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Hacrosmas Metomuka pacmpocTpaHseTcsis Ha XPOMATO-Macc-CHEKTPOMETPHI Ta3oBbIe
GCMS-TQ8050 NX, dupmer "SHIMADZU CORPORATION", Sinonus, "SHIMADZU U.S.A.
MANUFACTURING, INC.", CIIIA, (nanee — XpoMaTo-Macc-ClieKTPOMETPHI) H YCTAaHABIHBAET Me-

TOQHKY HX MIEPBHYHON U NEPHOAHYECKOH MOBEPKH.

JlonmyckaeTcs MpOBOIUTH:

- NIEPBHYHOM MOBEPKH XpOMaTO-Macc-CrneKTpoMeTpoB ra3oBeix GCMS-TQ8050 NX ¢ ne-
TEKTOpPaMH, BXOISLIHMH B KOMILIEKT XpPOMaTO-Macc-CIIEKTPOMETPA, B COOTBETCTBHH C 32Ka30M;

- NEepHOIHYECKOH MOBEPKH XPOMaTo-Macc-CIeKTpoMeTpoB ra3oBeix GCMS-TQ8050 NX
Ha OCHOBAHHH MHCbMEHHOIO 3asBJICHHS BJIaJIENbLA C IETEKTOPOM (-aMH), ¢ KOTOPBIM (-H) XpOMAaTo-

Macc-CIEKTPOMETP 3KCIUTyaTHPYeTCs;
WnTepsan Mexay nmosepkamu — 1 roj.

1 OIIEPAITUH ITOBEPKH
1.1 Ilpu mpoBeeHHH MOBEPKH BBITIOHAIOT ONEPAllK, yKa3aHHbIE B Tabmmne 1.
Tabmuna 1
Homep IIpoBesienre onepanuu npu
HaumenoBanue onepannu IYHKTa TIOBEPKE
METOJTHKH TIEPBHYHOH | NIEPHOJHYECKOMH

Bremmnuit ocMotp 4.1 Jla Ha
OnpoGosannue: 4.2

- OTIpeJie/IeHHe OTHOLICHHS CHTHAJ/IIyM, 42.1 Ila Jla"

- ompefieleHHe YpPOBHS (IYKTyallHOHHBIX
IIYMOB BBIXOAHOro curaana aerekropos JTII,
[ULL, 3311, N, O, TUJL, JIBP, XJIL, 422 Jla Jia"

- OmpejielieHHe MpejieNa JAeTeKTHPOBaHUs Je-
tekropoB JTII, IMTAA, 33, IO, I[P,
TU]I, IBP, XJIJI. 423 Jla Jla'
OnpeneneHne METPONOTMYECKHX XapaKTepH-
CTHK: 4.3
- ONpeZie/IeHHe OTHOCHTENBHOTO CPETHETO KBaj-
paTHYeCKOro OTKJIOHEHHS BEIXOJHOTO CHI'HAJIA 43.1 Jla lIal)
-OnpeieNiCHHe MoKa3aTeNell TOYHOCTH pe3ybTa-
TOB H3MEpPEHHIT 43.2 Her Jla®

[Tpumeyanne.

"Ipu otcyrcTeum Ha METOJIHKY H3MEPEHHH, YTBEPXKICHHOIO B YCTAHOBICHHOM MOPSAJIKE
p yT Ky P ¥y

no 'OCT P 8.563-2009.

Ipu Hamaunu HJ1 Ha MeTOIMKY H3MEpEHHIA.
p Ky pe

2.CPEJCTBA IIOBEPKH

2.1 Ilpn npoBe/iIcHHH NOBEPKH NPHMEHSIOT CIEAYIOLIHE CPeCTBA:

-I'CO 9106-2008 cocraBa necTHHAa rekcaxaopOeH30a;

-T'CO 11056-2018 cocraBa HCKyCCTBEHHO# JKHKOH CMECH METHIINIAPaTHOHA B FEKCAHE;
- I'CO 8890-2007 cocrasa nectunuaa ramma-I XIII" (munpana);
-I'CO 8415-2003 conepxxanus MepKanTaHOBO# cephl B Hedrenpoaykrax (CM-0,001-2K);

- 'CO 7289-96 cocraBa rexcajexkasa;

- MUKpommpHus! «['azoxpoM - 101», BMeCTHMOCTEIO 1-10° eM’, TY25.05-2152-75;




- MEKpoumpuis MIII-10M, smectamoctsio 10-107 ev®, TV 2.833.106;

- mukpomnpuusl «SGE» Bmectumoctsio 1-107° oM’ wm 10-107 o, TY 4321-011-
12908609-08;

- a30T raszoo0pasueii ocoboit unctoTel, TOCT 9293-74, unu rereparop YncTOro (HyIeBoro)
a3ota;

- renuit Mapku "A" no TY 0271-135-31323949-2005;

- BO3AyX HyneBo#, TY 6-21-5-82 mmu renepaTop 4HCTOro (HyJI€BOro) BO3AyXa;

- Bogopox Mapku "A", 'OCT 3022-88 wmm reepaTop YHCTOr0 BOAOPOA;

- TeKcaH MapkH X.4., TY 2631-003-05807999-98;

- KOJIOHKH XpoMaTorpaju4eckue KanuuispHEIe:

- Rxi-5MS, 30 m x 0,25 mm x 0,25 Mxm;

- HP -5, 30 m x 0,32 mm x 0,5 MxM (ans nposenenus usmepenuit ¢ ITUJ, JITII, IO/,
JBP);

- HP-5MS, 30 M x 0,25 mm x 0,25 Mxm (utst mpoBeerns u3mepernii ¢ D3]1);

- SPB-5, 30 M x 0,32 Mm x 0,25 MxmM (1s npoBenenns usmepenuii ¢ TUJT, [IO]T);

- SPB-1 SULFUR, 30 m x 0,32 MM x 4,0 MkM (st npoBeienus usmepenuii ¢ XJIJI);

- CpeICTBa H3MEPEHHUH, yKa3aHHEIE B IPHJIOKEHHH 1.

