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11.

COJIEP)KAHUE

OO1re nonoxeHus

[Tepeuens onepanuii MOBEPKH

TpeGoBaHus K YCIOBHAM IIPOBE/ICHHS IIOBEPKH

TpebGoBanus K CIEIHATHCTAM, OCYLIECTBIIAIOIAM MOBEPKY
Mertpooruueckue H TeXHHYECKHE TPeOOBaHHs K CPEACTBaM MOBEPKH
Tpe6opanus (ycaosus) no obecnedeHuto 6€30MacHOCTH MPOBEICHAS TOBEPKH
Baewaunit ocMoTp

IMoaroToBKa K nosepke u onpobosanue

TTpoBepka MPOrpaMMHOro 00eCTIeYeHHs CPeICTBA H3MEPCHHH

. OHPCBCJICHHE METPOJIOrHYECKUX XapaKTCPHCTHK H MOATBEPAKICHAE COOTBETCTBHA

CIIEKTPOMETPA METPOJIOTHYECKHM TPeOOBaHUAM
OdopmieHne pe3yIbTaToB IOBEPKH

[TPAJIOXEHHUE A
[TPUJIOXXEHHUE b
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1. Obmme moj1oKeHHN

HacTosimas MeToaMKa MOBEepKH paclpoCTPaHAETCs Ha XpOMaTo-MacC-CIIeKTPOMETPBI HKHA-
kocTHble TQL-5300 (nanee — cneKTpOMETPBI) H YCTaHABJIMBACT METO/IBI H CPE/ICTBA UX ITOBEPKH.

TpeGopanus no obecneyeHUIo MPOCICKUBAEMOCTH TTOBEPAEMOTO CIIEKTPOMETpa K rocyaap-
CTBEHHBIM IIEPBHYHBIM 3TAIOHAM SHHHII BETHYHH BBINOIHAIOTCS MYTEM PEANH3alnH Ha CHEKTPO-
MeTpax METOAMK H3MEpPEHHH ¢ MPUMEHEHNEM CTaH/IapTHBIX 00pasloB YTBEPHAICHHOIO THIIA, PO-
CIIEXHMBAEMBIX K KOMILIEKCY TOCY/IapCTBEHHBIX EPBUYHBIX ITA/IOHOB SAHHHIL MACCOBO#H (MONISAPHOH)
10| 1 MaccoBoi (MonspHoit) kormenTpauns no 'OCT 8.735.0-2011 «"ocynapcTBenHas noBepoy-
Has cXeMa JUTs CPEJICTB H3MEPEHHH COLEPIKaHUs KOMIIOHEHTOB B KHIKHX H TBEP/bIX BELIECTBAX H
Matepratax. OCHOBHBIE IOJIOKCHHA M.

I'DT 217-2018 I'T1D exuHHMIl MACCOBOM JOJH W MAccoBOH (MOJISAPHOH) KOHIIEHTPAIUK HEOp-
raHW4YeCKHX KOMIIOHEHTOB B BOJHBIX PACTBOPAX Ha OCHOBE I'PaBHMETPHYECKOTO M CIEKTPAILHOTO
METO/IOB;

T 176-2019 ['TID exunnn MaccoBoii (MOIAPHOI, aTOMHO#) ZI0JTH ¥ MacCOBOH (MOJIAPHO#)
KOHIEHTpAaLlMH KOMIIOHEHTOB B KHJIKHX M TBEP/BIX BELIECTBAX H MaTEpHANAX HA OCHOBC KYJIOHO-
METpHH;

3T 196-2023 I'TID exuuui MaccoBoii (MOISAPHO#M) A0TH W MAcCOBOH (MOJISPHOH) KOHIICH-
TpAlMH KOMIIOHEHTOB B XW/IKHX H TBEP/IbIX BELECTBAX ¥ MaTepHasaX Ha OCHOBE CHEKTPATbHBIX ME-
TOJOB;

ST 208-2024 T'TID exuuui MaccoBoi (MOISPHO#M) 0IH M MacCOBOH (MONAPHOM) KOHLCH-
TpaluK OPraHHYEeCKHUX KOMIIOHEHTOB B KMIKHX M TBEP/BIX BEIICCTBAX M MarepHanax Ha OCHOBE
KHIKOCTHOM M ra3oBOH XPOMATO-Macc-CIIEKTPOMETPHH C H30TOMHBIM Pa3OaB/ICHHEM H IPaBUMET-
pHH.

MeToz, obecrneunBaroONIHi peaTH3aHio METOAMKH MOBEPKH — NMPAMOE U3MEPEHHE MOBEPAC-
MBbIM CPEJICTBOM BETHYHMHBI, (YHKIMOHAIBHO CBS3aHHON C BEIHUHHOM, BOCIIPOM3BOIMMOMN CTaH-
OapTHBIM 06pasioM.

2. Ilepeuensb omepanuii NOBEPKH
2.1. Ilpu npoBeaeHAH TOBEPKHU J0/DKHBI BBIIOIHATHCSA ONEPALMH, YKa3aHHBIC B tabmuue 1.

Tabmuna 1 — Onepauuu NOBEpKH

O6s3aTenbHOCTD NIPOBETie- Howmep pasznena
HHS ONepalyii Ipy NoBepke |  (IIHKTa) METOJIHKH
: IIOBEPKH, B COOTBET-
HaumeHOBaHHE ONepaiuu
[Nepuoguye- | CTBHE C KOTOPBIM Bbl-
[lepBHuHOM X ,
CKOH TONTHAETCS ONepalus
IIOBEPKH
1 2 3 -
Bremnuit ocMoTp na Ja n. 7
I[ToaroToBKa K noBepke U onpodoa-
Ao s P na na m 8
HHE 7
KoHTpob yc/10BHi NOBEPKH __na na m. 8
I[TpoBepka mporpaMMHoro obecre- - 8 7.9
YEeHHS ~




