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1. O0mmue mo/107KEHHS

Hacrosimas MeToaMKa MOBEepKH PaclpoCTPaHAETCs Ha XpOMaTo-MacC-CIIEKTPOMETPBI XKHA-
kocTHble TQL-5300 (nanee — cneKTpOMETPBI) H YCTaHABJIMBACT METOMIBI H CPEJICTBA HX MTOBEPKH.

TpeGopanus 1o obecrneyeHuIo MPOCISKUBAEMOCTH TOBEPAEMOTO CIIEKTPOMETpA K rocyaap-
CTBEHHBIM [IEPBHYHBIM 3TA/IOHAM SWHHIL BEJTHYHH BBINOJHAIOTCA MYTEM PEAIH3alHH Ha CHEKTPO-
METpax METOJMK M3MEPEHHI C MPUMEHEHHEM CTaHJapTHLIX 00pa3loB yTBEPHKIACHHOTO THIIA, TPO-
CIIEXHMBAEMBIX K KOMILTEKCY TOCYIapCTBEHHBIX EPBHYHBIX ITA/IOHOB SAHHHIL MACCOBO#H (MOISPHOH)
10H ¥ MaccoBoi (MonstpHoit) konuenTpaund o 'OCT 8.735.0-2011 «"ocynapcTBenHas noBepoy-
Has CXeMa JUTIs CPEJICTB H3MEPEHHH COLepP)KaHUsA KOMIIOHEHTOB B XKHIKHX H TBEP/bIX BELIECTBAX H
marepuanax. OCHOBHBIE [TOJIOKEHHAY:

DT 217-2018 I'T1D eauHUL MaccOBOHM JOJIH M MAacCOBOH (MOJIIPHOM ) KOHLIEHTPAIIHA HEOp-
raHWYeCKUX KOMIIOHEHTOB B BOJHBIX PACTBOPAX HAa OCHOBE I'PaBHMETPHYECKOTO M CIEKTPAILHOIO
METO/IOB;

T 176-2019 ['T1D exunnn MaccoBoii (MOJIAPHOI, aTOMHO#) Z10JTH M MacCOBOH (MOJIAPHO)
KOHLEHTPALMH KOMIIOHEHTOB B XKHJIKHX M TBEPbIX BEIIECTBAX W MaTepHasax Ha OCHOBC KYIOHO-
METpPHH;

3T 196-2023 I'TID emuuui MaccoBoii (MOIAPHO#) 0K H MAcCOBOH (MOJISIPHOH) KOHIICH-
TpaLMK KOMIIOHEHTOB B JKHJIKHX H TBEP/IbIX BELIECTBAX H MaTEpHA/IaX HA OCHOBE CHCKTPANTbHBIX ME-
TOJOB;

ST 208-2024 TTID exunui MaccoBoil (MOISPHO#M) J0IH H MacCOBOH (MONAPHOM) KOHLICH-
TpalMH OPraHWYECKUX KOMIIOHEHTOB B JKHIKHX M TBEP/bIX BEIIECTBAX M MaTepHanaxX Ha OCHOBE
KHIKOCTHOM M ra3oBOH XPOMATO-Macc-CIIEKTPOMETPHH C H30TOMHBIM pa3OaB/ICHHEM H IPaBUMET-
pHH.

Mertoz, obecrneunBarONIMil peaTH3altio METOANKH TIOBEPKH — MPAMOE H3MCPCHHE TIOBEpAEC-
MBIM CPEJICTBOM BEJIMYHHBI, (YHKIMOHATBHO CBN3aHHOH C BETHUMHOM, BOCITPOM3BOIMMOMN CTaH-
JapTHBIM 06pa3ioM.

2. Ilepe4enn onepanuii MOBePKH
2.1. Ilpu npoBeeHNUH TTOBEPKH JI0JDKHBI BBITOTHATHCSA ONEPALIMH, YKa3aHHBIC B tabmuue 1.

Tabmuna 1 — Onepanuyu NOBEPKH

O653aTe1bHOCTD MTPOBEJIE- Howmep pasnena
HHs Ollepalyii Ipy MoBepke | (IyHKTa) METOHKH
IOBEPKH, B COOTBET-
HaumeHOBaHHE Onepaluu
[Neproauye- | CTBHE C KOTOPBIM Bbl-
[lepBHuHOM i
CKOH TOTHAETCS ONEpaLus
IIOBEPKH
1 2 3 B
Bremnnit ocMOTp na na n 7
[ToxroToBKa K noBepke u onpobosa-
5 P P na na m 8
HHE
KOHTpOIIb YCIOBHI NIOBEPKH aa na m. 8
ne-
I[TpoBepka mporpaMMHOro obecmne - 8 1.9
YeHHS




[Iponomkenue tabiuup! 1

1 2 3 4
OnpeneneHre METPOJIOTHYECKHUX Xa-
PaKTepHCTHK U MOATBEPXKICHHE COOT-
BETCTBHS CPE/ICTBA H3MEPEHUH MeT- N
POJIOTHYECKHM TPeOOBaHHSM:
. Eff;ﬂ;ﬂm OTHOILECHHA - 1a . 10.1
- OIIpe/ie/IeHHE OTHOCHTENBHOTO
CpEIHEro KBaJpaTH4ecKoro OTKIoHe- na na n. 10.2
HHsl BBIXOJIHOTO CHIHAA
-[IOATBEPKICHHE COOTBETCTBHSA CIIEK-
TPOMETPa METPOJIOTHYECKHM Tpebo- aa na m. 10.3
BaHHAM
3. TpebGoBaHus K YCJIOBHSAM NPOBEAeHHS NOBEPKH
3.1. Tlpu npoBe/ieHHH MOBEPKH COOIIOAAIOT CIENYIOIIHE KITHMAaTHYECKHE YCIOBHA!

