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PYKOBOOAWWUN OOKYMEHT

MACCOBASA KOHLUEHTPALUA TEKCAXITOPBYTAOAUEHA
B NMPOBAX NUTBEBbIX, MPUPOOHbLIX N CTOYHbIX BOA

MeTtoauka VI3MepeHVIVI MeTOAOM XPOMaTO-MacCcC-CNneKTpomMmeTpmnmn

[ata BBegeHust — 2020 —09 — 01

1 O6nacTb NpMMeHeHus

1.1 Hactoawmn pykoBOOALWMA OOKYMEHT YyCTaHaBnMBaeT MEeTOOUKY
n3mMepeHnin (ganee — MeToamnka) MaccoBOW KOHLUEHTpaumm rekcaxnopbyrtagmeHa
(FXBM) B npobax nNUTbeBLIX, MNPUPOAHLIX M CTOYHbLIX BOA (Oanee — npoObl)
XpPOMaTO-MacC-CNEKTPOMETPUYECKMM METOOM.

1.2 Ounana3oH uamepeHusa maccoBon KoHueHTpauum MXB[ B npobax co-
CTaBnseT:

- B MUTbEBbIX Bogax — oT 0,05 go 50 mkr/am®;

- B MPUPOAHBIX U CTOYHbIX Bogax — oT 0,1 go 50 mkr/am®.

1.3 Hactoawun  pykoBoOsaWMW  OOKYMEHT  npefHasHayeH  Ans
Mcnonb3oBaHMa B nabopaTopusix, BbINOMHSAKOLWNX WU3MeEpPeHns B obnactu

MOHUTOPUHIa 3arpsisHeHU OKpyXxaroLLen cpeabl.
2 HopmaTuBHbIe CCbISIKU

B HacToAwen wmeToamMke UCMONb30BaHbl CCbIKA Ha  creaylolmne
HOPMaTUBHbIE AOKYMEHTbI:

FOCT 12.1.004-91 Cuctema ctaHgaptoB 6esonacHocTu Tpyaa. NoxapHas
6e3onacHocTb. O0wme TpeboBaHms

FOCT 12.1.005-88 Cuctema crtaHgaptoB 6esonacHoctn Tpyga. Obwiue

caHUTapHO-TUrMeHn4Yeckne TpeboBaHUs K BO3ayXy paboyel 30HbI
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FOCT 12.1.019-2017 Cwuctema craHgaptoB ©OesonacHocTM Tpyaa.
onekTpobesonacHocTb. ObLme TpeboBaHMS U HOMEHKaTypa BU4OB 3aLUUThbI
OCT 12.2.003-91 Cwucrema craHgapToB ©e3onacHocTn  TpyAaa.

O6opynosaHune nponssoacteeHHoe. Obuwme TpeboBaHus 6e30nacHOCTH

FOCT 17.1.5.04-81 OxpaHa npupoabl. [unapocdepa. [lpudopbl wn
ycTponcTBa anga otbopa, nepsmnyHOM o6paboTkm 1 XxpaHeHus npob NpMpoaHbIX

BoA. O6Lume TexHMYeckme ycrnoBus

FOCT 17.1.5.05-85 Oxpana npupoabl. 'mapocdepa. Obwme TpeboBaHUs

K 0OTOOpPY NPo6 NOBEPXHOCTHbLIX M MOPCKUX BOA, fbAa U aTMOCEEPHbIX 0CaaKOB

FOCT 1770-74 lNocyna mepHast nabopaTtopHada cTeknaHHas. LnnuHgpeol,

MEH3YPKU, KONbbl, Npobupkn. ObLmMe TEXHUYECKMNE YCITOBUS

OCT 2603-79 PeaktuBbl. ALUETOH. TexHn4eckne ycnosus

FOCT 4220-75 Kanuin ByXpOMOBOKUCHbIN. TexXHUYecKne ycroBus

FOCT 6709-72 Boga guctunnmpoBaHHas. TexHu4Yeckne ycrnoBus

FOCT 9337-79 Hatpun docdopHo-kucnbin 12-BogHbIN. TexXHUYeckne yc-
nosus

FOCT 25336-82 lNocyaa n obopynoBaHue nabopaTopHble CTEKMSHHbIE.
Tunbl, OCHOBHbIE NapamMeTpbl U pasmepbl

FOCT 28498-90 TepmMOMETPbI XUAKOCTHbIE CTEKNsHHblIE. Obuime TexHu-
yeckume TpeboBaHusa. MeToabl NCNbITaHWN

FOCT 29227-91 lNMocyna nabopaTtopHas cTeknsHHas. [vneTku rpagyvpo-
BaHHble. YacTb1.06wume TpeboBaHus

FOCT 31861-2012 Boga. O6buwme TpeboBaHus kK oT6opy Npob

FOCT 51652-2013 CnnpT 3TUMNOBbIN PEKTU(UKOBAHHBIN U3 MULLLEBOrO Cbl-
pbs. TexHu4eckue ycrioBus

FOCT P 53228-2008 Becbl HeaBTOMaTM4eckoro gencremda. Yactb1. MeTt-

pornorn4yeckne n TexHn4eckme Tpe6OBaHVIF|. NcnbitaHus
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PMIT 76-2014 T[ocymapctBeHHasi cuctema obecrnedyeHna eauHcTBa
n3mMepeHnin. BHYTPEHHUM KOHTPOSIb KayecTBa pesynbTaToB KOSIMYECTBEHHOIo

XNMMNYECKOro aHasinia.

MpnmeyaHue — [pn NONb30BAHUN HACTOSALLUMM PYKOBOAALLMM OOKYMEHTOM LENECco-
06pa3HO NPOBEPATL AENCTBME CCbINIOYHbIX JOKYMEHTOB:

— CTaHgapToB — B MHAOPMALMOHHOM cucteme obLiero nonb3oBaHus — Ha odumunans-
HOM caunTe doefepanbHOro opraHa UCNoNHUTENbLHOW BNacTu B cpepe cTaHgapTusaumm B ceTn
WHTepHeT unn no exerogHo usgaBsaemMoMy MHMOPMaLMOHHOMY ykasaTento «HauuoHasrbHble
cTaHOapTbl», KOTOPbIN ONy6nMKoBaH MO COCTOSIHMIO Ha 1 siHBaps Tekywero roga, v no Bbinyc-
KaMm exeMecsiYHO u3gaBaemoro MHGOpPMaLMOHHOIO ykasaTtens «HaunoHanbHble cTaHgapThbi»
3a TeKyLnn rog.

