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1. O0mmue noxoKeHUus

Hacrosmas MeTonnka HOBEPKH PacIpOCTPAHIETCS Ha XpOMATO-MAacc-CleKTPOMETPEI JKH/I-
xocTHEIe TQL-6300 (manee — cieKTpOMETPHI) M YCTAHABIHBAET METOMIBI M CPEICTBA HX MOBEPKH.

TpeboBanus 1o obecreueHUIO IPOCIIEKUBAEMOCTH OBEPSIEMOT0 CIIEKTPOMETPa K rocyaap-
CTBEHHBIM IIEPBHYHBIM 3TaJIOHAM €IMHHUI] BEJHYUH BBIIOMHSIIOTCS ITyTEM PEalH3allid Ha CIEKTPO-
MeTpax METOAMK U3MEPEHUH C IPUMEHEHUEM CTAHIAapTHBIX 00paslioB YTBEPXKIACHHOTO THUIIA, TIPO-
CIIEKHMBAEMBIX K KOMIIIEKCY FOCYIapPCTBEHHBIX IEPBUYHBIX 3TAIOHOB €IUHHUIT MACCOBO# (MOJISIPHOI)
J0JI ¥ MaccoBor (MomapHOH) kornerTpanuu 1o I'OCT P 8.735.0-2011 «['CH. T'ocynapcTBenHas
MOBEPOYHAs CXEMa JULA CPENICTB H3MEPEHUH CONEPkKAHUS KOMIIOHEHTOR B XKHIKHUX U TBEPIbIX Bellle-
cTBax u Marepuanax. OCHOBHEIE MOJIOKECHUSY:

I'ST 217-2018 I'TID emuHuIl MaccoBOM O M MacCOBOM (MOJIAPHOIT) KOHIIEHTpAILMH HEOP-
TaHHYECKMX KOMIIOHEHTOB B BOAHBIX PacTBOPax Ha OCHOBE I'PABUMETPHYECKOTO ¥ CLEKTPAIbHOIO
METOJIOB;

I'OT 176-2019 I'TID equnui MaccoBoit (MOIAPHOH, aTOMHOM) IOJTM ¥ MacCOBOM (MOIISIPHOI)
KOHIIEHTPAllH{ KOMIIOHEHTOB B JKHIKHMX M TBEPIBIX BEIECTBaX W MaTepHajiaX Ha OCHOBE KYJIOHO-
METPUH;

I'OT 196-2023 I'TI3 exuHun MaccoBOl (MOISPHOM) TOTH U MAcCOBO#M (MOJISIPHO#) KOHIIEH-
TpalKy KOMIIOHEHTOB B XXHMJIKHX U TBEP/BIX BEIIECTBAX U MaTepHalaX Ha OCHOBE CIIEKTPalLHEIX Me-
TOJIOB;

I'OT 208-2024 T'TID enurun MaccoBoi (MOJLSIPHOMN) DOMM W MAcCOBOM (MOJIAPHOM) KOHIIEH-
Tpallu¥ OPTaHMYECKHX KOMIIOHEHTOB B XXKMIKHX M TBEPABIX BEINECTBAX W MaTepHAaX HA OCHOBE
HKUJIKOCTHON ¥ ra30BOM XpOMaTO-Macc-CIIEKTPOMETPUM ¢ U30TONHBEIM pa3baBiIeHUEM U IPABUMET-
puA.

Merton, oGecrieunBarOmui peanu3anyo METOAUKH OBEPKH — IPSAMOe H3MEpPEHHe MoBepsie-
MBIM CPEICTBOM BEIMYMHEL, (DYHKIMOHAIBLHO CBS3aHHOW C BETMYMHOM, BOCIPOU3BOIMMOM CTaH-
IapTHBIM 00pasIoM.

2. Ilepeuenn omepanmii NOBEPKH
2.1. Ilpr npoBeieHUM IOBEPKY JODKHBI BBITOTHATHCS OIEpalluy, YKa3aHHbIe B Tabmune 1.

Tabmuna 1 — Onepanuu oBepku

Ob6s3aTenbHOCTD HPOBEIe- Homep paznena
HHS OIIEPALMK IIPH ITOBEPKE |  (IIYHKTa) METOIUKH
TIOBEPKH, B COOTBET-
Haumenopanue onepanuu
., | Ilepuommve- | cTBUE C KOTOPEIM BEI-
[TepBuynoi 3
CKOM TIOJTHSIETCS OIIepaIus
TIOBEPKHU
1 2 3 4
Bremnuuii ocMoTp Ja Ja n. 7
IToaroroBka K moeepke u onpobosa-
na pic:] m 8
HHE
IIpoepka nporpammuoro odecre-
YEeHUS




[Ipopomkenue Tadbmuusr 1

1 2 3 4
OnpeneieHre METPOJIOTHICCKHUX Xa-
PAKTEPHCTHK 1 MOATBEPICHAE COOT- 210
BETCTBHUSA CPELCTBA H3MEPECHUN MET-
POJIOTHYECKUM TpeOOBaHHUAM:
- OIIPEIIEJICHUE OTHOLICHHS - . 1101
CUTHAJI/IITYM
- OIIpeJielieHHe OTHOCUTEILHOTO
CPEJIHErO KBAIPaTHYECKOT0 OTKIIOHE- Ia na i.-10.2
HHs BEIXOJIHOTO CHTHAla
- HOATBEPXKICHUE COOTBETCTBHS
CIIEKTPOMETPa METPOIOTHYECKUM Ia Ja m 10.3
TpeboBaHUAM
3. TpeOopaHus K yCJIOBHAM HPOBeIeHHS MOBEPKH
3.1. Ilpu npoBeneHUY OBEPKH COOIIONAOT CASAYIOLIUE KINMAaTHIECKHE YCIIOBHUS:

~ TeMIlepaTypa OKpYKaloIero Bo3mayxa, °C
— OTHOCHTENBbHAs BIAXHOCTh BO3IyXa, %o

3.2,

or+ 17 o + 28;
He Bonee 75.

