .
international treaty If you duplicate or spread this program (or any pat |
within it} without warrant, you will get the severe civil affair and ciminal |
sanction,and be prosecuted in lawful maximum limit. z

3amycKaloT HHTETPHPOBaHHYIO cpeldy cieHapues Windows PowerShell ISE
(ITycx/Windows PowerShell ISE), Bo Bxianke «Komanas/Commands» BEIOHPAIOT KOMAHTY
Get-FileHash, B napamerpax ans «Get-FileHash» B ctpoke «Path*» 3anaior myTh K daimy

5



Analyse.exe 3aKII0YEHHBIH B KaBBIYKH, B CTpoKe «Algorithm» BEIOMpalOT anropuT™ BBIYHC-
nenus «MD35». Haxumarot kHonky «3amycTuth/Runy - pacyHok 2

Kouarge X X
Mozyru: | Bce v | |ObrosuTe
Mur o€t - '

Get-FileHash ~
Ger-Fileintegrity

Get-FigShare

Get-FileShareAccessControiErtry
Get-FieStorageTier

Wwme: Get-FileHash
Mogyns: Microsoft.PowerShe!l Utility (MmnopTmpogard)

NapameTpsi AnA “Get-FileHash™ G

Patr | UteraiPatn | Stream i - B B

pat « | CAUsers\Tlors3osarens\Deskiop\ MassExpert POOVO0S.002- 16052023 (madi)\MassAnaiyst\Anaiyse.exe”|

Aigorithm: |« MD5 W

PucyHoK 2 — BbIuHc/IeHHE KOHTPOJIbHOM CyMMBI
B okne «Cuenapnit/Scripty BeBomutcs uudpopoii maentudukarop I10 (Hash) -
prcyHok 3. Lludposoit unentuduxarop 10 10/KeH COOTBETCTBOBATH NPHBEACHHBIM B Tab-
nuue 5.

PS € s\MoneI0eaTe

PucyHok 3 — Pe3y/bTar BEIMHCIICHHS KOHTPOJIbHOH CYMMBI METPOJIOTHYECKH 3HAYUMO-
ro ¢aitna Analyse.exe

9 OIIPEJEJIEHHME METPOJIOTUYECKMX XAPAKTEPUCTHUK CPEICTB
U3MEPEHUNA Y TIOATBEPXJEHME COOTBETCTBHA CU METPOJIOIMYECKHM
TPEBOBAHUAM

9.1 Onpenenenye YyBCTBHTENLHOCTH (OTHOIIEHHE CHIHA/LIYM).

OnpeieieHHe OTHONICHHS CHIHAI/IIYM BBINONHAIOT HA XPOMATO-MacC-CIeKTPOMETPE,
YKOMILTEKTOBAHHOM aHATHTHYECKOH KONOHKOH. Onpe/iesieHie OTHOIEHHAS CHTHAJI/IIyM IIpo-
BOJAT ¢ HCIOJB30BAHHEM KOHTPOJIBHOTO pAacTBOpa € MAaccOBOH KOHLEHTpalMeH TIek-
caxsopben3ona 10 MKr/aM, IPUrOTOBJIEHHOTO 1O METOJHMKE, YKA3aHHOH B MPHIIOKCHHH 1.
HacTpoiiku pe)XMMOB HOHM3AllMH, CKAHHPOBAHMUS, ICTEKTHPOBAHM, TIPH KOTOPBIX MPOBOJAT
Ompe/ieNieHHe OTHONIEHHs CHTHA/IyM, IPHBEEHBI B Tabuue 4.

Tabmmua 4 - YciaoBus W3MepeHHI

PexuMHBIE TapaMeTPEI 3HaueHHE

HacTpoiiku 1,15 Macc-cnieKTpoMerpa (Bkaaaka MS)
Pexum ckanupoBaHus/Scan mode MRM
OTxkpbiTh ra3 coynaperns/Turn on CID gas Ha

| Bpems okorganus (min)/ End time (min) 9
HasBanue komnoseHTa/Compound name GHB
Macca HoHa npekypcopa/Precursor ion weight 283.8
Macca nogeprero nona/Product ion weight 2138
Bpems yaepxanus/Dwell time 0.05
Dueprus coynapenus/Collison energy 30