— HOPMAaTUBHbIX JOKYMEHTOB MO METPOSIOMMN — NO €XEerogHo n3gaBsaemomy «llepeyHto
HOPMAaTMUBHbIX AOKYMEHTOB B 00nactv MeTponorumy», onybrmnkoBaHHOMY MO COCTOSIHMIO Ha 1
siHBaps TekyLlero roga

Ecnun ccbifToYHbIN HOPMATUBHBIA JOKYMEHT 3aMeHEH (M3MEHEH), TO NpW Mosib30BaHUN Ha-
CTOSILLMM PYKOBOASLLMM OOKYMEHTOM crefyeT PYyKOBOACTBOBATbCS 3aMEHEHHbIM (M3MEeHeH-
HbIM) HOPMaTUBHLIM LOKYMEHTOM. ECnu CCbINTIOYHBLIN HOPMATUBHbBIA LOKYMEHT OTMEHEH 6e3
3aMeHbl, TO MOJSIOXKEHME, B KOTOPOM [JaHa CChlfika Ha HEro, NPUMEHSIETCA B YacTu, He 3aTparu-

BaloOLLien 3Ty CCbISKY.
3 TepMUHbI U onpeaeneHus

B Hactosiwen meToaMKe NPUMEHEeHbl  cnegywline TepMUHbl  C
COOTBETCTBYOLLUUMN OnpeaeneHnsaMu:

3.1 npomexyTo4yHbIn pacTBop: PactBop C Wu3BECTHOM MaccoOBOW
KOHUeHTpaumen XB[, koTopbl uUcnonb3yeTca ANA NpPUroToBrneHns paboyvmx

rpagyMpOBOYHbIX PaCTBOPOB.

3.2 rpagyvpoBO4YHbIN pacTBop: PactBop C wn3BecTtHoM MaccoBOW
KOHUeHTpaumen [XB[, KOTOpbI roToBUTCA pas3baBrneHMeEM MNPOMEXKYTOYHOIo
rpagyvpoBOYHOrO pacTBopa M MUCMNOoMb3yeTcsa AN NOCTPOEHUsS rpagympoOBOYHOM

XapaKTepPUCTUKMU,

3.3 npoba: Boaga, otobpaHHasa ans aHanuaa.
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3.4 xonocTtaa npoba: [Mpoba BoALI, Npoxoasilas BCe CTagun aHanuaa,
4YTO U peanbHas npoba, HO He coaepXallasa onpeaensieMble COeANHEHUS.
3.5

eAuHu4YHoe onpeaeneHue: OOHOKpaTHOe NpoBedeHVME BCen nocne-
OOBaTENbHOCTM Ornepauuin, nNpeaycMOTPEHHON METOAMKOW aHanu3a Belle-
CTBa UnNn matepuarna o6bekTa aHanMTUYECKOro KOHTPONS

[FTOCT P 52361-2018, ctaTtba 24]

3.6

napannenbHble onpepeneHus: Cepus eaAnHNYHbLIX ONpeaeneHun, Bbl-
MONMHEHHbIX B YCIOBUAX NOBTOPSEMOCTU
[FTOCT P 52361-2018, ctaTba 25]

3.7

pe3ynbTaT U3MepeHun: 3HayeHue XapakTepUCTUKK, MNOSTyYEHHOE Bbl-
NONHEHNEM perfnaMmeHTUpPOBaHHOIO MeToAa N3MepPeHUn
[TOCT P UCO 5725-1-2002, ctatbs 3.2]

4 Tpe6OBaHMﬂ K NOKa3aTtesniiAMm TOYHOCTU M3MepeHMﬁ

|_|pl/1 cobniogeHnn  Bcex pernameHTnpoBaHHbIX MEeTOONKOM yCJ'IOBVIIZ
BbINMOJIHEHNA |/|3mepeH|/|l71 mMeToamka obecnevnBaeT nosiydeHne pe3yribTaTtoB
|/|3|V|epeH|/||7| C nokKasartendamMm TO4YHOCTU, 3Ha4YeHUA KOTOPbIX HE MNpeBbILLAakoT

3Ha4YeHU, NpMBeAEHHbIX B Tabnuue 1 Ans Bcex TMMNoB BoA,.
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Tabnwuyal- [Quana3oH namepeHuin, nokasaTenn NoBTOPAEMOCTH, BOCMPOU3-
BOOMMOCTHU, MPaBUITIbHOCTU Y TOYHOCTW NPU NPUHATON BeposTHOCTU P =0,95

[unanasoH lNokasaTenb lNokasaTenb BOC- lNokasaTenb npa- lNokasaTenb
n3MepeHns NOBTOPSIEMOCTM NpPoOn3BOANMOCTH BUTBHOCTU TOYHOCTH
MaccoBOW (cpenHe- (cpenHekBagpa- (rpaHuubl cucte- | (rpaHuUbl OT-
KOHLIeHTpauuu KBagpaTuie- TUYECKoe OTKITOHe- MaTMU4YeCKOM HOCUTENBbHOM
'XBA4, CKOe OTKJTOHe- HMEe BOCMNPOM3BO- NorpeLIHoCcTN) NorpeLLIHoCTH)
HWe noBTopsie- ANMocCTHn) +A., % +0, %
mkr/om® MOCTW) Or, %
o, %

[na nntbeson BoAbl
Ot 0,05 po 50,0 BktOM.

[ns npupogHon 1 cTou- 9 10 8 22
HOoW BOA
Ot 0,1 po 50,0 BKkrtOM.