Bce cpencrsa u3aMepenmit, HCIIONMb3yeMBIe TIPH MOBEPKE, JOIDKHEI HMETh JEHCTBYIONIHE CBH-
nerensCTBa 0 nosepke, ['CO - nacnopra.

JlomyckaeTcst NpUMEHEHHE aHATIOTHYHBIX CPEICTB OBEPKH, 06ECTIeYMBAIONINX ONpe/eTCHHAE
METPOJIOTHYECKHX XapaKTepucTHK noBepseMbix CH ¢ TpeGyeMoii TOYHOCTBIO.

3 YCJIOBHUsI ITIOBEPKH U INIOATIOTOBKA K HEN

3.1 Ilpu npoBeIeHHH NIOBEPKH COOIIONAIOT CIIEAYIONIUE YCIOBHS:

- TEMIIEpaTypa OKpY Kalomero Bo3ayxa, °C ot +18 mo +28;
- OTHOCHTEJIbHAS BIAKHOCTh BO3/ayxa, % ot 40 o 70;
- atmocepHoe nasnenue, Klla ot 84 mo 106,7;
MM PT. CT. ot 645 no 795;
HanpsbKeHHe MATaHus, B 220’:2
- 4acTOTa MHTaHHUA ceTH, [ 11 50+1.

3.2 Xpomaro-Macc-CieKTpOMETps# NIOATOTABIMBAIOT K paboTe B COOTBETCTBHH ¢ PykoBoz-
CTBOM IO 3KCILTyaTauuH. BBoa npo6el MpOBOAAT Kak ¢ MOMOIIBI0 MEKPOLINIPHLA B HHIKEKTOP, TakK
H C HCIONb30BAHHEM aBTOCAMIUIEpA B 3aBHCHMOCTH OT KOH(HIypalliH XpOMaTo-Macc-
CNEKTPOMETpA.

3.3 KoHTpobHEIE PACTBOPHI IIPHTOTAB/IHBAIOT IO METOAMKE, H3JI0KEHHOH B IPHJIOKEHHH 1.

3.4 Ilpu KOMIUIEKTAllHH XPOMATO-MacC-CIIEKTPOMETPa JONOJIHHTENBHEIME JIETEKTOPaMH H
IIPOBE/ICHHH TMOBEPKH C HCIOJIB30BaHHEM HHXEKTOPOB, 00€CIIEYHBAIOIIMX INIPHIIEBON BBOJ KH/I-
KHX NPOO, HCIOMB3YIOT KOHTPOJIBHEIE PACTBOPEI BEIIECTB, yKa3aHHEIE B Tabmume 2. PacTBOpE! npH-

TOTaBIHBAIOT cornacHo [Ipunoxennio 1 k HacTosme#l METOAHMKE MOBEPKH MM HCIONB3YIOT TOTO-
BEIE.

Tabnuna 2
KoHTponsHOE MaccoBas koHneHTpanus KoH- | O6beM BBOIEMOM
Hetextop 3
BELIIECTBO/PACTBOPHTENG | TPOIBHOrO BEINECTBA, MI/IM npoOkl, MKJ

JTII I'excanexan/rexcan 1000 1
ITU I'excanexkan/rexcan 100 1
[1O]] Meradoc/rekcan 10 1
J§18 ()| Meradoc/rexcan 10 1




4

KonTponsHoe MaccoBas koHneHTpauus KoH- | O6BeM BBOAMMOIH
flerexrap BEIEeCTBO/PaCTBOPHUTEIH TPOJIBHOT'O BEIeCcTBa, Mr/mm’ npoOBL, MKJI
9311 JIuHpan/rexcad 0,05 1
A Mertadoc/rekcan 10 1
JIBP I'excanexan/rexcan 100 1
XJIa MepkanTanoBas cepa 0,0010 macc. nons,% 1

3.5 TapameTpe! XpoMaTo-Macc-CIIEKTPOMETpPA YCTAHABIHBAIOT B COOTBETCTBHH C TabHIei 3.

Tabmuna 3

Hanmenosanue napamerpa

3HaveHHe mapameTpa

PexumMm

MRM, HOHH3AlKS SMEKTPOHHBIM YapoM

PexxuM BBOA nipoOBI

6e3 nenenus (Splitless)

KoHTposeHslit pacTBOp rekcaxnopben3ona
B I€KCaHe, MaccoBasi KOHIIEHTPALHs IeK-
caxnopben3ona, Hr/cm’:

- JUIsl ONIPE/IC/ICHAS OTHOIIEHHS CHI-
Hal/mym

- i onpeaenernus OCKO

10

OGreM no3upyemMoii po6bl, MKII

1

Temnepatypa TepMocTara KOJIOHOK

Thas. 50 °C (1 Mus.) — 40 °C/Mun. — 200 °C (0 mun.)
— 15 °C/mmm. — 280 °C (1 mux.)

