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TocynapcrBennas cucrema obecneveHns eJHHCTBA H3MEPEHMIA.
MIT 94-241-2024
Macc-cnexTpomerpbl Agilent 6475. Metoauka nosepku

1 O0mue monokKeHHus

1.1 Hacrosimas MeTO¥Ka OBEPKH paclpocTpaHseTcsi Ha Macc-crieKTpoMeTpsl Agilent 6475
(manee — Macc-CIIEKTPOMETPhI) M YCTaHABIWBAET METOJBI H CPEJACTBA NMEPBUYHOM M MEPHOANYECKOH
nosepok. [ToBepka Macc-CIIEKTPOMETPOB 0/DKHA OCYIIECTBIATECA B COOTBETCTBHH C TpeOOBaHHUSAMH
HACTOSILIEH METOAUKH IIOBEPKH.

1.2 Ilpu mpoBeneHHH MOBepKH obecnmeynBaeTCs MPOCIEKABAEMOCTE MACC-CIEKTPOMETPOB K
rOCyapCTBEHHOMY IIEPBHYHOMY OJTalTOHY €IMHHI[ MaccoBOM (MOISDHOH) JOMH H MAacCoBOH
(MOnSpHO#T) KOHIEHTpAIHH OPraHHYECKHX KOMIIOHEHTOB B JKHMIKHX M TBEpJbIX BEINECTBAX H
MaTepHajiax Ha OCHOBE JHJIKOCTHOH H TIa3oBOH XpOMAaTO-MacC-CTMEKTPOMETPHH C H30TOIHBIM
pasbasnenneM W rpasuMerpuu ['DT 208-2024 cormacHo rocyfapCTBEHHOH [IOBEPOYHOH CXEMBI,
YIBEPXKACHHOM npukasoM @enepanrsbHOr0 areHTCTBA MO TEXHHYECKOMY pPEryJHpOBaHHIO H
metposoras ot 10.06.2021 roma Ne 988.

Hacrosmeit METOMKOM NOBEPKH NPeLyCMOTPEHA [OBEPKA METOIOM MPAMBIX H3MEPEHHIA.

1.3 Hacrosmas MeTOAHKAa IIOBEPKH IpPAMEHSETCH JUIs TOBEPKH Macc-CICKTPOMETpPOB,
HCTIONB3YeMBIX B KadecTBE pabOYMX CpEJCTB M3MepeHHil. B pesynbrare IOBEpKH JOJKHEI OBITH
IOATBEPXKICHBI METPOJIOTHYECKHE TpeOOBaH!A, IPHBE/ICHHEIC B Tabmuue 1.

Tabmuna 1 — MeTtponoruyeckue XapakTepHCTHKH

HaumeHOBaHME XapaKTEPHCTHKH 3HaueHue

OTHOmEHHe CHrHA/IIYM

NMpH A03MPOBaHMHU | Or pesepnuHa B
pexuMe "3eKTpocnpeii”, NoNoXHTEbHAsS
HOHH3ALHA, IPH OTCICKHBAHHH 6000
MHOXeCTBeHHBIX peakunii (MRM) no muky

nodeprero nona m/z 195,1 (poaurensckoro uona m/z 609,3), ve

MeHee
[Ipenen JIOMYCKaeMoro OTHOCHTEILHOIO CpEIHero
kBanparadeckoro otknoHeHus (CKO) BeixoaHoro cHreana mo 8

mromany nuka, %




2 HopmaTHBHBIE CCBIJIKH

2.1 B HacTOs1ICH METOIHKE [IOBEPKH HCIO/Ib30BAHbI CCHUIKH Ha CJICAYIOIIHE JOKYMEHTEI:

[puka3 Munnpomropra Poccum ot 31.07.2020 r. Ne2510 «O6 yteepxaenuu [lopsiaxa
NPOBE/ICHHA TIOBEPKH CpEACTB H3MEpPeHHH, TpeOoBaHHH K 3HAKy IOBEDKH H COICPXKaHHUIO
CBHIETENIbLCTBA O IOBEPKEY

[Ipukaz Munnpomrtopra Poccun ot 28.08.2020 r. Ne 2906 «O0 yTBepikaeHHH mNOpsAIKa
co3manus ¥ Befenus eneparbHOro WHPOPManmHOHHOTO (oHAA 1O O0OECNeYeHHI0 eAMHCTBA
M3MEpeHHii, Mepe/ladn CBeJICHHH B HEro U BHECEHHs H3MEHEHHH B JaHHBIE CBEICHHS, IPEIOCTABICHHS
COZIEPXKALIMXCS B HEM JIOKYMEHTOB H CBE/ICHHI»