5 TpebGoBaHusi K cpeAcTBaM WM3MepeHUNW, BcnomoraTeslbHOMY

O60pyﬂOBaHMI'O, MaTepuasriam, peaktnBam

5.1 CpeacTtBa namepeHun, BcnomMoraternbHble YCTPOUCTBA

5.1.1 XpomaTto-macc-cnekrpomeTp Agilent, coctoawmm ns:

- MaccC-CerneKkTMBHOro aeTektopa (macc-criektpomeTpa) mozenu Agilent
5977A MSD c cooTHowweHnem curHana k wymy 1:50 ana 10 nr rekcaxnop6esona;

- razoBoro xpomartorpada mogenn 7890 B, cHabGXeHHOro KanunnspHou
kosioHkon DB-624 (6 % umaHonponundeHun 94 % OuMeTUnnonncuiokcaH) anm-
Hon 30 M, BHyTpeHHUM gmnameTpom 0,32 MM, C TonLWwmMHOM cnost pasbl 1,4 MKM;

- yCTaHOBKM Onda napodpasHoro aHanmsa Headspace Sampler mopenu
Agilent 7697A;

- cMcTeMbl 06paboTkM AaHHbIX Ha 6a3e NepcoHanbHOro KoMMboTEPA.

MpwummeyaHwUe — [onyckaeTcss NpMMEHEHME aHanorMyHbIX XpomaTo-macc-
CNEKTPOMETPOB, MPOU3BOAUMbIX APYIMMU (DUPMaMM, UHbIX SIEMEHTOB MPUMEHSIEMON U3Me-
PUTENBHOW CUCTEMbI (XpomaTorpaduyecknx KanunnspHbIX KOMOHOK, nporpamm o6paboTku
AaHHbIX 1 ap.). MeTponornyeckne xapakTepucTUKM METOAMKN NPU3HAOTCS COOTBETCTBYOLLM-
MW yKasaHHbIM B pasgene 4 npuv NonoXuTerbHbIX pe3ynbTaTtax KOHTPOMsS NOrpeLiHoCcTH, Bbl-

MOSTHEHHOrO B COOTBETCTBMM C  pasgenom 12.
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5.1.2 Mukpownpuupbl ons rasoson xpomarorpadumn smectumocteto 0,010 m
0,1 cm®, ueHon genenust 0,002 cm®, npenenom OCHOBHOW OTHOCUTENbHOW MorpeLu-
HOCTU He 6onee £5 % W OTHOCUTENBbHBLIM CpeaHeKBaapaTUYECKUM CTaHAaPTHLIM
OTKINMOHEHMEM CIly4anHOW cOoCTaBnsowen norpewHoctn He 6onee 1 % (Hanpumep,
SGE-Chromatec-03-100).

5.1.3 Becbl HeaBTOMaTUYECKOrO AeNCTBUA (NabopaTopHble) cneumanbHOro
() knacca TOYHOCTW, OeNcTBUTENbHad uUeHa AeneHust (wkanbel) 0,0001r no
FOCT P 53228.

5.1.4 TepmomeTp nabopaTtopHbii, LUeHa aeneHna 1° C, npeaensl uamepe-
Hmsa ot 0 °C go 100 °C, lI-ro knacca To4HocTm no FOCT 28498.

5.1.5 TepmomeTp KOMHaTHbLIN Mo [1].

5.1.6 lNnneTkn rpagympoBaHHble, 2-ro Kracca TO4YHOCTU BMECTUMOCTLIO: 1,
2,51 10 cm® no TOCT 29227.

5.1.7 NnuneTtkn ¢ ogHOM OTMETKOW 2-ro Krnacca TOMHOCTM BMECTUMOCTbIO: 1,
2,5 cm® no TOCT 29169.

5.1.8 Konbbl MepHblE MUCNOMHEHUs 2, 2-ro Knacca TOYHOCTM BMECTUMO-
cTbto: 25, 50, 100, 250 cm® no FOCT 1770.

5.1.9 CreknsaHHble donakoHbl (Buanbl) pupmbel Agilent Technology koa no
katanory 9301-0716.

5.1.10 lMNpoknagkn TednoHoBble dpupmbl Agilent Technology koa no kaTta-
nory 9301-0976.

5.1.11 Kpbiwkn antomuHuesble ompmbl Agilent Technology koa no katano-
ry 9301-0721.

5.1.12 Ckpummep dupmbl Agilent Technology kog no katanory
5040-4669.

5.1.13 Wkad cywmnneHbin Tuna CHOJ1 no [2].

5.1.14 V3oTepMunyeckne KOHTEMHepbl ONA XpaHeHus OoTobpaHHbIX nNpob
Coleman 70 Qt XTREME COOLER BLUE c akkymyndaropamu xonoga
CW Iceblock 750.
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5.1.15 ®nakoHbl gna otbopa Npod M3 TEMHOrO CTEKNa C 3aBUHYNBAKOLLEN-

CS1 KPbILLKOM eMKocTbio 0.04 am°.
MpumedaHune — [JonyckaeTcs MUCMoNb3oBaHME OPYrnX TUMOB CPeOCTB U3MEPEHUN,
nocyabl U BCnomMoraTesnibHOro o6opygoBaHns, B TOM YUCIE MMMOPTHBIX, C XapakTepuctmkamum

He XyXe, YeM y npuBeaEHHbIX B 5.1.

5.2 PeakTtnBbl 1 maTtepuanbl

5.2.1 N'enun razoobpasHbln, Mapka A, b no [3].
5.2.2 CraHpapTHbin obpasen, cdumpmbl Accu Standard ¢ cogepXaHuem
XB[ 2 mr/cm® (pacTBop B MeTaHone), Homep no katanory M-502-36-10 X.

5.2.3 BHyTpeHHun ctaHgapt (recovery, RIS) 4-6pomdpTopbeH3on dumpmbl
Acros Organics, kog no katanory 107010100, cogep>xaHne OCHOBHOIO BeLlecTBa
98 %.

MpunmedaHwune - [JobasnsaoT B npoby nepen BBogomM obpasua B nHxektop. [o-
nyckaeTcsi UCMONb30BaHNE B Ka4yecTBe 3TOro ctaHaapTa ApYrMx COeauHEeHUn, KoTopble OT-
CYTCTBYIOT B aHanuaumpyemom obpasue C coaepxaHueM OCHOBHOMO BellecTBa He MeHee
98 %.