[Ipu poBeieHUH TOBEPKH HE JOIIYCKAIOTCS MEXaHHYECKHAE BO3AEHCTRBASA Ha CIIEKTPOMETp H

OTKIIOHCHHS OT paﬁoqer O [OJIOXKEHMA, a TAKIKC HE JOITYCKACTCA HATUYHE IBITH H ITapOB arpecCHB-
HEBEIX BEIIECTB, BBI3BIBAIOIIHX KOPPO3HIO.

4. TpeboBaHus K crenHa NCTaM, OCYIECTBISIOMNM MOBEPKY

4.1.

K mnpoBeneHuio MOBEpKH AOMYCKAXOTCS JIMIA, M3YYMBINIHE METOAMKY ITOBEPKH CPEJICTB

M3MEpPEHHH, PyKOBOJCTRO MO HKCIUTyaTAlluK CIEKTPOMETPOB, MPOIIEAIIAE HHCTPYKTAX 10 TEXHUKE
6e30I1acHOCTH B YCTAHOBJICHHOM TOpsKe U UMEIOIIHEe HaBbIKH paboThl CO CpefcTBAMH H3MEpeHHH,
OCHOBAHHBIMHE Ha CIIEKTPOCKOTIHYECKUX METOaX.

5. MeTPOHOFquCKHe H TEXHHYECCKHE Tpet.DOBaHHﬂ K cpecTBaM IMOBEPKH

5.1. Ilpm mpoBeieHUH TOBEPKU IIPUMEHSIOT CPEICTBA IIOBEPKH coriacHo Tabmuie 2.

Tabmuna 2 — CpencTsa MOBEPKH.

Onepaunu moBepkH, Tpedyro-
IYe IPUMEHEHUE CPEICTB o=
BEPKH

Mertponoruueckue U TeXHUYE-
ckue TpeboBaHUS K CpeICTBaM
OBEPKHU, HEOOXOTUMEIE IS
IPOBEJEHHUS TIOBEPKH

[TepeueHs pexOMEHIyeMBIX
CPEJICTB TTOBEPKH

1

2

3

m. 8
[ToaroToska K moBepKe U
onpoboBanue

CpencTBo H3MepeHui TeMiie-
paTypbl © OTHOCHTEIIBEHOM
BIIQYKHOCTH OKPY’KarOIIero
BO3AYyXa ¢ AUana3oHaMH H3Me-
peHHi, OXBaTHIBAIOIIHMH
YCIIOBHS MOBEPKH 110 11, 3 U
abCOMOTHON MOrPeITHOCTEIO
U3MEPEHUs TeMIIepaTyphl He
6onee +1,0 °C u abcomoTHOM
NOTPEITHOCTRI) H3MEPEHHUS
OTHOCHTEIIEHOM BIIAJKHOCTH HE
oonee 5,0 %.

[Tpubop KOMOUHUPOBAHHEIH
Testo 608-H1 (perucrpanuosn-
HbI HOMep B DefepaibHOM
uHpOpMAMOHHOM (GOHJE 110
obecrieueHUIO eIUHCTRA H3ME-
penuit 53505-13).




[Tpomomxenue Tabnuisl 2

1

2

3

o 10

OmnpeneneHue METPOIOrHYE-
CKMX XapaKTE€PUCTHK U MO~
TBEP)KJCHHE COOTBETCTBUSA
CpezCcTBa H3MEPEHUH MeTpo-
JIOTHYECKHM TpeOOoBaHUAM

CrangapTHeIi 06paser cocraBa
nesomunietuna. Murepsan go-
IyCKaeMBIX aTTECTOBAHHBIX
3HaYEHHE MaccoBOM JM0JIH Je-
BoMuIieTiHa 0T 95,0 % mo
100,0 %, rpaHunBI HOMycKae-
MO} OTHOCHTEIIEHOM Iorpen-

CranmapTHeIi 06paszen
cocTaBa JIEBOMUIIETHHA
I'CO 10165-2012.
CranmapTHBIN 00pasen
cocTaBa pesepluHa
(P3n-BHUMM-5C)
I'CO 12061-2022.

HOCTH aTTECTOBAHHOTO 3Hade-
Hust npu P=0,95 ne 6onee

+3,0 %.

CranmapTHeIi 06pa3zer cocTaBa
pesepnuHa. MHTEpBan nomyc-
KaeMBIX aTTeCTOBAHHBIX 3HAYe-
HUH MacCOBOH 01K pe3eplrHa
or 98,0 % mo 100,0 %, rpanuisr
JIOTIYCKaeMOH OTHOCHUTEIBLHON
HOTPEITHOCTH aTTECTOBAHHOTO
sHaueHus npu P=0,95 ne Gonee
+2,0 %.

Kon6sr meprBIe BMecTuMOcTEIO 1000 e’ 1 100 cM® He Hubke
BrOporo Knacca togrocTH 1o I'OCT 1770-74,

IIuneTku rpagyrpoBanHble BMecTHMocThio 0,5; 1,0; 5,0 om®
HE HH)Xe BTOPOro kiacca TouHoctd 1o 'OCT 29227-91.
Craxan sMectumocThio 50 mur mo ['OCT 25336-82.

Becor mo OCT OIML R 76-1-2011 cnenpanbHoro Kiacca
TOYHOCTH, C IIPE/IETIOM B3BEIIUBAHUA HE MCHEE UeM

or 10 mr mo 50 r.