7 PesxxuMHBIE nTapaMeTpsl 3HayeHHe
Kosdhdunment paspemenns/Resolution ratio Unit-CID Unit
ITycroe Bpems/Blank time 5
Bpewms 3anepxku/Delay time 5
Hacrpoiika 115 razoBoro xpomarorpaga (BK/1aaka GO)

Bxnaaka Asrono3arop/Auto-sampler:

VcranoBku Metoaa/Method set

ITpombiBka uris! pactBopuTeneM A/Needle wash with solvent A

- nepen urkexuueir/Before injection, Bpems/times 4

- nocrne nrxexuun/After injection, Bpems/times } 4

- ucnoss3oBanne/Usage, % 30 %
TIpomeiBKa HrJibl pacTBoputenem B//Needle wash with solvent B

- nepes1 mHkekuueit/Before injection, Bpems/times 0

- mocie urxekuu/After injection, Bpems/times 0

- ucrionb3oBanne/Usage, % 30 %
TTpomsIBKa Hriisl oGpasuom/Sample wash needle

- nepey urkekuueii/Before injection, BpeMs/times 1

- ucnons3osanue/Usage, % 30
TMonpaska Ha BsizkocTh/ Viscosity Delay, ¢ 0
Brugepikka nepea sBogom/Swell before injection 0
KonmdecTBo npoMbBok obpasuom/Number of pump samples 6
Brizepikka nocne seoga/Dwell after injection, ¢ 1
O6wem BBozia/Injection volume, MKJI 1
Hmxexrop/Inlet:

Bruanka Mmxexrop/Inlet:

Temneparypa/Temperature, °C 250
Pexum BBoaa/Injection mode Be3s nenenns/Splitless

Pesxum ynpasnenus/Control mode

IMocTosiHHAs cHIa
Toka/Const flow

IMponyska rasom-Hocutenem/Camer Gas Purge Jla
CxopocTh MOTOKA, MJI/MHH 25
Bpemst poyBKH, MHH 0,75
JTuneiinas ckopocts/Linear velocity 34,0 cM/c
O61ys centsy/Septum Purge, Mi/MuH 3.3
O6mmit notok/Total flow, Min/MuH 25,0
Komnencarus Bakyyma/Vacuum Compensation Jla

Kononka/Column

VcTaHOBHTH HapamMeTpbl B
COOTBETCTBHH C HCIOJb3Y-
eMOll aHATMTHYECKOH KO-
JIOHKOH

Biranka Tepmoctat konoHOK/Column oven:

IIporpaMMHpOBaHHE TEMIIEPATYPbI

- mopsaok/Ramp HauanbHoe/ 1
Initial

- ckopocTs HarpeBa/Rate, °C/MuH 0 40

- Temneparypa/Temperature, °C 50 200

- ppems Boiaepkkn/Hold time, MHH 1 5

ITociie BEIXOJA XPOMATO-MACC-CIIEKTPOMETPA HA PEXHM BBOIAT 1 MM’ KOHTPOJIBHOTO

pacTBopa aBTOMATHYECKH IIPH IOMOIIH asTocaMILiepa.

-




Beraucienue OTHOILIEHHUSA CHUTHAI/IITYM MIPOM3BOAUTCH BO BKJIaJIKE
Xpomarorpamma/Chromatogram, THI BEIYHC/ICHHS OTHOLIEHHS CHIHAL/IIYM: RMS (pexum
Cpe/IHEKBAIPAaTHYHOTO 3HAUEHHA BBIXOIHOTO CUTHAIA).

9.2 OnpeeneHne OTHOCHTEIEHOTO CPEHEr0 KBaJApaTH4eCKOro OTKIOHEHHS BBIXOTHO-
ro curHaia (IUIOIaay HKa ¥ BPEeMEHH y/epkaHus) IPH BBOJE MPOOkI Yepes xpomatorpad

Onpenenstor otHOcHTenbHOe CKO BBIXOZHOrO CHrHANA N0 KOHTPOJIBHOMY PacTBOpY C
MaccoBoii KoHueHTpamrei 100 Mkr/cM® rekcaxopGen3oia, MPUIOTOBJICHHOMY MO METO/IH-
Ke, YKa3aHHO# B NMPHIOKEHHH 1, H IpH YCIIOBHAX, YKa3aHHBIX B tabmuie 4, 1 B COOTBET-
CTBHH C PYKOBOJICTBOM I10 3KCILTyaTallHH.