5.2.4 Kucnota cepHasi no NOCT 14262, oc.u.

5.2.5 Kanun gsyxpomosokucsibii no FOCT 4220, x.u.

5.2.6 HaTtpun docdopHO -kncnbin 12- BoaHsbi no NOCT 9337, u.

5.2.7 Cnnpt atunosbin no FOCT 51652.

5.2.8 AueTtoH no NOCT 2603, u.a.a.

5.2.9 Boaga anctunnunposaHHasa no NOCT 67009.

NMpnumevaHne — [lonyckaetcs Ncrnonb3oBaHNE peakTUBOB, M3rOTOBMIEHHbLIX MO APYromn

HOpMaTVIBHO-TeXHVI‘-IeCKOVI OOKyMeHTauun, B TOM 4YuUCrie MMIMOPTHbIX, C KBaJ'II/I(*)I/IKaLI,I/IEVI He

HWXe yKasaHHoOW B 4.2.
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6 MeToa namepeHuu

N3mepeHus maccoBon koHueHTpauuu TXB[ B npobax BbIMNOMHAKT METO-
AOM XpOoMaTO-MacC-CMEKTPOMETPUN B PEXUME pernctpauum BbliOpaHHbIX (OcC-
HOBHOIO 1 NOATBEPXKAAIOLLMX) NOHOB.

N3Bnedenune 'XBL 3 Boabl nponssogAaT nytem nepesoga ['XbB B paBHoO-
BECHbIN Nap Hag nNpobon BoAbl B repMEeTUYHO 3aKpbITOM CTEKMSIHHOM (brnakoHe
(Bnane). HenocpeacTtBeHHO nepen aHann3oM Buasbl ¢ Npobamu TepMoCcTaTupy-
0T B ycTaHoBke Headspace 7697A dupmbl Agilent Technology. AnuksoTa
(1 cm®) napoBoit hasbl aBTOMaTUYECKM BBOAUTCH B XPOMAaTO-MaCC-CeKTPOMETP.

NoeHtndoumkauuo 'XBL npoBogdaT no xpomaTtorpapuyecknm BpeMeHam
yOEepXUBaHNA M OTHOLLEHUIO Mowagen OCHOBHOIO M MoATBepXxgaroLlero noHa
Ha MOHHbIX Macc-hparmeHTorpaMmmax.

KonuyecTteeHHoe onpeaenenue [ XB npoBoasaT ¢ ncnosib3oBaHMEM METO-

Aa BHYTpPEHHero ctaHaapTa 4-6pomdprtopbeHsona.

7 Tpe6oBaHUA 6e30NacHOCTU, OXPaHbl OKpYXatolleln cpeabl

[Mpn BbINONHEHUN U3MepeHUI cobnogatoTca crnegyowmne TpeboBaHuS:

a) ucnonb3yemble B paboTe XMMUYECKME COeANHEHUA OTHOCATCH K BeLLecT-
BaMm 1-ro un 2-ro Kknacca onacHocTu, n npu pabore ¢ HUMM Heobxoanmo cobnogaTtb
TpeboBaHNA 6e30MacHOCTK, YCTaHOBMEHHbIE ANs paboT C TOKCUYHBbIMKU, €OKUMU U
nerkosocnnamMmensirommmncs sewectesamm no NOCT 12.1.005;

6) Npw BbINOAIHEHUN U3MEPEHUN MaccoBOW koHueHTpauum MXB[ B npobax
cobntogatoT TpeboBaHus 6esonacHoctn B cootBetctBuM ¢ TOCT 12.2.003,
FOCT 12.1.019, MHCTpPYKUMEN NO aKkcnnyaTaunm npnudopa;

B) rnomMmewleHMe, B  KOTOPOM  MPOBOAAT  U3MEPEHUS,  LOOSMKHO
COOTBETCTBOBaTb  TpeboBaHWAM  noxapHou  6Ges3onacHOCTUM  CorfacHo

FOCT 12.1.004 n umeTb cpenctea noxapoTywweHus cornacHo  OCT 12.4.009;
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r) TexHuka 6esonacHocTn npu paboTe B uUchbITaTeENbHOW nadopaTopun
AOMMKHA COOTBETCTBOBATb WHCTPYKUMAM, YTBEPXOEHHbIM B YCTAHOBIIEHHOM
nopsake, a Takke TpeboBaHUAM, U3MNOXEHHBIM B MHCTPYKLMUSAX NO 3KCnnyaTaumnm
CpeacTB M3MEPEHUN U BCNOMOraTenbHbIX YCTPOWUCTB, MPUMEHSAEMbIX MNPU

NPoOBEeAEHUN N3MEPEHWIA.

8 TpeboBaHus k kBanucpukaumum onepaTopon

8.1 K BbINONHEHMIO M3MepeHUId 1 0bpaboTke NX pe3ynbTaToB AOMycKaloT
NnnL, UMELWMX KBanuduKkaumilo He HKe UHXeHepa-xMMuka, npolleflmx Kypc
0obyYeHUss U UMelLLMX OnbIT paboTbl Ha XpomMaTo-Macc-CrneKkTpomeTpe, Bra-
OeLlnx MeToloM XpomaTtorpaduyeckoro aHanusa, 3HaloLIMX KOHCTPYKLMIO,
NPUHLMN OeNCTBMSA 1 NpaBuna aKcnnyaTtaumMm gaHHoro obopyanosaHus.

8.2 K BbinonHeHuo paboT no npobonoaroToBke AONycKaloT ML, UMEOLLNX
KBanNMMUKaLMIO TEXHMKA-XMMMKa UK nabopaHTa-xmmMuka, o6y4eHHbIX MeToauke

NOArOTOBKM NPOOLI AN XpOMaTo-MacC-CrekTPOMEeTPUYEeCKoro aHanmaa.