5.2. Bee cpencrsa U3MepeHHi, HCIIONB3yEMBIE IIPH IOBEPKE, O/DKHBI HMETh aKTyaJIbHYIO 3aIHCh O
nosepke B PenepansHoM HHGOPMAMOHHOM (GOHIE 0 00ecTIeYeHHUIO SAMHCTBA H3MEPEHAH, a
CTaHAapTHEIE 00pa3Ibl IMETH AEHCTBYIOIIHE MIACTIOPTA. _

5.3. lommyckaeTcst IpUMEHEHUE APYTHUX CPEACTB IMOBEPKH, 00ECIIeUNBAIONINX ONpeAeIeHHe METPO-
JIOTHYECKUX XapaKTEPHUCTHK [IOBEPSIEMOr0 CPelCTBa U3MEPEHHH ¢ TOYHOCTHIO, HEOOXO0AMMOH
JUTSA TIOATBEPIKICHHS €0 METPOJIOTHIECKAX XapaKTEPUCTHK.

5.4. IIpy IpUTOTOBIICHUH KOHTPOJIBHBIX PACTBOPOB (B Ka4eCTBE PACTBOPHTEIIA) HCIIOIB3YETCA Me-
TaHoJ 0coboi gncToTH! (Hamee - OCY) st sxuakocTHOH XpoMartorpaduu o TY 20.14.22-018-
29483781-2018 u anerorutpun mwist xpomarorpapuu OCY o TY 2634-002-54260861-2013.

6. TpedoBanus (yci10BHs) o obecnedeHHI0 0€30MaCHOCTH NPOBEAEHHSI MOBEPKH
6.1. Ilpu mpoBeneHUU IOBEPKY CHEKTPOMETPOB JOJIKHEI OBITH cobmonens! TpeGopanus [Ipukaza
MunTtpyna u ConuansHol 3ammtel Poccun ot 15.12.2020 Ne 903 1 «O6 yrBepxmenun Ilpasun
10 OXpaHe Tpy/Ja IIPU dKCIUTyaTalluy JIeKTpoycTaHoBoky, TpeboBanug ['OCT 12.2.007.0-75, a
TaKxe TpeOOBaHUs PYKOBOJCTBA IO 3KCIUTyaTalluM CIIEKTPOMETPOB.

7. BremHuiH 0cMOTP cpeacTBa H3MepeHHH

7.1. Ilpu BHEIIHEM OCMOTPE YCTAHABJIMUBAIOT COOTBETCTBHE CIIEKTPOMETPOB CIIEAYIOIMM TpeboBa-
HUSIM:
— OTCYTCTBHE BUAMMBIX e(EKTOB, CIIOCOOHBIX OKa3aTh BIUAHHE Ha O€30MacCHOCTD MPOBEe-
HUSA TIOBEPKH MM Pe3yNIbTaThl IOBEPKH;
— HMCIPaBHOCTH OPTaHOB YTIPABJIEHUS;
— COOTBETCTBME BHEITHETO BH/a CIIEKTPOMETPa CBEICHUSIM, IIPHBEAEHHBIM B OITMCAHUHN THIIA;
5



— YETKOCTH 0003HAUEHUN U MAPKHPOBKH.

7.2. CeKTpOMeTpPEI CUHTAIOT BBIIEPKABIIMMH BHEITHHN 0CMOTP, €CIIH OHH COOTBETCTBYIOT YKa3aH-
HBIM BBIIIE TPeOOBAHUSIM.

7.3. B ciydae, eciti IpH BHEITHEM OCMOTPE CIIEKTPOMETPA BBLABIECHBI IOBPEKICHHS HITH Je(EKTH,
criocoOHBIE OKa3aTh BIUSHUE HA O€30I1aCHOCTD MPOBEICHUSA OBEPKHU HITH PE3YJIbTAThI IIOBEPKH,
TO IOBEPKA MOXKET ObITh IPOJOIKEHA TOJIBKO I10CIIE YCTPAHEHUS 3THX MOBPEKICHHUN HIH Ie-
(heKTOB.

8. IloaroToBka Kk moBepke U ONpoGoOBaHHE cpeICcTBA U3MeEpeHHit

8.1. IloaroroBka K oBepke

8.1.1. Ilepen mpoBejeHHEM TOBEPKH CIEIYET H3yUUTH PYKOBOACTBO IO DKCILIyaTAllMH CIEKTPO-
Metpa (fasee — PO) u HacTOANIyI0 METOIUKY IIOBEPKH, IPOBECTH KOHTPOJb COOTBETCTBHA YCIIO0-
BUHl oBepku TpeOOBaHUSIM pazjena 3, a Takke 00eCneyuTs BEIIONIHEHHE TPeOOBaHME TEXHUKH
6€30I1aCHOCTH COTTIACHO pa3zielly 6 HACTOSINEeH METOAUKY ITOBEPKH.