[Iponomkenue tabnuup! 1

1 2 3 B
OnpeneneHHe METPOTIOTHYECKHX Xa-
PaKTEpPHCTHK ¥ MOATBEPXKICHHE COOT-
BETCTBHUS CPE/ICTBA H3MEPEHUH MeT- o
POJIOTHYECKHM TpeOOBaHHAM:
-OIpe/ie/IeHHe OTHOLICHHS
cUTEATATYA na na m. 10.1
- OIpeie/ieHHe OTHOCHTEIBHOTO
CpeIHEro KBaJpaTH4eCcKOoro OTKJIOHE- na na m 10.2
HHsl BEIXO/HOTO CHTHA/a
| ~-[OATBEPXKICHHE COOTBETCTBHSA CIIEK-
TPOMETpPa METPOJIOTHYECKHM Tpebo- aa na m. 10.3
BaHHUAM
3. TpebGoBanus K YCJOBHSM NPOBEAeHHS NMOBEPKH
3.1. [lpwm npoBeJeHHH MOBEPKH COOMIOAIOT CIIEIYIOIHE KIMMATHYECKHE YCIIOBHA!

— TeMIeparypa OKpyxatomuiero Bo3ayxa, °C
— OTHOCHTENIbHAs BJIAXKHOCTb BO31yXa, %o

3.2.

[1pu npoBe/IeHAN TIOBEPKH HE JOMYCKAIOTCH MEXaHUYECKHE BO3CHCTBHSA Ha

or+ 17 no + 28;
He bonee 75.
CIIEKTPOMETP

H OTKJIOHECHHI OT paﬁoqero [I0JIOJKEHK, 4 TAKKE HE JOIyCKaeTCs HalW4YHe MbLUTH W apoB arpec-

CHBHEIX BelleCTB, BbI3bIBAKOIIHX KOPPO3HIO.

4. TpeGoBaHHS K CHEMHAIHCTAM, OCYECTB/ISIONHM NOBEPKY

4.1.

K MPOBE/IEHHIO IMOBEPKH MOMYCKalOTCAd JIHIA, H3Y4YHBIIHE METOIHKY MOBEPKH CpEICTB

H3MEPEHHI, PYKOBOJICTBO MO IKCILTyaTALHH CTIEKTPOMETPOB, [POLIE/IIIHE HHCTPYKTAXK M0 TEXHHKE
6€301aCHOCTH B YCTAHOBICHHOM TOPA/KE M HMEIOLIHE HABBIKA PabOTHI CO CPeACTBAMH H3IMEPEHHH,
OCHOBAHHLIMH Ha CIIEKTPOCKOMHYECKHX METOax.

5. MeTpo/iorHYecKHe H TeXHHYecKHe TPeOoBaHHS K CPEICTBAM HOBEPKH

5.1. TIpu mpoBeeHHH NOBEPKH PUMEHSIOT CPEJICTBA OBEPKH COTTIACHO TabiHie 2.

Ta6:1mua 2 — CpeacTsa NoBEpKH.

Onepaiiu MoBepKH, Tpebyio-

Merposoruyecknue ¥ TEXHUYE-

[lepeucHb peKOMEHTYEMBIX

IIIAe NPHMEHEHHE CPEICTB 10- | CKHe TpeDOBaHus K CPECTBAM CpeACTB MOBEPKH
BEPKH MOBEPKH, HEOOXOAMMBIM JUIS
IPOBE/ICHHS TIOBEPKH
1 2 3
m8 CpenctBo u3Mmepennii Temne- | [Tpu6op koMOHHHPOBaHHBIH
[ToaroroBka K MOBEPKE H paTyphbl H OTHOCHTEIbHOH Testo 608-H1 (peracrpannon-
onpoboBaHue BJIQKHOCTH OKPYXKaloIIEro Hblit HOMep B PesrepabHOM

BO3]yXa C AHana3oHaMH H3Me-
PeHHi, OXBAThIBAIOLINMH
YCJIOBHS TIOBEPKH MO I1. 3 ¥
abCOJIFOTHOH MOrPEIIHOCTRIO
M3MEepeHHs TEMIIepaTyphl He
donee 1,0 °C u abcomoTHOH
MOTPEITHOCTBIO M3MEPEHHS
OTHOCHUTENIBHOM BJIAYKHOCTH HE
tonee =5,0 %.

donze o obecneyeHUIO eIHH-
cTBa waMepenuii Ne 53505-13).




[Iponomxenue Tabauwe! 2

CKHX XapaKTepHCTHK H MOJ-
TBEPKIACHHE COOTBETCTBHUS
CTIEKTPOMETpa METPOJIOrHYe-
CKUM TpeboBaHHIM

MyCKaeMBIX aTTECTOBAHHBIX
3HAYEeHWH MaccoBOH JIOJH Jie-
BOMHIIETHHA OT 95,0 %
no 100,0 %, rpaHuIsl qommyc-
KaeMOH OTHOCHTEJILHOH M0~
IPELIHOCTH aTTeCTOBaHHOIO
3naueHus npu P=0,95 re Gonee
+3,0 %.

CrannapTHblii oOpas3en cocTasa

| pesepniuna. MnTepBan aomyc-

KaeMBIX aTTeCTOBAHHBIX 3HaYe-
HHI MaccoBO# J10/IM pe3epluHa
ot 98,0 % 10 100,0 %, rpanHub!
JOIyCKaeMOi OTHOCHTEIbHOH
IOrPELIHOCTH ATTECTOBAHHOTO
3gaueHus npu P=0,95 ne 6onee
+1,0 %.