I[puka3 Muntpyaa Poccun ot 15.12.2020r. Ne903n «O6 yreepxaenun [Ipasun no oxpasxe
TPyZa IPH 3KCILTyaTallHH 31eKTPOYCTAHOBOK»

[Ipuka3 deaepanbHOr0 areHTCTBA IO TEXHHYECKOMY PETYJIHPOBAHHIO M METPOJIOTHH OT
10.06.2021 r. Ne 988 «OG yrBepxkaenuu ['ocynapcTBeHHOH NOBEPOYHON CXEMBI JUlS CpeJCTB
M3MEPEHHI Co/lep)KaHHs OPraHW4eCKHX U JJIEMEHTOPTaHHYeCKHX KOMIIOHEHTOB B XKHIKHX H TBEPBIX
BEIIIECTBaX H MaTepraIax»

F'OCT 12.2.007.0-75 Cucrema crasgapToB OesomacHoctH  Tpyda.  M3jgenus
3neKTpoTexHuyeckue. O6mue TpeGoBanus 6€30MacHOCTH

I'OCT P 58144-2018 Boza mucTuiidpoBaHHas. TeXHHYECKHE YCIOBUS

I'OCT P 52501-2005 Boaa st naGopatopHOTo aHanu3a. TeXHHYECKHE YCIOBHSA

I'OCT R OIML 76-1-2011 TI'CH. Becs neaBromMarHueckoro jedcrsua. Yacte 1.
Mertponorudeckue u TexHuueckue tpebosanus. Mcnbrranus

I'OCT 1770-74 Tlocyna mepHas JaGopatopHas CTeKIsHHasA. [[MIMHIpPEI, MEH3YDKH, KOJIOBI,
npoOupkH. OOLIMEe TEXHHYECKHE YCIOBHS

I'OCT 2222-95 MeTtanon TexHH4YeCKHH. TeXHHYECKHE YCIOBHS

I'OCT 25336-82 IMocyna u obopyaoBanne 1abopaTopHbIE CTEKIAHHBIE. THIBI, OCHOBHBIE
napameTpsl H pa3Mephl

I'OCT 29169-91 Ilocyna naboparopHas crexisHHas. [uneTku ¢ 04HOH OTMETKOH

3 Ilepeyenb onepauuil NOBEPKH

3.1 ITpu noBepKe JOKHEI GBITH BEIIONHEHB! ONEPAllHH, YKa3aHHbIE B TabmHIIe 2.



Tabmuua 2 — Onepanun MoBepKH

O6s3aTensHOCTD Homep paznena
MPOBE/ICHHUS ONepauuii npH | (IIyHKTa) METOAMKH
HaumeHoBaHue onepanuu " . e
MIEPBHYHOI | IIepHOAHYECKOR COOTBETCTBHH C
MOBEpKe MOBEpKe KOTOPBIM BBINOJHAETCA
onepaiysi lIOBEPKH
Buemnuu#t ocMoTp na na 8
[ToaroToBka K mOBEpKe H onpoboBanne na Ja 9
[TpoBepka nporpaMMHOro obecrneyeHus na na 10
OrnpeiesieHHe METPOJIOTHYECKHX
XapaKTEePHCTHK:
- OIIpe/IC/ICHAE OTHOUICHUS CHIHA/IITYM; na hi:} 11.1
- onpezienenre otHocutensaoro CKO
BBIXO/IHOTO CHTHama il i 12
[MoaTBepIK/IeHHE COOTBETCTBHA CPEACTBA
H3MEPEHHI METPOJIOTHYECKHM TpeOOBaHHAM G i =

3.2 B ciayuae HeBbmoNHeHHs TpeGoBaHHi XOTs OBl K OJHOH W3 omepauuii NOBEpKa
NpPEeKpaIaeTcsi, Macc-CIeKTpoOMeTp OpaKyeTcs.
3.3 IIpoBe/ieHHE NOBEPKH B COKPAIIEHHOM 00BEME HE J0MyCKaeTCH.

4 TpeOoBaHus K YCJIOBHAM NpOBeAeHHS NOBEPKH

TIpu npoBeIeHHH [OBEPKH JOJIKHBI OBITh COOJIO/IEHBI CIICAYIONINE YCIIOBHS:

- TeMIIepaTypa OKpyxKatomero Bo3ayxa, °C ot +15 mo +25;
- OTHOCHTEJIbHAA BIAXKHOCTH BO3/1yxa, %, He Gonee 80;
- armocdepHoe naBnenue, klla ot 84 no 106.