[Toc/TenoBaTeNbHO BBOAST | MM® KOHTPOJIBHOrO pacTBopa. KOHTpO/IbHBIH pacTBOp BBO-
AT B XpOMaTo-Macc-CIIeKTPOMETp He MeHee 6 pas.

C moMoIBIo mporpaMMHoOro obecredenns Analyse software onpeeuTh OTHOCHTEILHOE
cpeHiee KBaJpaTHYHOE OTKJIOHEHHE BBIXOJHOTO CHTHANA MO IUIOWIAIH MHKOB M BPEMCHH
yaepxanus. [lopsoK ACHCTBHH NP ONPE/ENCHUH yKa3aH B NPHIOKCHHH 2 K HacToseH
MeTouKe. OIepaluio no BBOAY KOHTPOJIBHBIX PACTBOPOB MOBTOPAIOT HECKOIBKO pas /10 1o~
JIy4eHHs [ECTH JOCTOBEPHEIX Pe3y/IbTATOB H3MEPEHHH.

BBIMHCIISIOT OTHOCHTENBHOE cpeHee kBaaparnunoe oTknoneHue (OCKO) BhXOAHBIX
curaanos o popmyne (1):

I'ne X; — i-0¢ 3HAYCHHE BBHIXOJHOTO CHIHANA (BPEMEHH YJEpXKaHHs WM IUIOMANH ITH-
Ka);
n — 9HCIIO H3MEPEHHH;

X - cpennee apudMeTHYECKOE 3HAYCHHE TapPaMETPa BBIXOHOTO CHIHAIA (romanu
IMKa, BpEMEHH Y/IepP)KaHHA).
9.3 ToaTBepKICHHE COOTBETCTBHS CH METPOJIOTHICCKHM TpeGoBaHHAM
XpOMAaTo-Macc-CIeKTPOMETP CYHTAETCs MPOMICAMKM MOBEPKY, €CIH BBIIOTHAIOTCA
YCJIOBHUS, H3TI0KEHHBIE B MyHKTaX 9.3.1-9.3.4.
9.3.1 YcII0BHS TOBEPKH COOTBETCTBYIOT I1. 2.
9.3.2 PesynbTarsl npoBepkH [10 cOOTBETCTBYIOT IPHBEICHHEIM B tabmune 5.
Ta6muna 5 — UnenTuduKanHoHHEIE JaHHBIC TPOrPAMMHOTO obecrieyeHHA

VneHTHUKAIHOHHbIE JaHHbIE (TPU3HAKH) 3HagyeHue
HanMeHOBaHHS TPOrPaMMHOT0 00€eCTIeYeHUS Analyse software
Wnentnoukanuonnoe Hanmexosanue [10 Analyse
Homep BepcuH (MIeHTHOHKAIMOHHBIA HOMED) P004.V005.002 u BeIIIE
I10
Iudposoii unertudukarop [10 D4A3DA687CF70401 82F977323E5B530F
ANrOpUTM BHIYHCIICHHS 1M (POBOTO MD5

9.3.3 Otnowenne curaan/urym He meree 3000:1.
9.3.4 3nauenus otHocutenbHoro CKO BBIXOIHOIO CHrHAJIa HE NMPEBBIIAIOT 10,0 % no

ruiomany nuka u 1,5 % 1o BpeMeHH yJAepXKaHus;.

10 O®OPMJIEHHUE PE3VJIbTATOB I[IOBEPKH

10.1 Pe3ynbTaThl IOBEPKH 3aHOCAT B MPOTOKOJI NPOU3BOJILHOH (POPMBIL



10.2 TTonoXuTeNbHBIE Pe3y/IbTaThl MOBEPKH XPOMATO-MacC-CIIEKTPOMETPOB 0hopMIIs-
FOT B COOTBETCTBHH ¢ TIpHKa3oM Munnpomtopra P® Ne 2510 ot 31.07.2020 .

10.3 IIpu OTpHUATEBHBIX pe3yIbTaTaX XpOMaTo-Macc-CeKTPOMETPBI IPH3HAIOTCS He-
NPUrOAHBIME K TPHMEHEHHIO B cepe IoCyJapCTBEHHOTO PeryJIMpoBaHHA OOecredeHns
eIMHCTBA M3MepeHHii H 0QOPMIAIOT Pe3y/IbTaThl IOBEPKH B COOTBETCTBHH C NPHKa3oM Mun-
npomtopra P® Ne 2510 ot 31.07.2020 r.