8.1.2. TloaroraBnuBaioT CpeACTBA ITOBEPKH, MIEPEUUCIIEHHBIE B pa3/iefie S HaCTOSAIIeH METOIUKH I10-

BEPKH.
8.1.3. Ilepexn mpoBeaeHHEM IPOLELYP 1O OIPENEICHUIO METPOJIOTHUECKHUX XapaKTepHCTHK BEIIEP-
KHMBAIOT CIEKTPOMETP HE MEHEE 2 YacOB B YCIOBHSAX, YKa3aHHBIX B 1. 3 HACTOSIIEH METOIAKH
TIOBEPKH.
8.1.4. Jlns BemonneHus onepauuii no 1. 10.1 u n. 10.2 HacTosieil METOIUKY TOBEPKHU IPUTOTOBUTH
KOHTPOJBHBIEC paCTBOPHI IEBOMUIIETHHA B METAHOJIE C MacCOBOM KOHIeHTpanuen 0,2 nr/MKI 1
10 nr/MKIJI ¥ KOHTPOJIBHBIE pacTBOPEI pesepuuHa B ateronutpuie 0,2 nr/mxin u 10 nr/mir. Pac-
TBOPBI C MaccoBO¥ KoHIeHTparueit 0,2 /MK HCIONB3YIOTCSA JUIA OIPENSICHUS OTHOIIECHAS
CUTHAJI/IIYM; PacTBOPBI C MAcCOBOM KOHIEHTpanwmei 10 mr/MKII HCIIONB3YIOTCS AT ONpeaeie-
Hua otHocuTensHOro CKO Bexomnoro currama. O6beM BBOAMMOH mpoOBI 5 MKI. MeTomuka
[IPUTOTOBJICHUS KOHTPOJIBHBIX pacTBOPOB IIPUBEACHA B IIPUIOKEHHH A.

8.2. Onpobosanue

8.2.1. OmpoboBaHKe CIEKTPOMETPa MPOBOAUTCS B aBTOMATHUYECKOM PEXXHUME ITOCTIE BKITFOYCHHS TTH-
TaHus. Pe3synbTaTel onpoO0OBaHMs CUUTAIOT MOJIOKUTEIBHBIMH, €CIIH TIOCTIE BKITIOUEHHUS TUTaHUSA
CIIEKTPOMETpa U TOCIIe 3ammycka yIpaBsSioIIero mporpaMMuoro obecrneuenus (ganee - I110) o1-
KpuIBaeTcs riiasHoe okHO [10 u oTcyTeTBYIOT co00ImIenHs 00 omubdKax.

8.3. lns ompenesieHus METPOIOTHYecKuX Xapakrepueruk o . 10.1 u n. 10.2 cnexTpomeTp npe-
CTaBISAETCS BIA/ICNIBIIEM HJIH JIUIIOM, IIPEOCTaBUBIIAM CIIEKTPOMETP Ha IIOBEPKY, C YCTAHOB-
JIeHHBIMY [TapaMeTpaMH, YKa3aHHBIMA B IIPHJIOXKEHHH b.

9. IIpoBepka mporpaMMHOro obdecneveHHs CpeacTBa H3IMEPEeHHH

9.1. ITpoBomAT IpOBEPKY HACHTH(QUKAIMOHHEIX JaHHBIX [10.
Wnentudukanmonnoe HauMeHOBaHUE M Bepcus apToHoMHOro I10 ompenemsiorcs mocie 3a-
nycka I10. Jlnsa nonyuenus uadopmanuu o Bepcud 10 B rimasaoM okHe 10 HeoOxomumo me-
petita Bo Bkianky Help (ITomomp) n oTkpeITE 0KHO About (O nporpamme).

9.2. Pe3ynbTaT mpOBEPKH CUUTAIOT HOJIOKUATEILHBIM, €CITH UACHTHDUKAIMOHHOS HAUMEHOBAHHE U
Bepcus [1O cOOTBETCTBYIOT CBEACHHAM, YKa3aHHBIM B Tabmuie 3.



Tabmuna 3 — Mnentudukanuonnsle ganusie (mpusnaku) [10

WnentuduxannoHHble JaHHbIE

3HaueHue
(mpu3HAKH)

Unentudukanuonnoe Haumenosanue I10 | Data Acquisition Software| TQMS Data Processing

Howmep Bepcun (naeHTHQUKAIIMOHHBIN Vixgh 1.xxb

nomep) I10

Mudporoit unentuduxarop I10 - -

) Homep Bepcuy 3amuceiBaeTcs B BUIE METPOIOIHUECKY 3HAUMMOH (HeusMeHsemoi) gactu I10,
yKa3aHHO# B BuIe HGpoBoro wiu OykseHHO-IubpoBoro 0003HaYeH s B HaUalle HoMepa BEepCHH,
H IOCJIEIYIOMHM PIOM LU(p, IPHHUMAIOIIKUX 3Ha4eHus oT 0 10 9, KOTOphIe ONHCEIBAIOT
vogudukanuu 110 (obo3HaueHHBIX OYKOH «X»).

10. OnpesesieHne MeTPOJIOrH4eCKMX XapaKTepPHCTHK H NOJTBePkKIeHHe COOTBETCTBUS
CpeacTBa H3MEPEHHI MeTPOJOTHIeCKHM TpefoBaHHAM

10.1. Ompenenenre OTHOIIEHUSA CUTHA/IITYM

10.1.1. TloMecTUTE B aBTOM03aTOP KOHTPONBHBIA pacTBOp JEBOMUIETMHA, yKA3aHHEIH B
. 8.1.4 Hacrosmeit MeToauku noeepku. B riaBnom okue [1O Data Acquisition Software Haxats
kHoriky «Data acquisition», BBecTH HOMep S4YeHKH aBTOHO3aTOpa, U3 KOTOpoi Oymer orGuparbes
npoba.

10.1.2. IlpomsBecTH [JBa MOCIEAOBATEIbHBIX  H3MEPEHHS, HCIONB3YS  KOMAHIEI
«Equilibrium»=> «Run Sequence». [To okoHYaHHH W3MepeHuU pe3ynbTaThl OyAyT aBTOMATHYECKH
COXpaHEeHEI B BHIE (haiina,

10.1.3. ITomectuts B aBT003aTOP KOHTPOJIBHBIA PacTBOp pe3eplvHa, yKa3aHHEIA B 1I. 8.1.4
HacTOsAIIEH METONUKHM IoBepku. B rinasuoMm okHe ITO Data Acquisition Software HaXkaTh KHOIIKY
«Data acquisition», BBeCTH HOMep sSTUEiKU aBTO/103aTOpa, U3 KOTOPOi OymeT oTOuparhes npoba.