5 TpeGoBaHHs K CHELHAJIHCTAM, OCYIECTBIISIIOUIHM NOBEPKY

K nposesenuio paboT MO MOBEPKE MAacc-CICKTPOMETpa JIONYCKAKOTCs JIHNA, MPOMICAUIHE
crienMalbHOe OOYYCHHE B KadyecTBE IMOBEPHTENS, MHCTPYKT@X H OOydYCHHBIC pabote ¢ Macc-

CIIEKTPOMETPOM.
6 MeTtposoraueckue 1 TeXHH4ecKHe TPeOOBaHHSA K CPEICTBAM NMOBEPKH

6.1 INpu npoBeJeHHH IIOBEPKH MPHMEHSIOT CPEICTBA NOBEPKH, IPHBC/ICHHBIC B Tabmane 3.

Ta6muua 3 — Cpeacrsa OBEPKH

Onepauun NOBEPKH, MeTponorudeckue U TeXHHYECKHE TpeOOBaHH K Ilepedens
TpebyIomHe MPUMEHEHHS CpeJ/ICTBaM IIOBEPKH, HEOOXOAMUMBIE 15 pPEeKOMEHIyeMbIX
CpPEZICTB OBEPKH [IpOBEICHHS TOBEPKH CpeZCTB IOBEPKH
Paznen 9 [loaroroska k JIuanazoHbl H3MEPECHHH TEMIEPaTyphl H Turpometp Rotronic

MOBEpKE W ONMpoOOBaHAE | OTHOCHTEIBHOH BIAXHOCTH HE MCHEE tpebyembix | HygroPalm,

no n.4. Jlonyckaemas abCoMOTHAs MOTPelIHOCTL | PET. Ne 26379-04
u3Mepernii Temreparypsl +2 °C, OTHOCHTETBHOH
piaxkHocTH +5,0 %.




Onepanuu noBepkw, MeTponoruyueckue H TEXHHYECKHE TPeOOBaHHA K [lepeuens

Tpebyrolne npHMEeHEeHHS CpeZCTBaM MOBEPKH, HEOOXOIHUMBIE JUIS PEKOMEHTyeMbIX
CpE/ICTB MOBEPKH NPOBEICHHS IOBEPKH CPEJICTB TTOBEPKH
Jlnana3zoH u3MepeHuii Aasnenus ot 84 1o 106 BapomeTp-anepon
k[la, mpeaensl AomycKkaeMoi NOrpelIHOCTH METEOPOIOrHYECKHiH
u3mepernit £0,2 klla BAMM-1, per. 5738-
76

Pasnen 11 Onpenenenne | KoHTponbHBIH pacTBOp pe3eplHHa, CraniapTHBIH

METPOJIOTHYECKHX IIPUrOTOBIICHHEIH 110 METOIMKE, TIPHBEJICHHONH B | oOpasen cocTasa

XapaKTePHCTHK CPEJICTBA | MPHIIOKCHHH A. pe3epruHa

H3MEpeHHUH Cranpmaptueii  obpazen yrtBepkaenHoro THna| (P3n-BHUHUM-3C)

coCTaBa pe3eplMHa ¢ MaccoBoi xoeii pesepnuna| I'CO 12061-2022
or 99,3 % mo 99,85 %, rpaHHIbl JOMYCKAEMBIX

3HAYCHH abcomoTHOMR MOTPEITHOCTH

0,46:(100-w), rae ® - aTTeCTOBAHHOE 3HAYEHHE

CTaHJapTHOro obpasna.

Becsi | (cnenuansHOro) Kiacca TOYHOCTH 110 Beckl nabopatopHsie
TOCT OIML R 76-1 ¢ abc. morpemsoctsio +1,0 | anekTporHsie LE

MT 225D,

per. 28158-04

Kon6s1 mepasie 2-100-2, 2-1000-2 no 'OCT 1770
[Munetxu ¢ ogHoit MeTkoii 1-2-1,1-2-25 no 'OCT 29169
Crakan B-1-150TC no I'OCT 25336

Bopna s naboparoproro asamsa no 'OCT 52501
Bona muctrsumposansas no OCT P 58144
Aunerorutpun LC-MS, CAS 78-05-8

Mertanon mapku A no T'OCT 2222

6.2 CpeiacTBa HM3MepeHHil, NpHMEHsEMbIE [PH TOBEPKE, JOMKHBI OBITE INOBEPEHBI,
CTaHapTHEIM 00pa3ell 10/DKEeH HMETh JICHCTBYIOIIHH MacmopT.