1 2 3
m 10 CrannapTHbli 06pasen coctaBa | CtanjapTHBIN oOpasel
OnpenencHue METPOJIOrHYe- | JIECBOMHUIIETHHA. Wnrepsan no- COCTaBa JIEBOMHIIETHHA

I'CO 10165-2012.
CranzapTHbIi 00pasert
COCTaBa pe3eplHHa
(P3n-BHUHUM-3C)
'CO 12061-2022.

Kon6s1 MepHsie BMecTMocThio 1000 ev® 1 100 v’ He Xyxe

sroporo kiacca rognoctd mo 'OCT 1770-74.
TMuneTku rpaxyHpoBanHsie BMecTHMOCTHI0 0,5 1,0; 5,0 e’
He XyXe BToporo Kiacca togsocts no F'OCT 29227-91.

Becsl no 'OCT OIML R 76-1-2011 cneuranbsHoro kiacca

ot 10 Mr o 50T.

| TOYHOCTH, C MPEAC/I0M B3BEIIHBAHHA HE MCHEE CM

5.2. Bce cpesicTBa M3MEPEHHH, HCIIOIB3YEMbIE NPH MOBEPKE, TO/DKHBI HMETh aKTYalIbHYIO 3aIlHCh O
nosepke B MesepanbHOM HHGOPMALHOHHOM (OH/IE 1O 00ECTICYEHHIO EANHCTBA H3MEPEHHUI, 2

cTaH/IapTHBIE 00pa3ibl IMETh ACHCTBYIONIHE MACopTa.

5.3. JlomyckaeTcs IPHMEHEHHE APYTHX CPEJICTB MOBEPKH, 0OCCIICHHBAIOMMX ONPE/ICICHHE METPO-
JIOTHYECKHX XapaKTEPHCTHK MOBEPAEMOTO CPECTBA H3MEPEHHH C TOYHOCTBIO, HEOOXOAMMOH

JUIs IOATBEPAKIACHHSA €r0 METPOJIOTHHECKHX XapaKTCpHCTHK.

5.4. Ilpu NpUroTOBIEHHA KOHTPOJIBHLIX PACTBOPOB (B KayecTBe PacTBOPHTEIA) HCTIOJB3yeTCs Me-
TaHOM 0coboit wncToTH! (xanee - OCY) s KuakocTHO# Xpomarorpadpun no  TY 20.14.22-
018-29483781-2018 1 auetosuTpr ana xpomarorpabun OCY mo TY 2634-002-54260861-

2013.

6. Tpebosanus (ycioBus) no obecrneuennio 6e30NaCHOCTH MPOBEAEHHS TOBEPKH

6.1. Ilpn npoBeeHAH TOBEPKH CIIEKTPOMETPOB IODKHBI OBITH cobmoaensl TpedoBanus [Ipukasa
Muntpyna u Conmansroi 3aummtsl Poccun ot 15.12.2020 Ne903n «006 yreepkaenuu Ilpasui
110 OXpaHe TPy/a MpPH KCILIYATALHH IEKTPOYCTaHOBOK», TpeOOBaHHS 'OCT 12.2.007.0-75, a

TaxoKke TpeGOBaHHA PYKOBOJICTBA MO IKCIIyATALHH CIICKTPOMETPOB.

7. Buemmumuii 0cMOTp cpeacTBa H3MEpeHHI

7.1. TIpy BHeuIHEM OCMOTPE YCTAHABIHBAKOT COOTBETCTBHE CIIEKTPOMETPOB CIICAYIOIIHM TpeboBa-

HHAM:

— OTCYTCTBHE BHIMMBIX 7e(EKTOB, CIIOCOOHBIX OKa3aTh BIMAHHE HA 6e30MACHOCTh NpOBe/e-

HHS TIOBEPKH HITH Pe3yIbTaThl IOBEPKH;
— HCMPaBHOCTb OPraHOB YIIPABIICHHS;




1.3.

8.1.
8.1.

— COOTBETCTBHE BHEITHETO BHJIa CTIEKTPOMETpA CBE/ICHHSAM, TIPHBEIEHHBIM B OITHCAHWH THIIA;
— YeTKOCTh 0003Ha4YeHHH H MapPKHPOBKH.

. CneKkTpoMeTpsl CUMTAIOT BBUICP/KABLIHMHE BHEIITHHI OCMOTP, €C/TH OHH COOTBETCTBYIOT YKa3aH-

HBIM BBIIIE TPeOOBaHUAM.

B cryuae, eciii mpu BHEITHEM OCMOTpE CIIEKTPOMETPa BhISBIICHBI TTOBPEKIACHHS HITH 1e(DEKThI,
criocoOHBIE 0Ka3aTh BIUSHHE HA 6€30MacHOCTh MPOBEIEHHs MOBEPKH HITH PE3y/IbTaThl [IOBEPKH,
TO TIOBEPKA MOXET OBITh MPOIOIKEHA TONBKO MOC/E YCTPAHEHHS 3THX IOBPEXKICHHN WM Je-
(bexToB.

8. IloaroroBka K moBepke H onpoboBanHne cpeACTBA H3IMEPEHHH

IToaroToBka K moBepke
1. Tlepen mpoBeaeHHeM MOBEPKH CJIEyeT M3YHHTh PYKOBOJCTBO IO 3KCILUTyaTallHW CIEKTPO-
Mmetpa (1anee — PD) 1 HACTOSAILYIO0 METOIMKY TOBEPKH, IPOBECTH KOHTPOJIb COOTBETCTBHS YCIIO-
BHIi TOBepKH TpeboBaHMSM paszesa 3, a Takke 00eCIeUHTh BHITIONHEHHE TPeDOBaHHH TeXHHUKH
Ge30MacHOCTH COrIacHO paszeny 6 HacTosImeH METOTHKH MOBEPKH.

8.1.2. TloaroTaBaMBaiOT CPEICTBA OBEPKH, TEPEUHCIICHHBIE B Pa3/ie/ie 5 HACTOALICH METOAMKH 110~

BEPKH.