9 Tpeb6oBaHUA K YCIIOBUAAM U3MEPEHUN

[Mpn BbINONHEHUN U3MEPEHUI cOBNaaloT creayloLwme yCenoBus:

- TemnepaTypa oKpyxaroLero Bo3ayxa, ‘C .......ccveviiiiiinnnnnnnn. 22+ 5;
- aTMocdepHoe gasreHue, klfla (MM pT. CT.) ....oonennee. ot 84,0 no 106,7
(o1 630 go 800);
- BNaXHOCTb Bo3ayxa npu Temnepartype 25 °C, %, He bonee ......... 80;
- HAMPSKEHNE B CETU, B oo 220 + 22;
- YacToTa NepeMeHHOro Toka B CeTh nNuTanma, Iy .................... 50 £ 1.
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10 OT60p U XpaHeHUue npoob

[Mpobbl BoAbl AOMKHbI ObITb OTOGPaHbl B COOTBETCTBUM C TpeboBaHUAMMN

FOCT 17.1.5.05, TOCT 31861. O6opynosaHune gna otbopa npod AOSMKHO COOT-
BetctBoBaTb FOCT 17.1.5.04 nTOCT 31861.

OT16op Npom3BOaAT B CTEKMNHAHHbIE rEepMETUYHO 3akynopusatlowmecsa dna-
KOHbl U3 TEMHOro CTekna nyTemM 3anofiHeHUs eMKocTu 6e3 BO3AyLUHOro mnpo-
CTpaHCTBa. TpaHCNOPTMPOBKY NPOo6 NPOU3BOAAT B OXNa)K4aeMblX KOHTENHepax
npun Temnepartype ot 2 °C go 5 °C.

[Mpobbl BOAb!I XpaHAT He Bonee 7 cyTok npu Temnepatype oT 2 °C oo 5 °CB

oxnaxgaemMblix KOHTeI‘/JIHean U B XonogurbHUKeE.

11 NoaroToBKa K BbINOSTHEHUIO U3MEPEHUN

11.1 MNoparoToBKa nocyabl N pacTBOPOB

CTeknaHHyo nocyay npombiBatoT BOLOMPOBOAHON BOAOM M 3aMadnBaroT B
10 %-HoMm pacTBOpe TpuHaTpundocdaTa Ha 6-7 4, 3aTeM NPOMbIBAOT BOJOMNPO-
BOZHOM BOJOWN, ropsiyen XpOMOBOM CMECHI0, OrosiackMBatoT BOAOMNPOBOAHON BO-
A0W, a 3aTeM Tpwxabl OUCTUNNIMPOBAHHOM BOAOW WM cywwaT npu TemnepaTtype
300°C B cywimnbHOM LUKady.

MepHyto nocyay cywaT CyxoBO34YyLIHbIM COCO60M.

11.2 MpurotoBneHne NPOMEXYTOYHbIX FPagyMpOBOYHbLIX PacTBOPOB

rekcaxnop6yTagueHa 1 pacTBopa BHYTPeHHero ctaHaapTa

11.2.1 [Ina npuroToBneHus pacteopa A ¢ MaccoBoun KoHUeHTpaunen ' XB/
2000 mkr/om® (2 mkr/cm®) B MepHyto konby BmecTumocTbio 100 cm® BHOCST ¢ no-
MoLblo LmnuHagpa 95 cm® ataHona wnu auetoHa. LLNpuuom BMeCTUMOCTbIO
100 mm® BHocaT 0,1 cm® (100 mm®) ctaHgapTHoro pacteopa MXB[. JoBoasAT Ao
10
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METKM 3TaHOMIOM unn aueToHoM. lNonyvyeHHOMY pacTBopy A NpUNUCLIBaKOT Mac-
COBYI0 KOHLieHTpauuto MXB[ 2000 mkr/am® (2 mkr/cm®).

[MpoMeXyTO4YHbIN rpagynpoBoYHbIn pacTeop [ XBL XpaHAT B MOPO3UbHOM
kamepe npu Temnepatype oT mumHyc 10 °C oo muHyc 24 °C B repMeTuU4HO 3a-
KpblBalOLLMXCA €MKOCTAX He bonee 6 mec. lNepen ucnonb3oBaHMeM pacTBOp

BblAEP>XKNBAKOT NMpU KOMHaTHOW TemMnepartype He MmeHee 20 MWH.

11.2.2 [Ina npyroToBreHnsa pactBopa BHYTpeHHero ctaHgapTta b ¢ maccoson
KOHLieHTpaLmelt 4-6pomdTopbensona 200 mr/am® (200 mkr/cm®) B MepHoit konbe
BMecTumocTbio 100 cm® B3BewumBatoT 20 Mr 4-6pomdpTopbeH3ona, fobaBnsoT ¢
nomoLbo umnuHapa 50 cm® aTaHona unu aueToHa 1 nepemeluvsaioT. [JosoasaT
A0 MEeTKM 3TaHOSIOM unu aueToHoMm. [lony4datoT pactBop b ¢ KOHueHTpaumen
4-6pomdpTopbeHsona 200 mr/am® (200 mkr/cm®).

Cpok xpaHeHus pacTtBopa npu Temnepatype oT muHyc 10 °C o MUHYC
24 °C B repMeTU4HO 3aKkpblBalOLMXCA €MKOCTsX He bonee 6 mec. lNepen uc-

Nnosfib3oBaHMEM PaCTBOpP BblOEpPXUBAKOT Mpu KOMHaTHOW TeMneparype He MeHee

20 MuH.
11.3 MpuroroBneHue rpagynpoBOYHbIX pacTBOpOB
rekcaxmnopbyragmeHa

11.3.1 na npurotoBrneHus rpagympoBo4vHoro pacteopa Ne 1 ¢ maccoBomn
koHLeHTpaumelt MXB[ 50 mkr/am® (0,05 mkr/cm®) B MepHyto konby BMECTUMO-
cTbio 50 cM® C NOMOLLLIO FPpaayMPOBAHHON NUMNETKN BMECTUMOCTBIO 2 CM° BHOCAT
1,25 cm® pacTBopa A, NpUroToBMEHHOrO B COOTBETCTBMM ¢ 11.2.1, 1 goBoaAT Ao
METKWU ONCTUNNUpoBaHHOW BoAdoun. [MonlydeHHOMY pacTBOpY MPUNUCLIBAOT Mac-
COBYI0 KOHLeHTpaumto MXB[ 50 mkr/am® (0,05 mkr/cm®).