— TeMIepaTypa OKpyXkatomero Bo3ayxa, °C ot + 17 no + 28;

— OTHOCHTEJIbHAs BJIAXHOCTb BO3yXa, %o He Gonee 75.
3.2. Ilpu npoBe/eHHH OBEPKH HE JOIYCKAIOTCA MEXaHHYECKHE BO3NCHCTBHA HA  CHICKTPOMETP
M OTKJIOHEHHs OT paboyero MOMOKEHHU, a TAKXKE He JONYCKAeTCs HaIW4He MbUIH H I1apoB arpec-

CHBHBIX BEIIECTB, BHI3BIBAIOIIMX KOPPO3HIO.
4. TpebdoBaHHS K CNEHAIHCTAM, 0CYECTBASIONHM NOBEPKY

4.1. K mpoBeleHHIO MOBEPKH IOMYCKAIOTCA JIMIA, M3YYMBLIME METOIMKY MOBEPKH CpE/ICTB
H3MEpEHHi!, PYKOBOJICTBO 110 IKCILUTYaTallHH CIIEKTPOMETPOB, IPOLIEIIIHE HHCTPYKTAXK MO TEXHHKE
6e30MaCHOCTH B YCTAHOBICHHOM TOPSIKE M MMEIOLIHE HABBIKH PaGOTHI CO CPE/ICTBAMH H3MEPEHHUH,

OCHOBAHHBIMH Ha CIEKTPOCKOMHYECKHX METOJAX.

5. Merpojornyeckne H TeXHHYecKHe TPeOOBaHHS K CPeICTBAM NOBEPKH

5.1. TIpx npoBeIeHHH NOBEPKH IPHUMEHSIOT CPE/ICTBA NOBEPKH COTIAaCHO Tabmune 2.

Tabmuna 2 — CpezncTsa NOBEPKH.

Onepaiuu MoBepKH, TpedyIo-
IIHe MPUMEHEHHE CPE/CTB Mo~

BEPKH

Merposioruyeckue ¥ TeXHHYE-
ckue TpeOOBaHUS K CPEICTBAM
MOBEPKH, HEOOXOMMBIM JUIs
IPOBE/ICHUS TIOBEPKH

[lepeueHb peKOMEHTYEMBIX
CpPeICTB MOBEPKH

2

3

m 8
[ToaroToBka K NOBEPKE H
onpoboBaHue

CpeacTBo H3MEpeHHii TeMIie-
paTyphbl H OTHOCHTEIbHOH
BJIAXXHOCTH OKPYXKaloIlero
BO3J/IyXa C AHana3oHaMH H3Me-
peHHH, OXBaTHIBAIOLIUMH
YC/IOBHSI TIOBEPKH 110 1. 3 ¥
abCoJIIOTHOH MOTPENTHOCTBIO
M3MEepeHHs TeMIIepaTyphl He
tonee 1,0 °C u abcomoTHOH
MOTPENIHOCTBIO H3MEPCHHS
OTHOCHUTENIBHOM BJIAKHOCTH HE
donee 5,0 %.

[TpuGop KOMOHHHPOBAHHBIH
Testo 608-H1 (peracrpainon-
Hblit HoMep B DejiepaibHOM
(orze no obecneyeHnIO eiH-
cTBa wamepenuii Ne 53505-13).




[Tponomxenue Tabnuie! 2

CKHX XapaKTCpHUCTHK H MoJa-
TBEPKICHHE COOTBETCTBHA

CTIEKTPOMETPa METPOJIOrHYe-
CKuM TpeOOBaHHAM

MyCKAeMBIX aTTeCTOBAHHBIX
3Ha4YeHH# MaccoBoOi JI0JH Jie-
BOMHMIIETHHA OT 95,0 %
no 100,0 %, rpanuis! 1omyc-
KaeMOH OTHOCHTEJIbHOM I10-
IPEIIHOCTH ATTECTOBAHHOTO
3HaueHus npua P=0,95 ue Gonee
+3,0 %.

CrannapTHblii oOpa3en cocTasa
pesepniuHa. MuTepBan nomyc-
KaeMBIX aTTECTOBaHHbIX 3HaYe-
HHI MaccOBO# JI0JIH pe3epluHa
ot 98,0 % 10 100,0 %, rpanums!
JONYCKAEMOH OTHOCHTEIIBHOM
IOrPELIHOCTH aTTECTOBAHHOTO
3gaueHus npu P=0,95 ne 6onee
1,0 %.

1 2 3
m 10 CranpapTHbIi 00pasen coctaBa | CranaapTHbIH oOpasel
OnpenencHie METPOJIOrHYE- | JIEBOMHIIETHHA. Wnrepsan no- COCTaBa JIEBOMHILIETHHA

I'CO 10165-2012.
CranzapTHbIH 00paserl
cocTaBa pe3epiHHa
(P3n-BHUHUM-3C)
['CO 12061-2022.

Kon6s1 MepHsie BMecTHMOcThI0 1000 oM 1 100 cv’ He Xyxe

sroporo knacca rogsoctd mo 'OCT 1770-74.
[TuneTkyu rpaayupoBanHblie BMecTHMOCTEIO 0.5: 1,05 5.0 cM®
He Xyke BToporo kinacca togsocts no 'OCT 29227-91.
Becsr no 'OCT OIML R 76-1-2011 cneuraisHOro Kiacca
TOYHOCTH, C IIPEE/IOM B3BEIIHBAHHSA HE MEHEE YeM

ot 10 Mr 1o 50 .