6.3 JlomyckaeTcsi NpPHMEHEHHE AHATOTWYHBIX CPEACTB MOBEPKH, O0OeCIeYHBaIOIIMX
ONpeJeeHHE METPONOTHYECKHX XapaKTEPHCTHK IIOBEPAEMOTO MAacc-CIIEKTpoMeTpa ¢ TpedyeMoi

TOYHOCTBIO.
7 TpebGoBanus (ycjoBusi) no obecrieyeHHI0 0€30MaCHOCTH MNPOBEACHHS

NOBePKH

7.1 Tlpu mpoBe/ieHHH NOBEPKH AOJUKHBI ObITh coGmozensl «[IpaBuna mo oxpaxe TpyAa NpH
SKCILTyaTALlMA OJIEKTPOYCTAHOBOKY», yTBepikeHHble Ilpukasom Muntpyna Poccuu Ne903s ot
15 nexabps 2020 r., tpeGosarns [OCT 12.2.007.0.

8 BHemHH# 0CMOTp CpeCTBa H3MePeHHH
8.1 Ilpu BHEIIHEM OCMOTPE YCTAHOBHTH!
- COOTBETCTBHE BHEHNIHErO BHJA MAacC-CIIEKTPOMETpa CBENCHHSAM, NpHBCACHHBIM B OMHCaHHH

THIA;

- OTCYTCTBHE BHAMMBIX TIOBPEXKICHHH MacC-CIIeKTPOMETPa;




- COOTBETCTBHE KOMIUICKTHOCTH, YKa3aHHOM B 3KCIUTyaTallHOHHOH JOKyMeHTalmH (nanee — 3/1);

- YeTKOCTh 0003HAYCHUH U MapKHPOBKH.

8.2 B cnywae, eclii NpH BHEIIHEM OCMOTPE MAacC-CIIEKTPOMETPA BBIAB/ICHBI MOBPEKICHHA
Wik JedexTsl, cnocoOHbIe 0Ka3aTh BIMAHHUE HA 0€3011aCHOCTD NIPOBE/ICHHS MOBEPKH HIIH PE3YJIbTaThl
[IOBEPKH, TO MOBEpPKa MOXKeT ObITh NMPOZOIKEHA TOJBKO MOCIE YCTPaHEHHs 3THX MOBPEKICHHH HIIH

nedexros.

9 IToaroroBka K MoBepKe H ONpoOOBaHHE CPEACTBA H3IMEPEeHHH

9.1 [ToaroroBka K IPOBEACHHUIO MOBEPKH

9.1.1 TlpoBecTH KOHTPOIb YCJIOBHH TOBEPKH C IMOMOIIBIO THrpoMeTpa H Oapomerpa B
COOTBETCTBHH ¢ Tabmuued 3.

9.1.2 Tlepen npoBejeHHEM IIOBEPKH MAacc-CIEKTPOMETp IOATOTOBHTh K pabote B
COOTBETCTBHH C PyKOBOJACTBOM II0 3KCIUTyaTaluH (nanee — PO).

9.1.3 TloaroToBHTH KOHTPOJIBHBIA PacTBOP C MAacCOBOH J0JICH pe3cpluHHA B ALCTOHHTPHIE
0,001 Mr/nm’. MeTo/muKa IPHTOTOB/EHHS. KOHTPOJILHOIO PacTBOPa PHBE/ICHA B TIPHJIOKEHAH A.

9.2 OnpoGoBanue

9.2.1 Ilpm onpoGoBaHHH NPOBEPHTH PabOTOCIOCOOHOCTH OPraHOB YIPABICHHA H
PEry/JIHpOBKH Macc-CIIEKTPOMETPA MPH MOMOIIM BCTPOSHHBIX CHCTEM KOHTpOIIA B COOTBETCTBHH ¢ PO.
PexoMeHTyeTcs NMPOBECTH KOHAWIMOHMPOBaHHE XpoMarorpaduyeckoil KOJOHKH B COOTBETCTBHH C

PYKOBOJICTBOM O JKCILTyaTAllHH JKHAKOCTHOrO XpoMmarorpada, HCTIOb3yeMOoro Ui BBOAA Ipodbl B

Macc-CIHEKTPOMETPBI.
10 IMposepka nporpaMMHOro ofecrnedyeHHns CpeacTBa H3IMEepPeHHH

10.1 TlpoBecTH mNpOBEpKY HACHTHOHKAIMOHHBIX JaHHBIX IPOrPaMMHOr0 obecreyeHHs
(nanee — I10) macc-cnextpomerpa. [lis ofHo3Ha4HO#H uaeRTHEKauuy [10 10cTaTOYHO ONpe/IeICH s
TOJIBKO HOMepa BepcHH (MaeHTHuKamuonHoro Homepa). Homep Bepenn [10 moxer OBITH BBIBEJICH B
okne I1O Mmacc-cmekTpoMeTpa npu ofpameHnd K TOMMyHKTY «i» — «Mudopmaums», KoTOpoe
pacrosIoKeHO B IPABOM BEPXHEM YIIIy.

