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BBeneHue

KopoTkouenHble XxnopupoBaHHble napaduHbl npeacTaBnsaioT cobon
rpynny CUMHTETMYECKMX COeOUHEeHUn c anuHomn yrnepogHon uenm Cio — Cis
cornacHo pucyHky 1 mn cogepxaHumem xnopa ot 50 go 67 % u coctodar
NpPUoNN3NTENLHO n3 6000-8000 KOHreHepoB. KopoTkouernHble
XNopupoBaHHble napaduHbl MPUMEHSOTCA MaBHbiIM 0bpa3om B COCTaBe
XXMOKOCTEN, Ucnonb3yemblix B MeTannioobpaboTke, B Ka4ecTBE repMeTUKOB,
OrHe3alWUTHbIX [00aBOK ANS PE3NHOBBLIX W TEKCTUSbHbIX W3OEenun, npu
obpaboTke KOXW, a TaKke B Kpackax W W3ONUPYIOLLMX MOKPbITUSX.
KopoTkouenHble XnopuvpoBaHHble NapaduHbl YCTOMYMBBLI HaA BO3AyXe U He
noggatoTca rmgponnay. OHM XapakTepu3yTCA BbICOKON TOKCUYHOCTLIO OIS
BOAHbIX OPraHN3MOB U OPraHN3MOB CYLLIW.

PucyHok 1 — CTpoeHune ABYX COeANHEHUIN KOPOTKOLIEMHBIX XNOPUPOBaHHbIX
napadumHoB (C10H17Cis n C13H22Cie)
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PYKOBOOAWMU OOKYMEHT

MACCOBAA KOHUEHTPALUUNA KOPOTKOLEMNHbBIX XITIOPUPOBAHHbLIX
NAPA®UHOB B NPOBAX MNOBEPXHOCTHbLIX BOO N MACCOBAA
oA KOPOTKOLUEMHbIX XINOPUPOBAHHbLIX MTAPA®UHOB B
NMPOBAX NOYB U BUOJIOTMYECKOIO MATEPUATIA
MeToanka uamepeH1M MeTo4oM XpoMaTO-MacC-CNeKTPOMeTP1HU

[laTta BBegeHusi — 2024—-12—-26

1 O6nacTb NpUMeHeHus

Hactoawmn pykoBoOAWMMN  OOKYMEHT YyCTaHaBnMBaeT METOLUKY
BbIMNOJSTHEHNA W3MEpPEeHUn (Janee — MeToAuKa) MacCOBOW KOHLIEHTpauuu
KOPOTKOLIEMNHbLIX  XropupoBaHHbIX  nNapaduHoB  (KUXIT) B npobax
NOBEPXHOCTHbIX BoA, MaccoBon pfonn KUXIT B npobax nouvBbl WU
bvonormnyeckoro matepuana XpomMaTO-MacC-CMeKTPOMETPUYECKMM METOAOM
B AnanasoHe wu3aMepeHMn B npobax noBepxXHOCTHbIX Boa ot 0,1 go
3,0 mkr/om3, B npobBax noys ot 0,04 pgo 1,20wmr/kr u B npobax

Guonornyeckoro matepuana ot 0,02 go 0,60 mr/kr.

HacTtoauwmn pyKOBOD,FILU,MIZ OOKYMEHT npegHa3Ha4veH ans
ncnosnb30BaHNA B na60paTop|/|s:|x, BbIMOJTHAKOLWNX U3IMEPEHUA B obnactu

MOHUTOPUHIA 3arpAa3HeHnA Opr>KaPOU.leﬁ cpenbl.

2 HopmaTuBHbI€ CCbISIKN

B HacTosawem pykoBogdwemM OOKYMeHTe WCNoJib30BaHbl CCbIJIKM Ha

cnegywwmne HopMmaTtuBHble JOKYMEHTDI.

NOCT 12.1.004-91 Cuctema cranHgaptoB ©6e3onacHoCTM Tpyaa.

MoxxapHas 6e3onacHocTb. Obuwme TpeboBaHus

FOCT 12.1.005-88 Cuctema cTtaHgapToB ©e3onacHoOCTM Tpyaa.

Ob6uwue caHnTapHo-rmrmeHn4eckme TpedboBaHus K Bo3ayxy paboyemn 30Hbl
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NOCT 12.1.007-76 Cuctema craHgaptoB ©Ge3onacHoOCTM Tpyada.

BpenHble BellecTBa. Knaccudumkaumsa n oblume tTpeboBaHns 6e30nacHoOCTU

FOCT 12.1.019-2017 Cwucrtema cTtanHgaptoB 6esonacHocTn Tpyaa.

nektpobesonacHocTb. Obuwue TpeboBaHUA 1 HOMEHKATypa BMAOB 3aLlUnThbI

NOCT 12.2.003-91 Cuctema craHgaptoB ©Ge3onacHOCTM Tpyada.

O6opynosaHune npomnssoacTeeHHoe. OOLwme TpebosaHna 6GesonacHOCTH

FOCT 12.4.009-83 Cwuctema cTaHgapToB 6esonacHocTu Tpyada.
MNoxapHasa TexHWka Anga 3awmTbl 06bekToB. OCHOBHblE BuAbl. PasmelleHne

n obcnyxmeBaHue

FOCT 12.4.021-75 Cwuctema cTaHgapToB ©Oe3onacHOCTU Tpyaa.

CuctemMbl BEHTUMNALMOHHBIE. OBLne TpeboBaHus

OCT 17.1.5.04-81 OxpaHa npupoabl. 'mapocdepa. [lNpubopsl un
ycTponctBa pnns otbopa, nepsuyHOM 0O6paboTkM u  XpaHeHuss npob

npunpoaHbIX BOA. Obwmne TexHn4eckme ycnosud

MOCT 17.1.5.05-85 OxpaHa npupoabl. [unagpocdepa. Ob6wme
TpeboBaHuA K OTOOpPYy MNpo6 MNOBEPXHOCTHLIX W MOPCKMX BOA, Nbga u

aTMocdepHbIX 0CaaKoB

FOCT 17.4.3.01-2017 OxpaHa npupogbl. Nousbl. Obwme TpeboBaHm4
K oT6opy Npob

FOCT 17.4.4.02-2017 OxpaHna npupogbl. No4ysbl. MeToabl oTbopa u
NoaroTOBKU npo6 ans XUMUYECKOTO, BGakTepmnosnornyeckoro,

renNbMWHTOSTOrMYEeCcKoro aHanusa
FOCT 201-76 TpuHaTpundgocaTt. TexHnyeckne ycrnosus

FOCT 1770-74 Tlocyna MepHass nabopaTopHas CTEKNsiHHagA.
LinnuHapbl, MeH3ypkK, konbbl, npobupku. ObLme TEXHUYECKME YCNoBNUS
FOCT 4166-76 PeaktmBbl. HaTpuin cepHoKUcnbIn. TexHuyeckue

ycrnoBusi
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FOCT 4220-75 PeakTtusbl. Kanuin OBYXpOMOBOKUCHbIA. TexHn4eckue

yCIOBUS

FOCT 9147-80 Tlocynma wu obopyooBaHue  rnabopaTopHbie
dapdopoBble. TexHUYECKNe ycrnoBus

FOCT 12433—-83 300KTaHbl 3TanoHHblE. TeXHUYECKNe yCcnoBus

FOCT 14262-78 Kucnota cepHasi ocobor 4UCTOTbl. TexHudeckue
yCIOBUS

FOCT 25336-82 [llocyna u obopyooBaHne nabopaTopHble
CTEeKNsHHbIe. Tunbl, OCHOBHbIE NAapaMeTpbl U pa3Mepsbl

FOCT 28115-89 AnnapaTtbl 1 yCTaHOBKM CylInUnbHbIe. Knaccudukaums

FOCT 28498-90 TepmoMeTpbl XWOKOCTHble CTeknsHHble. Obuwme
TexHn4eckune TpeboBaHunsa. MeTtoabl NCNbITAHUN

FOCT 29227-91 (MCO 835-1-81) Nocyna nabopaTtopHasa CTEKNAHHas.
[MneTkn rpagympoBaHHble. YacTtb 1. Obwue TpeboBaHus

FOCT 31339-2006 Puiba, HepblOHble OO6BLEKTHI M NPOLYKUMSA U3 HUX.

MpaBuna npuémku n metoabl otbopa Nnpod

FOCT 34037-2016 YnakoBka CTEKNAHHAA ONA XUMUYECKUX PeakTUBOB
1N 0coB0 YNCTBIX XMMUYECKNX BeLecTB. ObLune TeXHNYECKNE yCroBus

FOCT P 51447-99 Msico n msicHble npoayktbl. MeTtogbl otéopa npob

FOCT P 51568-99 Cwuta nabopaTopHble Wn3 MeTanIn4yeckomn

NPOBOSIOYHOWN CETKU. TeXHMYEeCKne ycnoBus

FOCT P 52361-2018 KoHTponb obbekta aHanutndeckne tpeboBaHus

N onpepeneHus

OCT P 53228-2008 Becbl HeaBTOMaTmndeckoro aencrtems. Yactb 1.

MeTpornoruyeckme u TexHu4eckme TpeboBaHus. MicnbiTaHus

FOCT P 58144-2018 Boga guctunnupoBaHHasi. TeXHUYECKMe ycnoBus
FOCT P 70282-2022 OxpaHa okpyxatowen cpeabl. [1oBepXHOCTHbIE U
nogsemMHbole Boabl. Obume TpeboBaHMs K 0TOOPY Npob nNbaa n atMocdepHbIX

ocajKoB
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FOCT P 59024-2020 Boga. O6bwme TpeboBaHums k oTOopy npob

FOCT ISO 6497-2014 Kopma. OTtbop npob

PMIT 76-2014 T[ocygapcTtBeHHas cuctemMa obecnevyeHna eguHCTBa
n3mMepeHnn. BHYTpEeHHUN KOHTPONb KayecTBa pesynbTaToB KONMYEeCTBEHHOIO

XMMUYECKOro aHanm3a

MpumedyaHwe — lpn NONb30BaHNN HACTOSLLMM PYKOBOAALLMM AOKYMEHTOM
uenecoobpasHo NPoOBEPATb AENCTBME CCbINIOYHbLIX HOPMATUBHbBIX JOKYMEHTOB:

- CTaHgapToB — B MHGOPMALMOHHOW cucteme oOuwero nosnb3oBaHMs — Ha
odmumansHOM canTe dedepanbHOro opraHa WCNOMHUTENbHOM BRactm B cdepe
cTaHgapTM3aunmn B cetm MHTEepHET unm no exerogHo msgaBaemMomy WHGOPMaLVMOHHOMY
ykasaTenio «HauumoHanbHble cTaHgapTbi», KOTOpbIA OMNyGrMKkoBaH MO COCTOSIHUIO Ha
1 AHBapsA TeKyLlero roga, M no BbIMYCKaM E€XEeMECAYHOro usgaHust MHGOPMaLMOHHOIO
ykasatens «HauuoHanbHble cTaHA4apTbl» 3a TEeKyLWUN rof;

- MEXrOCydapCTBEHHbIX pPEeKoMeHZauMm — N0 MHMOPMALMOHHOMY YyKasaTesnto
«PykoBogsiume OOKYMEHTbI, pekoMeHZauun wu npasuna», KOTopbI OnyobrnmukoBaH Mo
COCTOSIHMIO Ha 1 AHBapSA TeKyLlero roaa.