5.2. Bee cpencTBa H3MEpEHHH, HCIIOIB3yEMBbIE TIPH TIOBEPKE, J0/DKHBI HMETh aKTYalbHYIO 3aHCh O
nosepke B deiepanbHom HEGOPMALHOHHOM (OH/IE N0 00ECTICIECHHIO SIMHCTBA H3MEPEHHH, 2

CTaH/IapTHBIE 00pa3ibl KMETh ACHCTBYIONIHE MAaCIOPTa.

5.3. JlomyckaeTcs NPHMEHEHHE APYTHX CPEICTB MOBEPKH, 00ECIICYHBAIOMIMX ONPE/ICICHHE METPO-
NOTHYECKHX XapaKTePHCTHK TIOBEPAEMOrO CPEJCTBA H3MEPEHHH C TOYHOCTBIO, HEOOXOIMMOH

U IOATBEPKICHHA €r0 METPOJIOTHHUECKHX XapaKTCpHCTHK.

5.4. Ilpu NPHrOTOBIEHHH KOHTPOJILHBIX PACTBOPOB (B Ka4ecTBe PacTBOPHTEIIA) HCIOIB3YETCH Me-
TaHO 0co6oit ancToTH (zanee - OCY) s xumkocTHO# xpomarorpadun  no TV 20.14.22-
018-29483781-2018 u auetosuTpr ana xpomarorpabun OCY no TY 2634-002-54260861-

2013.

6. TpeGosanus (ycioBus) no obecrneuenn1o 6e30NaCHOCTH NMPOBEIEHHS IOBEPKH

6.1. Ilpi MpoBe/IeHAH TIOBEPKH CNEKTPOMETPOB JOJIKHBI OBITH COOIIONCHEI tpeboBanus [Ipukasa
MunTpyaa u CormansHoit 3ammtsl Poccun ot 15.12.2020 Ne9031 «O6 yTBepRKaeHHH [Tpasun
Mo OXpaHe TPy/a MPH SKCILIYATALHH 3IEKTPOYCTAHOBOKY, TpeOOBaHHSA I'OCT 12.2.007.0-75, a

Taxoke TpeGOBaHHA PYKOBOJCTBA MO KCIUTyaTallH CIICKTPOMETPOB.

7. BHemmumHii 0cCMOTp cpeacTBa H3MEPeHHI

7.1. Tlpu BHeLIHEM OCMOTpPE YCTAHABIHBAKOT COOTBETCTBHE CTIEKTPOMETPOB CIICAYIOIHM TpeboBa-

HHAM:

— OTCYTCTBHE BHIHMBIX IIC(I}EICTOB, CIIOCOOHBIX OKa3aTh BIMSHHE HA Oe30macHOCThb IpoBe/e-

HUS TIOBEPKH HIIH Pe3yJIbTaThl IOBEPKH;
— HCNPaBHOCTb OPraHOB YIIPABICHHS;




— COOTBETCTBHE BHEIIHErO BHJA CIIEKTPOMETPA CBEICHHAM, PHBEIEHHBIM B OITHCAHHH THIIA;
— YEeTKOCTb 0003HaYCHHH H MaPKUPOBKH.

7.2. CneKTpoMeTphl CYHTAIOT BBIIEPKABIIHMH BHEIIHHI OCMOTP, €C/TH OHH COOTBETCTBYIOT yKa3aH-
HBIM BBbILIE TpeOOBaAHHUAM.

7.3. B ciyyae, eclti IIpH BHEIIHEM OCMOTPE CIIEKTPOMETPA BEISBIICHBI TTOBPEX/ICHHS HIIH Je(eKTsl,
cnocoOHbIe 0Ka3aTh BIUAHHE Ha He30MacHOCTh MPOBE/ICHHS MTOBEPKH HIIH PE3YJIbTATHI IOBEPKH,
TO TIOBEPKA MOXET OBITh MPOIOIKEHA TONBKO MOC/E YCTPAHEHHS 3THX IOBPEXKICHHN WM JIe-
(bexToB.

8. IloaroroBka K moBepKe H onpoboBaHne CPeACTBA H3IMEPEHHH

8.1. IloaroToBka K moBepke

8.1.1. Tlepen npoBeeHHeM MOBEPKH CIEAYET H3YYHTh PYKOBOJCTBO [0 IKCIUTyaTallHH CTEKTpO-
Metpa (1anee — PD) u HACTOSAILYIO METOIUKY TOBEPKH, IPOBECTH KOHTPOJIb COOTBETCTBHUS YCJIO-
BHii IIOBEpPKH TpebOBaHMAM paszielia 3, a TaKKe 00SCIeUHTh BLITOHEHHE TPEOOBAHHH TeXHHKH
6e30MacHOCTH COIJIacHO paszeny 6 HacToAImeH METOTHKH TTOBEPKH.