10.1.4. TIlpomsBect [Ba I[OCIEIOBATE/ILHBIX  M3MEPEHHS, HCIOIB3YyS  KOMAaH.IBI
«Equilibrium»=> «Run Sequence». [To okOHYaHHH H3MEPEHUN PE3YILTATH OYAYT aBTOMATHYECKA
COXpaHeHE!I B BHE (aiina.

10.1.5. 3anyctuts [10 TQMS Data Processing u uMnoptuposats (aitn ¢ pe3yasraraMu H3Me-
peHui, norydeHHbIMY 11py BhIoNHeHNU 11.10.1.2 n 1. 10.1.4. Tlocne otkpserTus daitia uCrons308aTh
komanny «Extract ion», BeiGpate MRM mnepexon, mocne Haxarh Ha kHomky «Edit Integration
Method», ycranoButs crinaxusanue «Harmonic Smoothing», «Smooth Count» = 1, mocie Haxarsb
kHONKY «Run Integration» # 3aKpbITh OKHO HACTPOUKH CTiIaKMBaHMUA. 3aTeM BBIOPATh MUK, COOTBET-
CTBYIOIIMH UCIIONIB3YEMOMY KOHTPOJIBHOMY BELIECTBY (IIHK Iepexona m/z 321>152 ns neBomulle-
THHa; MUK nepexona m/z 609>195 nns peszepruna), Haxkate Ha KHONKy «Calculate Current Peak S-
to-N Ratio» u BbIOpats 061acTs myma. Pesynsrarsr 6yayT 0ToOpakeHbl BO BCILTBIBAIONIEM OKHE. B
IMaJIOroBOM OKHe BhIOpaTh «Yes». B pesynerare Ha skpan Oyzmer BeiBesieH Gaiii oTueTa B hopmare
pdf, B koTopoM OyzeT ykazaHo 3HaUE€HHE OTHOILIEHUSA CHTHAI/TIIYM.



10.2. Onpenenenue otHocutensroro CKO BEIXOAHOTO curHaNa

10.2.1. IlomecTuTs B aBTOX03aTOp KOHTPOJBHBIA PACTBOpP JIGBOMUIETHHA, YKA3aHHEIA B
n. 8.1.4 HacTosme# MeTomukH moBepkd. B rimaBroM okue 10 Data Acquisition Software naxatsh
kHONKy «Data acquisition», BBeCTH HOMEp SUEHKH aBTOZ03aTOpa, U3 KOTOpod Oymer orOuparscs
npoda.

10.2.2. TIlpomsBecTH mecTb IOCIENOBATEIBHEIX H3MEPEHHH, WCIONB3YS KOMAHJIBI
«Equilibrium»=> «Run Sequence». [To oxoruannu usmMepennit pe3ynbrarsl Oy 1yT aBTOMATHYECKH CO-
XpaHeHE! B BHe daitia.

10.2.3. IloMecTHTL B aBTOJ03aTOp KOHTPOJILHEIA PacTBOP pe3epluHa, yKa3aHHbM B 1. 8.1.4
HacToALEeH MeToauKH nmosepku. B rnmasHom oxne I10 Data Acquisition Software HaxaTb KHOIKY
«Data acquisitiony, BBeCTH HOMep S4eiKH aBTOH03aTOPa, U3 KOTOPOH GyeT oTéuparhes npoba.

10.2.4. IlpowsBecTH IIeCTh MOCTEOBATENBHBIX H3MEPEHUM, WUCIONL3YS KOMAaH]IBI
«Equilibrium»=> «Run Sequence». Ilo okoHUaHNH H3MEPEHUH pe3yabTaThl OyAyT aBTOMAaTHUECKH CO-
XpaHEeHHI B BUjie (haiina.

10.2.5. 3anycruts [1I0 TQMS Data Processing u uMnopTupoBath (aiiiisl ¢ pesysibrataMy H3-
MEpEeHUH, NOTyuYeHHBIMH IpH BemonHenuu 11.10.2.2 u . 10.2.4. Ilocne oTkpeiThs (aiina B HIKHEN
9acTH OKHA IOSBHUTCA TaONHLA, B KOTOPOH IIPHBEIECHBI 3HAYEHHs BPEMEHH BBIXO0/a W TUIOLIANH TTHKA
KOHTPOJIBHOTO BEIIIECTBA.

10.2.6. O6paboTaTk Moy4eHHEIE Pe3yIbTATHI B COOTBETCTBUH C YKa3aHUSIMHU, IPUBEACHHBIME B
nyskrax 10.2.6.1 u 10.2.6.2.

10.2.6.1. Mcnionp3ys ganaele, noxydeHssie B . 10.2.2 w11, 10.2.4, paccuuTaTh OTHOCHTEILHOE
CKO BBIXOZHOTO CHTHAJIA IO IJIOMIAIH IIUKOB M BPEMEHH y[epKuBaHus. [Ipi 5TOM HEIOCTOBEPHBIE
pe3y/IbTaThl M3MEPEHNH, KOTOPHIE MOKHO OIEHUTH, Kak BeIOpocH (eM. [[OCT P MCO 5725-1-2002,
. 3.21; TOCT P 8.736-2011), oTOpaKkoBEIBAIOTCS M HE YYUTHIBAKOTCS B pacderax. B ciyuae obHapy-
KEHUS BEIOPOCOB MPOBOIAT HEOOXOMUMOE JIOTIOJTHUTEILHOE YHCIIO H3MEPEHHIH.