Temneparypa ucnapurens, °C 250
Temnepatypa unrepdeiica, °C 250
Temnepatypa uorHOro Hcrounuka, °C 200
PerucTpanms cHrHana B pe;xHMe MOHHTO-
PHHra MHOXECTBEHHBIX peakuuii (MRM):

- POIHTENLCKHHE HOH (precursor ion) 283,8 m/z

- nouepHuii HoH (product ion) 213,8 m/z

- 3Heprus Honusauuu (CE), 3B 28

- 3aJiepXKa BKIIIOYEHHs (HIaMeHTa Ha 3
BpPEMS BRIXO/Ia PaCTBOPHTENS, MHH

- ra3-HOCHTENb reJui

- COYJIapHTEJIbHBIH ra3s aproq

3.6 IIpu nposenennH noBepky cobmozaioT Tpebosanus Gesomacroctr o FOCT 12.2.007.0-75.




4 IPOBEJIEHHUE IIOBEPKH

4.1 Bremnuii ocMOTp

IIpu BHEImIHEM OCMOTpE YCTaHABIIHBAIOT:

- COOTBETCTBHE KOMIUIEKTHOCTH XpPOMATO-Macc-CHEKTpOMeTpa TpeOOBaHHAM TEXHHYECKOMH
NOKYMEHTAIHH (PHPMBI-H3rOTOBHTEIIA;

- YeTKOCTh MapKHPOBKH;

- HCIIPaBHOCTh MEXaHH3MOB H KPENeXKHbIX JeTaleH.

4.2 OnpoboBanue

4.2.1 Onpenenenye OTHOMEHHS CHTHAJL/TITyM.

OTHomeHHe CHrHAY/IIYM ONpENENsIOT NpPH JO3HPOBAHMM KOHTPOJILHOIO pAacTBOpa IekK-
caxyopben3osa B H-reKcaHe IPH YCIOBHAX, YKa3aHHBIX B TaOiuue 3, NPH HOHH3ALMH 3JIEKTPOH-
HBIM yaapoM B pexxume MRM.

3HaueHHe OTHOIIECHHS CHIHAI/IIYM ONpENeNseTcs ABTOMATHYECKH IPH NOMOINM IPOrpaMM-
HOro obecnedeHns CpecTBa H3MEPEeHHIA.

[Tonyuennoe 3Hagenne noWKHO OBITH He MeHee 70000.

4.2.2 OnpeneneHue ypoBHs (IyKTyallHOHHBIX IIYMOB HYJIEBOrO CHrHana aerekropos JITTI,
AN, 93M, IMIeMA, IIeA, TAMA, JBP, XJIJI npH KOMIUIEKTAllHH HMH XpPOMAaTO-Macc-
CIIEKTpPOMETpa.

4.2.2.1 INocne BeIXOa Xpomarorpad)a Ha peXXHM PerHCTPUPYIOT HYJIEBOH CHIHAI B TeueHHE |
4aca IpH NnapamMeTpax HaCTPOHKH, PEKOMEHAYEMBIX B PYKOBOJICTBE IO IKCILIyaTallHH=

3a ypoBeHb (IYKTYalHOHHBIX IIYMOB NPHHAMAIOT MaKCHMAJIBHYIO AMILTHTYIY HOBTOPSIO-
mHXcs KoneOaHHH HYNEBOro CHrHaja ¢ mepuonoM He Gosiee 20 ¢ npH HeNpepHIBHOMN 3allHCH B Te-
geHue 15 MuH.

3HayeHHs ypoBHs (QIyKTyallHOHHBIX IIYMOB JIETEKTOPOB, KOTOPBIMH MOKET KOMILIEKTOBATh-

Csl XpOMaT0-Macc-CeKTPOMETP, HE JI0/DKHBI IPEBBIIIATh 3HAYSHHIH, IPHBEEHHBIX B Tabuile 4.
Tabnuma 4

Jlerextop YpoBeHB (QIyKTyalHOHHBIX IIyMOB, MKB

JTII 50
31501 50
311 60
[ITIDJT (B pexume onpeneneHus pochopcoaepRammx 100
COeIHHEHHIH)

[ITIP/] (B pesxuMe onpesie/ieHHs CEpPOCOAEPKAIIHX CO- 100
€AMHEHHI)

II®JT (B pexnume onpenenenus GpochopcoaepKanmx 800
COCMHEHMIH)

IID/]] (B pexxuMe OnpesieNIeHHs CEpOCOAEpKaLIUX CO- 600
€IHHEHHI)

M 300
JIBP 40
XJI 80
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4.2.3 Onpenenenue mpezena JeTEeKTHPOBaHHA AononHMTeNbHBIX aerexktopo HTII, ITH]I,
I3]0, MM, [Tda, TUJI, ABP, XJI/] npH KOMILIEKTAIHH HMH XpOMaTO-Macc-CIIEKTPOMETpa.