11.3.2 [Ina npuroToBneHus rpagympoBoYHOro pactesopa Ne 2 ¢ maccoBom
KoHUeHTpaumeln MTXB[ 20 mkr/am® (0,02 mkr/cm®) B MepHyto konby BMECTUMO-

cTbto 100 cM® ¢ MOMOLLBIO MUMNETKN C OOHOM OTMETKOWM BMECTUMOCTbIO 1 CM° BHO-

11
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cat 1,0 cm® pacTtBopa A, NPUroTOBMEHHOrO B cOoTBeTCTBUM ¢ 11.2.1, 1 AOBOASAT
A0 MEeTKU OUCTUNNMpoBaHHOM BoAoOW. [lony4yeHHOMY pacTBOpY MPUNUCHLIBAKOT
MaccoByto KoHUeHTpaumto 'XB[ 20 Mkr/gm® (0,02 MKr/CM3).

11.3.3 [Ina npurotoBrieHusi rpagynmpoBoYHoro pacteopa Ne 3 ¢ maccosomn
koHLeHTpaumeln MXBA 10 mkr/am® (0,01 mkr/cm®) B MepHyto konby BMeCTUMO-
cTbio 100 cm® ¢ MOMOLLLIO rPaayMpPOBaHHOM NMMETKM BMECTUMOCTbLIO 1 cm® BHO-
cat 0,5 cm® pacTBopa A, MPUrOTOBMNEHHOrO B cooTBeTcTBUM ¢ 11.2.1, 1 AOBOASAT
A0 METKU AUCTUNNMPOBAHHOW BofoW. [lony4YeHHOMY pacTBOpY NpUNUCHLIBAOT
MaccoByto KoHLeHTpaumo FXB[ 10 mkr/am® (0,01 mkr/cm®).

11.3.4 [Ina npurotoBrieHnst rpagynmpoBoYHoro pacrtesopa Ne 4 ¢ maccosomn
koHLeHTpaume MXB[ 5,0 mkr/am® (0,005 mkr/cm®) B MepHyio konby BMecTUMO-
cTbio 100 cm® ¢ nomoLLblo NuneTkn BMecTumocTbio 10 cm® BHocaT 10,0 cm® rpa-
aynposoyHoro pactsopa Ne 1, npurotosneHHoro no 11.3.1, u 4oBOAAT 4O METKU
ANCTUNNUPOBaHHOW BoAoW. [loslydeHHOMY pacTBOpYy MPUNUCHIBAOT MacCOBYHO
koHLeHTpaumio FXB[ 5,0 mkr/am® (0,005 mkr/cm®).

11.3.5 [Ina npurotoBrieHnst rpagynmpoBoYHOro pacteopa Ne 5 ¢ maccosomn
koHUeHTpaumen MXB 1,0 mkr/am® (0,001 mkr/cm®) B MepHyio konby BMeCTUMO-
cTbto 100 cM® ¢ MOMOLLBI NUNETKM BMECTUMOCTbIO 2 cMm® BHocsT 2,0 cm® rpa-
ayvposoyHoro pacteopa Ne 1, npurotosneHHoro no 11.3.1 n AoBogAaT 4O METKU
ANCTUNNUPOBaHHOW BoAoOW. [loflydeHHOMY pacTBOpYy MPUNUCHIBAOT MacCOBYHO
koHUeHTpauuto FXBM 1,0 mkr/am® (0,001 mkr/cm®).

11.3.6 [lna npurotoBneHus rpagyvpoBoYHOro pactesopa Ne 6 ¢ maccoBomn
KoHLeHTpaume MXB[ 0,05 mkr/am® (0,00005 mkr/cm®) B MepHyto Konby BMecTu-
MOCTbo 100 cM® ¢ nomoLLblo NUNeTk BMecTUMocTbio 1 cm® BHocsT 1,0 em® rpa-
AaynpoBoYyHoro pactesopa Ne 4, npurotosneHHoro no 11.3.4, n 0OBOAAT 4O METKM
AUCTUNNMpoOBaHHOM BoAdown. [lony4yeHHOMY pacTBOpY MNPUMNUCBIBAOT MacCOBYH
koHLeHTpaumto FXB[ 0,05 mkr/am® (0,00005 mkr/cm®).

11.3.7 TpurotoBrieHHbIe rpagynMpoOBOYHbIE PACTBOPbLI XPaHAT MNpu Temne-

paTtype oT mmHyc 10 °C go muHyc 24 °C B repMeETUYHO 3aKpbIBAKOLLNXCA €MKO-

12
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cTax He Gonee 2 cyT. lNepen Mcnonb3oBaHMEM PaACTBOPbLI BblOAEPXKMBAKOT Npwu

KOMHaTHOMW TemnepaTtype He MeHee 20 MuH.

11.4 NMoaroToBKa K NpoBeAEeHUI0 rPaaynpoBOYHbIX NU3MEPEHUN

11.4.1 10 cm® kaxgoro rpagyvpoBOYHOrO pacTBopa BHOCAT C NMOMOLLbIO M-
neTkn BMecTMmocTblo 10 cm® B cTeknsiHHble Buarnbl BMecTUMocTbio 20 cM®, go-
6aBnsT MUKPOLINPULOM BMecTuMocTbio 0,010 cm® 0,010 cm® pactBopa b ¢
MaCCOBOW KOHLeHTpaumeli 4-6pomdpTopbersona 200 mr/am® (200 mkr/cm®) n Bbl-
NOMHAKT U3MEPEHUS B COOTBETCTBUN C 12.2.

11.4.2 XpomaTo-Macc-CrnekTpoMeTp nogrotaBnveatoT crneayrowmm obpa-
30M.

11.4.2.1 Bknwo4valoT Npubop U HacTpamBalT B COOTBETCTBMM C PYKOBO-
ACTBOM MO aKcnnyaTaunn. PekomeHayeTca HenpepbiBHas paboTta npubopa B Xo-
e rpagyvpoBKu U NocrnenyrLwmx aHanMTU4eckux onpeaeneHun.