8.1.2. TloaroTaBauBaiOT CpeCTBA MOBEPKH, TEPEUHCIICHHBIE B pa3/ie/ie 5 HACTOALICH METOAMKH T10-

BEPKH.
8.1.3. Ilepen mpoBezeHHEM MPOLEAYP MO ONMpPEIEIEHHIO METPOJIOIHYCCKHX XapaKTePHCTHK BBIIEP-
*HBAOT CIIEKTPOMETP HE MeHee 2 4acOB B YCIIOBHSX, YKa3aHHBIX B I1. 3 HACTOAIEH METOIHKH
TIOBEPKH.
8.1.4. Jlnsa semonnenns onepaiuid no 1. 10.1 1 n. 10.2 HacTosmeR METOHKH NIOBEPKH IIPHIOTOBHTH
KOHTPOJIbHbIE PACTBOPbI JIEBOMHIIETHHA B METAHONE € MAcCOBO# KonuenTpauuei 0,2 nr/MKi i
10 nr/MKJI # KOHTpOJIBHBIE pacTBOPHI pedepruHa B ateroHuTpuie 0,2 nr/mkin 1 10 nr/MKI mo
METOJIHKE, IPHBE/ICHHO# B MpHiIOKeHHH A. PacTBopsl ¢ MaccoBoit KonnenTpanued 0,2 nr/mMki
HCTIONB3YIOTCS JUIS OTPe/ie/ieHAsi OTHOIICHHS CHIHA/IIYM; PacTBOPhI C MacCOBOH KOHLICHTpa-
mueii 10 nr/Mkn uenons3ywotes wis onpenenerus CKO Bexomnoro curnana. O0seM BBOAUMO#H
npo0Osl 5 MKII. MeToHKa PATOTOBICHHA KOHTPOJILHBIX PaCTBOPOB IPHBEICHA B IIPHIIOKCHHH
A

8.2. OnpobGosanue

8.2.1. OmnpoboBaHue CTIEKTPOMETPA MPOBOAMTCS B aBTOMATHYECKOM PEXKHUME 110CJI€ BKIIKOUCHUSA ITH-
TaHus. Pe3ynbTarsl onpoOOBAHKS CYHTAIOT NOTOXKHTENEHBIMH, €CITH [I0CTIE BKIFOYCHHS THTAaHAS
CIEKTPOMETpa M MOCII€e 3allyCKa YIpPaBIAIONMIEro MPOrpaMMHOr0 o0ecredeHHs OTKPBIBACTCHA
IJIaBHOE OKHO NIPOTPAMMHOr0 0GecTiedeHns H OTCYTCTBYIOT coobmenus 06 ommbkax.

8.3. Jlnst onpezeneHns MeTpoJorngeckux XapakrepucTuk mo 1. 10.1 u n. 10.2 cnexrpomeTp npex-
CTABJISAETCA BIA/IEIBIEM HIIH JIMIIOM, [IPEAOCTABUBITHM CIIEKTPOMETP Ha MOBEPKY, C YCTAHOB-
JICHHBIMH [TapaMeTpaMH, YKa3aHHbIMA B NPHJIOKEHHH b.

9. TIposepka nporpaMmHOro obecrnedeHHs CPEACTBA H3MePeHHH

9.1. [TpoBoAAT NMpPOBEPKY HACHTHQHKAIMOHHBIX JAHHBIX NPOrpaMMHOrO obecrieyeHHs CIIEKTPO-
meTpa (zanee no Texery m. 9 —TI10).
MaentuduKaHORHOE HauMeHoBaHHe W Bepcus aBToHomHoro [0 ompenensioTes mocrne 3a-
nycka T1O. Jins nonyuenns urdopmaryu o Bepcun [10 B rnasrom okue [10 neobxommmo ne-
peiiti Bo Bknanky Help (TTomous) # oTKpbITh 0kHO About (O mporpamme).

9.2. Pesy/bTaT MPOBEPKH CUMTAIOT [0JIOKHTEIBHBIM, €CTTH HACHTHHUKALMOHHOE HAMMEHOBAHUE H
Bepcus 10 cOOTBETCTBYET CBEICHMAM, YKa3aHHbIM B Tabiuile 3.



Tabmmua 3 — Unentudukanuonnsle fannsie (mpusznaku) [10

WUnenTuduKalimoHHbIE JaHHBIE

3Hagyenue
(MpH3HAKH)

Unerraduxannonnoe naumenosanne [10 | Data Acquisition Software| TQMS Data Processing

Homep Bepcun (uaeHTHOUKAHOHHBIH

}) 1)
somep) TIO V1xx 1.xx

I{udposoit maentudukarop I10 - -

') Homep Bepcuu 3amuchBaeTC B BHAE METPOIOTHYECKH 3HAYMMOM (Hen3meHseMoit) gactu I10,
VKa3aHHOM B BHIE MH(PPOBOro WiH GykBeHHO-M(POBOTro 0603HAYEHHS B HAYale HOMEpa BEPCHH
H MOCIEAYIONNM psijioM IUdp, TpHHAMAIOMKX 3HaYeHus oT 0 10 9, KoTopbIe ONMHUCHIBAIOT
mouukammu [10 (06o3HaueHHBIX OYKO# «X»).

10. Onpenenenne MeTpPOJIOrHYeCKHX XapAKTEPHCTHK H NOATBEPK/ACHHE COOTBETCTBHS
CpeacTBa H3IMePeHHi METPOJIOTHYECKHM TpeboBaHuAM

10.1. OnpexneneHne OTHOMIECHHUS CHIHAI/IIYM

10.1.1. TlomMecTuTs B aBTO/I03aTOP KOHTPOJBHBIA PAacCTBOP JIEBOMHIIETHHA, YKa3aHHbIH B
n. 8.1.4 macrosmeit Metoauku mosepku. B rinasHom okne ITO Data Acquisition Software Haxarb
kHonKy «Data acquisition», BBeCTH HOMep A4YeHKH aBTOZ03aTOpa, U3 KOTOpOH OyaeT oTOMpaThes
npoba.

10.1.2. Ilpom3BecTH JBa MOCHEAOBaTENbHBIX H3MEPEHHs, HCIONb3ys  KOMaH/IbI
«Equilibrium»= «Run Sequence». [To okoH4yanun W3MepenHii pe3ynbTaThl OyAyT aBTOMaTHYECKH
COXpaHeHbI B BHJE (aiina.