Ecnu ccbinoYHbIM JOKYMEHT 3aMeHeH (M3MEHEH), TO MpU NMOMb30BaHMM HACTOALLNM
PYKOBOOSALLMM [OOKYMEHTOM CrieayeT PYKOBOACTBOBATbCA 3aMEHEHHbIM (M3MEHEHHbLIM)
HOPMaTUBHbIM [OOKYMEHTOM. Ecnu CCbiNOYHbIM HOPMATUBHBIA LOKYMEHT OTMEHEH 6e3
3aMeHbl, TO MOJIOXXEHNE, B KOTOPOM JaHa CCbiflka Ha HEro, NpPMMEHSIETCS B 4acTu, He

3aTparnBaroLLen 3Ty CCbISIKY.

3 TepMMHbI n onpeagerneHuns

B HacTosllLleM pyKOBOASLLIEM [OOKYMEHTE MPUMEHEHbI cneayuime

TEPMUHbI C COOTBETCTBYHOLLMNMK ornpenerieHNAMN:

3.1 nouBa: [1OBEPXHOCTHbLIN CIIOM CyLIW, BO3HUKLLMKA B pes3yribTaTe
M3MEHEHUA TOPHbLIX MOpPOoA oA BO3OEUCTBUEM JKMBbIX U MEPTBbLIX
OpraHuU3MoB (pPacTUTESbHbIX, XUBOTHbLIX U MUKPOOPraHNM3MOB), CONTHEYHOro

Tenna wm aTMOCCbeprIX OCaaKoB.


https://www.gostinfo.ru/catalog/Details/?id=6632472
https://www.gostinfo.ru/catalog/Details/?id=6632472
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3.2 6buonorn4yecknm marepman: Jltobaa TKaHb UNKN XNOKOCTb XXUBOrO

opraHnM3ma (MbILIJLI,bI, BOMOCbI, KOXa, KOCTU, DMONorn4yeckme XuakocTu, TKaHW

pacTteHna n 1.4.).

3.3 noBepxHOCTHble BoAabl: Boabl, koTopble TeKyT unu cobupatotcs

Ha NOBEPXHOCTU IEMIJIN.

3.4 ncxoaHbin pactBop: KoMmepyeckn OOCTYMHbIA pacTBOP CMECH
KUXIT ¢ onpegoeneHHoW ONMHOW YrnepoaHoOM uenu M € pasfnuyHbIiM
onpefenéHHbiM  codepXaHuMeM  xfnopa, KOoTopblM  ucronb3yeTca  Angd

NPUroTOBNEHNS rPagyMpPOBOYHOrO pacTBopa.

3.5 pabouun rpagympoBOYHbIN pacTBop: PacTtBop C un3BeCTHOWM
mMaccoBon KoHueHTpauunen KLXI1, koTopbin rotoButca pasbaBneHnem
MCXOOHOro pacTtBopa W MUCNOoSb3yeTcs Afsl YCTaHOBMEHUsS rpagyupoOBOYHON

XapaKTepPUCTUKN.

3.6 npoba: Yactb nouBbl, BUONOrMYECcKOro martepuana wnu BOAbI,

oToOpaHHas Ans aHanuaa u oTpaxaroLwas Ux XMMUYECKUIA COCTaB.

3.7 xonocTtasa npoba: [poba, npoxoasiwas Bce CTagunm aHanumsa, 4to

N peanbHasi npoba, HO He codepkallas onpeaenseMblil KOMMNOHEHT.

3.8 pe3ynbTtaT U3MepeHUn: 3HavYeHne xapakTepUCTUKWN, NOoSTydeHHoe

BbIMOJIHEHNEM pernamMmeHTnpoBaHHOIro MeToaa |/|3|V|epeH|/||7|.

3.9

eanHn4YHoe onpeaeneHue: OgHoOKpaTHOE NpoBeaEeHNE BCEN
nocnegoBaTenbHOCTU onepaumn, NpeayCcMOTPEHHbIX METOANKON aHanmsa
BellecTBa Unn matepmana obbekta aHanMTUY4eCKoro KOHTPOnS.
[FTOCT P 52361-2018, ctaTtbs 24]
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3.10

napannenbHblie onpegeneHusa: Cepus eOuMHUYHBLIX ONpeaeneHuni,

BbINOSTHEHHbLIX B YCITOBUSAX MOBTOPAEMOCTN.
[FTOCT P 52361-2018, ctaTbs 25]

4 TpeboBaHUA K nokasaTensiMm TOYHOCTU U3MEepPEeHUN

|_|pl/l cobnogeHnn Bcex pernamMmeHTnpyemMblx METOAMNKOM

npoBeaeHus

N3MEPEHUSA C NPUHATOM BepPOATHOCTLID 0,95 He [OOMXKHbI

N3MepeHnn

XapaKkTepucTukn

3Ha4YeHun, NpuBeaEHHLIX B Tabnuue 1.

Tab6bnwnua1— OQuanasoH namepeHnn maccoBon KoHueHTpauumn KLIXI1 B

npobax MNoOBEpXHOCTHbIX Bod W MaccoBon gonum KUXIT B npobax nous,

MOrpeLLIHOCTH

pesynbTaTa

npesbllLaTb

ouonoru4yeckoro MaTtepuana. NokasaTenu NOBTOPAEMOCTMU,
BOCMpon3BoAMMOCTU U TOYHOCTU
HanmeHoBaHune [OnanasoH lNokasatenb lNokasatenb lNokasatenb
obbekTa N3MepPEHUN NOBTOPSIEMOCTM BOCMNPOU3BO- TOYHOCTM
nccnepoBaHus, (oTHOCUKTENBHOE OUMOCTU (rpaHuupl
€ANHULbI cpegHekBaa- (oTHOCMTENBHOE | OTHOCUTEND-
N3MEpPEHMS paTuyeckoe cpegHekBagpaTtu- HOW
OTKINOHEHne YecKoe OTKITOHEHWE | NOrpeLLHOCTH)
NMOBTOPAEMOCTH) BOCMNPOU3BO-
ANMOCTN)
or, % ORr, % 10, %
lMoBepxHOCT-
Hble BOAbl, Or 0,1 po 22 22 44
3,0 BKJIOY.
MKr/am®
MNousa, mr/kr Ot 0,04 Ao 23 23 45
1,20 BKntOM.
Buonornyecknn OT 0,02 no o4 4 50
maTtepuan, mr/kr | 0,60 BKMtoY.

yCnoBum
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5 TpeboBaHusA K cpeacTBam U3MepeHun,

BCrnomMmoraTtesibHbIM YCTpOﬁCTBaM, peakTunBam, matTepuanam

5.1 CpeacrBa U3MepeHUnn, BCromMoraTtesibHble YCTPOUCTBA

5.1.1 XpomaTto-macc-CnekTpoMeTp, COCTOALLNN U3:

- Macc-CeneKTMBHOro aetekTopa (Macc-crnektpomeTtpa) mogenu Agilent
5977A MSD (FTPCU P® Ne 65319-16) C peXXMmMoM XMMWYECKON MOHM3aLmMn C
AETEKTUPOBAHMEM OTpuUaTENbHbIX WOHOB M CENEKTMBHOMO MOHUTOPUHra
MOHOB, MNO3BONSAIOLWMIA NPOBOAMTL N3MEPEHNSA B AMana3oHe MacCOBbIX YMCES
m/z=50-800 da, TPC/ P® Ne 65319-16;

- razoBoro xpomatorpada mogenun 7890 B, TPCU Pd Ne 55612-13,
CHabOXXEHHOro KBapLEBOW KanuUnNspHOM XpomaTorpadouyeckon KOSTOHKOM
DB5-MS, anvHon 15 m, BHyTpeHHUM gnameTtpom 0,25 MM, C TOSILLMHOW Cros
dasbl 0,25 MKM;

- aBTOMaTU4YEeCKOro nHxektopa 7693A ¢ MukpoLinpuuem A5s ra3oBown
xpomatorpacdum Agilent Gold Standard Syringe BmectumocTbto 0,010 cm?®,
ueHon pgenedua 0,002 cm®, npegenomM  OCHOBHOW  OTHOCUTENbHOM
norpewHocTn He 6onee =5 % M OTHOCUTENBHLIM CPEeAHUM KBaApaTUYHbIM
OTKIMOHEHNEM CIy4YaHOW COCTaBMSOLLEN NOrpeLlHoCTN He Bonee 1 %;

- cucteMbl 06paboTkM AaHHbIX Ha 6a3e NepcoHanbHOro KOMMNbTEpPa.

5.1.2 Becbl nabopaTtopHble o00uero HasHayeHud C HambonbLUMM
npegenom B3pewmBaHua He meHee 200 r, anckpeTHocTbio oTcyéta 0,0001 r
N npegenom OonyckaemMon norpewHoctTn He 6onee = 0,05r, 2-ro knacca
ToyHocTm no NOCT P 53228.

5.1.3 TepmomeTp nabopaTopHbiK, uUeHa geneHuna 1 °C, npegens
namepenuna ot 0 go 100 °C, 2-ro knacca TouHocTn no FOCT 28498.

5.1.4 T[lpobupkn  MepHble wucnonHeHnss 2, no [OCT 1770,

BMECTUMOCTbLIO 5 cm® — 10 .
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5.1.5 Tlunetkn rpagympoBaHHble, 2-f0  Krnacca TOYHOCTM MO

FOCT 29227 BmectumocTbio 1 cm® — 5 wt.,, 2 cm® — 5 wr., 5 cm® — 5 wr,,
10 cm® — 5 wr.

5.1.6 KonbGbl MepHble WCMNOMHEHUA 2, 2-ro Kracca TOYHOCTU Mo
FOCT 1770 BmecTumocTbio: 25 cm® — 10 wr., 50 cm® — 5 wr., 100 cm® —
5 wrt., 250 cm® — 1 wT., 500 cm3 — 1 wr.

5.1.7 Mukpouamenbuutens TkaHen PT-10/35, mowHoctb 300-500 BT
dupmbl Brinkmann Instr.

5.1.8 Tlpubop Cokcneta — 04 KL 45/40, askctpaktop 250 cm®,
kon6a 500 cm3,

5.1.9 BopoHku nabopatopHble B1-3-2000-XC no NOCT 25336.

5.1.10 CtakaHnbl anga s3sewmsaHus CB-19/9 no TOCT 25336.

5.1.11 KonoHKK CTeKNsHHble xpomaTorpaduyeckne anmHon 170 mm u
BHYTPEHHUM gmnameTpoM 15 mm, anmHon 400 MM 1 BHYTPEHHUM ANaMeTpoMm
30 mm — 30 wr.

5.1.12 XonoaunbHuk ¢ npsamon Tpydbkon XIT-1-400-14/23 no
FOCT 25336.

5.1.13 Tllocyma n obopygoBaHue nabopaTtopHble ¢hapgoposble MO
FOCT 9147.

5.1.14 Cuta nabopaTopHble N3 MeTanIM4yeckon NPoOBOSIOYHON CETKN MO
FOCT P 51568.

5.1.15 OnekTponeyb MydenbHas nabopatopHas tuna CHOJ1-2,5.4.1,
4/11-N1 c Temnepatypon HarpeBaHusa ot 50 go 1100 °C no [1].