11.4.2.2 B Havane kaxgoro pabo4vero gHs NpoOBEPSAOT HACTPOMKY XpomMaTo-
Macc-crnekTpomeTpa Mo OTHOCUTENbHOW MHTEHCUMBHOCTU OCHOBHbBIX MOHOB B
Macc-CnekTpe KannubpoBOYHOro coeanHeHusa. VIHTEHCUMBHOCTU MNWUKOB AOJSTKHbI
HaxoOuUTbCA B Auanas3oHe 3Ha4YeHWW, ykasaHHOM B onmncaHuu K npudopy. Ecnu
OHM MMEKT ApYyrve 3HavyeHus, MOBTOPHO HacTpamsatoT npubop.

11.4.2.3 lNpoBepsAT YyBCTBUTESBHOCTL NPUbopa Npu COMHUTENBHbLIX pe-
3ynbrtatax U3aMepeHun NN pes3koM YMEHbLUEHUN BbIXOAHbIX CUrHasioB No rpa-
AYNPOBOYHOMY pacTBOPY C HaMMEHbLLEN MacCOBOW KOHLIEHTpaUMeEN B YCIIOBUSX,
yKkasaHHbIX B 11.4.3.2. OTHOLWEHME curHana K wymy ansi onpegendaemoro coeaum-
HEeHUSA OOIMKHO ObITb He meHee 10:1.

11.4.2.4 Tlocne HacTpounku npubopa BbINOMHAT €ro rpagympoBky, nmbo
KOHTPONMPYIOT CTabunbHOCTb KOI(MULMEHTOB YYyBCTBUTENBHOCTU, YCTaHOB-
NEeHHbIX NpKU NocneaHemn rpagynpoBke.

11.4.3 lNpouenypa yCTaHOBNEHNA rpagyupOBOYHON XapaKTepUCTUKN chne-

ayouasi.
13
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11.4.3.1 lNpw rpagymnpoBke UCMNOMb3YIT HE MEHee 4YeTbipex pacTBOPOB C
pasnuyHon KoHueHTpauuen NXB[, oxBaTbiBatowen paboynin guanasoH namepe-
HUN. [Tpn n3amepeHnsx HU3KNX KoHueHTpauun 'XBL pekomeHayeTca MCNOSb30-
BaTb MEHee KOHUEHTPMpPOBaHHbIE rpaaympoBoYHble pactBopbl (N2 5, Ne 6). Mpu
bonblmnx cogepxanunax NXbBL ncnonb3yoT 6onee KOHUEHTPUPOBAHHLIE rpagyn-
poBoYHble pacTBopbl (Ne 4, Ne 3, Ne 2). Kaxgblv rpagyMpOBOYHbIN pacTBOpP BBO-
AaT B Xxpomatorpad 5 pas.

11.4.3.2 Macc-cnekTpoMeTpruyeckme YCrioBUS WU3MEPEHUN MNpUBELEHbI B
Tabnuue 2. Xpomartorpauyeckume ycCrnoBusi U3MEPEHUN 3aBUCAT OT Tuna
KOJSTOHKM 1 NpuBeaeHbl B Tabnuue 3 Ans KanunisipHOW KOMOHKU C HENOABUXHOM
drason [1B-624. InnHa konoHkn 30 M, BHYTpeHHU anameTp 0,32 MMm; TonwuHa

nneHkn dasol -1,4 MKM.

Tabnwuuya 2- Macc-cnekTpoMeTpuyeckmne ycroBust UIsMepeHui

MapameTpbl pexnma paboTbl 3HauyeHne

Temnepatypa nHtepdenca

ras3oBblii XpoMaTo-macc-criekTpomeTp, °C 180
OHeprnsa anekTpoHos, aB 70
Bpewms pernctpaumm noHos maccel 150 - 500 [a, ¢ 1

14



PO 52.18 (npoekm)

Tabnwuya 3- Xpomatorpagpumyeckme ycrnoBusa namepeHnn

MapameTpbl pexnma paboTbl 3HauyeHne
CKOpOCTb rasa-HocuTens (renui), cM>/MuH 1
O6bem BBOAMMOIA Npobbl, cm> 0,001
Wcnaputenb, pexum paboTbl Splitless
Bpemsa cpabatbiBaHMs knanaHa ncnaputens, MnH 1
Temnepatypa ucnaputens, °C 200
HayanbHas TemnepaTypa TepmMocTaTa KOonoHku, °C 40
Bblaepkka npu HavyanbHOW Temnepartype, MUH 1
CKopocTb HarpeBa nepson ctynenu, °C/mMmuH 10
KoHeuHas Temnepatypa, °C 200
Bblaepxka npu KOHEYHOM TemnepaType, MUH 10
Ob6uwee Bpemsa aHanunaa, MUH 22

12 MopsaaoK BbINOTHEHUA U3MEPEHUN

12.1 NMoproroBka npo6 BoAbI ANA aHanu3a

12.1.1 B cTeknsHHyl0 BMUanmy BMeCTUMOCTbIO 20 cM® BHOCST C MOMOLLLIO
nnetkn 10 cm® npobbl BoAbl, A0GABNAT MUKPOLLMPULOM BMECTUMOCTbIO
0,010 om® 0,010 cm® pactBopa B ¢ MaccoBoit  KOHLEHTpaumen
4 - 6pomdTopbeHzona 200 mr/am® (200 Mkr/cm®), repmeTM3MpyloT BuUany c
NoOMOLLbO CKpuMMepa TedNMOHOBOW NPOKaAKOW C antoMUHNEBOW KPbILLKOW.

12.1.2 B yctaHoBKy Headspace Sampler mogenu Agilent 7697A nomeLuatot
BManbl B crieqyolemM nopsake:

- Xonocrtada npoba — gucTUNIMpoBaHHasa Boda, NpoBepeHHasi Ha OTCYTCTBUE
'XB[ B cootBETCTBUM C 12.2;

- rPagyMpPOBOYHbIE PaCTBOPbI, MPUrOTOBEHHbIE Mo 11.3;

- Xonoctas npoba;

- NpoObl aHaNM3npyemMon BoAbl, NPUroToBMeHHble no 12.1.1.