10.4 CesieHus O pe3yJbTaTax MOBEPKH Iepelarorcs B PelepaibHbli HHGOPMAIHOH-
Hbli GoHJ 1Mo 06ecTieYeHHIO eTHHCTBA H3MEPEHHH.

10.5 TIpyu HaTMYMK TMCHMEHHOTO 3asBJICHHs BIaje/bla HIH JIHIA, IPEI0CTABIAIOMEr0
XpPOMATO-MacC-CIEKTPOMETPEI Ha MOBEPKY, CBHAETENBCTBO O MOBEPKeE CH wuiu u3BELIEHHE O
HenpurogHocTH K npumenenuio CU odopmusiorcs Ha OyMaXHOM HOCHTE]IE WIH B BHJE
3NIeKTPOHHOTrO ZI0KyMeHTa (TIpH HATMYHA TEXHHYECKOH BO3MOXHOCTH).
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IMpuaoxenne 1
(obsi3aTeIbHOE)

METOJUKA NPUTI'OTOBJIEHUS KOHTPOJIbHBIX PACTBOPOB

MeToMKa peIHa3HaYeHa Ui PUTOTOBIEHHs KOHTPOJIBHBIX PaCTBOPOB reKcaxaopOeH3ona.

1. CPEJICTBA U3MEPEHUM, [TOCYJIA, PEAKTUBBI

1.1 TCO 9106-2008 CrangapTHblit 0Opasen cocTaB rekcaxjaopOeH30a.

1.2 Becur naboparopusie mo 'OCT OIML R 76-1-2011 ¢ npeznenom B3BEIIHBaHHS
200 r.

1.3 KonGs1 mepaeie HamuBHbIe 2-10-2 1 2-100-2 mo 'OCT 1770-74.

1.4 Jlozaropsl munerounsie Eppendorf Research Plus omHOoKkaHanbHEBIE ¢ MEpeMEHHBIM
obsemom po3uposanus ot 100 go 1000 mxn

1.5 Uzookran stanonnsi no 'OCT 12433-83

2 TIPOLENYPA ITPUT'OTOBJIEHUA

2.1 IlpuroroBneHne KOHTPOJIBHBIX PaCTBOPOB rekcaxyiopbeHs3ona

2.1.1 TIpuroToBieHHe pacTBOpa A ¢ MacCOBOH KOHILEHTpauWeH rekcaxiopbensona
100 mr/mv’.

B emkocTh U1 B3BeIHBaHHSA, MOMEINEHHYIO Ha 4Hally aHAIATHYECKHX BECOB, BHOCST
10 Mr rexcaxnopbensona. J[03aTopoM MHNETOYHBIM J00ABIAIOT B EMKOCTB UIA B3BELIMBAHUS
1 cM® M300KTaHa, MOCIIE Yero mepeiuBaloT MOMYYEHHYIO CMECh B MEPHYIO KOOy BMECTHMO-
cTeio 100 cn’. TToBTOpSIOT JaHHYIO onepanuio 2-3 pa3a JUIs MOJTHOTO MEPeH0ca KOHTPOJIBHO-
ro BemecTsa B koby. JloBoasT o6beM cMecH B K0J10e 10 METKH H300KTaHOM.

2.1.2 TlpurotoBneHue pactBopa b ¢ MaccoBoii KoHUeHTpamue# rekcaxjopOeH307a
10 mr/mv?,

1 cm® pacTBOpa A OTOHpAKOT 103aTOPOM IHIIETOYHBIM H NEPEHOCAT B MEPHYIO KOOy
BMecTHMOCTBIO 10 cM>. JloBoAT 06BeM pacTBOpa B KOJIGE 10 METKH H300KTAHOM.

2.1.3 TlpurotoBneHne pacTBopa B ¢ MaccoBoif KOHHeHTpamHed rekcaxiopOeH3ona
1 Mr/mv’.

1 cM® pactBopa b 0T6HpaloT 103aTOPOM MHIIETOYHBIM H NEPEHOCAT B MEPHYIO KOOy
BMecTHMOCTBIO 10 cM’. JIoBoaaT 06BeM pacTBOpa B KONIGE 710 METKH H300KTAHOM.