5.1.16 CywunnbHbIN 3NEKTPUYECKNIA LKA ¢ TemnepaTypon HarpeBaHnd
ot 30 °C no 300 °C no NOCT 28115.

5.1.17 CrteknsiHHble ©6aHKW, CHabXEHHble KPbILWKON C TedrIOHOBOM
npoknagkon ansa otéopa u xpaHeHust Nnpob no NOCT 34037 BMECTMMOCTbIO
250 cv®.

5.1.18 CTeknsHHble OYTbINM M3 TEMHOIO CTEKMa C NpuTépTon npobkomn
unn npobkon, cHabxeHHon TedhnioHoBon npoknagkon, no NOCT 34037,
BMECTUMOCTbIO 2 aAMmS.

8
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5.1.19 BbiTOoBas MOpPO3UJibHas Kamepa, obecnevynBatoLlas

Temnepartypy oT MuHyc 12 0o munyc 24 °C.

5.1.20 Konbbl kpyrnogoHHble K-1-1000-29/32 TC, K-1-500-29/32 TC no
FOCT 25366.

5.1.21 CreknsaHHble dnakoHbl (Buanbl) OnAa rpagyvMpoBOYHbLIX WU
aHanm3anpyemblx pacTBOPOB BMECTUMOCTbHO 1,8-2,0 cm® C
3aBMHYNBAOLWMMUCS KpbllWKaMyn U TednoHOBbIMU MNpoKagkamn upmbl
Supelco, Homep no kaTtanory — 2-6951.

5.1.22 JkcumkaTop 2-250 no NOCT 25366.

5.1.23 PotaumoHHbIM ncnaputens tuna NP-1 M3 [2].

5.1.24 Cunukarenb Kieselgel 60, 70-230 mesh npoussoactesa oMpmbl
Merck.

5.1.25 CopbeHT Bio-Beads S-X3 200-400 mesh npounssoacTtea dompmsl
Bio-Rad Laboratories.

5.1.26 UwununHapbl mMepHble 2-ro knacca To4vHoctu no OCT 1770
BMeCTMMOCTb0 150 cm® — 5 wiT., 250 cm® — 5 wr.

5.1.27 Mukpownpuupbl BMecTumocTbio 10, 25, 50, 100 mm3, ¢ ueHon
nenenus 0,1 mm® dupmbl Hamiltone TPCU PO 63779-16.

5.1.28 CrangapTtHbin obpasey, KLXI Ci0-Ci13z ¢ cogepxaHuem xropa
51,5% dwupmbl  Dr.  Ehrenstorfer GmbH, Augsburg, Germany
(cat.no. LA11457510CY to LA11457548CY) B UMKIOrekcaHe C
KOHUeHTpauuein 100 mkr/cms,

5.1.29 CrangaptHbin obpasey, KLXI Ci0-Ci13z ¢ cogepxaHuem xropa
55,5% dwupmbl Dr. Ehrenstorfer GmbH, Augsburg, Germany (cat.no.
LA11457510CY to LA11457548CY) B UMKNOrekcaHe C KOHUEHTpaunen
100 mkr/cm3.

5.1.30 CtraHgapTHbIn obpasey, KLUXTT C10-C13 ¢ cogepkaHnem xsiopa 63 %
dompwmbl Dr. Ehrenstorfer GmbH, Augsburg, Germany (cat.no. LA11457510CY to
LA11457548CY) B UMKnorekcaHe ¢ KoHLeHTpauuein 100 mkr/cme,

5.1.31 BHyTpeHHuii  cTaHgapT  okcuxnopgaH  (B3Cio, 99 %),
npounssoacTBa dupmbl Cambridge Isotope Laboratories, Inc. (Homep no
kaTanory — CLM-4729-S) B HOHaHe ¢ KoHLeHTpauueit 100 mkr/cms.
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5.1.32 CunaHusnpoBaHHasa CTeknsiHHasa Bata dompmbl Supelco.

MpwumedyaHwNe — [onyckaeTcss UCMonb3oBaHWE APYrMX TUMOB CPeacTs
M3MEpPEHNn U  BCMOMOraTesfbHbIX YCTPOWCTB, B TOM 4MCIe MMMOPTHbIX, C
XapaKTepuUCTMKaMn He Xyxe, YeM y NpuBeAEHHbIX B 5.1 1 ob6ecnevnBatoLwmnx NorpeLHoCcTb

M3MepeHUs], ykasaHHyto B pasgene 4.

5.2 PeakTuBbl n matepuanbl

5.2.1 N'enun razoobpasHbin, Mapka A, b [3].

5.2.2 Cmecb aproH-meTaH, 10 % 06. meTaHa [4].

5.2.3 H-['ekcaH [9], x.u.

5.2.4 AueToH [6], oc.u.

5.2.5 [lnxnopmeTaH [7], X.u.

5.2.6 HaTtpuin cepHokucnbin 6e3sogHbiv no NOCT 4166, x.u.
5.2.7 Boga auctunnupoBaHHada no FOCT P 58144,
5.2.8 Kucnota cepHasi no FOCT 14262, oc.u.

5.2.9 N300KTaH aTanoHHbIn no NOCT 12433.

5.2.10 Kanun geyxpomosokucsibii no NOCT 4220, 4y.4.a.
5.2.11 MeTtaHon no NOCT 6995.

5.2.12 TpuHatpundgocdgart no FOCT 201.

MpumedyaHune — [JonyckaeTcs UCNONb30BaHME peakTUBOB U MaTepuarnos,
M3roTOBMNEHHbLIX MO APYroi HOPMAaTMBHO-TEXHUYECKOW [AOKYyMEeHTauun, B TOM 4uche

MMMOPTHbIX, C KBanMuKaunen He HUXe yKkasaHHoOM B 5.2.
6 MeToa namepeHun

N3mepeHnss maccoBon KoHueHTpaumm KUXIT B npobax BbIMNOAHAOT
METOAOM XPOMaTO-MacC-CNeKTPOMETPUM C UCMNONb30BaHMEM XMMUYECKOM
MOHU3aUMN Npobbl C AeTEeKTUPOBaAHMEM OTpULATESNbHBLIX MOHOB B peXume

CelileKTMBHOro CkKaHunpoBaHMA Macc 1o ‘-IeTpréM MacCCOBbIM WNOHHbIM
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dparmeHtam  KUXIT »n no pAOByM MaccoBbiM WOHHbLIM  (pparmeHTam

BHYTPEHHEro ctaHgapTa 4S5 KOHTPONA U3BMEYEHUS.

N3BneuyeHne KLIXIT n3 no4vBbl, MOBEPXHOCTHbLIX BOA M BMONMOrn4yeckoro
Matepuana npoBOoAAT METOAOM 3KCTpakuum o6pasuoB OpraHN4eCcKUMu
pacTBOPUTENAMW C MOCIEaYWen OYMUCTKOM IKCTpakTa C MPUMEHEHUEM
KOJTOHOYHOW XpomMaTorpadum Ha pasnnyHbix copbeHTax.

NHTerpypoBaHMe nMNUKOB ONS  PasfUYHbIX  3HAYEHUA  MOHHbIX
dparmeHTOB ocyLiecTengaeTcd B pasnnYHbIX ananasoHax
XpomaTorpaguyeckoro BpeMeHu yaepXuBaHuUd, KOToOpble yCTaHaBMBalOTCA
no BpemMenu yaepxusanus KLUXI 13 rpagynpoBOYHbIX pacTBOPOB.

NoeHtnpukaumo  KUXIT  npoBogdat Mo nosHOMY — guanasoHy
XpomMaTorpaguyeckoro BpEMEHU YOEPXKMBAHUS, OTHOLUEHUIO nrowanen
NMUKOB MOHHbIX (PparMeHTOB Ha MOHHbIX Macc-pparMeHTorpamMmmax.

KonuyecteeHHoe 3HayeHne KLIXI B npobe paccunTbiBaeTcs N0 MeToay
MHOXECTBEHHOMN JIMHEVMHOW perpeccur npoaHanmM3MpoOBaHHbLIX PacTBOPOB

pas3nnyHbix cmecen KLLXTT, ¢ ncnonb3oBaHnem BHYTPEHHEro craHgapra.

7 TpeboBaHMA 6e30NacHOCTU, OXPaHbl OKpYXaloLwen cpenbl

7.1 Vcnonb3yemble B paboTe XMMUYECKNEe COedMHEHUS OTHOCATCS K
BewectBaM 1-ro M 2-r0 Knacca oOnacHoCcTM, U npu pabote C HuMK
Heobxoaumo cobntopate TpeboBaHna 6e3o0nacHOCTU, YCTAHOBIEHHbIE AOJ1S
paboT C TOKCUYHBIMW, €AKUMU U NETKOBOCMIAaMEHSIOLLNMUCA BELLECTBAMU MO
rOCT 12.1.005.

7.2 Tpn BbINONHEHUN U3MepeHnn mMaccoBon KoHueHTpauun KUXIT B
npobax cobniogatoTr TpeboBaHMa 0Ge3onacHOCTM B COOTBETCTBUM C
FOCT 12.2.003, TOCT 12.1.019 n TOCT 12.1.007.

7.3 TllomelleHne, B KOTOPOM MNPOBOAATCA W3MEPEHUd, OOSMKHO
COOTBETCTBOBaTb TpeboBaHMAM  MoOXapHOM  ©e30nacHOCTU  corfacHo

OCT12.1.004 un wumeTb cpeactBa  MNOXapPOTYLIEHWA  COrfacHo

11
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FOCT 12.4.009 wn pomkHO 6GbiITb  060pPYyAOBAHO  NPUTOYHO-BLITAXKHOM

BeHTUndaumnen cornacHo NOCT 12.4.021.

7.4 TexHunka 6GesonacHoctTM npu paboTe B  UcChbITaTeNbHON
nabopatopumn OOfMmMKHa COOTBETCTBOBATb WHCTPYKUMAM, YTBEPXKOEHHBIMU B
YCTaQHOBMIEHHOM MOpsiAKe, a Takke WU3MNOXEHHbIM B WHCTPYKUMW MO
aKcnnyataumMm CpeactB  UM3MEPEHUM U BCroMoraTenbHbIX  YCTPOWCTB,

NPUMEHSIEMbIX NPW NPOBEAEHNN N3MEPEHWIA.

8 TpeboBaHuA K KBanudukKaLum onepaTopos

8.1 K BbINOMHEHUIO U3MepeHUn Kn obpaboTke ux pesynbTaToB
AOMycKalT U, UMEKLWMX KBanuuKaumilo He HUXe WHXeHepa-XuMuka,
npoweawmnx Kypc obyvyeHus n nmerowwmx onblT paboTbl Ha XpomaTo-mMacc-
CnekTpoMeTpe, Bnagewwmx MeToAoM XpomMaTorpaduMyeckoro aHanmusa,
3HaKOWMX KOHCTPYKUMIO, MPUHUMN OEACTBUA W NpaBuna akcnnyatauum
AaHHoro obopyaosaHus.

8.2 K BbInonHeHuo paboT no npobonogroToBke AonyckakT nuu,
MMELWMX KBanNnMMKaLUUIO  TEXHUKa-XMMUMKa unn  nabopaHTa-xumuka,
npoweawmnx COOTBETCTBYIOLLYK MOArOTOBKY, UMEKLWMX HaBblkM paboTbl B

XMMUYeckon nabopaTopmm 1 OCBOUBLLMX METOAMKY.