8.1.3. Ilepen npoBeneHHEM MPOLEAYP MO ONpPENEIEHHIO METPOJIOIHYECKHX XapaKTePHCTHK BhLIEP-

HHBAOT CIIEKTPOMETP HE MeHee 2 4acoB B YCIIOBHSX, YKa3aHHBIX B I1. 3 HACTOAIIEH METOIHKH
TIOBEPKH.

8.1.4. Jlnsa seimonnenns onepaiyid mo 1. 10.1 1 n. 10.2 HacTosmeR METOMKH NOBEPKH IIPHIOTOBHTH

8.2.
8.2.

8.3.

.1,

9.2

KOHTPOJIbHbIE PACTBOPbI JIEBOMHIIETHHA B METAHONIE ¢ MAcCOBO# KonuenTpaurei 0,2 nr/MKi i
10 nr/MKJI ¥ KOHTpOJIbHBIE PacTBOPHI pe3epnuHa B ateronutpuie 0,2 nr/mkin u 10 or/mMk mo
METOJIHKE, IPHBE/ICHHOMN B MPHIIOKeHHH A. PacTBopsl ¢ MaccoBoil kornenTpanuei 0,2 nr/mKi
HCTIONB3YIOTCS JUIS ONpeJie/ieHAsi OTHOIIEHHS CHIHA/IIYM; PacTBOPHI C MacCOBOH KOHLICHTpa-
mueii 10 nr/Mkn ucnons3yiores wis onpenenerus CKO Bexomnoro curnana. O0beM BBOAMMO#H
npoOsl 5 MK MeToHKa NPHTOTOBICHHA KOHTPOJILHBIX PaCTBOPOB NIPHBEACHA B PHJIOKEHHH
A

Onpobosanne

1. OnpoBosaHue CTIEKTPOMETPA TPOBOAMTCS B ABTOMATHYECKOM PEKHME 110C/IE BKIFOUCHHS [TH-
Tauus. Pe3ynbTarsl onpoOOBaHMN CUHTAIOT NOMOKUTETLHBIMH, €CIH 0C/IE BKIIOYCHHA THTaHHS
CIEKTPOMETpa M MOCIIEe 3alyCKa YIpPaBJIAIONIEro MPOrpaMMHOro 00ece4eHHs OTKPBIBAETCA
IJIaBHOE OKHO NPOTPAMMHOr0 00ecriedeHns i OTCYTCTBYIOT coobmenus 06 ommbkax.

Jlnst onpeeneHns MeTposoruyeckux xapakrepucTuk mo 1. 10.1 u n. 10.2 cnexrpomeTp npen-
CTABJISAETCA BIA/IENBIEM HJIH JIMIIOM, [IPEAOCTABUBITHM CIIEKTPOMETD Ha MOBEPKY, C YCTAHOB-
JICHHBIMH NTAPaMETPaMH, YKa3aHHBIMH B NIPHJIOKEHHH b.

9. Iposepka nporpamMMHOro obecreYeHHs CPEACTBA H3IMEPeHHH

[TpoBOIAT NPOBEPKY MACHTHOUKAIMOHHEIX JAHHBIX NPOrPAMMHOr0 OOecreyeHHs CIEKTPO-
meTpa (zanee no Texety m. 9 —I10).

MnentrduKanonHoe HauMeHoBaHue W Bepcus aBToHomHoro [10 ompenensioTes mocrne 3a-
nycka IMO. [ins nonyyenus uadopmannu o sepcur [10 B riaBHOM OKHE 10 neoOxoaumo ne-
peiiti Bo Bknanky Help (TTomous) # oTKpbITh 0kHO About (O mporpamme).

Pe3y/IbTaT MPOBEPKH CUMTAIOT IIOJIOKUTEIBHBIM, ECTTH  HAEHTHQUKAIHOHHOE HANMEHOBAHUE H
Bepcus [10 coOTBETCTBYET CBEICHMAM, YKa3aHHbIM B Tabiuile 3.



Tabmmua 3 — Unentudukanuonnsie fannsie (mpusznaku) [10

WUnenTuduKallmoHHbIC JaHHBIE

3Hagenue
(TpH3HaKH)

Unerrapukammonnoe Haumerosanre [10 | Data Acquisition Software| TQMS Data Processing

Homep Bepcun (uaeHTHGHUKAITHOHHEBIT

1 1)
Homep) TTO Vixx l.xx

I{udposoit maentudukarop I10 - -

') Homep Bepcuu 3amucsBaeTCs B BHIE METPOJIOTHUECKH 3HAYMMO (Hen3MeHseMmoit) wactu 10,
yKa3zaHHO# B BH/Ie U POBOro HiH OykBeHHO-1IH(poBoro 0603HaueHHS B HaYale HOMEpa BEPCHH
H MOCTIEAYIONIHM psiIoM (P, TpHHAMaIOMKX 3HaYeHus oT 0 10 9, KOTOpbIe ONMHCHIBAIOT
moaudukaruu 10 (obo3HaueHHBIX OYKOM «X»).

10. Onpeaenenne MeTpPOJIOrHYECKHX XaPAKTEPHCTHK H NOATBEPK/ACHHE COOTBETCTBHS
CpeACTBA H3IMEPEHHH MeTPOJIOrHYeCKHM TpedoBaHHAM

10.1. OnpezneneHne OTHOIICHUS CUTHA/IIYM

10.1.1. TloMecTuTs B aBTOO3aTOpP KOHTPOJBHBIH pacTBOp JIEBOMHLETHHA, YKa3aHHbIH B
n. 8.1.4 macrosimeii Meroauku mosepku. B rinasHom oxue ITO Data Acquisition Software Haxarb
kHonky «Data acquisition», BBeCTH HOMep A4YEHKH aBTOJ03aTOpa, U3 KOTOpOi OyaeT oTOHpaThes
npoba.