4.2.3.1 BBomAT B HHXXEKTOP-HCIIAPHTEIb BPYYHYH) MHKPOIINPHIIOM HJIH ¢ MIOMOIIBIO aBTO0-
3aTopa | MKJI KOHTPOJIBHOIO PacTBOpa B COOTBETCTBHH ¢ Tabnuiell 2 He MEHee MATH pas.

4.2.3.2 UamepsioT ypoBeHb GUIyKTYalMOHHBIX IIYMOB HYJIEBOIO CHI'HAJIa HA y4acTKE XpoMa-
TOrpaMMBI, IPEAIECTBYIOIEM BBIXOY KOHTPOJIBHOIO BEIIECTBA. Y pOBEHb (UIYKTYallHOHHBIX IIy-
MOB ( Ay ) IPHHHMAIOT PaBHBIM MaKCHMAIBHOH aMILTHTY/Ie IOBTOPSIOIMXCS KoneGanuii HyIeBoro
curaana ¢ nepuoznom He 6onee 20 ¢ (pH 3TOM €IHHHYHBIE BEIOPOCH! HE YYHTHIBAIOTCS).

4.2.3.3 V3MepsioT BBIXOHOM CHIHAI - IUIOIIA/lb THKA KOHTPOJILHOTO BEIIECTBa S .

4.2.3.4 Jina BEIYACICHHS NpeZieNna AeTeKTHPOBaHHA HCNONb3YIoT Gopmysl (1-10).

4.2.3.5 llpenen nereKTHpPOBaHUS BEIMUCISIOT IO GopMyJiaMm

-nma 93][Br/c
Coin = ——2—, (1)

rae S - cpenHee apudMeTHUECKOE 3HAYCHHE IUIOMANH MIHKA, MKB-C;
Ay — ypoBeHb QIIyKTYaHOHHEIX IIYMOB, MKB;
G —macca KOHTPOJILHOTO BEIIECTBA, I', PACCYHTAHHAA 10 opMyIte

g Cv10”) o

k+1 °~
rae C —MaccoBast KOHIEHTpAIHS KOHTPOJIBHOTO BEIIeCTBa, MI/IM ;

V' — o6BeM mpobsL, MM
k — xosdpduuuent nenenus noroka rasa, k = 0, ecnu npoba monaercs Ge3 AeeHAs MOTOKA.

- s I[TAJ] u JIBP B rC/e

C. =nIM+G

s 3
min S 3)

rae M) —MaccoBas J0Jis YIjepoaa B KOHTPOJIbHOM BemlecTBe (Tabnuna 5).

Tabnuua 5 - MaccoBasi 1onis yriiepoJia B KOHTPOJILHOM BEIECTBE

KontponbHoe BemecTso ®opmyna Mon.macca (a.e.M.) n,

I'excanexan CisHaq 226,44 0,849

- wia TUJ, TI®]T u ITTID/] (o docdopy) B rP/c

C . =n2 2'A§'G

Sox T 4
min S ( )




- st [1®]] u [TTID]] (mo cepe) B rS/c

2‘Ax 'G

Coin =05 3

min

; &)

rae n,,Nn; — MaccoBas nons (ocdopa M cepsl, COOTBETCTBEHHO, B KOHTPOJBHOM BEIECTBE
(Tabmuua 6).

Tabmina 6 - MaccoBas nons ¢pocdopa u cepbl B KOHTPOJILHOM BEIIECTBE

Kontponsnoe ®opmyna Mon.macca 1, Macc. 07 1, Macc. Jions
BEIIIECTBO (a.eM.) docdopa cepst

Mertadgoc (MeTmn
MApPaTHOH) CgH;oNOsPS 263,21 0,118 0,122

- st JITTI B r/em’

C.. = Z_Aﬁ (6)
SV

ZH
rae VEH — pacxoji ra3a-HOCHTeJIA, em’le.
- s XJI1 B rS/c

C =2-A -G

min <
S

<

, )

rae G — macca MepKanTaHoBoii cepsl, T, paccYMTaHHas 10 Gopmyrie

-9
o (c,7-107) %

k+1

rae C; — MaccoBas KOHLEHTpAlMs MEpPKANTAHOBOH Cephl B M300KTAaHE, NPH HCIONb30BAHHH
I'CO 8415-2003. 3nauenne C,; paccuuTsBatoT no Gopmyre

XS'MS'pC,;ng

Li=
1
X CgHyg * M Gty T X CeHsSH * M CgHsSH

; ®

rne X, X, CeHig? X C4HySH — MAccoBas 0715 MEPKANTaHOBOMH Cepbl, H300KTaHA H APOMATHUECKOTO
MepkanTaHa, %, COOTBETCTBEHHO;

Mg, My »Mc y sy —MONSpHAs Macca MEPKANTAHOBOH CEPbl, H300KTAHA M APOMATHYECKO-

ro MepKanraHa, Kr/MoJIb, COOTBETCTBEHHO;
P — IJIOTHOCTB H300KTaHa, T/cM-.
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Yuutesas, uto X, CeHys * XC‘SHSSH, MAacCOBYI0 KOHILIEHTPALMIO MEpKANTAHOBOH CepEl
PacCYMTHIBAIOT 1O (popmyne

0 Xg Mg * Pyl .

1 (10)

XCs”ls ' MCsHss

Haiinennsle 3Hauenns npeznena nerexruposans (C . ) He JIO/DKHBI PEBHIIATE 3HAYECHHI,
NpHBE/ICHHBIX B Tabmuue 7