9 TpeboBaHUA K YCNNOBUAM U3MEPEHUN

[Mpn BbINONHEHUM U3MepeHU cobniogatoT cnegyoumne yCrnoBus:

- Temnepartypa okpyxatoulero sosgyxa, ‘C.................. oT 15 o 28;

- aTMocdepHoe aasneHue, kfla (MM pT. CT.) ............ ot 84,0 no 106,7
(o1 630 go 800);

- BNaXHOCTb Bo3ayxa npu temnepatype 25 °C, %, He bonee......... 80.

12
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10 MNMoAaroToBKa K BbINOSIHEHUIO U3MEPEHUN

10.1 OT60p M XpaHeHue npob

10.1.1 Tpobbl no4yBbl AOMKHbI OblTb OTOOPaHbI B COOTBETCTBUM C
TpeboBaHnamm [OCT 17.4.4.02 wn TOCT 17.4.3.01. OTbop npob
NPOU3BOANTCA B COCTOSSHAM €CTECTBEHHOW BII@XHOCTU B CTEKNSAHHbIE
driakoHbl, CHaGXEHHbIE KPbIWKOW C TedrioHOBOW npoknagkon. epeBossT
npoObl B cyMKax-xonoausibHukax npu Temnepartype ot 2 go 8 °C. [Mpobbl
XpaHAT B MOpPO3UIBHOW KamMepe npu TemnepaTtype OT MuHyc 16
no muHyc 20 °C B TeyeHue roga.

10.1.2 OT160p 1 xpaHeHne npob Guonormyeckoro matepuana NnpoBoaAT
B cootBetctBMM ¢ [TOCT ISO 6497, TOCT 31339 u TOCT 34037.
OTobpaHHble Npobbl XpaHAT B 3aMOPOXEHHOM BuAe Mpu TemnepaType oT
MuHyc 16 go muHyc 20 °C B TedeHue roga. [MpoObl pacTUTENLHOCTU
BbICYLLMBAKOT Ha BO34yxe, OTOMpalT YCpeOHEHHYK npoby, M3Mernb4valoT.
BosgywHo-cyxne npobbl  ynakoBbiBalOT B CTEKNAHHble  (pnakoHsbl,
CHaBXEHHbIE KPbILLKOW C TehSIOHOBOW NPOKIAZAKOM N XPaHAT B TeYEHME rofa.

10.1.3 lMpoObl Boabl otoupatoT no NOCT 17.1.5.04 n TOCT 17.1.5.05.
[Mpobbl OTGUMpaloT B CTEKNSAHHbIE OYyTbiNM M3 TEMHOro crtekrna no 5.1.18.
O6bém npobbl cocTaBnseT oT 2 40 5 NUTPOB. IKCTpakuma npod AormkHa

ObITb BbINONHEHA B TeyeHne 7 gHen. KoHcepBaums npob He TpebyeTcs.

10.2 NoproToBKa nocyabl, pactBoputenen n copbeHToB

10.2.1 CreknaHHaa nocyga no 5.1.18, 5.1.19, 5.1.22 pomxkHa
NPOMbIBATbLCA BOAONPOBOAHOM BOAOM M 3amMadmBaTbes B 10 %-Hom pactBope
TpuHaTpungocdara Ha 6—7 4acoB, 3aTeM MPOMbIBATbCS BOAOMNPOBOAHOWM
BOZOW, ropsiyMM pPacTBOPOM [OBYXPOMOBOKMCIIONO Kasivd, OrnofackuBaTbCs
BOAOMPOBOAHOM BOAOW, a 3aTeM TpWwXKAObl OUCTUINIMPOBAHHOM BOOOW W
cywmtcsa npu temnepatype 300 °C B CcyumnbHOM LiKagoy.
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MepHas nocyaa AOoMMKHa CYLLIUTbLCS CyX0BO3aYLLHbIM CMOCOGOM.

10.2.2 OuucTtKy pacTBOpuTENEN H-TekcaHa W  aOuxrnopmeTaHa
OCYLLECTBNAIT NYTEM MPSAMON MEPEroHKkM nNpu atMocepHoOM AasBfieHUn C
MCronNb30BaHNEM CTEKNAHHONW XUMWYECKOW Mocydbl B COOTBETCTBUM C
npasunamMm neperoHKn opraHNYecKnx BeLLECTB.

10.2.3 Cunukarenb akTMBUpyoT B MydesibHOM anekTponeyn no 5.1.15
npun Temnepatype 350 °C B TeveHne 16 YacoB. AKTUBUPOBAHHbLIN cunukaresnb
XpaHAT B repMeTU4ecKn 3aKkpbITOM Tape B 3KcukaTope He Oonee [OByx
Heaesb.

10.2.4 [Ins npurotoBneHus napTum cunukaresnsi, MogupuumpoBaHHOro
CEePHOWN KUCIOTOM, CMELLUBAKOT 56 I akTUBMPOBaAHHOIO cunukarens v 24 cm?®
KOHLIEHTPUPOBAaHHOW CepHol KucnoTtbl (nnoTHocTbio 1,83 r/cm®). Kucnoty
HeobxoauMmMo  npunuBaTb  HebonmbwumMuM  nopumsmMnm B Konby ¢
aKTUBMPOBAHHbLIM CUIMKarenem, BCTpsAXMBas cogepxmmoe Konbbl. [0TOBbIN
MOANMULMPOBAHHBI COPOEHT OOMMKEeH NpeacTaBnsaTb cob60M OAHOPOLHYIO
Maccy 6e3 KOMKOB. XpaHAT NpUroToBSiEHHbIN COPBEHT B Konbe, 3aKpbiTOM
NPUTEPTON CTEKNSAHHOM NPOOKOW, B 3KCMKATOPE W UCMONb3YHT B TEYEHUe
1 mec.

10.2.5 CynbaTt HaTpus npokanuearoT B My(PeSIbHOM 31eKTponedn no
5.1.15 npu Temnepatype 400 °C B TeyeHMe YETbIPEX YacoB, OXNnaxgarT B

aKcuKaTope, XpaHaT B konbe co wnngom He Bonee ogHoro mecsua.

10.3 NMpuroTtoBrneHne pacTBOPOB U peaKTUBOB

10.3.1 Cmecb rekcaH-guxsiopMeTaH B COOTHOWEHUM 1:2 (No o6bémy)
roTOBAT HENOCPEACTBEHHO nepen ucnosibdoBaHueM. B konby ¢ nputépTon
npobkon HanuBalT oAuMH OObEM rekcaHa n [obaenawT ABa o0O0bEMA
XNOPUCTOrO METUMEHA, 3aKpbliBalOT CTEKNSAHHOM MNpPO6KOM M TwaTenbHO
nepemewmBaotr. OObLEM MNPUrOTOBNSIEMON CMECU 3aBUCUT OT KONMYecTBa

noaroTaBJinBaeMbiX K aHaNn3y r|p06.
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10.3.2 Cwmecb wmeTaHon-guxnopmetaH 1:4 (no oObLEMY) roToBAT

cmeweHnem 100 cm® metaHona un 400 cm® guxnopmeTtaHa B €MKOCTU U3
TEMHOro cTekna, CHab>XXEHHOM NPUTEPTON npo6kon. [oTOBAT
HenocpenCTBEHHO Nepes NCNOoSb30BaHNEM.

10.3.3 T[lpomexyTouHbIn rpagympoBoYHbI  pacteop KLUXIT (51,5 %
Xropa) ¢ mMaccoBoW KoHueHTpauuer 10 Mkr/cm® roToBAT M3 CTaHOapTHOro
obpasua KLUXIM (51,5 % xnopa) ¢ maccoBoi KoHueHTpauuen 100 mkr/cm,
Ana atoro B npo6upky BmectumocTbio 10 cm® BHocat 1 cm® KUXM (51,5 %
Xnopa), 4o0BOAAT 4O METKM M30OKTAHOM.

10.3.4 TlpomexyTouHbin rpagympoBoydHbin pacteop KUXIM (55,5 %
Xrnopa) ¢ mMaccoBoW KoHueHTpauvein 10 Mkr/cm® roToBsT M3 cTaHOAPTHOrO
obpasua KUXM (55,5 % xnopa) ¢ maccoBoi KoHueHTpauuein 100 mkr/cme,
[nsa atoro B npobupky BmectumocTbio 10 cm?® BHocaTt 1 cm® KUXI (55,5 %
Xnopa), 40BOAAT 4O METKM M30OKTaHOM.

10.3.5 TlpomexyToyHbin rpagynpoBoydHbin pacteop KUXIM (63,0 %
Xnopa) ¢ MaccoBol KoHueHTpaumein 10 MKr/cmM® roToBAT M3 CTaHOaAPTHOrO
obpasua KLXIM (63,0 % xnopa) ¢ mMaccoBol KoHueHTpauuein 100 mkr/cm,
[ns atoro B npobupky BMectumocTbio 10 cm® BHocaT 1 cm® KLXI (63,0 %
Xnopa), 4o0BOAAT 4O METKN M30OKTAHOM.

[MpoMeXxyTo4uHble rpagympoBoyHble pactBopbl  KLXIT xpaHAaT B
MOPO3UINbHOW Kamepe rnpu TemnepaTtype oT MuHyc 12 go muHyc 24 °C B
repMeTMYHO  3aKpbITbIX EMKOCTAX He ©Oonee 6 mecsaueB. [lepefq
MCNonb30BaHNEM PaCTBOPbI BblAEPXKMBAKOT NPM KOMHATHOW TemMnepaTtype He
MeHee 20 MUHYT.

10.3.6 [MpoOMEXYTOYHbIN pacTBop BHYTPEHHero CTaHgapTa
okcuxnopaaHa (**Cio, 99 %) ¢ MaccoBol KoHueHTpaumern 200 Hr/cm® roToBAT
U3 craHgapTHoro obpasua okcuxnoppaaHa (*Cio, 99 %) ¢ MaccoBoW
koHUeHTpaumein 100 mkr/cm3. [na aToro B Npobupky BMecTUMOCTbio 10 cm?,
cogepxallyto HebonblIoe KONMMYECTBO M30OKTaHa, MUKPOLUMPULEM BHOCAT

20 mm3 okcmxnopaana (3Cio, 99 %), 4OBOAAT A0 METKN U30OKTAHOM.
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[MpOMEXYTOUHbIA  pacTBOpP BHYTPEHHEro CcTaHgapTa XpaHAaAT B

MOPO3UIbHOW Kamepe npu Temnepatype OoT MUHYC 12 go muHyc 24 °C B
repMeTMYHO 3aKpbITbIX EMKOCTAX He ©Oonee 6 mecsaueB. [lepeq
MCNOJSIb30BaHNEM PacTBOPbLI BblAEPXKMBAKOT NPU KOMHATHOM TemrnepaType He
MeHee 20 MUHYT.

10.3.7 Paboune rpagympoBoydHble pacTteBopbl KLUXIT ¢ cogepxaHnem
xnopa 51,5%, 555% u 63 % rotoBaT pasdaBneHMeM MNPOMEXYTOUHbIX
rpagyMpoBOYHbIX PAaCTBOPOB B COOTBETCTBMU C Tabnuuen 2.