10.2.6.2. Pacuer otnHocutensHo CKO BBIXOJHOrO CHrHANa HPOBOAAT OO ¢ momomsio I10
CIIEKTpOMeTpa, MO0 B 3IMEeKTPOHHBIX Tabnuuax (Hanpumep, MS Excel wm np.), nmu6o Bpy4HyIo mo

dbopmyne:

(1

rae: N — cpennee apudMeTHYECKOE PE3YIIBTATOB N-H3MEPEHHHN;
Ny — k-e 3HaueHue pe3yapTaTa H3MEPEHHIA;
N — YUCII0 H3MEpEHUH,

10.3 IloxTBepKICHNE COOTBETCTBHUS CHEKTPOMETPA METPOTIOIHICCKUM TpebOBaHUAM

CrieKTpoMeTp COOTBETCTBYET METPOJOTHMYECKHM TpeOOBaHHUAM, YKa3aHHBEIM B €r0 ONHCAHUH
THNA, €CJIM NOJyYeHHbIe 3HAUYCHHUsS OTHOIIEHMs CUTrHaN/myM M oTtHocuTensHoro CKO coorser-
CTBYIOT TpeOOBaHUAM, YKa3aHHEIM B Ta0ue 4.



Tabmuna 4 — [IpenenpHO T0ITycKaeMble 3HAYSHUS METPOJIOIHYECKUX XapaKTePUCTHK

HanmeHnoBaH#e XapaKTEPUCTHKH 3HaueHue
OTHOIIEHHE CUIHAI/IIYM, HE MEHee 100 000
Otrocutensuoe CKO mnomanu nuka, %, He oiee 8,0
OtrocurensHoe CKO Bpemenu yaepxupaunus, %, He Ooee 2,0

11. OdopMiteHHE Pe3yNBbTATOB MIOBEPKH

11.1. lanHble, NOIyYEHHBIE IIPU ITOBEPKE, OQOPMIIAIOTCS B hOpME IPOTOKOJNIA B COOTBETCTBUH
¢ TpeOOBaHUAMH, YCTAHOBICHHBIMU B OPraHH3aLMH, IIPOBOJAIIEH TOBEPKY.

11.2. Csenenus o pesynbrarax nosepku CU nepenatorca B @enepanbHblii WHGOPMAHOHHBLH
oz mo obecreueHHIo eIMHCTB U3MEPEHHI B COOTBETCTBHH C IOPAAKOM IPOBEICHUS ITOBEPKH
CPEIICTB U3MEPEHHH, IPEIyCMOTPEHHEBIM NEHCTBYIOIIUM 3aKoHoAaTeIbeTBOM Poccuiickolt @enepa-
nuu B obsactu obecrieueHus eIMHCTBA U3MEPEHUH.

11.3. IIpu nonoXUTEeNbHBIX pe3ysbTaTax IOBEPKH IO 3asgBiieHuto Biajensia CHU umu nuna,
npencrasusinero CH Ha noBepky, 0 OpMIIAIOT CBHAETENHCTBO O TIOBEPKE, TIOATBEPIKAAIOIIEE COOT-
BETCTBHE CIEKTPOMETPA METPOIIOTHYECKUM TpebOOBaHHAM, K KOTOPOMY NPHIIAraioT IMPOTOKOI 1Oo-
Bepku. Hanecenue 3HaKa MOBEPKU Ha CIIEKTPOMETP HE IIPEYyCMOTPEHO.

11.4. [Ipu oTpunaTeNbHBIX pe3yabTaTaX OBEPKH CIIEKTPOMETP K IIPHMEHEHHIO HE JAOIYCKAKOT,
1o 3asBrneHuto Biagensna CY unu nuna, npeacrasusiero CH Ha moBepKy, BBIAAIOT U3BEIICHUE O
HEIIPUTOMHOCTH ¢ YKa3aHUEM IPUYMH B COOTBETCTBUU C JeHCTBYIONMM 3aKOHOHaTeNbeTBOM Poc-
cuiickoit @enepanuu B 061actu 06ecIIeYeHIS SIHHCTBA U3MEPEHUH.