Tabnuua 7
Hetextop 3naueHHE

ITH]1, n(C)/c 1,2-10"? no rexcanexany
JITTL, r/em’ 1,9-10° no reKcafeKkany
23]1, r/c 410" o JHHJAHY
TU], r(P)/c 1:10™ o meradocy
O], r(P)/c 1,9-10™ mo meradocy

r(S)/c 3,7-10™"2 o metadocy
[T, r(P)/c 1-10™ o meragocy

r(S)/c 1-10"% mo meradocy

JIBP, r(C)/c 1-10" no rexcanexany
XJII, r(S)/c 5-10™" o mepkanranoBoii cepe

4.3 OnpeneneHue METPOJIOTHUECKAX XaPAKTEPHCTHK

43.1 OmnpeneneHne 3HAYECHHS OTHOCHTENBHOTO CPENHEr0 KBAJAPATHYECKOTO OTKIOHEHHS
(OCKO) BeIXOZHOrO CHrHajga IMPOBOAAT JO3HPOBAHHEM KOHTPOJBHBIX PACTBOPOB, MPHIOTOBJIEH-
HBIX B co0TBeTCTBHH ¢ [IpunoxenneM 1. MaccoBas KOHIEHTpalUs KOHTPOJILHBIX pacTBOPOB NPH-
BesieHa B Tabmunax 2 u 3.

KonTposnpHy1o cMech s XpoMaTo-Macc-CIeKTpOMeTpa BBOAAT HE MEHee INEeCTH pa3, KOH-
TPOJIHBIE CMECH JUIS XPOMAaTO-Macc-CIEKTpPOMETpa ¢ JOMOJHHTeNbHBIMH nerektopamu (JITII,
IMAA, 3314, IO, T1d 1, TU, ABP, XJIJI) BBOAST HE MEHee AECATH pas,

PaccuutsiBator 3nagenuss OCKO BrixopHOro cursana (Tuomaay muKa) O, M BPEMEHH yJiep-
*uBaHui (0, ) no popmynam (11) u (12)

(11)

(12)

rae S,S; — cpennee apudMeTHyecKoe H i-TOe 3HAYEHHE ILIOMIA/H THKA KOHTPOJIGHOTO BEIIECTBA,
COOTBETCTBEHHO;
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f,1; — cpenHee apu(MeTHUECKOE H i-TOe 3HAUECHHE BPEMEHH YIEPKHBAHHS KOHTPOJIHHOIO
BEIIECTBa, COOTBETCTBEHHO,
M —4HCNO H3MepeHHil; 7 2 6 1M Macc-CIeKTPOMETPHYECKOTO IETEKTOPA;

n > 10 — s nerexropos ATII, ITU], 33/, IO, IO, TUM, IBP, XJIJIL.

[Tony4ennsle 3Ha4eHns O, ¥ O, He JOJDKHBI NPEBHINATH 3HAYEHHIA, IPHBEICHHEIX B Ta0/IH-

ue 8.
Tabmna 8
IIpenen nomyckaemoro otrocutensaoro CKO BexonHoro curnana, %
Haumenosanue o, o,
ACTCKTOpa IIpH aBTOMaTH4e- | [pH PYyYHOM | IIpPH aBTOMaTH4e- | IPH PYyYHOM
CKOM JIO3HPOBAHHH | MO3HPOBAHHMH | CKOM JIO3HPOBAHHH | JO3HPOBAHHH
Macc-cnexTpomeTpu- 1 1 9 9
YECKHH JETEKTOp
A 0,2 1 3 4
JTTI 0,2 1 3 -
3] 0,3 1 4 6
[oJa 0,3 1 5 6
Mo 0,3 1 6 10
TIA 03 1 4
JIBP 0,3 1 3
XJI 0,3 1 5

4.3.2 Ilpn npoBeIEHHH NIEPHOJTAYECKO} IOBEPKH XPOMATO-MACC-CIIEKTPOMETPOB, SKCILTyaTH-
pyemsix o HJI Ha metonuku, oteevatonum tpebosarusm ['OCT P 8.563-2009, nposepsioT moka-
3aTe/H TOYHOCTH Pe3y/IbTaTOB U3MEPEHHH B COOTBETCTBHH C NPOLEAYPAMH M HOPMATHBAaMH KOH-
TPOJIs, PErJIAMEHTHPOBAHHBIMH B METOJIMKE H3MEPEHHIA.

5 O®OPMJIEHHE PE3VJIbTATOB IIOBEPKH

5.1 Pe3ynbTarsl MOBEPKH XPOMATO-Macc-CIIEKTPOMETPA 3aHOCAT B MPOTOKOJI OBEPKH IIPOH3-
BOJBHOH (OPMBIL.

5.2 PesynbTartsl NOBEPKH IOATBEPXKIAIOTCS CBEJCHHSMH, BKIIOYEHHBIMH B MDeepanbHbIil
HH(QOpMaIHOHHEL HOHN MO 06eCIeYeHHIO eMHCTBA H3MEPEHHIA.