WUnenTtndukaunonnsie nannsie [10 10/DKHB COOTBETCTBOBATH YKa3aHHBIM B TabJHIle 4.

Tabnuna 4 — Unentudukammonusie nanusie [10

UneHTHhUKAHOHHbIE JaHHBIE (IPH3HAKH) 3Ha4yeHne
Unenrudpukaunornoe Haumenosanue [10 MassHunter
Homep Bepcuu (uaentadukaunonssii Homep) 10 12.XY
[udposoit uaentuduxarop [0 -

D) X oTHOCHTCH K METPONOTHYeckH HesHauumoii gactn I10 i npunumaet 3Haverns ot 0 110 99




11 OmnpenesieHHe METPOIOTHYECKHX XapPAKTePHCTHK CPeACTBA H3MEPeHHi

11.1 Onpezenenne OTHOMEHHs CHIHAJI/IIYM MacC-CIIEKTPOMETpa

IIpu OnpejieNieHHH OTHONICHHMS CHTHAT/IIYM HCHONB3YIOT XPOMAaTOrpauyecKyio KOJIOHKY,
yKa3aHHYIO B Tabmuie 5. OTHOmMeHWe CHrHAN/IIYM ONpPEACIAIOT ¢ HCMOJB30BAHUEM KOHTPOIBHOTO
pacTBOpa NPH YCIOBHAX ', MPUBEIEHHBIX B TabuIe 5.

Tabnuna 5 — YcnoBus npoBeieHHs H3MEPCHHH

HanmeHnoBaHHE XapaKTEpHCTHKH

3HauyeHHE

[lonspHOCTH HCTOYHHKA HOHU3ALHHA
(Polarity)

[MonoxurensHei (Positive)

Hcrounnk noHu3anuu

Snextpocnpeii npu armocdeprom napnernn (ESI/AIS

wm ESI)

PacTBOp pe3eplHa B METaHOJIE HIIA allETOHUTPHITE,

KoHTpomsHEIH pacTBOp IIPUTOTOBJICHHBIH 110 METOIUKE, TIPUBEICHHOH B
IPHIOKEHHH A
MaccoBasi KOHIIEHTpaIHs KOHTPOJIBEHOrO
0,001
pacTBopa, Mr/am’
O6BeM npo6bl KOHTPOJIBHOTO PacTBOpa, 1
MKJI

PacTBOp /U181 IPOMBIBKH HIJIBI
aBTOCOMITIEPA

Meranon/Boaa 75:25
HITH
alleTOHUTpUI/Boza 75:25

PexxuMm nonauu 3/m0eHTa

[TporpaMmMupoBaHHe TIOeHTa 1o TabJmie 6

Temmneparypa TepmocTara

asrocomiuiepa*, °C 4
CKOpOCTB TTOTOKA MIOEHTa, CM°/MHH 0,4
Bpems u3mepenwuii (Stop Time), mun 5

Temmeparypa ocymaromero rasa (Drying 35
Gas Temperature), °C
CxopoCTh OTOKA OCYIIAIOLIETO Ta3a 10
(Drying Gas Flow), cM>/Mun
JlaBneHue pacnbUIMTENS 20
(Nebulazer Pressure), psi
Temneparypa (pOKyCHPYIOIIETO rasa 400
(Sheat Gas Flow), °C
CkopocTh OTOKA (hOKYCHPYIOLIETO rasa 12
(Sheat Gas Flow)
Hanpsoxenue comna (Nozzle voltage), B 0
Hanpsoxenue Ha xarmuisipe (Capillary 3000
voltage), B
Hanpsbkenue Ha 3JIEKTPOHHOM
wﬂ%mmene (Delta EMV), B 200 Delta BMV (1)
Bpemennoii punstp (Time Filtering), 0,03
MHH
MRM

CxanunpoBanue (Scan)

! [TapameTpsl MMEIOT PEKOMEHIATENLHBIA XapakTep M MOTYT OBITh M3MEHEHbl C LENbi0 ONTHMH3AIM DPE3yILTATOR