10.1.3. TToMecTHTH B aBTO/I03aTOP KOHTPONBHBIN PacTBOP pe3eplHHa, yKasaHHbIH B 1. 8.1.4
HacTosIel MeTonukH nosepku. B riasHom oxee [10 Data Acquisition Software HaxaTh KHOIKY
«Data acquisition», BBeCTH HOMEp SYEHKH aBTOZ03aTOpa, U3 KOTOpoii Oy/eT oTbuparhes npoda.

10.1.4. [IlpousBectH 1ABa mOCHENOBATENbHBIX H3MEPEHHS, HCIOJIb3Yys  KOMaHIBI
«Equilibrium»=> «Run Sequence». [To oxoHYaHWH W3MEPeHHH pe3ybTaThl OydyT aBTOMAaTHIECKH
coxpaHeHbl B BHe (aiiia.

10.1.5. 3anycruts ITO TQMS Data Processing 1 EMnoptapoBats daiiil ¢ pe3yibTaTaMi H3Me-
peHuii, mosydeHEsIME ipH BeimonHeHnH 1.10.1.2 um. 10.1.4. TTocne oTkpeITHs daiina HCIIONB30BaTh
xomanay «Extract ion», BeiGpare MRM nepexoa, mocne Haxath Ha kHomky «Edit Integration
Method», ycranosuTs criaxusanne «Harmonic Smoothing», «Smooth Count» = 1, nocne HaxaTs
xHONKy «Run Integration» ¥ 3aKphITh OKHO HACTPOMKH CTJIAKHBaHHA. 3aTeM BhIOpaTh UK, COOTBET-
CTBYIOIIHE HCTIONB3YEMOMY KOHTPOJIBHOMY BelecTBy (ITHK nepexosa m/z 321>152 s neBoMurie-
THHA; MK Tepexona m/z 609>195 s pesepnuna), Haxatsh Ha KHonky «Calculate Current Peak S-
to-N Ratio» u BeIGpath 06nacTh myma. Pesyibrarsl 6yayT 0ToOpaKeHsI BO BCIUTBIBAIOIEM OKHE. B
JIMANOroBoM OKHe BeIOpaTh «Yes». B pesynsrare Ha 3kpan Oyzer BeiBelleH daitn oruera B popmare
pdf, B koTopoM ByieT yka3zaHo 3HaYeHHE OTHOIIEHHS CHTHAI/IITYM.



10.2. Onpenenenne otHocuTenbHoro CKO BeIxoaHOrO CHruana

10.2.1. ITomecTuTs B aBTOZ03aTOP KOHTPOJIBHBIH PAcCTBOp JIEBOMHIETHHA, YKA3aHHBIA B II.
8.1.4 mactosuie#t Metoauku nosepkd. B rnasHom okae I1O Data Acquisition Software Haxarhb
kHonky «Data acquisition», BBECTH HOMep sUefKM aBTO/03aTOpa, M3 KOTOpo# Oyaer orbuparses
npoba.

10.2.2. Tlpow3BecTH IIeCTb MOCIEJOBATEIbHBIX H3MEPCHHH, HCMONB3Ys KOMaH/IbI
«Equilibrium»=> «Run Sequence». [10 OKOHYaHHK H3MEPEHHIi pe3yIbTaThl Gy1yT aBTOMATHYECKH CO-
XpaHeHB! B BHIE (aiina.

10.2.3. IToMecTHTb B aBTO03aTOP KOHTPOJIBHBIN PacTBOp pe3epryHa, ykasaHHbIH B 11. 8.1.4
HacTostmelt MeToamkH nosepkd. B rnasuom okae I10 Data Acquisition Software HakaTh KHOIKY
«Data acquisition», BBeCTH HOMep SYelKH aBTO/103aTOPA, 3 KOTOpOi OyzneT or6upaTses npoda.

10.2.4. IlpousBecTH INECTh MOCICNOBATENBHBIX H3MEPEHHH, HCIOJb3YsS KOMaH/IBI
«Equilibrium»=> «Run Sequence». [lo okoHYaHHK H3MePEHHit pe3ybTaThl OyayT aBTOMATHHYECKH CO-
XpaHeHsI B BUJIE daiina.

10.2.5. 3anycruts 110 TQMS Data Processing 1 mMIOpTHpPOBaTh $aiiiisl ¢ pe3yTbTaTaMH 13-
MepeHHit, monydeHHsIMH TIpH BbinoHennd 1m.10.2.2 u 1. 10.2.4. Tlocne oTkpeiTHs (aina B HIKHEH
4acTH OKHA NMOSBHTCS Tab/IHIA, B KOTOPO# NMpUBeIEHbl 3HAYCHHSA BPEMEHH BBIX0/IA M IUIOMAIH NTHKA
KOHTPOJILHOTO BEILleCTBaA.

10.2.6. O6paboTrars noy4eHHbIE Pe3y/IbTaThl B COOTBETCTBHH C yKa3aHWAMH, IPHBEICHHBIMH B
nysakrtax 10.2.6.1 u 10.2.6.2.

10.2.6.1. Vicions3ys AaHHble, noaydernsie B 1. 10.2.2 u m. 10.2.4, paccuutats OCKO BbIXOI-
HOTO CHTHAJIA MO IJIOMIAIH TIHKOB H BPEMEHH yepKHBaHHA. IIpH 3TOM HE/IOCTOBEPHBIE PE3YIbTATHI
W3MepenHii, KOTOPbIE MOXHO OLEHHTh, KaK BeiGpock! (M. TOCT P UCO 5725-1-2002, m. 3.21; 'OCT
P 8.736-2011), 0TOpakoBHIBAKOTCA | He YUHTHIBAIOTCA B pacyeTax. B ciydae oGHapykeHus BHIOPOCOB
IIPOBOJAT HEOOXOANMOE JOTOTHHTENBHOE YHC/IO0 H3MEPCHUH.