IIpH MONIOKATENBHEIX pe3y/bTaTax MOBEPKH OGOPMIISIOT CBHAETENLCTBO O TMOBEPKE B COOT-
BETCTBHH C JeHCTBYIOLIMM 3aKOHOATENLCTBOM B 00/1acTH 00ecnieueHns eMHCTBA H3MEPEHHMIl 1O
NHCHMEHHOMY 3aiBJICHHIO BJaJeNbla HIH JIMNA, NPE/ICTABHBIIEr0 XPOMaTO-MacC-CIIEKTPOMETP Ha
TIOBEPKY.

5.3 Ha xpomaro-Macc-CreKTpoMeTp, He YAOBJIETBOPSIOmHi TpeGoBaHMAM HACTOSIEH MeTo-
JMKH TIOBEPKH B COOTBETCTBHH C JEHCTBYIONIMM 3aKOHONATEIHCTBOM B 0OnacTH obecrnedeHus
€MHCTBA H3MEPEHHH 0hOPMIILETCS H3BEIEHHE O HEMPHTOJHOCTH C YKa3aHHEM IPHYHH.

5.4 3HaK NOBEPKH HAHOCHTCS HA CBHAETENBCTBO O MIOBEPKE.

Havansauk otnena ®I'YIT "BHUUMC" ’:/;2), e fote C.B. Buxposa

Hagameauk cexropa ®I'YII "BHUUMC", k.x.1. O.JL. Pyren6epr
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I[TPUJIOXKEHHE 1

METOJIUKA ITPHT'OTOBJIEHHSA KOHTPOJIbHBIX PACTBOPOB

1 METOJAHUKA INPUI'OTOBJIEHHA KOHTPOJIBHBIX PACTBOPOB JUUIA ITIOBEPKH
MACC-CIIEKTPOMETPHYECKOI'O JETEKTOPA

1.1 Cpenctea H3MepeHHH, MaTepHAlIbl H PEAKTHBEL

1.1.2T'CO 9106-2008 cocraBa nectHuMAa rekcaxjaopoeH3ona.
1.1.3 INunerku 1-1-2-1, 1-1-2-10, TOCT 29227-91.

1.1.4 KonGs1 mepasie 2-100-2, TOCT 1770-74.

1.1.5 Becrl nabopatopusie no 'OCT OIML R 76-1-2011, knace Tounocts | (cnenuanbHbii),
TIOBEPOYHBIH HHTEpBaT € = 1 MT.
1.1.6 B-I'excan "xumuuecku yncThiid", TY 2631-003-05807999-98.

1.2 IPUTOTOBJIEHHUE KOHTPOJIbBHBIX PACTBOPOB I'EKCAXJIOPBEH30JIA B
I'EKCAHE

1.2.1 T'CO 9106-2008 cocraBa necTHiija rekcaxjaopbeH3051a, HCIIOML3YeMBIi Ul IIPHTOTOB-
JIEHHs PacTBOPA, BELICPKHBAIOT HE MeHee 2 4 B 1a00paTOPHOM MOMEIEHHH.

1.2.2 Temneparypa OKpy»artolme# cpeJsl NpH NMPHTOTOBICHHH PAacTBOpa He JIODKHA H3Me-
HAThCA Oonee, yeM Ha 2 °C.

1.2.3 PactBop rekcaxnopOeH301a B FeKCaHe ¢ MacCOBOM KOHIEHTpauueH | mr/em® NIPUTOTaB-
JMBAIOT 0GBEMHO-BECOBEIM METOOM. MaccoBylo KoHueHnTpauuio rekcaxiopbensona (C,) onpene-
50T mo hopmyne

Co=—, (1)

m
V
IJie M — Macca reKcaxiopGen3ona, Mr;

V — 06beM PHTOTOBNIEHHOTO PaCTBOPA, CM".

1.2.4 OnpeiensioT Maccy m; MepHOH KoNGsI BMecTHMOCTBIO 100 cM’. PesynbTar B3BemmBa-
HHSA 3alHCHIBAIOT [0 TPETHErO AECATHYHOrO 3HAKA.

1.2.5 B mepHYy10 kon6y BHOCAT okono 100 Mr rekcaxnopOeH30/1a H BHOBb B3BEIIHBAIOT KOJIOY
(m,).
1.2.6 Beraucnsitot Maccy rekcaxnopOensona (71) B Mr.

m=m,—m, (2)

1.2.7 B xonby ¢ rexcaxmopGen3onoM BBOAAT 0T 20 cM°I0 25 cM® reKcaHa, MepeMellHBaioT
COZIEPXKHMOE H JOBOJAT FeKcaHoM oGseM pacTsopa z10 100 cm’. TiaTensHO mepeMemMBaloT pac-
TBOP.

1.2.8 PaccunuThIBaIOT MacCOBYIO KOHIIEHTpALHIO rekcaxyopbensona mo 1.2.3.

1.2.9 PacTtBOph! ¢ MaccoBOH KOHLEHTpalHeH rekcaxjiopdensona mexee 1 Mr/cMm’ [PHrOTaBIIH-
BAIOT MOCJIEZIOBATELHEIM pa3baBieHieM Gojlee KOHIEHTPHPOBAHHBIX PACTBOPOB COITIACHO IpoILe-
Jype, OIIMCAHHOH HHXKE.
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1.2.10 PacTBopsI ¢ MaccoBoii KoHIeHTpanHeii rekcaxiopbensona oxono 10 mxr/em® (C 1) TO-
TOBAT ClIEyIomHM 06pasoM. B konGy BmectuMocTsio 100 cM® BHOCAT 1 eM® (¥,) pacteopa ¢ mac-

coBoii konuentpanueii C;,, BBomsT ot 20 eM’110 25 oM’ reKcaHa, EPEMEIIHBAIOT COAEPKHMOE H
noBoasaT obveM pactopa 10 100 oM. PacTBOp TImaTebHO NepeMeIrBaroT.