10.1.2. [lpow3BecTH JBa MOCNEAOBaTENbHBIX H3MEPEHHs, HCIONb3ysd  KOMaH/IbI
«Equilibrium»= «Run Sequence». [To okoHYaHHH W3MepeHHii pe3yIbTaThl OyAyT aBTOMaTHYECKH
COXpaHCHBI B BHJE (aiina.

10.1.3. IToMecTHTH B aBTOA03aTOP KOHTPONBHBIH PacTBOP pe3eplHHa, yKasaHHbIH B 1. 8.1.4
HacTosmiel MeTonuky nosepku. B riasHom okee [10 Data Acquisition Software Haxarh KHOIKY
«Data acquisition», BBECTH HOMep S4YEHKH aBTOZ03aTOpa, U3 KOTOpOoii Oy/eT oTbuparhes npoda.

10.1.4. TIlpom3BecTH JBa MOCNEJOBATENbHBIX HM3MEPEHHs, HCIONb3ys  KOMaHJBI
«Equilibrium»=> «Run Sequencey. [To oxoHYaHWH H3MepeHHH pe3ybTaThl OyayT aBTOMATHICCKH
COXpaHEHbI B BHE (aiina.

10.1.5. 3anyctuts ITO TQMS Data Processing u# uMmnoptapoBats daiiil ¢ pe3yibTaTaMi H3Me-
peHHid, monydeHHsME 1pH BeimonHeRAH 11.10.1.2 mm. 10.1.4. TTocne oTkperTas daiiia KCIIOI30BaTh
xomauny «Extract ion», Beibpate MRM nepexos, mocie Haxath Ha kHonky «Edit Integration
Method», ycranosuTs criaxusanne «Harmonic Smoothing», «Smooth Count» = 1, nocne HaxaTs
xHONKy «Run Integration» ¥ 3aKphITh OKHO HACTPOHKH CTJIAKHBaHH. 3aTeM BRIOpATh MUK, COOTBET-
CTBYIOIIHH MCHIONB3YEMOMY KOHTPOJILHOMY BemiecTBy (MK nepexoaa m/z 321>152 s neBoMurie-
THHA; IHK Tiepexoza m/z 609>195 s pesepnuna), Haxats Ha KHonky «Calculate Current Peak S-
to-N Ratio» u BrIGpaTh 061acTs myma. Pesyisrarsl GyayT 0ToOpaXkeHBI BO BCIUTbIBalOmIeM OkHe. B
JHATIOrOBOM OKHe BEIOpaTh « Yes». B pesynsrare Ha 3kpaH Gyzet BeiBeieH daitn oTyera B popmare
pdf, 8 koTopoM GyieT yka3zaHo 3HaYeHHE OTHOLIEHUS CHIHAI/IIYM.



10.2. Onpenenernne otHocuTenbHOro CKO BBIXOAHOrO CHrHANA

10.2.1. TlomecTUTHL B aBTO03aTOP KOHTPOJILHBIA PAacTBOP JIEBOMHIETHHA, YKa3aHHBIH B II.
8.1.4 mactosmei Metonuku nosepkd. B rimasHoM okse [10 Data Acquisition Software Haxarth
kHOnKy «Data acquisition», BBECTH HOMep S4YeHKH aBTO/03aTOpa, M3 KOTOpoH Oyaer orbuparsbes
npo0a.

10.2.2. Tlpow3BecTH MmeCTh MOC/IECIOBATEIbHBIX H3MEPCHHH, HCMONB3Ys KOMaH/IbI
«Equilibrium»=> «Run Sequence». [10 OKOHYaHHK H3MEPEHHUIi pe3yIbTaThl OyyT aBTOMATHYECKH CO-
XpaHeHBbl B BHIE Qaiina.

10.2.3. IToMecTHTb B aBTO03aTOP KOHTPOJIBHBIN PaCTBOP pe3epryHa, yka3aHHbIH B 11. 8.1.4
HacTostmelt MeToamkyu mosepkd. B rnasHom okae [10 Data Acquisition Software HakaTh KHOIKY
«Data acquisition», BBecTH HOMep SYeHK# aBTO/103aTOPa, H3 KOTOpOI OyneT oTGupaThes nmpoda.

10.2.4. IlpousBecTH INEeCTh MOCICNOBATENBHBIX H3MEPEHHH, HCIONb3YsS KOMaH/IBI
«Equilibrium»=> «Run Sequence». [1o okoHYaHHN H3MEPEHHH pe3ynbTaThl OyAyT aBTOMAaTHYECKH CO-
XpaHeHsI B BHJIE daiina.

10.2.5. 3anycruts [10 TQMS Data Processing 1 nMIopTHpoBath (Gailibl ¢ pe3yrbTaTaMH H3-
MepeHHit, monydeHHsIMH TIpH BbimoHennd 1.10.2.2 i 1. 10.2.4. Tlocne oTkpeiTHs (aiina B HIKHEH
4acTH OKHA NOSBHTCS TabJHIA, B KOTOPOH MpHUBEAEHbI 3HAYECHHS BPEMEHH BBIXO/Ia W IUIOIAIH [THKA
KOHTPOJIBHOTO BEILECTBA.

10.2.6. O6paboTars NOy4eHHbIE Pe3yIbTaThl B COOTBETCTBHH C yKa3aHUAMH, IPHBE/ICHHBIMH B
nysakrax 10.2.6.1 u 10.2.6.2.

10.2.6.1. Vcnions3ys AanHble, noaydernsie B . 10.2.2 u m. 10.2.4, paccuutats OCKO BbIXOI-
HOTO CHTHAJIA MO IUIOMIAIH IIHKOB H BPEMEHH yaepKuBaHUs. [IpH 3TOM HEI0CTOBEPHBIE PE3Y/IbTATHI
W3MepeHHif, KOTOPbIE MOXHO OLEHHTh, KaK BeiGpock! (M. TOCT P UCO 5725-1-2002, m. 3.21; 'oCT
P 8.736-2011), 0TOPakoBHIBAKTCA | HE YUHTHIBAIOTCA B pacyeTax. B ciydae oGHapykeHus BHIOPOCOB
IIPOBOAT HEOOXOAUMOE JOMOTHHTENBHOE YHCIIO H3MEPCHHH.