10.2.6.2. Pacyer OCKO npoBoasT 160 ¢ MOMOIIBIO POrPaMMHOr0 0OecTieyeH s CeKTpo-
MeTpa, 60 B MeKTpoHHbIX Tabnuuax (sanpumep, MS Excel v ap.), 60 BpydHyio 10 tdopmye:

P

|

> (N-N,)
S=100\f;=l " % 1)
" N n—1

rae: N — cpeasee apuMETHYECKOE Pe3yIbTaTOB N- H3MEPECHHI;
Ni — k-¢ 3HaueHHe pe3ynbTaTa H3MEPCHHI,
n — YHUCII0 H3MEPEHHH.

10.3 IMoarBepKACHHE COOTBETCTBHS CIIEKTPOMETPa METPOJIOTHYECKUM TpeGoBaHHAM

CrieKTpOMeTp COOTBETCTBYET METPOJIOTHYECKHM TpeOOBaHMAM, YKa3aHHBIM B €ro ONHCaHHH
THIIA, €CJTH TIOMyYCHHbIE 3HAYEHHS OTHOLICHHS CHTHAJI/IIYM H OTHOCHTE/IBHOTO CPE/THEro KBAIpaTH-
4ecKOro OTKJIOHEHHS BhIxoaHoro curaana ( manee - OCKO) cootBeTcTBYIOT TpeOOBAaHHSM, yKa3aH-
HbIM B Tabsmue 4.



Tabmuua 4 — IlpenenbHo 0MycKaeMble 3HAYCHUS METPOJIOTHYECKHX XapaKTePHCTHK

HaumeHoBaHHE XapaKTEPHCTHKH 3HaueHHe
OTHOIEHHE CHTHAI/IIYM, HE MEHEe 100 000
OCKO nnomanu muka, %, He donee 8.0
OCKO Bpemenu yznepxxuBanus, %, e 6onee 2,0

11. Odopm.ienne pe3yabTaTOB NOBEPKH

11.1. JlanHble, noay4eHHbIE IPH MOBEPKE, 0HOPMIAIOTCS B (JopMe IPOTOKOJIA B COOTBETCTBHH
¢ TpeOOBaHHSAMH, YCTAHOBJICHHBIMH B OpPraHH3alliH, IIPOBOAILICH MOBEPKY.

11.2. Cenenus o pesynsrarax nosepkn CHU nepenatorcs B OenepanbHblii HHPOPMAIHOHHBIA
dona mo obecneyeHHIO SAUHCTBA H3MEPEHHH B COOTBETCTBHH C MOPSJAKOM IPOBEJICHHS MOBEPKH
CPE/ICTB H3MepeHHit, TPeTyCMOTPEHHbIM AEHCTBYIOHM 3aKoHOaTeTbeTBOM Poccniickoi ®ezepa-
MK B 00/1aCTH 00eCIICUeHH eIHHCTBA H3IMEPEHHH.

11.3. IlpH MOMOXKHUTENBHBIX pe3yIbTaTax MOBEpKH Mo 3asBieHuio Brazensua CH wm yuna,
npesncrasusiuero CH Ha noBepky, 0popMIsIOT CBHETENLCTBO O MOBEPKe, NOATBEPKAIOMIEE COOT-
BETCTBHE CIIEKTPOMETPA METPOJIOTHYECKUM TpeOOBaHHAM, K KOTOPOMY MpHIAraioT NpoTOKOI 110~
Bepku. Hanecenue 3HaKka MOBEPKH Ha CIIEKTPOMETD HE MPEIYCMOTPEHO.

11.4. I1pu oTpHUATE/IBHBIX Pe3yIbTaTaX MOBEPKH CIEKTPOMETP K MPHMEHEHHIO HE JIOTYCKaIOT,
no 3asBnenuto suanensiua CU wim nuua, npeacrasusmero CH Ha noBepKy, BBIAAIOT H3BCIICHHE O
HENIPUTOJTHOCTH C YKa3aHHEM MPHYAH B COOTBETCTBHH C JCHCTBYIONIMM 3aKoHOAaTenscTBOM Poc-
cuiickoii ®enepauun B 061acTH obecTiedeHHs €IMHCTBA H3MEPCHHUH



[MTPUJIOXEHHUE A
(obs3aTenpHOE)
MerToamKa MPHrOTOBIECHNUS KOHTPOJIBHBIX PaCTBOPOB

1. Cpencrsa H3MepeHHH, MaTepHAIIbI H PEAKTHBEI

1.1. Cranpaprasiii oOpasen cocraBa neomunersna 'CO 10165-2012.

1.2. Cranapraslii o6pasen coctasa pesepnusa (P3n-BHUUM-3C) I'CO 12061-2022.

1.3. Meranon OCY nns xuakoctHO# Xpomatorpapun no TV 20.14.22-018-29483781-2018.

1.4. Anerorntpri s xpomarorpaduu OCY mo TV 2634-002-54260861-2013.

1.5. Becsi no I'OCT OIML R 76-1-2011 cnenuansHOro Kiacca TOYHOCTH, C TTPEIEIOM B3BEIIH-
BaHHA He MeHee yeM oT | mMr go 10T.