H3MEPEHH

9



HaumeHOBaHHE XapaKTEPHCTHKH

3HaucHHE

Paspemenue nepeoro

xazpymons (MSI Resolution) lnpoxoe (Wide)
Paspemenne Broporo .
cha)IpynonprMSZ Resolll;tion) Emarwrasoc (Unit)
Ponurensckuii non (Precursor ion) 609,3 m/z
Jouepuuit nou (Product ion) 195,1 m/z
Hanpsxenue Ha ¢pparmeHTOpE 195
(Fragmentor Voltage), B
Bpems 3anepxxn (Dwell time), m ¢ 200
DHeprus coyAapHTE/IbHOM 47
sraeiiku (Collision Cell Energy), B
Hanpsoxenue yckopeHus
coynaputensaoit sueiiku (Collision Cell 4
Accelerator Voltage), B
Hanpsoxenue Ha BopoHke RF
Hu3koro nasneHus (Low Pressure 110
Funnel RF), B
Hanpsxenne Ha Boponke RF
Beicokoro nasnenus (High Pressure 200
Funnel RF), B
Hcnonszyemas Zorbax SB-C 18 2,1mm/50Mmm/ 1,8 MEKpOH

Xpomarorpaduueckas KOJIOHKa

HIIH aHaJIOTHYHAaA

* [Tpu HATHYHMHA TEPMOCTATa aBTOCIMILIEPA.

Ta6muna 6 — [TporpamMma rpafgieHTa B peXKHME [0JIOKHUTEIbHOM HOHU3AIHH

A, % B, %
Bozaa u pactBop MeTaHON HIH alleTOHHTPHI B
Bpems, MuH MYPaBBHHOM KHCJIOTHI C pacTBOp MypaBbHHOH KHCIIOTHI C CKopoc;rh IIOTOKa,
’ MOJISPHOH KOHIICHTpaIuen MOJISIDHOH KOHIICHTpaIue cM”/MHH
5 Mos/aM? B 06BEMHOM 5 MoJB/IM° B 06BEMHOM
cootHomeHuH (99,9:90.1) cootHomrenn# (99,9:0,1)

0 90 10 04
0,2 90 10 0.4
1,5 2 98 0,4
2.5 2 98 0,4

2,51 90 10 0,4

B xpomarorpad, MNOAKIIOUEHHBIH K MAacC-CHEKTPOMETpY, BBOIAT npo0y KOHTPOJIBHOTO

pactBopa. Haxomsar orHomrenme curHan/mym (S/N) pesepnuHa s nepexona m/z 609,3>195,1.

3HauCHHS OTHONIEHWS CHTHAN/IIYM PACCYMTHIBAIOT C IIOMOLIBIO IPOTPAMMHOr0  OQecreyeHHs

MassHunter.
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11.2 OmnpexeneHue OTHOCHTENHHOTO CpefHEro Kpamparwyeckoro ortkioHenus (OCKO)
BBIXOJIHOT'O CHTHAJIa Macc-CIIEKTPOMETpa

11.2.1 Onpenenenne OCKO mpoBecTH ¢ HCHONB30BaHHEM KOHTPOJIBHOIO pacTBOpa
pesepnHa ¢ MaccoBodt konuenTtpaumed 0,001 MI/mM’, TPHTOTOBIEHHOTO B COOTBETCTBHH C
TIPHJIOKEHHEM A.

11.2.2 V3MepeHHS NpOBOAST TOCTEe BBHIXOJA MACC-CIEKTPOMETpa Ha pexuM. Pexum
H3MEpeHHH YCTAHABIMBAIOT B COOTBETCTBHH ¢ Tabmuuamu 3, 6.

11.2.3 B xpomarorpad, NOIKIIOYEHHBIH K MacC-CIIEKTPOMETPY, BBOIAT He MeHee 6 pa3
KOHTPOJIBHBIH PACTBOP ¥ M3MEPSIOT 3HAYEHHS IUTomasiell MuKos. PesysbraTel H3MEpEeHHH 3aHOCAT B

IIPOTOKOL

12 TloaTBep:KAeHHE COOTBETCTBHS CPEICTBA H3MEPEHH I MeTPOIOrHIeCKHM
TpeOoBaHHAM

12.1 Jlns pe3ynbTaToB M3MEpeHHil, NONyYeHHHX mo 11.1, ompeaensior OTHOIIEHHE
curHa/mrym ¢ omoisio I10 MassHunter mo cnenyromieit cxeme:

- Open Data Files (3arpy3ka TpeOyeMBIX CHIHAJIOB);

- Smoth — Quadrativ/Cubic Savitzky-Golay-11 points (criaxuBaHie 3arpyKeHHBIX CHTHAJIOB);

- Integrate (MS/MS) (MHTErpHpOBaHHE 3arpyKEHHBIX CHTHAIIOB);

- Calculate signal-to-Noise-Height-Auto-RMS-Noise Region Width 1,0 min;

- View-Integration Peak List (BbIBOZ JaHHBIX O BPEMEHH YICPKHBAHUS H IUTOIIA/IH MTHKA Ha
9KpaH B BHJIC TaOIHIIbI);

- File-Print-Print Workflow Report (BsIBozI 0T4ETa € XpOMATOrpaMMO¥ H pe3yJIbTaToM pactiera
Ha nipuntep um B PDF);

- BHecTH B CBOJIHBIH OTYET.