10.2.6.2. Pacyer OCKO npoBoasT 160 ¢ NMOMOIIBIO IPOrPaMMHOr0 0OecTieyeH s CIeKTpo-
MeTpa, 60 B 3MeKTpoHHbIX Tabnuuax (Hanpumep, MS Excel wm ap.), 160 Bpy4Hyio 10 tdopmye:

n(N—Nk)Z

S =100 \’j=l % (1)
" N n—1 ’

|
I'
J
|

rae: N — cpeanee apud)MeTHUECKOE Pe3yIbTaTOB N- H3MEPEHHIHA;
Ni — k-¢ 3HaueHHe pe3ynbTaTa H3MEPCHHI,
N — YHCIIO H3MEPEHHH.

10.3 IMoarBepKaeHHE COOTBETCTBHS CIIEKTPOMETPa METPOIOTHHECKHM TpeGoBaHHAM

CrieKTpOMeTp COOTBETCTBYET METPOJIOTHYECKHM TpeOOBaHHAM, YKa3aHHBIM B €ro ONHCAHHH
THIIA, €CJTH TIOMyYCHHbIE 3HAYEHHS OTHOLICHHS CHTHA/IIYM H OTHOCHTE/ILHOTO CPE/IHET0 KBAApaTH-
4ecKOro OTKJIOHEHHS BhxoaHoro curiana ( nanee - OCKO) cooTBeTcTBYIOT TpeOGOBAHHSM, yKa3aH-
HBIM B Tabimune 4.



Tabmua 4 — IlpenenbHo JonmycKaeMble 3HAYCHHA METPOJIOTHYECKHX XapaKTePHCTHK

HaumeHoBaHHEe XapaKTEePHCTHKH | 3HaveHne -
OtHomenue curaa/myM, He Mcﬂ;:e 100 000
OCKO nnomanu nuka, %, He donee 8,0
OCKO Bpemenu yznepxuBanus, %, e 6onee 2,0

11. Odopm.ienne pe3y/IbTATOB IOBEPKH

11.1. Jlanusle, noay4eHHBIE IPH MOBEpKe, 0GopMsioTes B (hopMe NPOTOKOJIA B COOTBETCTBAH
¢ TpeOOBaHHSAMH, YCTAHOBJICHHBIMH B OpPraHH3alliH, IIPOBOAILICH MOBEPKY.

11.2. CBenenus o pesynsratax nosepku CU nepenarorcs B ®enepaibHelii HHPOPMAIHOHHBIA
dona o obecrneyeHHIO eMHCTBA H3MEPEHHH B COOTBETCTBHH C ITOPSIKOM NPOBECHHS MOBEPKH
CPEZICTB H3MepeHHit, TpeyCMOTPEHHBIM AeHCTBYIOLIHM 3aKoHOaTenbcTBOM Pocceniickoi denepa-
K B 0011acTu obecredeHns eAHHCTBA H3MEPEHHH.

11.3. IIpH monOXHUTENBHBIX pe3yIbTaTax MOBepKH Mo 3asBieHuio Brazensua CH wmm ymna,
npeacrasuBiuero CH Ha noBepky, 0QOpMISIOT CBHIETENLCTBO O MOBEPKE, NOATBEPKIAIOIIEE COOT-
BETCTBHE CIIEKTPOMETPA METPOJIOrHYECKHM TpeOOBaHHAM, K KOTOPOMY MpHJIaraloT NpoToKO.I 1o-
BepkH. HaneceHue 3HaKa MOBEPKH HA CIIEKTPOMETP HE [IPElyCMOTPEHO.

11.4. Ilpu oTpHUATE/IBHBIX Pe3yIbTaTaX MOBEPKH CIEKTPOMETP K MPHMEHEHHIO HE JIOTYCKAIOT,
o 3asBaenuto snanensiua CU wim nuna, npeacrasumero CHU Ha noBepKy, BbIAAIOT H3BCLICHHE O
HENPUTOTHOCTH C YKa3aHHEM MPHYHH B COOTBETCTBHH C JCHCTBYIOUIMM 3aKoHOAaTenbcTBOM Poc-
cuiickoit ®enepauun B 061acTi obecniedeHHs €IMHCTBA H3MEPCHHH



[TPUJIOXEHHUE A
(obsi3aTenbHOE)
MeTtouKa MPHrOTOBIEHAS KOHTPOJIBHBIX PAaCTBOPOB

1. Cpencrsa H3MepeHHH, MaTepHAalbl H PEAKTHBBI

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

1.2. Crannaprasriit o6pasen cocrasa pesepnuna (P3n-BHUUM-3C) I'CO 12061-2022.

1.3. Meranon OCY ans xunkoctHO# Xpomartorpadun no TV 20.14.22-018-29483781-2018.

1.4. Anerorntpun as xpomarorpadun OCY no TV 2634-002-54260861-2013.

1.5. Becel mo 'OCT OIML R 76-1-2011 cnennansHOro Kiacca TOYHOCTH, C MPEAEOM B3BEIIH-
BaHHA He MeHee yeM oT | mr go 10T.

1.6. Kon6sl meprbie BMecTMocTsio 100, 500 1 1000 oM ¢ mputeproit mpobkoit 2-oro Kiacca
toynocta no 'OCT 1770-74.

1.7. unetxu BMectaMocTsio 1,0 1 10,0 eM® 2-ro kinacca Tounoctn no TOCT 29228-91, TOCT
29169-91.