B npoGupku BMECTUMOCTbIO 5 cM® BHOCAT ykasaHHble B Tabnuue 2
0OBbEMbBI MPOMEXYTOYHOrO rPagyMpoOBOYHOINO pacTBopa, MNPOMEXYTOYHOro
pacTBopa BHYTPEHHEro craHgapTa W K300KTaHa. [lpuroToBreEHHbIe
rpagyvpoBOYHbIE  PacTBOPbl XPaHAT B  MOPO3UIBHOW  Kamepe npwu
Temnepatype OT MuHYC 12 [0 MUHYC 24 °C B repMeTUYHO 3aKpbITbiX
EMKOCTAX He ©6Oonee 3 wmecsueB. [llepeg wucnonb3oBaHMEM pacTBOPLI
BblOEPXXUBAKOT NPU KOMHATHOW TemnepaTtype He meHee 20 MUHYT.

Tabnwnuya?2-lpurotoBneHue rpagynpoBoYHbIX pactesopos KLIXT]

Homep MaccoBas Ob6bEM Ob6bEM Ob6BLEM
pacTBopa KOHLIEHTpauus N300KTaHa, | NPOMEXYTOYHOro | MNPOMEXYTOYHOro
paboyero cms rpagyvmpoBOYHOIo pacTBopa
rpagyvMpoBOYHOIO pacTBopa BHYTPEHHEro
pacTtBopa, C MacCcoBOM cTaHgapTa
MKr/ cm3 KOHLeHTpaumen C MaccoBOM
10 mkr/cm3, cm® KOHLeHTpaumen
200 Hr/cm?, cm?
C1 0,2 0,88 0,02 0,1
C2 0,5 0,85 0,05 0,1
C3 1,0 0,80 0,10 0,1
C4 3,0 0,60 0,30 0,1
C5 6,0 0,30 0,60 0,1

10.4 NMoaroToBKa xpomaTo-macc-cnekTpomeTpa K paboTe

10.4.1 Bknio4yaloT XpomMaTO-MacC-CrMeKTPOMEeTPp U HacTpauBalT B

cooTBeTCTBMM C  pyKOBOACTBOM NO  3KCrJsiyatauun. PeKomeHnyeTcsq
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HenpepbiBHas pabota npubopa B Xxo4e rpagyvpoBKUM M MNOCReayrLmnX

aHanuUTMYeCcKux onpeaerieHnin.

10.4.2 TlpoBepsAlOT HACTPOMKY XpOMaTO-Macc-CrekTpomMeTpa no
OTHOCUTESNIbHOW  MHTEHCUBHOCTM  OCHOBHbLIX WMOHOB B  MacCC-CrekTpe
KannmbpoBoYHOro coegnHeHnst. MIHTEHCUMBHOCTU NUKOB AOSMKHbI HAXOAUTLCS B
AavanasoHe 3Ha4YeHuin, ykazaHHOM B onucaHum K npudopy.

10.4.3 [lpoBogAaT npoBepKy YyBCTBUTEMBHOCTU  XpoMaTo-macc-
CneKkTpomMeTpa Mo rpagyMpoBOYHOMY pPacTBOPY C HaMMEHbLUEN MacCOBOW
KOHUEeHTpaunen B ycnoBuax, ykasaHHbix B 10.4.4. OTHOWEHWE CUTHAM:LYM
Ans onpeaensiemMoro CoegMHeEHns 4omKHO ObiTb He meHee 10:1.

10.4.4 YcnoBua  M3MeEpeHUN O KBApLEBOW  KanwunnspHou
XpomaTorpadunyeckon KoOmnoHKn ¢ HenoaBwmxHon cdason DB5-MS npuBeneHs.l
B Tabnuue 3. [nnHa KONOHKM — 15 M, BHYTpeHHun guametp — 0,25 mwm;
TonwuHa nneHkn dasbl — 0,25 mkm. Ona gpyrmx npubopoB M KOSTOHOK
YyCIOBUWS NPOBEAEHUS U3MEPEHUI MOTYT BbITb APYrMMU.

Tabnwnuya3 - Ycnosna nsmepeHmn

MapameTpbl pexnma paboTbl 3HayeHne n xapakTepucTuKn
CkopocTb rasa-Hocutens (renuit), cM3/MuH 1
O6bLEM BBOAMMOW Mapora3oBoi nNpobbl, cm3 1
Wcnaputenb, pexum paboTsl Puls Splitless, 30psi, 1 MuH
TemnepaTtypa ncnaputens, °C 280
HayanbHast TemnepaTtypa TepMocTaTta KOnoHku, °C 80
Bblaepxka npn HavyanbHoOW TemnepaType, MUH 2
CkopocTb Harpea nepsou cTyneHun, °C/MuH 45
KoHeuHas Temneparypa, °C 310
Bblgepxka npu KOHe4YHOM Temnepartype, MUH 2
TemnepaTtypa nHrepdemnca, °C 290
TemnepaTypa MOHHOIO UCTOYHMKA, °C 150
TemnepaTtypa kBagpynons, °C 150
OHeprna noHmnsaumm, eB 70
[(@a3-peareHT aproH-meTaH, Torr 2,75
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10.4.5 WpeHTndukaumo u konmyectBeHHoe onpegenenne KLXIT
NPOBOAAT MO YeTbIPpEM Hambonee MWHTEHCUBHBLIM WOHHBLIM bparMeHTam
nccnegyemMblx cMecen. Xpomartorpamma rpagymposoyvHoro pactsopa KLIXIT
npueegeHa B npunoxeHnn A. MaccoBble 3Ha4YeHUA OEeTEKTUPYEMbIX NOHOB U
Bpems yaepxmBaHna KLXIT ans ycnosuin no 10.4.4 npuBefeHsl B Tabnuue 4.

Tabnwuuya4 - Pexum getekTupoBaHus

MaccoBble 3HauYeHus [nana3oH BpeMeHu [nana3oH BpeMeHun
AEeTEKTMPYEMbIX MOHOB, M/z, yaepXuBaHusi, MUH yaep>XUBaHNst MakCMMarbHOro
[a OTKIMKa™*, MUH
375 5,8-7,1 5,9-7,0
411 6,1-7,4 6,2-7,3
423
229 6,2-7,2 6,3-7,1

* JTOT UHTepBasn npeacTtasnseT cobon ocHoBHY YacTb KUXIT onsa getektupyemon
MacCbl MOHHOIO (hparMeHTa U nNpeacTaBfieH HepaspeLllEHHbIMU MMKaMU aHanmMsanpyemMmomn
cMmecu.

Bpems yoepxmBaHust 1 MaccoBble 3HAYEHUA OETEKTUPYEMbIX MOHOB,
ncnonb3yemblX AN MAeHTUMKAUMM U KOSIMYECTBEHHOMO onpeaeneHus
BHYTPEHHEro ctaHgapTa, npuBegeHol B Tabnuue 5.

Tabnwuyab-—Bpems yaepxmBaH1si U MacCoBble€ 3HaYEHUS

OeTEeKTUpyemMbiX NOHOB

BHyTpeHHWU MaccoBoe 3Ha4vyeHue MaccoBoe 3Ha4vyeHue Bpems
CTaHgapT OETEeKTUPYEMOrO MOHA | AEeTEKTUPYEMOro MOHa | YAEepPXMBaHWS,
ANst KONNYECTBEHHOTO ANSi KA4EeCTBEHHOrO MWH
onpegenenus M1, m/z, | onpegenenus Mz, m/z,
[a [a
13C12 OkcuxnopaaH 434 432 5,4

10.5 IkcTpakuma KUXI u3 npob

10.5.1 Okctpakumo KLXIT n3 npob BoAbl NpoM3BOAAT Creaylowmnm
obpa3om: anukeoTy Npobbl 0GBLEMOM 2 AM® MOMELLaloT B AenUTenbHYIo
BOPOHKY, [nobasnsawT 0,1 cmM® pacTBopa BHYTPEHHEro craHgapTa U

akcTparupytoT 100 cm? rekcaHa, BCTpsAXMBasi BOPOHKY. [pOoaomKUTEensHOCTb
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akcTpakuum 15 mMuHyT. [locne pasgeneHns CroéB, rekCcaHOBbIM CIIOMN

OoTOMpaloT B KOHMYECKY KOnby, MOBTOpPHO akcTparupyloT Bogy 100 cm®
rekcaHa. JKCTpakTbl 00BLeAMHAT U UABTPYIOT B KPYrNOAOHHYH Konby
BMeCcTUMOCTbi0O 250 cM® 4epe3 KOHWYECKYID BOPOHKY, 3anofHEHHYHO
npuonuantensHo 501 6e3BogHoro cynbdata HaTpua (Na:SOs). [anee
9KCTPAKT KOHLEHTPMPYKOT Ha poOTaLMOHHOM wucnaputene Ao obbeéma
NpuonuantTensHo 1 cm3.

10.5.2 3kctpakuuno KUXIT n3 npob nousbl Npou3BOAAT creaylowmnm
obpasom: npoby Mo4BblI BbICYLIMBAKOT MNPM KOMHATHOW TemnepaTtype Ao
BO34YLUHO-CYXOro COCTOSIHUS, TLATENbHO NEPEMELLMBAIOT, yOANsT KaMHN U
KOPHW pacTeHuin. NamenbyatoT npoby B dhapdopoBon cTynke. BaselwumBatoT
5r obpasua B cTakaHe AnA B3BelwwuBaHusA, BHocAT 0,1 cm® BHyTpeHHero
cTaHgapTa, nomellaroT B Npnbop Cokcreta u aKCTparnpyoT CMECbIO rekcaH-
aueTtoH B cooTHoweHun 1:1 B TevyeHMe 8 4acoB. [lanee 3aKCTpakT
KOHLEHTPUPYIOT Ha pOTaLMOHHOM ncnapurtene Ao obbéma
npubnunanTensHo 1 cm3.

10.5.3 Okctpakunto KUXIT u3 npob 6Guonornyeckoro maTtepuana
npouns3BogaT cnegywowmm obpasom: npoby BbIHUMAT M3 MOPO3USTbHOM
Kamepbl 1 pa3MopaKMBatoT Npu KOMHATHOW TemnepaType Ha Bo3gyxe. [Mpoby
rOMOreHN3npYyT C UCMONb30BaHNEM MUKpPOU3MernbunTens, B3sewwmsatot 10 r
M noMmewarT B BbinapuTenbHyto Yalwky. [obasnsiwot ot 80 go 120r
6e3BoagHoro NaxSO4 1 pactmpatoT npoby A0 NonyyYeHuUss OgHOPOAHOM MaccChbl
N OCTaBMSAKT Ha ABa 4yaca Npu KOMHATHOW TemnepaTtype. 3atem B npoby
BHocAT 0,1 cm® BHyTpeHHero ctangapTta, nomMellarT B npubop Cokcneta u
9KCTParnpytoT CMEChIO rekcaH-aLeTOH B COOTHOLWEHUM 1:1 B Te4eHne BOCbMU
yacoB. [lanee 9KCTpakT KOHUEHTPUPYT Ha poTauMOHHOM uchaputene no

06bEMa npubnusmTensHo 1 cm3.
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10.6 OuncTKa IKCTpPaKToOB

10.6.1 [Ona O4YMUCTKM IKCTPAKTOB OT JUNUOOB METOAOM reflb-
duNbTpaUMn CKOHUEHTPUPOBAHHbBIN EKCAHOBbLIN 3KCTPaKT MNEepeHoCAT B
Npobupky obbémom 5 cm®, 06béM aosoadat Ao 2 cm® n pgobasnsawTt 2 cvmd
AnxrnopmMeTaHa.