PesynbTaThl  ONpeNeNeHds OTHONICHHS  CHTHAI/IIYM — MacC-CNEKTPOMETpa  CHHTAIOT
HOJNIOXHTETGHBIMA, €C/M HAMMCHBIICE 3HAYEHHe OTHOIICHHS CHTHAL/IIYM, MOMYYeHHOE Jid
KOHTPONBHOTO PACTBOPA M3 CEPHH TPeX H3MEPEHHid, He MEHEe 3HAYCHUS, IPHBE/ICHHOTO B tabmune 1.

12.2 JUis pe3ynmETaTOB HM3MepeHHil, momydeHHBX 0o 11.2, paccUMTBIBAIOT OCKO mo

bopmye:

)

rae S, S, - cpemmee apudmerHdeckoe M i-0¢ H3MEPEHHOE 3HAUCHHC TUIOMIALH IIHKH

i
COOTBETCTBEHHO, YVCII.€IL.;

1 — KOJIMYECTBO H3MEPEHHH.
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PC3)'.TIBT&TH Oorepani CYHTAIOT TMOJIOKHTCIBHBIMH, €CJIH IIONYy4C€HHOE 3HA4YCHHC
OTHOCHTENIBHOI0 CPEIHEro KBAJPATHYECKOIO0 OTKJIOHCHHS BBIXOAHOIO CHTHalla, MOJIYYCHHOC JUIA

KOHTpPOJBHOIO PacTBOpa pe3eplHHa, He NPEBBIIIACT 3HAYCHHS, IPHBEIEHHOr0 B Tabmuue 1

13 OdopmiieHne pe3ybTaTOB NMOBEPKH

13.1 OdopMIIsIOT IPOTOKOJI IPOBE/IEHHS MOBEPKH B MPOU3BOJILHON popme.

13.2 IlpH mONOKATENBHBIX pe3yJIbTaTax MOBEPKH MAcC-CIIEKTPOMETP NMPH3HAIOT MPHTOJHBIM
K TIPEMEHEHHIO.

13.3 Hanecenue 3HaKa MoBepPKH ¥ TUIOMOMPOBaHHE MAcC-CIIEKTPOMETPA HE MPEIyCMOTPEHO.

13.4 [Ilpu oTpHHATENbHBIX Ppe3yjbTaraXx IOBEPKH MacC-CMEKTPOMETP  MPH3HAIOT
HEMPHIOIHBIM K JanbHEHIIeH JKCIUTyaTaluH.

13.5 Cenenns o pesyisrarax nosepku nepenaior B Genepansusbiii HHGOPMALMOHHBL (GOHI
no obecrneyeHnio eIMHCTBA M3Mepenuii B coorBercrBuu ¢ [Ipukasom Mumnnpomropra Pocchn ot
28.08.2020 r. Ne 2906.

13.6 Mo 3asBieHHIO BJI4JeNblla Macc-CIIeKTpOMETpa MM JHIla, MpPeACTaBHBIIEro Macc-
CIEKTPOMETD Ha MOBEPKY, TPH TOJI0KHTEIBHBIX PE3yIbTaTaxX NOBEpKH 0OPMILETCS CBHACTENBCTBO O
nosepke B coorpercTBuu ¢ Ilpukasom Munnpomropra Poccru ot 31.07.2020 r. Ne 2510, npu

OTpHIATE/IbHBIX — H3BEILICHHE O HENMPHUTOHOCTH K NIPHMCHEHHIO Macc-CNEKTPOMETPA.

C.u.c. na6. 241 YHUHM - punuana

O Vil «BHUUM um. 1. Menneneesa» M.I1. Kpamenunanna




Ipunoxenune A
(pexomenyemoe)
MeToaHKa NPHIOTOBJIEHHS KOHTPOJIBHOIO pacTBopa

A.1 CpezcTBa u3MepeHHi, 1ocysa, peaKTHBEI

A.1.1TCO 12061-2022 cocrasa pesepnuta (P3n-BHUUM-3C), uutepsan 10mycKaeMbIX
arrectoBanubIX 3Hauennii CO ot 99,3 % 10 99,85 %, rpanuIb A0ITYyCKAaeMbIX 3Ha4YCHHH abCOMOTHOM
norpemsocty 0,46-(100-m), re ® - aTTeCTOBAHHOE 3HAYEHHE CTAHAAPTHOro 00pasua;

A.1.2 Becnl naboparopaste no 'OCT OIML R 76-1-2011, ¢ HaubopmuM mpeesioM B3BEIIHBAHA
200 .