[TPUJIOJKEHUE A
(obs3arensHOE)
MerToavka nIpuroTOBIEHNS KOHTPOIBHEIX PACTBOPOB

A.l. Cpezncrsa u3MepeHuii, MaTepUalIbl B PEaKTHBBI
A.1.1. CrannaptHsii obpasen cocrasa jgesomunerana ['CO 10165-2012.
A.1.2. CranmapTHsni o6pazen coctasa pezepnuHa (P3n-BHUMUM-5C) I'CO 12061-2022.
A.1.3. Metanon OCU s xuaxocTHOR Xpomarorpadpuu no TV 20.14.22-018-29483781-
2018.
A.1.4. Auerorutpun mis xpomarorpaduu OCY no TY 2634-002-54260861-2013.
A.1.5. Becei 1o 'OCT OIML R 76-1-2011 crienmamsHOTO Kilacca TOYHOCTH, ¢ MPEAEIOM B3BE-
ImuBaHus He MeHee yeM oT 10 mr o S0 .
A.1.6. KonGei Meprbie BMecTuMOCTEIO 100, 500 1 1000 M ¢ mpuTepToit Ipo6Koi 2-0ro
k7acca toynocty o I'OCT 1770-74.
A.1.7. ITunerku rpagyupoBanHbie BMecTuMocTho 0,5; 1,0; 5,0 cM® He Huke BTOpOro Kiacca
touHoctd o 'OCT 29227-91.
A.1.8. Crakan BMectTuMocThio 50 Mut mo I'OCT 25336-82.
A.2. Tlpouenypa NpUroTOBIEHHSI KOHTPOJIBHEIX PACTBOPOB pe3epirHa
A.2.1.Ilpurorosnenue pactsopa 10 Mr/i (pacTBop «A»).
A.2.1.1. PacTBOp roTOBAT 06EMHO-BECOBBIM CIIOCOGOM.
A.2.1.2. Ha Becax B3BemmuBaior 10 Mr peseprusa. ;
A.2.1.3. HaBeCKy NEPEHOCAT B CTaKaH, JOGABISIOT 25 cM> alleTOHHTPHUIIA | NIEPEMENIHBAIOT,
ITomy4eHHEIH pacTBOp MEPEHOCAT B MEPHYTO K00y BMecTHTeNnsHOCTEI0 1000 Mt (2 K11,
['"OCT 1770). Crakan oI0JaCKHBAIOT ALETOHUTPHIOM U IIEPEHOCAT PACTBOP B KOJIGY.
A.2.1.4. loBoaar o6beM cMmecH B koabe 1o meTku 1000 MIT alleTOHUTPUIIOM.
A.2.1.5. ITomyuenHsIi pacTBOp “A” MMeeT MacCOBYIO KOHLIEHTpAIHIO pesepruna 10 Mr/i.
A.2.2. IlpuroroBnenue pactsopa pesepnuna 0,1 mr/i (100 or/mkn)
1 eM® pacTBopa, MPUrOTOBNEHHOTO MO M. A.2.] HepeHOCAT B MEPHYIO KOIGY BMECTHMOCTEIO
100 cM> ¥ IOBOAST JI0 METKH AlIETOHHTPHIOM.
A.2.3. TIpuroToBieHUe KOHTPONBEHOTO pacTBopa 10 mr/Mxi
10 eM® pacTBOpa, IPUrOTOBIEHHOTO MO M. A.2.2, IEPEHOCAT B MEPHYIO KOJIGY BMECTHMOCTBIO
100 cM> 1 TOBOAAT 0 METKH aIleTOHUTPHIIOM.
A.2.4. IIpuroToBiieHHe KOHTPOIBHOTO pacTBopa 0,2 nr/MKII
1 cM® pacTBOpa, NPUrOTOBNEHHOTO 1O T.A.2.2, TEPEHOCAT B MEPHYIO KOIGY BMECTHMOCTBIO
500 cM? m TOBOAST IO METKH alleTOHUTPUIIOM
A.3.Ilponenypa npuroToBIEHUS KOHTPONBHBIX PACTBOPOB JIEBOMHUIIETHHA
A.3.1.Ilpurorosnenue pacrsopa 10 Mr/i (pactBop «A»).
A.3.1.1. PacTBOp roTOBAT 06BEMHO-BECOBBIM CIIOCOOOM.
A.3.1.2. Ha Becax B3BemuBanT 10 MT JeBOMHUIIETHHA.
A.3.1.3. HaBecKy epeHOCAT B CTakaH, T06ABISIOT 25 cM® METaHOIA M TepEeMEITHBAIOT.
[Tomy4eHHBIH PacTBOP MEPEHOCIT B MEPHYTO KOJIOY BMecTHTE N HOCTRIO 1000 Mit (2 K1,
I'OCT 1770). CtakaH onosacKMBAIOT METAHOJIOM M IEPEHOCAT PACTBOP B KOIOY.
A.3.1.4. loBomsar o6beM cMecH B konde no Metku 1000 M1 MmeTasoIoM.
A.3.1.5. Ilomy4yennsli pacTBop “A” UMEET MacCOBYIO KOHIICHTPAIIMIO IEBOMHUIIETHHA
10 mr/m.

10



A.3.2. TIpuroroBnenue pacreopa nesomunerrna 0,1 mr/m (100 mr/mxn).

1 cm® pacTBOpa, MPUTOTOBNEHHOTO MO M. A.3.1, HepeHOCAT B MEPHYIO KOJIGY BMECTUMOCTHIO
100 cM® ¥ IOBOISAT JI0 METKH METAHOJIOM.

A.3.3. IIpuroToBnesue KOHTPOJILHOro pactBopa 10 mr/MKiL.

10 cM® pacTBOpa, MPUrOTOBIEHHOTO MO 1. A.3.2, IEPEHOCAT B MEPHYIO KOJIOY BMECTHMOCTBIO
100 cM® 1 JIOBOJISIT 710 METKH METAHOIIOM.

A.3.4 TlpuroToBneHue KOHTPOILHOTO pacTtBopa 0,2 Ir/MKI

1 ev® pacTBOpa, IPHTOTOBIEHHOTO IO I1. A.3.2, HEPEHOCST B MEPHYIO KOJIGY BMECTAMOCTEIO

500 cM> ¥ HOBOMAT IO METKH METAHOJIOM.

OtHocHuTeNnbHAas TOTPENTHOCTh IPHTOTOBIEHNUS KOHTPOJIBHAIX PAcTBOPOB He Oonee +10 %.
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[MTPUJIOXXEHUE b
(obs3arensHOE)
B.1. TTapaMeTpHI CIIEKTPOMETpa, yCTaHABIIMBAEMbIE ITPU UCTIONB30BAHUM PE3EPIIMHA B KAYECTBE

KOHTPOJIEHOTO BEIIECTRA.
Tabmuua b.1 — [Tapamerpsl xpomatorpada

HaumenoBanue napamerpa

3uauenue

ITomsuxras dasa (Mobile phase)

®aza A: 0,1 % pacTBOp MypaBBHHOH KHC-
JIOTBHI B BOJIE.
Qaza B: alleToHHTPHI

Cxopocts noroxa (Total Flow) 0,4 mu/mMuH
Bpems Daza A, % | PazaB, %
0,0 90 10
CootHomeHue MOOHIBHEIX (a3 0,8 5 95
(Time Program) 3,5 5 95
3,6 90 10
5,0 50 10
O6wem BBouMoOM TTpodsr  (Injection Volume) | 5 Mk
Temneparypa B TepMocTare KOJIOHOK
40 °C
(Oven Temperature)
Xpomarorpahudaeckus KOJTOHKA Boltimate C18 2,7 mxm 90A 3,0-100 MM
(Chromatography column) WIIA aHAJIOTHYHAs