1.8. Crakan BMmecTMocTRIO 50 Mt o TOCT 25336-82.

2. Ilponenypa npHroToBIeHHs KOHTPOJIbHBIX PACTBOPOB pe3eplHHA

2.1. Ilpurorosierne pactBopa 10 mr/i (pactBop «A»).

2.1.1. PacTBOp roToBST 06BHEMHO-BECOBEIM CIIOCOOOM.

2.1.2. Ha Becax B3BemmBaroT 10 Mr peseprnuHa.

2.1.3. HaBecky mepeHOCAT B CTaKaH, 106aBIAIOT 25 cM’ alleTOHHTPHIIA | TIEPEMENTHBAIOT.

[lony4eHHBIH pacTBOP NEPEHOCAT B MepHYIO K00y BMectuTensHOCTEI0 1000 M (2 k., TOCT
1770). CrakaH OnoIacKHBAIOT ALIETOHUTPHIIOM M IEPEHOCAT PacTBOP B KoIOy.

2.1.4. loBonar o6vem cmecH B kos6e 10 MeTku 1000 M1 aneTOHHTPHIOM.

2.1.5. Tony4ennslii pacTBOp “A” MMeeT MaCCOBYIO KOHIIEHTpalHIo pesepnuHa 10 mr/i.

2.2. Ilpurorosnenue pacteopa pesepnusa 0,1 mr/n (100 nr/mxon)

2.2.1. 1 e pacTBOpa, MPHTOTOBJIEHHOTO T10 11. 2.1, MEPEHOCAT B MEPHYIO KOJIGY BMECTHMOCTBIO
100 cM® 1 IOBOZIAT /10 METKH ANETOHATPHIIOM.

2.3. [IpuroToBieHEAe KOHTPOJIbHOTO pacTBopa 10 nr/mxn
10 cM® pacTBOpa, NPHrOTOBJIEHHOTO 1O II. 2.2, IEPEHOCAT B MEPHYIO KOOy BMecTHMOCTEIO 100 o™’
M JIOBOJIAT JI0 METKH ALlETOHUTPHIIOM.

2.4. IlpuroToBiieHne KOHTPOIbHOTO pacTopa 0,2 nr/MKiI
1 cM® pacTBOpa, IPHTOTOBIEHHOTO 110 1. 2.2, MEPEHOCST B MEPHYIO KOOy BMecTHMOCTEIO 500 oM’
¥ JIOBOJUIT ZI0 METKH ALlETOHHTPHJIOM

3. Tlponenypa npHroToB/I€HHS KOHTPOJBLHBIX PAacTBOPOB JICBOMHLCTHHA

3.1. IlpuroToBnenue pactBopa 10 Mr/n (pactBop «A»).

3.1.1. PacTBOp roTOBAT 06BEMHO-BECOBEIM CIIOCOOOM.

3.1.2. Ha Becax B3BemmBatoT 10 MI JIeBOMHIIETHHA.

3.1.3. HaBecky IepeHOCAT B CTaKaH, 100aB/IsIOT 25 CM> METAHONA H TIEPEMEIHBAIOT.

TTonmyueHHbIH pacTBOP NEPEHOCAT B MEpHYIO K00y BMecTHTenbHOCTRIO 1000 M (2 k1., TOCT
1770). CTakaH ONOJIACKHBAIOT METAHOIIOM H TEPEHOCAT PAcTBOP B KOJIOY.

3.1.4. JloBomsT 06beM cMecH B konbe 1o meTkr 1000 M1 MeTanoioM.

3.1.5. IomyueHHsIi pacTBOp “A” HMeeT MacCOBYIO KOHIIEHTPAIHIO leBoMuIeTHHa 10 M/

3.2. [lpurotosnenue pactopa jesomunerana 0,1 mr/a (100 nr/micr)



3.2.1. 1 ™’ pacTBOpa, MPHTOTOB/ICHHOrO 1O 1. 3.1, NEPEHOCAT B MEPHYIO KOJI0Y BMECTHMOCTRIO
100 cM® & 10BOAAT IO METKH METAHOJIOM.

3.3. lparoToBneHyne KOHTpOILHOTO pacTBopa 10 /MK
10 eM’ pacTBOpa, IPHIOTOBNEHHOTO 110 0. 3.2, IIEPEHOCST B MEPHYIO KonOy BMecTuMocThio 100 e’

U JIOBOJAT JI0 METKH METAHOJIOM.
3.4 TlpuroToBenHe KOHTPOIBHOr0 pacTopa 0.2 /MK
1 em? pacTBopa, NPUTOTOBIIEHHOTO MO M. 3.2, IePEHOCAT B MEPHYIO K016y BMecTHMOCTRIO 500 oM

H DOBOOAT OO METKH METAHOJIOM.

OrtHocuTe bHAs HOTPENTHOCTD IPATOTOBIICHHS KOHTPOJIBHEIX PACTBOPOB He Gonee =10 %.
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[TPUJIOXEHHUE b
(obs3aTensHOE)

1. [TapameTpel cieKTpOMeTpa, ycTaHABITHBAEMBIE TIPH HCTIOIH30BAHHH Pe3epIIHHA B KAUeCTBE KOH-

TPOJBLHOTO BEIECTRA.
Tabmuma B.1 — Iapametpsl xpomarorpada

HaumenoBanue napamerpa 3HaueHue
@aza A: 0,1 % pacTBOp MypaBBHHOI KHC- |
IToxsuxnas daza (Mobile phase) JIOTHI B BOJE.
@asza B: aneroHuTpHI
Ckopocts notoka (Total Flow) 0,4 mn/MuH
Bpems Daza A, % | PazaB, %
0,0 90 10
CooTtHomEeHnne MOOMIIBHBIX (ha3 10,8 3 95
(Time Program) 3.5 5 95
3.6 90 10
5,0 90 10