2.1.4 TlpuroroBnenue pactBopa I' ¢ MaccoBOoH KOHIEHTpamHed IexcaxjopOeH3oa
100 mxr/mv (100 nr/mm?).

1 cM® pacTBopa B oTOupaioT 103aTOPOM NHMETOYHBIM H TIEPEHOCAT B MEPHYIO KOJIOY
BMecTHMOCTBIO 10 cM>. JloBosT 06beM pacTBOpa B KOJI6€ 10 METKH H300KTaHOM.

2.1.5 TlpurotoBneHue pactBopa J[ ¢ MaccoBOi KOHIEHTpalMed rekcaxiaopOeH3ona
10 mMxr/mv? (10 nr/mm?).

1 cm® pactBopa I' 0TGMpaOT 103aTOPOM MHIIETOYHBIM H MEPEHOCAT B MEPHYIO KOIOY
BMecTHMOCTBIO 10 eM?. JloBosT 06BeM pacTBOpa B KOJIGE 10 METKH H300KTAHOM.

3 XPAHEHUE KOHTPOJIbHbBIX PACTBOPOB

3.1 KoHTponbHBEIH pacTBOp A MOXET XPaHHMTHCA B I€pMETHYHO 3aKpPBITOM COCYyJe HE
6onee 30 queit; KOHTpOIBHBIE pacTBOpHI b, B 1 I" He Gonee 10 aueii.

3.2 KonTponbHbii pacTBOp J| XpaHEHHIO HE MOUIEKHT.
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NMPHJIOKEHHUE 2
(obs3aTeIbHOE)

IMOPAAOK
e CTBHIl 10 MOJTY4eHHIO 0TYETa ¢ HCIO0/Ib30BAHHEM NPOrpaMMbl

1 B nporpamme MassExpert 3amyckaercs [IporpaMmuoe obecniedeHne i ananu3a/Analyse
software

2 B Analyse software Beibupaercs KommuectBennbiii anams/Qualitative Analysers

3 Bo Bkianke Bpaysep mannbx/Data browser BbIOHpaeTcs 3Ha40K — Open Data files (3a-
rpy’aem TpedyeMble CHTHAIIBI).

4 Bo Bkmanke Bpaysep mannbix/ Data browser BeiGHpaioTcst TpeOyemble JaHHbIC (CTaBATCA
TAJI0YKH).

5 B oxne Pesynwrathl rpapuka TIC/TIC chart result BeiOupaeTcs 3Ha40K g Hanoxenue
rpadukos/Spectral stacking ¥ 3aKpBIBAIOTCS €IMHAYHBIE IPAPHKH.

6 B oxue Pesynsrars! rpaduxa TIC/ TIC chart result BeiGupaercs 3Ha40k &m&cox C UH-
dopmarmeit o muke/Peak information list/

7 B oxne Pesynsrats rpaduxa TIC/ TIC chart result Beibnpaercs 3Ha40K ;ABTonnTerpu-
posanne/Automatic integration.

B okne Crmcox xpomarorpaduyeckux mnukos/List of chromatogram peaks BEIBOXHTCS HH-
dopMaIus 0 BEIXOJHBIX CHTHANIAX 110 TUIOMIAIH IIHKOB H BPEMEHH Y/ICPKAHHS.

IIpuMeyanue: NpH HEOOXOAMMOCTH OCYIIECTBIISETCS HACTPOHKa NapaMeTpoB MHTEIPHpOBa-

HEs (3HAYOK % ) M HACTPAMBAIOTCS NApaMeTpPhl MHHWMATbHOH MIHPHHBI IHKa, TUIOMIAIH
IIHKa, HAYaIbHOE H KOHEYHOE BpeMs HHTEIPHPOBaHHs ITHKA.

8 B obnactu okHa Crcok xpomatorpapuueckux mukos/ List of chromatogram peaks mpu
Ha)KaTHH paBoii K1asuink Meimn BeiGupaercs RSD Calculate.

9 B okne Paccuntars CKO/Select object Bribupaercs o6bext Otiimk/Peak area nim Bpems
yaepxanus/Retain time B Ha)XHMaeTcs KHOIKa Beraucymuts/Calculate RSD. BeiBoasares nas-
Hble 06 OCKO BBIXOZHOrO CHTHAJA IO IUIONIAIH [THKOB H BPEMEHH YIIEPIKaHH Ha 3KpaH.

10 JlanHBIE BHOCATCS B IIPOTOKOJL.
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