[Tporpamma npomeiBka (Program Wash)

Wash Port 1: Volume 1000 Mk

[MpomsrBounas xuakocts (Wash Fluid) 20 % CH30H in H,0
Tabmuna b.2 — [TapaMeTpsl Macc-crieKTpoMeTpa

HauMmeHOBaHue mapamerpa 3HaucHME
[Tonsprocts (Polarity) [TonmokuTenbHas
Hanpsoxenue Ha pacneumatene (IonSpray Voltage) 5000 B
Haenenne rasa pacnsumurens (Nebulizer Gas Flow) 50 psi (345 xIla)
Hasnenue gononnutenbHoro raza (Auxiliary Gas Flow) | 50 psi (345 xIla)
TemmepaTypa HarpeBaTesi HCTOYHHKA HOHOB

350°C
(Ton Source Temperature)
Hapnenune 3anasecounoro raza (Curtain Gas Flow) 30 psi (207 xI1a)
Tun ckanupoBarus (Scan Type) MRM
Bpewms cxanuposanus (Dwell Time) 100 mc
Won-npenmectennux (Precursor ion) 609
Won-npoxykr (Product ion) 195
Oueprus coynapenuit (Collision Energy) 35B

Paspemenue (Resolution) Q1 u Q3

Cranpmapraoe (Standard)

Gas)

YpoBeHb rasa B CTONKHOBHTENEHON suetike (Collision

4

BrexoHO# moTeHNKA CTONKHOBUTENbHOHN sueliku (CXP) | 6

Hamnpsoxenue BOY (Multiplier)

Add 500
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Tabnuua b.3 — JlonomHuTEEHBIE TApaMETPHI

HaumenoBanue napameTpa

3HaueHHe

Ob6uacts myma (Noise area)

1-1,5 MHHYTBI 10 BEIXOJA ITHKA

Bux myma (Type of noise)

Pasmax (peak-to-peak)

B.2. [TapameTps! CIEKTPOMETPA, YCTaHABIMBAEMbIE IPH HCTIOTB30BAHMH JICBOMUIIETHHA B Kade-

CTBE KOHTPOJIBHOTO BEIIECTBA
Tabnuna b.4 — ITapamerpsl xpomarorpada

HaumeHnoBaHnue napamerpa

3xadgenue

[Tompmxnast dasza (Mobile phase)

@aza A: Boma; dasza B: meranon

Cxopocrtsb noroxa (Total Flow) 0,4 my/™MuH
Bpems, mun | @aza A, % ®aza B, %
0 90 10
CoorHomrenue MOOHIEHBIX (a3 0,5 5 95
(Time Program) 4 5 95
4,1 90 10
55 90 10
O6nem BBomuMoit mpobsr (Injection Volume) | 5 Mk
Temmeparypa B TepMocTaTe KOJIOHOK 40°C
(Oven Temperature)
Xpomatorpaguyeckus KOJIOHKa Boltimate C18 2,7 mxm 90A 3,0-100 mm
(Chromatography column) WITA aHAJIOTHYHAA
ITporpamma npombiBku (Program Wash) Wash Port 1: Volume 1000 mMxn
[TpombBounas xuakocts (Wash Fluid) 20 % CH3;0H in H2O
Tabmuia b.5 — [TapaMeTpsl Macc-CIEKTPOMETPA
HawmmenoBaHue mapaMerpa 3HageHue
[Tonsprocts (Polarity) OtpunarenpHas

Hanpsoxenue Ha pacnsumtene (IonSpray Voltage)

4500 B

Hasnenue rasa pacusumateiis (Nebulizer Gas Flow)

20 psi (138 xIla)

JlaBnenne momonnuTensHoro raza (Auxiliary Gas Flow)

50 psi (345 xlla)

TemriepaTypa HarpeBaTeisi HCTOYHHKA HOHOB

(Ion Source Temperature) L
Hasnenune 3anaBecounoro rasa (Curtain Gas Flow) 50 psi (345 xITa)
Tum ckanupoBarus (Scan Type) MRM
Bpewms ckanuposanus (Dwell Time) 100 mc
Won-npemmecteHnuk (Precursor ion) 321
Won-npoxyxr (Product ion) 152
Oneprus coynapenuii (Collision Energy) 13B

Pasperrenue (Resolution) Q1 u Q3

Cranpaptaoe (Standard)

VpoBens rasa B crojkHoBuTenbHoH sueiike (Collision Gas)

4

BBIX0/IHOM NOTEHIMAT CTONKHOBUTENbHOU suekiku (CXP)

8

Hanpsoxenue BOY (Multiplier)

Add 500
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Tabmuua b.6 — JlononEATENBHBIE TapaMeTpEI

Haumenosanue nmapamerpa

3HavyeHue

O6nacts myma (Noise area)

1-1,5 MUHYTBI 10 BBIXO/Ia THKA

Bug myma (Type of noise)

Pasmax (peak-to-peak)

3HaueHus apaMeTpoB ycTaHaBIHBaIOTCS BO BKiIankax «Method Edition»=> «New Method»

IIO Data Acquisition Software.

VYxazanHele 3HAYEHUS HOCAT peKOMeHIIaTeJIEHI:]I‘;I XapakTep U MOryT OBITE H3MEHEHEI C [EJIBIO OIlI-

TUMU3AIMH PE3YIbTaTOB H3MEPEHHUI.
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