1.2.11 BBIMHCIAIOT MAacCOBYIO KOHIEHTpamuio rekcaxopbensona (C,) B MKr/cM® 10 opmy-
ne (3)

C, -V,
C,=—2-1 3
1 100 3)

1.2.12 PacTBOpHEI ¢ MaccoBO# KOHIEHTpannel rekcaxiopbensona okomno 100 HI/CM® TOTOBST
azbaBnenneM pacTBopa ¢ MaccoBoii kornentpamueii C, . B xonby emectamoctsio 100 CM3 BHOCHAT
p p P HTP 1 y

1 oM (¥}) pactBopa ¢ MaccoBoii koHnenTpaumeit C,, ranee nosropsitor onepauuy 1o 1.2.10.
1.2.13 BEMHCISIOT MAaCCOBYIO KOHIIEHTpaLHuio rekcaxiopbensona (C, ) B ur/cm’ mo opmyre

4)

(o ¢
C,=—-1, 4
27100
1.2.14 PacTBopHI ¢ MaccoBoif KoHIeHTpamueit okono 10 mr/em’ (C 3) TOTOBST pa30aBlieHHEM
pacTBopa, npurotosienHoro no 1.2.12-1.2.13. Brocsar 10 oM’ (Vlo) pacTBOpa C MaccoBOH KOHIIEH-
tpaumeit C, B konGy BMecTEMOCTBIO 100 cM’, Jlanee TIOBTOPSIOT oneparis 1o 1.2.10.

1.2.15 BBIMHCISIOT MacCOBYIO KOHIIEHTPAIHMIO KOHTPONIBHOro kKommorenTa (C;) B Hr/cM® 110
dopmyze (5)

CZ‘VIO

C,=——-—. 5
3 100 (5)

1.2.16 PacTBOpEI ¢ MaccoBO# KOHIEHTpanHeH rekcaxjaopben3ona okono 1 r/cm’ (Cy) roro-
BST pa3baBeHHEM PacTBOPa, IPHrOTOBIEHHOro 1o 1.2.12-1.2.13. BHocst 1 cM® pacTBopa ¢ Macco-
Boii koHnenTpamueit C, B konby BMecTHMocTBIO 100 cM’, Jlaiee TIOBTOPSIOT onepayd o 1.2.10.

1.2.17 BEIMHCIIAIOT MaCCOBYIO KOHIEHTpalmio rekcaxnopbensona (C, ) B HI/cM’ 1o opmyre

©

G, -n
100

(6)

1.3 XpaneHnue pacTBOpoB
1.3.1 PacTBOpEI XpaHAT B YHCTHIX CYXHX CKJITHKAX C XOPOIIO NPHTEPTHIMH NpoOKaMH, BAAIH
OT HCTOYHHKOB OTHS M HarpeBaTeNbHEIX NpuOopoB npu TeMmneparype ot mwioc 4 °C xo mwmoc 8 °C.

Ilepen BBenmeHHeM B XpOMAaTO-Macc-CIIEKTPOMETP PacTBOPHI BBIIEPKHBAIOT NIPH KOMHATHOH
TeMneparype He MeHee | yaca. Cpok XpaHeHHs HCXOHOIO pacTBopa oT 3 10 5 JHei.
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2 METOJAHUKA IPUI'OTOBJIEHHS PACTBOPOB JIJIsI IIOBEPKH JETEKTOPOB
o4, e, 334, TUA, AbP, XJI/I

2.1 CPEJICTBA H3MEPEHHIM, IOCY/IA, PEAKTHUBBI

2.1.1TCO 11056-2018 cocraBa HCKyCCTBEHHO#H KH/IKOM CMECH METHJINAapaTHOHA B FEKCaHe.

2.1.2TCO 8890-2007 cocrasa nectuuuaa ramma-I' XII" (nmannana).

2.1.3 T'CO 8415-2003 conepxaHus MepKanTaHOBOH cepbl B Hedrenpomykrax (CM-0,001-
9K), maccoBas jomns MepkantaHoBoii cepel 0,0010 %.

2.1.4 T'CO 7289-96 cocraBa rekcajaexkaHa.

2.1.5 Becn na6oparopusie no 'OCT OIML R 76-1-2011, xnacc Tounoct | (cnennanbHblii),
MOBEPOYHBIH HHTEPBA € = | M.

2.1.8 Kon6Gs1 mepasie 2-50-2, 2-200-2, 2-500-2, TOCT 1770-74.

2.1.9 Munerxn 1-1-2-1, 1-1-2-2 , 1-1-2-5, TOCT 29227-91.

2.2 IPUT'OTOBJIEHHE PACTBOPOB JIJIA NNOBEPKH JETEKTOPOB ATII, ITHI,
oI, e, 331, THI, AP, XJII

2.2.1 Hpnro*ronnenue KOHTPOJILHOTO pacTBOpa C MacCOBOH KOHIIEHTpallHeH rekcajieKaHa
1000 mr/mv’

B Grokc, moMeInéHHbIH Ha YamKy BecoB, BHOCAT 50 Mr rexcanexana. [Tumerko# BMeCTHMO-
cTBIO 2 cM° 106aBISIOT B GIOKC 2 CM° rekcana. Ilepe/MBaloT NoydeHHEI PacTBOp B MEPHYIO KOJI-
Oy BmMecTuMocTBIO S0 cM’. TTOBTOPSIOT Omepanuio 2-3 pasa Ui MOJIHOTO NEPeHOCa KOHTPOIBHOTO
BemecTsa B Kon0y. JloBoasT 06BEM pacTBopa B K0OJIOE 10 METKH IeKCaHOM.