10.6.1.1 lNogroToBKa KOSIOHKM AONA OYMCTKA OKCTPaKTOB OT JIUMNUAOB
Npou3BOAUTCS CreayoLwmm obpasom:

- B cTakaHe B3BelwumBatoT 60 r copbeHTa Bio-Beads (ganee — copbeHT),
NMOMELLLAIOT ero B KPYrmnoAoHHY Konby BmectumocTbio 500 cm® 1 3anueaioT
CMECbI0 pacTBOPUTENEN rekcaHa W OUXNopMeTaHa B cooTHoweHun 1:1 B
KonnyecTtBe, HeOOXOAMMOM, 4TOObI MOSHOCTBIO MNOKPbITb COpPBEeHT Aans
HabyxaHus 1, 3aKpbIB CTEKNSAHHOM NPOBKON, OCTaBNAOT Ha OOHU CYTKMU;

-4yepe3 1 cyTkM cOpOeHT nomewiarT B KOSIOHKY anuvHon 400 mm wm
BHyTpeHHUM anameTpoM 30 MM, CHaGXEHHYHO MNOPUCTbIM  OHOM U
Te(NoOHOBbIM KpaHOM;

- Ans ctabunusaummn copbeHTa nocrne BHECEHUSA B KONMOHKY Yepes3 Heé
nponyckaioT 1 amM3 cMecu rekcaH-guUXIiopmeTaH B COOTHolleHun 1:1 co
CKOPOCTb0 5 cM3/MUH.

10.6.1.2 O4MCTKYy 9KCTPaAKTOB OT NMMNMOOB MNPOM3BOAAT CReaylolmnm
obpasowm:

- nepeg Havanom paboTbl C KOMOHKOWM 4Yepe3 Heé Heobxoammo
nponyctuTe 50 cm® cmecn meTaHon-guxnopmeTaH B COOTHoLleHuM 1:4, a
satem 100 cm® cmecu rekcaH-aMxnopMeTaH B COOTHoweHun  1:1.
[MonyyeHHble antaTbl OTOPOCUTD;

- NOA KOMNOHKY MOMECTUTb MEPHbIN LMMMHAP BMECTUMOCTbIO 250 cm3;

- B Konby BmectumocTbio 500 cm® nomectuts 400 cM® cMecu rekcaH-
AUXIIopMeTaH B COOTHOLWEHUU 1:1;

- NPU OTKPbITOM KpaHe KOJTOHKM BHECTWU NMUMETKOW B KOJSIOHKY 9KCTPAaKT,

nony4veHHbin no 10.5.3, ana npob Guonornyeckoro matepuana, He HapyLluas
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noBepxHocTn copbeHTa. MNMpoMbITb NPOOMPKY AMNOEHTOM (Janee — CMbIB) B

06béme oT 2 00 3 cM® N3 OTMEPEHHOro KOMNMYeCcTBa U NepeHecT 3TOT CMbIB
B KOJIOHKY NOCI€ NPOXOXOAEHUS Yepe3 copbeHT aHann3npyemMoro aKCTpakra.
Mpouenypy noBTOpUTbL NATb pas. [locrne npoxoxaeHuss 4vepe3 CopOeHT
nocnegHen nopumm cMbliBa NPONyCcTUTb Yepesd KONTOHKY OCTaBLUMINCS SSTHOEHT;

- KOrga YpOBeHb 3arntata B MEPHOM UMNUHAPE LOCTUIHET OTMETKU
150 cm®, umMnuHAp yopaTtb M3-noa KOMNOHKU 1 NOACTaBUTb APYrov LMNMHAP Ha
250 cm®. TepBaa pakuua anwaTta, cobpaHHas B MepHbI LUUNUHAP W
cogepxallas nunuabl, yTUImM3npyeTcs;

- nocne Toro, kak 6ygeTr co6paHo 200cm® anaTa, KpaH KOMOHKM
3aKpbIBalOT, anoaT MNEepeHOCAT B KPYIMOAOHHY konby Ha 250 cm® u
KOHLIEHTPUPYIOT Ha pOTaLMOHHOM ucnapuTene Ao o6béma oT 2 Ao 3 cw’,
pobasnalT 5cm®  rekcaHa — npoOormKalT  KOHUEHTpUMpoBaTb [0
06bEMa npubnusnTensHo 1 cvs.

10.6.2 QOunctka OKCTpPaKTOB Ha MOAUPUUMPOBAHHOM cunukarene
npousBoauTCsa cneaylowmm obpasoM: B CTEKNSAHHYIO KOJSIOHKY BbICOTOWM
400 MM ¥ BHYTPeHHUM auameTpoM 10 MM nomewiaroT MNOLMOXKY U3
CTEKNsHHOW BaTbl, 3aTeM nocnegosaTensHo AobaensawT 1 cm® 6e3BOAHOro
CEPHOKUCIIOr0  HaTpus, 6 cM® akTMBMpOBaHHOro cunukarens, 2 cm®
cunukarens, MMMPEerHupoBaHHOIO CEpHON KucroTon u 1 cm® Ge3BOAHOro
CEePHOKMUCNOro Hatpus. Yepes CTEKNsAHHY KOMOHKY nponyckaoT 20 cvm?®
rekcaHa, [fanee B KOJIOHKY BHOCAT CKOHLEHTPUPOBAHHbBIA 3KCTPaKT,
nonydeHHbln no 10.5.1 (ana npob Boawl), no 10.5.2 (ana npob no4sbl) 1 No
10.5.3 (anga npob Buonornyeckoro matepuana). QKCTpaKT BHOCUTCS, Koraa B
KOJSTOHKe OCTaéTtcs oT 1 4O 2 MM MO BbICOTE CNOs rekcaHa, Ucrnosib3yemMoro
npu noAroToBKE KOSIOHKW. CMbIBAlOT OCTaTKM M3 KOMbbl Tpemsi nopuusimm
rekcaHa no 2 cm® u Takke NEpeHocAT B KOMOHKy. [locre npoxoxaeHus
pacTBopa KOMOHKY npombiBaloT 60 cm® rekcaHa v cobupatoT dpakuuo 1.
CobpaHHylo dpakumio yTunuampyoT. [anee KomnoHkKy npombisaoT 60 cm®

CMECU rekcaH-AuxXSIopMeTaH B COOTHolleHun 1:2 n cobupatoT B konby Ha
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100 cm®. CoGpaHHYyl0 paKkuuo 2 KOHLEHTPUPYIOT Ha pPOTaLMOHHOM

ncnaputene oo o6béma 5 cm®, gobasnaT 3 cm® n3ookTaHa n 3 cm® rekcaHa
N BHOBb KOHLIEHTPUPYIOT Ha poTauunoHHoMm ucnaputene ao 0,5 cm3. OkcTpakT
NepeHocAT B MNpobupKy, 0b6bLEMOM 5 cM®, CTeHKM Konbbl OOMbIBAKOT
N30OKTAHOM HE MeHee TPEX pa3, CMbIBbl TaKKe MNEPEHOCAT B MNPOOUpPKY.
[lanee 9KCTpaKT KOHLEHTPUPYIOT B TOKE a3oTa UM OYMLLIEHHOro BO3ayxa Ao
o6béma 1 cM® 1 KONMYECTBEHHO NEPeHOCAT B Buany. 'epMeTusnpytoT Buany
TeNoHOBOW NMPOKNaZAKOW M KPbILLKOW M nepenaroT ANns MHCTPYMEHTanbHOro

aHanuaa.
11 MNopAanoK BbINOSTHEHNUA U3MEPEHUN

11.1 W3mepeHnme mMaccoBbiXx KOHUeHTpauunm KLXIT B akcTpakTax
NPOBOAAT B COOTBETCTBUN C PYKOBOACTBOM MO 3KCryaTauum XpomaTo-mMacc-
cnektpomeTpa Agilent 5977A MSD wnnu aHanorMyHoMm C MCNoNb30BaHUEM
pexnmMa XMMM4eCcKkon NoHM3aLumm ¢ AeTeKTMpOBaHMEM OTpuLaTerbHbIX MOHOB
B peXume CenekTUBHOro CKaHMPOBaHUA MacC B YCIIOBUAX, OMUCAHHbLIX B
10.4.41n104.5.

11.2 [pagyvpoBOYHbIE pacTBOpbl, NpUroToBrieHHble no 10.3.8,
aHanu3npyrT B YCIoBUAX, onncaHHbix B 10.4.4.

Peructpmvpylor  MOHHbIE Macc-xpomaTtorpaMmmbl  Ons NOHOB,
cooTBeTCTBYOWMX onpegensemoiMm KLXIT ©n BHyTpeHHeMy cTaHOapTy.
OnpepenstoT BpemeHa yaepxusanusa KLIXIT n BHyTpeHHero craHgapTa.

KoadbpuumeHTbl MHOXECTBEHHOW NIMHENHOW PErpeccumn paccynTbiBatoT
no dpopmyne (1), ncrnonbays dyHkumo NMMHEWMH B nporpamme Excel, ncxoas
N3 3Ha4vyeHus KoHueHTpaumm cymmbl KLIXIT B rpagyMpoBoYHOM pactBope

Py, MKI/MI.
Ay A,

+b, = (1)

PS om = b
e T R Ay A

roe b;, b, — kKO3IPPULMEHTBI MHOXECTBEHHOW NIMHENHOW perpeccumn, MKr/mn;
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Ay, A, — nnowagn xpomaTtorpadudecknx NMKoB Ha cparmeHTorpamme

Ans kaxgoro u3 BblbpaHHbIX MoHoB KLIXIT ¢ maccoBbiMM 3Ha4YeHUAMU m/z
375 n m/z 423 B rpagyMpoOBOYHOM pPacTBOpPE;

Ajs— nrowagb xpomaTtorpaduyeckoro nvka BHyTpeHHero craHgapTa no
NMOHY C MaccoBbIM 3Ha4YeHneM Mm/z 434 B rpagynpoBOYHOM pacTBOpE.

[MonyyeHHble KO3 MULUMEHTBI MHOXECTBEHHOW JIMHENHOW perpeccum
MCNONb3YITCA OS5 KONIMYECTBEHHOW OLIEHKN HE M3BECTHbIX KOHLEHTpauun B
npob6ax.

11.3 [Ona nogTBepXAeHust OOCTaTOYMHOW  YMCTOTbl  PEeaKTMBOB,
MaTtepuanos, nabopaTopHOW NOCyAbl BbINOMHAKT XOSI0CTOW OnbIT.