1.6. Kon6sl meprsie BMecTuMocTsio 100, 500 1 1000 eM? ¢ mprTeproit mpobkoit 2-oro Kiacca
toynocte o 'OCT 1770-74.

1.7. Iunerxu BMectuMocThio 1,0 1 10,0 em® 2-ro knacca Tounoctu no T'OCT 29228-91, TOCT
29169-91.

1.8. Crakan BmecTumocTeio 50 M o 'OCT 25336-82.

2. Tlponenypa npHroTOBJICHUS KOHTPOJIBHBIX PAaCTBOPOB pe3epiHHa

2.1. Ilpurorosiierne pacteopa 10 mr/i (pactBop «A»).

2.1.1. PacTtBOp roToBAT 06BEMHO-BECOBEIM CIIOCOOOM.

2.1.2. Ha Becax B3BemmuBaioT 10 mMr pesepnuna.

2.1.3. HaBecKy mepeHOCAT B CTakaH, 100aB/sIOT 25 cM° alleTOHATPANIA | NIEPEMEIHBAIOT.

[Tomy4yeHHEIH pacTBOp MEPEHOCAT B MEPHYIO KonOy BMecTuTenbHOCThI0 1000 M (2 k1., TOCT
1770). CrakaH OnoJIacKHBalOT allETOHUTPUJIOM H IIEPEHOCAT PacTBOP B KOIOYy.

2.1.4. loBonar o6bem cmecH B kon6e 10 MeTkH 1000 M1 aieTOHHTPHIOM.

2.1.5. Ilony4eHnsIit pacTBOp “A” HMeeT MaCCOBYIO KOHIIEHTpanmio pesepruaa 10 Mr/i.

2.2. Ilpurorosnenune pactBopa pezeprnusa 0,1 mr/n (100 nr/mxr)

2.2.1. 1 cM® pacTBOpa, MPHUTOTOBJIEHHOTO MO 1. 2.1, MEPEHOCAT B MEPHYIO KOJIOY BMECTHMOCTEIO
100 cM® 1 I0BOJAT /10 METKH aNeTOHHTPHIIOM.

2.3. [lpuroToBieEre KOHTPOJILHOTO pacTBopa 10 mr/Mkn
10 cM® pacTBOpa, PHTOTOBJIEHHOTO 10 I1. 2.2, IEPEHOCAT B MEPHYIO K016y BMecTHMOCTBiO 100 oM’
H JIOBOJIST JI0 METKH AlleTOHHTPHIIOM.

2.4, IIpuroToBJIEHHE KOHTPOIBHOTO pacTBopa 0,2 mr/MK
1 cM® pacTBOpa, NPHTOTOBJIEHHOTO 110 11. 2.2, IEPEHOCAT B MEPHYIO K00y BMecTHMOCTEIO 500 oM’
H JIOBOJST JIO METKH alleTOHATPHIIOM

3. Tlponenypa npHroToB/J€HHS! KOHTPOJBLHBIX PacTBOPOB JICBOMHLCTHHA

3.1. ITpurotosnenue pactBopa 10 mr/a (pacTBop «A»).

3.1.1. PacTBOp roToBAT 06BEMHO-BECOBBIM CIIOCOOOM.

3.1.2. Ha Becax B3BemmBatoT 10 MI JI€BOMHIIETHHA.

3.1.3. HaBecky IepeHOCST B CTaKaH, 100aB/IsIOT 25 ¢M® METAHONIA U [IePEMEIIHBAIOT.

TTonmy4eHHbIH pacTBOp MEPEHOCAT B MEPHYIO K00y BMecTHTenbHOCTRIO 1000 M (2 k1., TOCT
1770). CtakaH OroJacKMBaOT METAHOIIOM H IIEPEHOCAT PacTBOP B KOJIOY.

3.1.4. JloBomst 0GbeM cMecH B konbe 10 MeTkr 1000 M1 MeTanooM.

3.1.5. TomyueHHsIH pacTBOp “A” HMeeT MacCOBYIO KOHIIEHTpAIHIO JieBoMuLeTHHa 10 Mr/iw

3.2. [lpurorosnenue pacreopa nesomunernta 0,1 mr/m (100 nr/mxr)



3.2.1. 1 c™’ pacTBOpa, MPHrOTOB/ICHHOIO MO 11. 3. 1, mepeHoCAT B MEpHYIO K010y BMECTHMOCTHIO
100 cM & I0BOAAT IO METKH METAHOJIOM.

3.3. TlparoToBieHHe KOHTPOILHOTO pacTBopa 10 /MK
10 eM® pacTBOpa, IPHIOTOBNEHHOTO 110 0. 3.2, IIEPEHOCAT B MEPHYIO KOOy BMecTHMOCTHIO 100 oM’

. IOBOJAT JI0 METKH METAHOJIOM.
3.4 IIpuroToByeHHe KOHTPOJIBHOrO pacTBopa (0.2 /MK
1 eM® pacTBOpa, HPUTOTOBIIEHHOTO MO 1. 3.2, IePEHOCAT B MEPHYIO K016y BMecTHMOCTRIO 500 oM

H JOBOIAT OO METKHA METAHOIIOM.

OrtHocuTeNbHAs IOTPENTHOCTD IPATOTOBIICHHS KOHTPOJIBHEIX PACTBOPOB He Gonee =10 %.
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[TPUIOXEHHUE b
(obs3aTembHOE)

1. [TapameTphl cieKTpOMeTpa, yCTaHABITHBAEMEIE TIPH UCTIONH30BAHHH Pe3eplHHa B KAYeCTBE KOH-

TPOJBHOIO BEIECTRA.
Tabmuma B.1 — Iapamerpsr xpomarorpada

HaumenoBanue napamerpa 3HaueHne
@aza A: 0,1 % pacTBOp MypaBBHHOM KHC-
IToxsuxnas daza (Mobile phase) JIOTHI B BOJE.
®asza B: aneroHuTpHI
Ckopocts notoka (Total Flow) 0,4 ma/Mun
Bpems ®aza A, % | ®aza B, %
0,0 90 10
CooTHowmenne MOOMIIBHBIX (ha3 0,8 95
(Time Program) 3,5 5 95
3.6 90 10
5,0 90 10