A.1.3 Kon6s1 Mepasie 2-100-2, 2-1000-2 no I'OCT 1770-74.

A.1.4 TTunerxu ¢ ogHo# Metkoii 1-2-1,1-2-25 mo TOCT 29169-91.

A.1.5 Crakan B-1-150TC no 'OCT 25336-82.

A.1.6 Bona nns naGoparoproro aranusa no FOCT 52501-2005.

A.1.7 Boaa muctrumposansas o FOCT P 58144-2018.

A.1.8 Aueronutpun LC-MS, CAS 78-05-8.

A.1.9 Mertanon mapku A mo ['OCT 2222-95.

A.2 Ilponeaypa NpHroTOB/ICHHS PaCTBOPOB 3MHOCHTOB

A.2.1 TIpuroToBIeHHe pacTBOpa ALCTOHHTPHIA ¢ 00beMHO# Aonei 75 %

25 cM? AMCTHILIMPOBAHHOM BOJIBI BHOCAT B MEPHYIO Konby BMecTHMOCThIO 100 cM® M JI0BOJIAT J10
METKH alleTOHHTPHJIOM. TIaTeIbHO IepeMEIHBAIOT COIEPKUMOE KOOBL.

A.2.2. TIpHroToB/IcHHE pacTBOpa MeTaHOA ¢ 00beMHOM fonei 75 %

25 cM® JHCTH/LIHPOBAHHOM BOJIBI BHOCAT B MEPHYIO KonGy BMecTHMOCTHIO 100 cM® ¥ JIOBOJAT 10
MeTKH MeTaHonoM. TIaTeasHO NepeMeIIHBAIOT COAEPKUMOE KOJIObL.

A.3 Tlpomerypa NpUroToB/JICHHS KOHTPOIBLHOIO pacTBOpa pe3epnHHa

A.3.1 TpHroTOBIIEHNE HCXOXHOTO PACTBOPA Pe3epIHHa ¢ MACCOBOH KoHueHTpamuei 10 mr/am’
BasemmBatot B crakase 10,0 Mr pesepnuHa, 106aBisioT 25 cM® pacTBOpa aleTOHHTPHIA ¢ 00BEMHOH
noneii 75 % WM pacTBOpa MeTaHojla ¢ 0ObeMHOW joneil 75 Y%, MepeMemHBaIoT. [lony4eHHbIH
pacTBOp MEPEHOCAT B MepHYI0 KoinGy BMecTHMocThiO 1000 cM’. OnoNacKMBAIOT CTaKaH PacTBOPOM
aleTOHHTPHIIA ¢ 00BeMHO# foneil 75 % HIH pacTBOPOM METaHONa C obsemHoi goneit 75 %, pacTBop
TIEPEHOCAT B MEPHYIO K0JIOy, A0BOJAT 0 METKH PacTBOPOM alETOHHTPHIA C obwsemuoM none#t 75 %
HJIH PacTBOPOM MeTaHo/Ia ¢ 00BeMHO# nonel 75 %, NepeMelHBaioT.

A.3.2 TIpuroToBIIEHHE PaCTBOPA pe3epIIkHa C MacCoBOH xonuenrpauuei 0,1 Mr/m’

1 cM® pacTBOpa, IPHTOTOBIEHHOrO 10 A.3.1, IEPEHOCAT B MEPHYIO xonby BMecTaMOCTEIO 100 eM’
JIOBOJAT 40 METKH PAacTBOPOM AUETOHHTPHIA C 00beMHO# J107IeH 75 % WM pacTBOPOM METaHoINa C
obbemuoii noneit 75 %. TmarenbHO nepeMenIHBaoT.

A.3.3 [IpuroToBIIeHHE KOHTPOJIBHOIO PacTBOpa pe3eprHHa ¢ maccoBoii konnenrtpauneii 0,001 Mr/mm’
1 cM® pacTBOpa, IPHIOTOBNEHHOTO M0 A.3.2, IEPEHOCAT B MEPHYIO KOJIOY BMECTHMOCTBIO 100 c™® u
JIOBOJIAT O METKH PAacTBOPOM ALETOHHTPHIA C 00BbEMHOM none#t 75 % MIH pacTBOPOM MeTaHoj4a C
obwvemHoi#t fonedt 75 %. TmareibHO NepeMEIIHBAtOT.

ITorpemHoCcTs NPHrOTOBICHHS KOHTPOJIBLHOIO pacTBOpa +11 %.
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