XonocTtyto npoby HeobxoAMMO aHanuamMpoBaTb B Kaxaon cepumn npob
(10—20 npoO, BbINOSTHEHHLIX C OQHOW NapTUEN peakTUBOB), YTOObI yoeanTbCs
B  OTCYTCTBUM  3arpsi3HEHWN, UCTOYHMKAMW  KOTOPbIX MOryT  ObITb
n3MepuTenbHas cuctema, peakTusbl U MaTepuansl. B cnyyae obHapyXeHus
3arpasHeHnn  (NPOoSIBASAIOWMXCA B MOSABMIEHUN CUrHanNoB Mpu  3afaHHbIX
3HaYeHusIX BPEMEH yaepXXMBaHUS U Maccax MOHOB), MPEBbILLALLNX YPOBEHb
1 % ot cpeagHero 3HadeHus cymmbl KLLXT, oBHapyXMBakT UCTOYHUK ITUX
nomex, nocnefoBaTenbHO aHanuM3npys UCMNosSibdyemble peakTuBbl. JTY
ornepaumio  OCYLLECTBNAKT Takke [Mpyv  UCMNOSIb30BaHUM HOBOW MNapTuu
peaKkT1BOB.

11.4 AHanuM3npyloT MpUroToBMEeHHble o00pasubl BOAbl, MOYBbLlI UMK
Buonoruyeckoro matepuana.

Hanuune aHanunanpyemblix coegmHeHnin B obpasuax obHapyXmBaroT Mo
OTHOCUTENBHOMY BPEMEHUN YOEPXKMBAHUA N XapaKTEPUCTUYECKUM MOHaM Ha
Macc-goparmMeHTorpamMmme.

AHanuaupyemoe coefunHeHue cuyuTaeTcd NOeHTUPUUUPOBAHHbLIM MpuU
BbINOSTHEHUW CIeayoLWNX KpUTEPUEB:

- XpoMaTorpaguyeckmin  curHan [osmKeH ObiTb  pacnofiokeH B
AvanasoHe BpeMeHU yaepXuBaHua assl BbIOpaHHbIX MIOHOB N HE OTSIMYaTbCS
bonee yem Ha 0,5 % o1 BpemeHnu yaepxmaHus KLIXI B ctaHgapTe;

23



P[ 52.18.938—2024
- doopma xpomaTtorpaguyeckoro curHana gosmkHa HanoMmHaTtb popmy

B CTaHAapTe;
- pac4é€THbIM pe3ynbTaT Ha ocHoBe m/z 411 (npoctad nuMHenHas

perpeccusi) unm Ha ocHose M/z 411 n m/z 449 He OOMKeH oTnMyaTbCa boree

4yeM Ha £ 70 % oT pe3ynbTaTta, pacCUMTaHHOro Ha ocHoBe M/z 375 n m/z 423.

B cnyuae, korga maccoBasi KOHLUEHTpaUMsSl B 3KCTPaAKTE BbllLEe MaCcCOBOW
KOHLUEHTpaUUM MaKCUMarnbHOM TOYKM rPagyMpOBOYHON  XapaKTEPUCTUKM,
9KCTpaKT crnegyeTt pa3daBuTb M30OKTAHOM M MPOBECTU N3MEPEHNE MaCCOBOW
KOHUEHTpauun pasbaBneHHon npobbl. [lpy  BblMUCHEHUMM  pe3yrbTaToB

M3MepeHMIZ Heobxoaumo y4eCTb CTeNneHb pa36aBr|eHM;|.

12 O6paboTKa pe3ynbTaToB U3MEpPEeHUN

Maccoyto koHLeHTpauuto cyMmmbl KLUXTT B npo6ax noBepXHOCTHOM BOAbI
Coer, MKT/AM® 1 MaccoByto goro KLIXIM B npobax noys u GUMONOrMyeckoro
mMaTepnana Ciaxn, MI/KM, paccuuTbiBaloT no  dopmyne (2), wucnonb3yd
KO3 PULIMEHTLI perpeccumn, onpeneneHHble U3 rpagymposku no 11.2:

.|'5_<.'

A
CKH=[b—i+b ] 2
i S R )

roe Ciss — KOHUEHTpauus BHYyTpeHHero crtaHgapta B npobax, mr/kr (ans
MoYBbl U BrONornyeckoro Matepuana), Mkr/am® (ans soapl);

Crs cy — KOHUEHTpauMa BHYTPEHHero crtaHgapTa B KanvMbpOBOYHOM
obpasue, MKr/mn.

OnpepenstoT adPeKTUBHOCTb U3BMEYEHNA BHYTPEHHEro ctaHgapTta R,

%, no goopmyne:

A
R=-—-100, (3)
AIS cal

roe Ais s— nnowanb BHYTPEHHEro cTaHgapTa B obpasue;
Ais cal — CPEOHAS Mnowaab BHYTPEHHEro cTaHgapTa B rpagyMpOBOYHbIX

pacTBopax.
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KonuyectBo BHYTpeHHEro ctaHgapTa B obpasue 1 B rpagyMpoBOYHbIX

cTaHgapTax OOJMKHO ObITb oanHakoBbiM. O6BLEM aHannanpyemoro obpasua u
06bEM rpagynmpoOBOYHbIX CTaHAAPTOB AOMMKEH BbITb 1 M.

MuHmanbHas 3PeKTUBHOCTbL U3BNEYEHUSI AOMKHA OblTb HE MEHbLUE
30 %.

13 OcdhopmneHue pe3yrnbTaToB U3SMEPEHUN

13.1 3a pesynbrar U3MepeHUn npuUHUMaKT pes3ynbTaT eaUHUYHOro
onpegenenns. MaccoByo KoHueHTpauuto cymmbl  KUXIT B npobax

NMOBEPXHOCTHOW BOAbI, Cxyxrz MKI/AM®, NPEACTaBNAOT B BUAE

Csxyxn1 £ A, MKF/}:I,M3, (P:O,95) (4)

Maccosyto gonto cymmbl KLIXIT B npobax novsbl U GUonornyeckoro
maTtepvana Crxyxnz, MI/Kr, NPEACTaBNAOT B BUAE
Crxyxnz £ A, Mr/kr (P=0,95), (5)
roe + A — abcontoTHoe 3HaYeHue nokasaTenst TOMHOCTU MEeTOAMKU, MKr/am3
NUNW Mr/kr, paccynTaHHoe no opmyre:

8Cy
A= KIMIT , 6
100 (©)

roe 6 — nokasaTesnb TOYHOCTU, %, B COOTBETCTBMM C Tabnuuen 1.

Ecnn maccoBas koHueHTpauma n maccoada gonst KLUXI B npobe Huxe
HWXHEWN rpaHvubl guanasoHa U3MepeHnn, NpPousBOAAT CreayroLlyo 3arnuchb:
Csiyxn,p TAE B-HWXKHAA rpaHuua ananasoHa uamepeHuin, MKr/am® unm Mr/xr.

13.2 PesynbTatbl UsMepeHnr opopMA0T NPOTOKONOM UM 3aMnucbio B
XypHane no ¢opmam, npuBegEHHbIM B PyKkoBOoACTBE MO  Ka4yecTBy

nabopartopuu.
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14 KoHTponb KauyecTBa npouenypbl aHanusa NoBepPXHOCTHbIX

BOZA4, NOYB U BMonoru4yeckoro MaTepuana

14.1 AnropuTmM onepaTtMBHOIro KOHTPOSIS MOBTOPAEMOCTU

14.1.1 OnepaTuBHbIA KOHTPOSIb MOBTOPAEMOCTU OCYLLECTBAAT An4
OAHOro pesyrnbTaTta U3MEpPEHUN B Kaxgon cepum npob, nonyd4eHHoro B
cooTBeTCTBUMM C MeToaukon. OTobpaHHyro MNpoby MNOBEPXHOCTHOW BOAbI,
NoYBbl NN BUoNoOrMyeckoro Matepuana AenaT Ha OBe 4acTu U BbINOSTHAKT
n3MmepeHmne B COOTBETCTBUM C pasgenom 10.

14.1.2 Pe3ynbTaT KOHTPOSIbHOM Mpoueaypbl rk, % paccyuTbiBalOT MO

doopmyrne:

(X1+X32) ’

Tk
roe Xi, X2 — pesynbraTtbl KOHTPOJSIbHbIX U3MEPEHNN MACCOBOW KOHLIEHTpaLuu
cymMmbl KLIXT, mkr/om® (Ons noBepXHOCTHOW BOAbI) U MAaccOBOW 40N CyMMbI
KLLXT, mr/kr (4nsa noysbl u Guonornyeckoro matepuana).

14.1.3 Npouenypa KOHTpOnS npeaycmaTtpusaeT cpaBHeHue
abCconNOTHOro pacxoXaeHus rx ¢ npeaenom NoBTOPAEMOCTU 1y,
14.1.4 PeaynbTaT KOHTPOSIbLHOW Mnpouenypbl OOMKEH YOOBETBOPATb
yCroBWIO
Jrk[S Iy (8)
14.1.5 lpegnen NoOBTOPAEMOCTU I, %, MOXeT ObITb paccyuTaH no
dopmyne:
=277 o, 9)
roe 2,77 — KoahpuumeHT, Ans aByx napannesnibHbiX NU3MepeHun;
or— CpefHeKBagpaTn4eckoe OTKITIOHEHME MOBTOPSEMOCTU (NoKasaTenb
NOBTOPAEMOCTU METOAMKM U3MEPEHUI) corriacHo Tabnuue 1.
14.1.6 lpu HeBbINOMHEHUM ycroBusa (9) KOHTPONbHYK npoueaypy
NoBTOPAOT. Mpn NOBTOPHOM HEBLINOSTHEHUN YCroBUS (9) NPUHUMAOT Mepbl

MO MUX YCTPaHEHMWIO.
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14.2 Anroputm onepaTMBHOrO KOHTPONS MOrpewHoOCTU BbINOSIHEHUA

I/I3MepeHI/Il7l C ncnonb3oBaHnem MetToaa BapbnpoBaHus HaBeCKU

14.2.1 OnepaTmBHbIA KOHTPOSb NOrPELLUHOCTN BbIMONIHEHUS N3MEPEHNN
NPOBOAAT NYTEM CpaBHEHUS pes3ynbTaTa OTAENIbHO B3SATOM KOHTPOSIbHOW
npoueanypbl Kx C HOpMaTUBOM KOHTpons A.

14.2.2 [OTOBAT ABE HaBECKM NO4Bbl UK BUonorMyeckoro martepuana c
NCXOOHOW M NOSMTIOBMHHOM MaccamMn KOMIMOHEHTa U BbINOMHAT U3MEPEHNSA B
COOTBETCTBUMN C METOAUKOWN.

14.2.3 Pe3ynbTaT KOHTPOSIbHOM npoueaypbl Ki, MI/KF, paccymTbiBaloT
no copmyne:

Kk:X_XU, (10)

roe x— pesynbTaT M3MepeHUsi MacCoBOW O0NM OnpenensieMoro KOMMOHEHTa
B Npobe ncxogHon macchbl, Mr/Kr;

X, — pesynbTtar U3MEPEHUA KOHLEHTpauMM WM MacCcoBOW [O0nu
onpenenseMoro KOMnoHeHTa B nNpobe NoNnoBMHHOW MacChl, MI/KT.

14.2.4 HopmaTuB KOHTpONS K, Mr/Kr, paccuynTbiBalOT No oopmyre

2
K= J(gﬂm)u M) (11)
roe AL A, — 3HaYeHUs XxapakTepuCTMKM abCconTHON MOrpeLHoCcTH

pe3ynbTaToB U3MEPEHUN, YCTaHOBMNEHHbIE B nabopaTopum npu peanusaumm

MEeTOANKN, COOTBETCTBYIOLLIME MACCOBOW J0Ne onpeaensieMoro KOMNOHEHTA.