PacTBop rekcaziekaHa B reKcaHe HMCIIONB3YIOT IS IIOBEPKH XPOMaTO-Macc-CIEKTPOMETPOB €
aeteKTopoM 1o temtonposoaroctH (TII).

KoHTpONBHEI pacTBOP MOXET XPaHHThCH B TePMETHYHO 3aKphITOM cocyiae He Gomee 30
JHEH.

22, 2 [IpuroToBneHHe KOHTPOJBHOIO PacTBOpa ¢ MacCOBOH KOHIEHTpAIMEH TreKcajieKaHa
100 mMr/mv’

OTGHPAOT ¢ MOMOIIBIO MANETKH 5 CM® PacTBOPa ¢ MacCOBOI KOHHGHTpaIIHBH rexkcajieKkasa
1000 Mr/aM” H MEPEHOCAT €ro B MEpHYIO Konly BMeCTHMOCTEIO 50 e, JloBozsAT 0GBEM PacTBOpa B
konbe 10 METKH rekcaHoM. PacTBop rekcajexana B reKcaHe HCIOJB3YIOT JUIA NOBEPKH XPOMATO-
Macc-cnekTpomeTpos ¢ aetekropamu ITH]] u JIBP.

KOHTpONBHEI pPacTBOp MOXKET XPAaHHTHCS B I€PMETHYHO 3aKpeIToM cocyne He Gonee 30
JTHEH.

2.2.3 Jna noBepku Xpomato-macc-crekrpomerpos ¢ nerexkropamu TUJL, TTO]] u IO/ uc-
noas3yroT 'CO 11056-2018 cocraBa HCKYCCTBEHHOI )mm(oa CMECH MeTHImapaTtHoHa (Metadoca)
B reKkcaHe ¢ MaccoBoi KoHueHTpauueif Metadoca 10 Mr/mv’ TGO TOTOBST AHANOTHYHBIH PACTBOP
pa30aBleHHEeM yKa3aHHOTO CTaHAapTHOTro obpasua ¢ Gonbmieil KOHIEHTpaHei.

KOHTpONbHBIA PacTBOpP MOXXET XPaHHTBCH B TEPMETHYHO 3aKphITOM cocyne He Gonee 10
IHEH.

2.2.4 TIpuroToBjieHHe KOHTPOJNBHOTO PacTBOpa ¢ MaccoBoif KoHIeHTpammei muHnana 10
Mr/om.

B Grokc, moMeIm@HHbIi Ha YalKy BEeCOB, MOMEIIAOT 5 M[‘ I'CO 8890-2007 cocraBa necTHIH-
na ramma-I XI{I' (iuepana). [Tunetkoil BMECTHMOCTEIO 2 cM® noGaBnsior B 610KC 2 oM’ rekcaHa.
[TepenMBalOT MOMYyYEHHBIH PacTBOpP B MEPHYIO K00y BMecTHMOCTEIO 500 oM’ IloBTOpstOT ONEpa-

1Mo 2-3 pasa Juis OJIHOTO NEpPeHoca KOHTPOJIBHOro BemecTsa B Konly. Jlosoaar o6b€M pacTeopa
B KOJIOE /10 METKH FeKCaHOM.
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2.2.5 IIpuroToBJieHHE KOHTPOJBHOTO pacTBOpa C MacCOBOM KOHIIEHTpAalHMeH JHHIaHA
0,05 Mr/mv’.

O'rﬁapalor C NOMOMIBIO MUNeTKH 1 oM’ pacTBopa ¢ Maccoaoa KOHIIeHTpanueil nmuHxaHa 10
Mr/aM 1 NIepeHOCAT eé B MepHyI0 konly BMecTHMOCTEIO 200 cM°. JIoBOZAT 06BEM pacTBOpa B KOJI-
Oe 10 METKH reKCaHoM.

PacTBOop JHHJaHA B TeKcaHe MpeJHa3Ha4YeH JUli MOBEPKH XPOMAaTO-Macc-CHEKTPOMETPOB C
netrexropom I3]1.

KOHTpO/BHBIH PacTBOpP MOKET XPaHHTHCS B TEPMETHYHO 3aKpHITOM cocyae He Gonee 10
JIHEeH.

2.2.6 TloBepKy XpOMAaTO-Macc-CHEKTPOMETPOB ¢ XEMHIIOMHHECIEHTHBIM JETEKTOPOM BBI-
noHsIoT ¢ uenons3osarneM ['CO 8415-2003 ¢ maccoBoi fonei MepkanTanoBoii cepsl 0,0010 %.