O6wem BroauMoi pobbl  (Injection Volume) | 5 Mk

Temmneparypa B TepMocTaTe KOJIOHOK

(Oven Temperature) 40 °C

XpomarorpapuuecKus KOJIOHKA

Boltimate C18 2,7 mxm 90A 3,0-100 MM

(Chromatography column)
ITporpamma nmpomeBku (Program Wash) Wash Port 1: Volume 1000 mxn
IIpomsBounas xuakocts (Wash Fluid) 20% CH30H in H>O

Tabmana b.2 — ITapamerpsl Macc-cnekTpoMeTpa

HanmenoBanue mapamerpa 3HayeHue
[Tonsprocts (Polarity) [TonoxurensHas
Hanpsxenue Ha pacnsumarene (IonSpray Voltage) 5000 B
Jasnenue rasza pacnsumuatens (Nebulizer Gas Flow) 20 psi (138 xIla)

JlaBnenne momonHHMTENbHOro raza (Auxiliary Gas Flow)

50 psi (345 xI1a)

Temmepatypa HarpeBaTes HCTOYHHKA HOHOB

(Ton Source Temperature) 230°C
JaBnenue 3anaBecounoro rasa (Curtain Gas Flow) 50 psi (345 xlla)
Tum ckarmpoBanus (Scan Type) MRM

Bpems cxanupoBanus (Dwell Time) 100 mc
Won-npeamecteernuk (Precursor ion) 609
Hon-npoaykt (Product ion) 195

Oneprus coynapenuii (Collision Energy) 35B

Paspemenue (Resolution) Q1 u Q3

Crangapraoe (Standard)

VpoBeHb ra3a B cToNKHOBHTEIbHOI sueiike (Collision

4
Gas)

Brixo/1H0# noTeHnMan cToikHoBHTENbHOM sueiiku (CXP) | 6
Hanpssxenue BDY (Multiplier) Add 500
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Tabnuua b.3 — JlononauTeNbHBIC TapaMeTphl

HaunmenoBanue napaMeTpa

3nauenue

OGnacte myma (Noise area)

1-1,5 MHHYTEI 10 BBIXOJIa THKA

Bux myma (Type of noise)

Cpenenexpanparuyeckuii (RMS)

2. [TapameTpsl CIEKTPOMETPA, YCTaHABIMBAEMEIE IIPH HCIIO/Ib30BAHHH JIEBOMHLICTHHA B KA4YECTBE

KOHTPOJIBHOTO BEINECTBA
Tabnuna b.4 — [lapameTpsl xpomaTorpada

HaumenoBanune napamerpa

3Havenne

[Nonsuxnas daza (Mobile phase)

®aza A: Boxa; (aza B: meranon

Cxopocts notoka (Total Flow) 0,4 mu/MuH
Bpems, MuH | @aza A, % | Pa3aB,%
0 90 10
CooTHOwmEHEe MOOHIIBHBIX (a3 0,5 3 95
(Time Program) 4 5 95
4,1 90 10
55 90 10
O6nem Brogumoit mpobsr (Injection Volume) | 5 Mxn
Temneparypa B TepMOCTaTe KOJOHOK 40°C
(Oven Temperature)
A I Boltimate C18 2,7 mxm 90A 3,0-100 MM
(Chromatography column)

IIporpamma npomeiBkH (Program Wash)

Wash Port 1: Volume 1000 mxn

[IpomeiBounas xuakocts (Wash Fluid) 20% CH30H in H20

Tabmuua b.5 — [TapameTpsr Macc-cnekTpoMeTpa
HawnmenoBanwe mapaMeTpa 3HageHHE
IMonsprocts (Polarity) [NonoxuTrenpHas
Hanpsbkenne Ha pacnsumatene (IonSpray Voltage) 4500 B
Jlasnenue rasa pacnsimuTens (Nebulizer Gas Flow) 20 psi (138 xITa)
JlaBnenue pononHMTeNbHOrO raza (Auxiliary Gas Flow) 50 psi (345 kl1a)
TemmepaTypa HarpeBarens HCTOYHHKA HOHOB 550 °C
(Ion Source Temperature)
Jlasnenue 3anaBecounoro rasza (Curtain Gas Flow) 50 psi (345 klla)
Tun ckanupoBanus (Scan Type) MRM
Bpewms ckanuposanus (Dwell Time) 100 mc
Hon-npexmectBenHuk (Precursor ion) 321
Hon-npoaykr (Product ion) 152
Sueprus coyxapenuit (Collision Energy) 13B
Paspemenue (Resolution) Q1 u Q3 Crangaptroe (Standard)
Vposens rasa B cronkHoBHTenbHO#H sueiike (Collision Gas) 4
BrIXoHO#M noTeHIMaN cToJNKHOBHTENbHOH saeiikn (CXP) 8
Hanpsoxkenue BOY (Multiplier) Add 500
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Tabnuua b.6 — JlononHuUTEIBbHBIE TADAMETPBI

HaunmenoBanue napamerpa

3HaueHHe

O6nacte myma (Noise area)

1-1,5 MHHYTEI 10 BBIXO/Ia TTHKA

Bun myma (Type of noise)

CpenenexBanparnueckuii (RMS)

3HaueHHs NapaMeTpOB yCTaHABIMBalOTCS BO BKankax «Method Editionn=> «New Method»

ITO Data Acquisition Software.

VkazaHHble 3HaYEHHSI HOCHT pelcomennarenmhrﬁ XapakTep H MOT'YT OBITE H3MEHEHBI C LEJIBIO OM-

THMH3AIMH Pe3yJIbTaTOB H3MEPEHHH.