14.2.5 lpouenypy wn3MepeHuin Npu3HarT YyOOBETBOPUTENBHOW MNpU
BbINOJSTHEHUM YCNOBUS

| K| < K. (12)

[Mpn  HeBbINOMHEHUM ycnosBus (12) KOHTPOSbHYHO  npoueaypy
noBTOpPSAOT. [lpy NOBTOPHOM HEBBLINOSHEHMM YycnoBuUs (12) BbISCHSOT
MPUYUHLI, NPUBOASALLME K Hey[dOBreTBOpPUTErNbHbIM  pesynbTatam, U
NPUHUMAKOT Mepbl MO NUX YCTPaHEHWUIO.
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14.3 AnroputmMm onepatMBHOro KOHTPOJSISA MOrpeLlHOCTU BbINOSIHEHUA

VI3MepeHVIl7I C MCNoNnb30BaHUeM MeToaa A06aBoOK

14.3.1 lMpu npumeHeHUn meToda AobaBOK ANt MOBEPXHOCTHOW BOAbI
norpeLuHocTn, obycrnoBreHHble onepauusaMn BBedeHust Ao0D0aBOK, a Takxke
norpewHoctn CW, npumeHsieMblx OnNs BBeAeHusi OobaBOK, HE BHOCAT
CTaTUCTUYECKN 3HAYMMOrO BKMaga B MOrpeLIHOCTb pe3ynbTaToB N3MEPEHUN
coaepXXaHuUs KOMMNOHEHTA.

[Mpn peanusaumMm KOHTPOSILHOM npouenypbl MnonyyarwT pesynbTaThbl
KOHTPOSbHbLIX W3MEPEHUN cornacHo 6.3 coaepXaHus onpeaensaemMoro
KOMMNOHEHTa B paboyen npobe — X M B paboyen npobe C BHECEHHOM
n3secTHon gobaskon — X", mkr/gms.

KoHueHTpauus gobaskn C; yooBneTBOPSIET YCIIOBUIO

Ci> Dzt Ajgm (13)
roe Az, Agw — xapaktepucTuka abCONOTHOM MOrpPeLHOCTU METOAUKU
N3MepEHNIA, COOTBETCTBYIOLLAA CoAepXaHU0 KOMMOHeHTa B paboyen npobe
N PacYETHOMY 3HAYEHUID coaepXaHusa KOMMOHeHTa B npobe ¢ gobasBkown
COOTBETCTBEHHO, MKI/aMm3.

14.3.2 PesynbTaT KOHTPONbLHOW npoueaypbl Ki, MKr/aM3 paccuuTbiBaloT
no cpopmyne:

Ke=x"-x-(, (14)
roe X" — pesynbTaTt aHanusa npobbl ¢ J06aBKoN, MKr/AM?;
X — pesynbTaT aHanusa npo6bl 6e3 nobasko, MKr/am?;
Cy— KOHLUEeHTpaumsa nobasku, Mkr/ame,

14.3.3 HopmaTtuB KOHTpPONS MNOrpewwHocTn K; paccymTbiBalOT Mo

dopmyne:

Ko = [Aur® +0s” (15)
MpnmevyaHns:
1 Jonyctumo Ona pacyéta HOpPMaTMBOB KOHTPOSISA MCMNOSb3oBaTb MokasaTenuv
KayecTBa pe3ynbTaToB aHanu3a noslydeHHble pacy€THbIM NyTEM MO hopmyrne A,=0,84:A.
2 B yacTHoMm criyuae, ecim Agm=Az=A K = A N2 =1,41A,

BbiBOObI NO pe3ynbTatamM KOHTPONSA AenatT B COOTBETCTBUM € 14.2.5.
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KnioueBble cnoea: KOPOTKOLEMHbIE XMOpPMPOBaHHbIE NapaduHbl,
npoba, no4ysa, NOBEPXHOCTHbIE BOAbI, Buonornyeckuin martepuarn, XxpomaTo-

MacC-CNeKTPOMETPUYECKMI METOA aHanus3a
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MWUHUCTEPCTBO NPUPOAHBIX PECYPCOB U 3KONOMMU POCCUACKON ®EAEPALIUU
®enepanbHan cnyx6a no ruApoOMETeoponoruM U MOHUTOPUHIY OKpYXalowei cpeab!
(Pocruppomer)

®E[EPANBHOE NOCYAAPCTBEHHOE BIO[XETHOE YYPEXAEHUE
«"MAPOXUMUYECKUUA MHCTUTYT»

344090, r. PocTtoB-Ha-[loHy dakc: (863) 222-44-70
np. Ctauku, 198 TenedoH (863) 297-51-63
E-mail: info@gidrohim.mecom.ru

CBUOETENLCTBO
06 aTrecrauun metoauku uamepenuin Ne 938.RA.RU.311345-2024

MeTtoauka N3MepeHun MaccoBoW KOHUEHTpauuu KOPOTKOLENHbIX
XNIOPUPOBaHHbIX napaguHoB B npobax NOBEpPXHOCTHbIX BOA W Maccosas [AONA
KOPOTKOLIeMHbIX XMOPWUPOBaHHbIX napacguHos B npoGax noys M Guonoruyeckoro
maTtepuana MeTofoM XpOMaTo-Macc-CneKkTOMeTpum,

paspaboraHHas PegepanbHbiM rocyAapcTBEHHbIM GIOMKETHLIM yYpexaeHuem
«HayyHo-npoussoacTeeHHoe obbeauHerne «TaiidyH» (PIBY «HMO «TaidyH»)
np. Nenuna, A.82, r. OBHUHCK, 249038,

copepxawasca B PO 52.18.938-2024 «Maccoeas  KOHUEHTpauus
KOPOTKOLENHbIX XIOPUPOBaHHbIX napacduHoB B npobax NOBEpXHOCTHbIX BOA W
mMaccoBas AONA KOPOTKOUEMNHbIX XNOPUPOBaHHbIX napaguHoB B npobax noys w
Buonoruyeckoro mareprana. Mertoauka uW3MepeHud METOAOM XpomaTo-macc-
cnekromeTpuu» Ha 39 c.,

aTrectoBaHa B COOTBETCTBUM C NOPSAKOM, YyTBepXAEHHbIM [pukasom
Munnpomtopra ot 15.12.2015 N2 4091 «O6 yTeepxaeHuuM nopsaka arrecraunu
NepBUYHbIX pedepeHTHbIX MEeTOAUK (MeToAoB) U3MepeHU, pedepeHTHbIX MEeTOAMK
(METOA0OB) U3MEpPEeHWn ¥ MeToauK (METOAOB) W3MepeHWA U UX NPUMEHEHUR» W
FOCT P 8.563-2009 «ocyaapcreeHHan cucrema obecneyeHus eauHcTea U3MepeHui.
MeToauku (MeToabl) UIMEPEHNAY.

ATTECTaUMs OCyLLEeCTBMEeHa No pesynbTartaM 3KCrepUMEeHTanbHbIX UCCnefoBaHum,
NpoBeA&HHbIX NPY pa3paboTke METOAWKN, a TaKKe TEOPETUHECKUX UCCNEA0BaHWA.

MeTponoruyeckue XapakTepUCTUKU nNpuBeAeHbl B npunoxedun 1 n.,
SBNAIOLEMCA HEOTLEMIEMOV YaGTBIO RACTOSALLEro CBUAETeNnsLCTBa.

»

[vpekTop ;2""{'/‘ M.M. Tpodumuyk

CnaBHbIA MeTponor G Wgtr ’ A.A. Hazaposa

[aTta Bblgauun caunereﬁbcyéé 23.12,’2024.
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NMpunoxeHwue
K cengeTensctey Ne 938 RA.RU.311345-2024
ofl aTTecTayun METOAUKN U3MEPEHUIA MaCCOBOW KOHLIGHTPALIMK KOPOTKOLENHbIX
XMOPUpOoBaHHbIX NapatuHoB B nNpobax NoaepxHOCTHBIX BOA U MaccoBas A0NS
KOPOTKOLENHBIX XNOPUROBaHHbIX NapaduHOB B Npobax NoYus 1 GHONoru4eckoro
MaTepMana MeToaoM XpoMaTo-Mace-CrneKTpoMeTPum

Tabnwuuya1- QuanasoH usmepeHuini maccoBoi koHueHnTpauvu KLIXM B npoGax
ROBEPXHOCTHLIX BoA M MaccoBod aonu KLXIM B npoBax nove m GUONOrudeckoro
MaTepuana; 3Ha4YeH A NoKalaTenel NOBTOPSEMACTH, BOCHPOU3IBOANUMOCTM U TOUHOCTH

HaumeHosanKe JAwvanasoH MNokasartena MokazaTena MNokaszaTens
obbekra n3MepeHni NOBTOPAEMOCTH BOCNpON3BO- TOUHOCTU
WUCCTIBAGBAHKS, {OTHOCUTENBbHOR AUMOCTH (rpanrybl
EAVHULIL) CpPBaHaKsan- {oTHOCHTENLHO® OTHOCUTENbHOW
WAMepeHUA paTHyeckoe cpeaHeKBagpaT- NOrpewHoCTH)
CTXNOHEHUe YErKOe OTKNOHEHKE
NOBTOPREMOCTH) BOCMPOU3BO-
AUMOCTI)
O, % Or, % 3, %
[NoBepxHaCTHEIR Or 0,1 8o 22 29 a4
80abl, Mkr/gm® 3,0 exsT10M.
Mousa, 070,04 po
Mrikr 1,20 BRMIOM. 23 . 45
buonormyeckvn
Marepuarn, 010,02 po 24 24 50
0,60 srntoM.
mrikr

Mpn peann3aumm MeToauk B nabopatopuun obecneqnsatoT:

- QMNepaTMBHBIA KOHTPOMNb UCNONHUTENEM NPOLEAYPb! BEINONHEHWUA U3MEpPeHUA
(Ha ocHoBe OLieHKM NOBTOPAEMOCTH, NOFPELLHOCTH NPU Peannaaunn oTASNbHO B3STON
KOHTPONBHOW Npoueayphl);

- KOHTPONb CcTaBunbHOCTA  pesynbTaToR  W3MepeHWd (Ha OCHOBE KOHTpONA
cTaBNbLHOCTU NOBTOPAEMOCTH, NOTPELLHOCTY).

(lepMoANYHOCTb ONEPAaTUBHOMO KGHTPOMS U NPoLeAypPbl KOHTRONR CTAabWUNbHOCTY
pPE3ynLTaTOB BHINOMHEHUA WSMEPEHWA pernaMeHTUpyloT B PYKOBOACTBE NO KaYeCTBY
naBopaTtopun.

H.0. sasepyrowmin naGopatopuen Nes
«DUINKO-XMMU4ECKUX METOAOB MaEHTUDNKALMK
M aHanusa OPraHN4eCcKUX TOKCUKaHTOB»

UMM ®IBY «HIMO «TaRpyH», K.X.H. A.MN. CamcoxoB

IMoanucano k nmevyatu 28.12.2024. ®opmat 60%84/16.
[Teuyars odcernas. Ileu. 1. 2,3. Tupax 80 sk3. 3axa3z Ne 38.
Ortmnegatado B ®I'bY «BHUUT MU-MI1/», r. O6HUHCK, yin. Koponéaa, 6.