O6mnem Brogmmoit mpobel  (Injection Volume) | 5 mxi

Temmneparypa B TepMocTaTe KOIOHOK

(Oven Temperature) 0 ¢

Xpomarorpauueckus KoNoHKa Boltimate C18 2.7 Mkm 90A 3,0-100 Mm

(Chromatography column)
ITporpamma mpomeBku (Program Wash) Wash Port 1: Volume 1000 mxn
[TpomeiBounast xuakocts (Wash Fluid) 20% CH3OH in H.O

Tabmua B.2 — [TapameTpsl Macc-ciekTpomMeTpa

Haumenopanune napamerpa 7 3Hayenue )
[Tonsiprocts (Polarity) Honoxmremﬂz}ﬂ
| Hanmpsokenwe na pacnsumatenie (IonSpray Voltage) 5000 B
JlaBnenue raza ﬁé{c}lﬁménx tﬁébulizer Gas Flow) 20 psi (138 kIla)
JaBnenne momonmuTenbHOro raza (Auxiliary Gas Flow) | 50 psi (345 kIla)
| Temmepatypa HarpeBarteis HCTOYHHKA HOHOB 550 °C
' (Ion Source Temperature)
Jasnenue 3anaBecounoro rasa (Curtain Gas Flow) 50 psi (345 xIla)
Tum ckasmpoBanus (Scan Type) 7 MRM
Bpems ckaﬁﬁponaﬂm (Dwell Time) 100 mc
Hon-npeamecteernuk (Precursor ion) 609
Hon-npoaykt (Product ion) 195
S‘Heprwl coynapenmii (Collision Energy) 7 35B
Paspemenue (Resolution) Q1 u Q3 | Crannapraoe (Standard)
VpoBeHb ra3a B cToNKHOBHTENbHOI sueiike (Collision 4
Gas)
BrixoHoii notennman crojkuosutensHoi sueiiku (CXP) | 6
Hampsoxerue BOY (Multiplier) Add 500
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Tabnuna b.3 — JlononauTeNbHBIE TapaMeTPhl

HaumenoBanue napamerpa 3Hauenue
O6nacte myma (Noise area) 1-1,5 MEHEYTHI 1O BBIXOJIa THKA
Bun myma (Type of noise) Cpenenexpanparuyeckuii (RMS)

2. ITapameTpsl CIEKTPOMETPA, YCTAHABIHBAEMBIE [IPH HCHOJIB30BAHUH JICBOMHUIIETHHA B KAYECTBE

KOHTPOJILHOTO BEINECTBA
Tabnuna b.4 — [Tapamerpsr xpomatorpada

HaumenoBanne napamerpa 3HaueHHe
Ilonsmxuas ¢aza (Mobile phase) ®aza A: Bona; hasa B: meranon
Cxopocts noroka (Total Flow) 0,4 mu/MuH
Bpems, mun | ®aza A, % | PazaB, %
0 90 10
CooTtHomenue MOOHIBHEIX (a3 0,5 |5 95
(Time Program) 4 > 95
4,1 90 10
55 90 10
O6wem BROMMON mpo6sr (Injection Volume) | 5 mxx B
Temneparypa B TepMOCTaTe KOJOHOK
40°C
(Oven Temperature)
ADOMBOT e gArIECK Y EDNQmG) Boltimate C18 2,7 micv 90A 3,0-100 mm
(Chromatography column)
[Iporpamma npomsiBkH (Program Wash) Wash Port 1: Volume 1000 mxn
[IpomsiBouHas xuakocTs (Wash Fluid) 20% CH3;0H in H20
Tabmuna B.5 — [TapameTpsr Macc-ciekTpoMeTpa
HawnmenoBanwe nmapaMeTpa 3HageHHe
IMonspraocTs (Polarity) [MonoxureneHas
Hanpsbkenune Ha pacnsumatene (IonSpray Voltage) 4500 B
Jlasnenue rasa pacnsinutens (Nebulizer Gas Flow) 20 psi (138 kl1a)
JlaBieHne ,umiﬁmmcm;noro raza (Auxiliary Gas Flow) 50 psi (345 xlIla)
TemmepaTypa HarpeBaTens HCTOYHHMKA HOHOB 550 °C
(Ion Source Temperature)
Jlasnenue 3anaBecounoro rasza (Curtain Gas Flow) 50 psi (345 klla)
Tun ckanupoBanus (Scan Type) MRM
Bpewms cxaruposanus (Dwell Time) 100 mc
Von-npemectrenHuk (Precursor ion) 321
Hon-npoaykr (Product ion) 152
Sueprus coyaapenuit (Collision Energy) 13B
Paspemenue (Resolution) Qlum Q3 Crannaptroe (Standard)
YposeHb rasa B cronksHosuTenbHOM gueiike (Collision Gas) 4
BrIX0oIHOM noTeHIMan cTojKHOBHTENbHOH sueiikn (CXP) 8
Hanpsixenne B3Y (Multiplier) Add 500
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Tabmuna b.6 — JlonoHuTeIbHBIE TAPAMETPEI

HaumenoBanue napamerpa - 3naueHne
O6nacte myma (Noise area) 1-1,5 MHHYTEI 10 BBIXO/A NTHKA
Bun uryma (Type of noise) Cpenenexsanparuieckuii (RMS)

3HaueHns NapaMeTpOB yCTaHABIMBalOTCA Bo BKiankax «Method Edition»=> «New Method»

ITO Data Acquisition Software.

Vka3zaHHble 3HAaYEHHSI HOCHT pexomenna'rem.nmﬁ XapakTep # MOT'YT OBITE H3MEHEHBI C LEJIBIO OTl-

THMH3AIHH PE3yTbTATOB H3MEPEHHH.