15
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Bce Buanbl TepmoctaTtupytotcs npm 80 °C B TeyeHne 15 MuH.
Anukeota obbemom 1 cm® napoBoii asbl M3  KaXOOW Buanbl
aBTOMaTu4yeckn oTbupaeTca ©n BBOAUTCH B  XPOMATO-MacCC-CNEKTPOMETP.

BbinonHsatoTca namepeHnsa npob B cootBeTcTBUM C 12.2.

12.2 BbInosIHeHNEe U3MepeHnn

12.2.1 BbinonHeHne namepeHnn npoBoasT B COOTBETCTBUUN C UHCTPYKLNSA-
MU Ha ycTaHoBKy Headspace Sampler mogenu Agilent 7697A n xpomaTto-macc-

cnektpomeTpa Agilent 5977A MSD.

Pexnm paboTbl ycTaHoBKM Headspace Sampler mogenu Agilent 7697A:

- TeMmnepartypa BaHHbl HarpeBaHUs, °C..........ocooviiiiiiiiiiie e, 80;
- TeMmnepartypa nepexoaHom NMUHNN, °C..........oooiiiiiiiiiii i, 180;
- BPEMS YAEPXKMBAHUSA MPOBBI, MUH. ....veeeeeie e e e aaaaaeae, 15.

12.2.2 Pexxum paboTbl XpomaTo-macc-crnektpomeTtpa Agilent 5977A MSD:

- TeMmnepatypa MHXEKTOPA, °C... ..o, 200;
- Temnepatypa nHtepdgenca F'XIMC, °C.......ooiiiiii 180;
- TeMmnepatypa MOHHOIO UCTOYHUKA, °C.... ..., 220;
- HaYanbHaga TemMnepaTtypa KONMOHKU, °C......coiiiiii i, 40.

KonoHka xpomartorpaduyeckas kKanunnsipHas C HenoaBwxHOW hason
[NB-624. [InnHa konoHkn 30 M, BHyTpeHHUn anametp 0,32 MM; TomLmMHA NIEHKN
dasbl -1,4 MKM.

Mpn HavanbHoM TemnepaTtype 40 °C KonoHka BblaepxmBaeTcsd 1 MUH,
3aTtemM TemnepaTtypa nosblwaetca ¢ rpagmeHtom 10 °C/muH go 200 °C, nocne
4yero Temnepartypa KOfOHKM Bblaep>KmBaeTcs npu aton temnepatype 10 MUH.

12.2.3 WpeHTudukauuio wn  onpegeneHne [XB npoBogat npwu
NCMNob30BaHUN pexunma CENNIEKTUBHOIO  [AEeTeKTUPOBaAHUS Hanbonee

MHTEHCUBHbIX MOHOB C Maccow Uccneayemoro coegmHeHmst M.

16
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OTHocuTenbHoE (oTHOCKTENBHO 4-6pompTopbeH3ona) Bpems
yoepxmBauma [XBO B ycnoBuax 12.21 n 12.2.2, a TakkKe OCHOBHble U
noATBepXaarLlme xapakTepuctuyeckme moHbl ¢ Maccamm M; n M, TXB n

BHYTPEHHEro ctaHaapTta — 4-6pomdTopbeH3ona npueeaeHsl B Tabnuue 4.

Tab6nwuua 4 - Xpomatorpaduryeckme n xpomaTo-Macc-CrnekTpomeTpruyeckme xa-

paktepucTtukm '’XB[ n 4-6pomdTopbeH3ona

TeopeTunyeckoe
OTHocuTenbHoe | Macca ocHoB- Macca noa- OTHOLLEeHue
HaumeHoBaHue
BpeMs HOro noHa M, | TBepXKaawLwmx | nnowiagen nukos
coeguHeHuns i}
yOoepXuaHusa [a noHoB My, [la NOHOB C Maccou
M1 n Mz, D,a
rXeQ 1,38 225 260 1/3
4-6pomdpTopbEH30N 1 174 176 1/0,95

12.2.4 Tllpun peructpaumm aHanutndeckoro curHana [XBL Hannune
aHanusupyemoro coeguvHeHns B npobax Boabl  OBHapyXuBakwT Mo
OTHOCUTENIbHOMY BPEMEHU YyOepXMBaHUA U XapaKTepUCTUYECKMM MHOHaM Ha
Macc-gpparMeHTorpaMmme.

CoeovHeHne cyuTaeTca MOEHTUMOUUNPOBAHHBLIM MPU BbINOSTHEHUN Crle-
AYIOLLNX KpUTEPUEB:

- OTHOcuTenbHoe BpeMma yaepxmnBaHua XBL He oTnuvaetca 6onee yem
Ha 0,5 % oT BpemeHu yaepxumsaHusa 'XB[ B ctaHaapTe;

- OTHOLLUEHME nnowagden xpomatorpagouyeckmx MUKOB AN BblOpaHHbIX
noHos 'Xb[l ¢ maccon M; u M, He OoTnNMYaeTca OT TEOPETUYECKOro 3Ha4YeHus
6onee 4em Ha 20 % (cm. Tabnuuy 4);

- COOTHOLLEHME CUrHan K LWyMy XpomaTorpadouyecknx nMKoB ANA Kakaoro

13 BblOpaHHbIX MOHOB ["XB[] cocTaBnsaeT He meHee 3:1.
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13 O6paboTKa pe3ynbTaToB U3MEpPEHUN

Peructpupytor xpomatorpammbl ana [XB n BHyTpeHHero craHgapTta
4-6pomdpTopbeH3ona. Npumepbl XpomaTorpamm NpuBedeHbl B NpunoxeHun A.
OnpepenstoT BpemeHa yaepxunsanuna 'XB[ n BHyTpeHHero ctaHgapTa.

[MonyyaloT XxpomaTo-macc-pparmMeHTorpaMmmbl, OTBeYarLlme OCHOBHbLIM
noHam ['XB[l n BHyTpeHHero ctaHgapTa, onpegendatoT nnowaaun nukos [ XB[ -
Srxsgjj  BHYTpeHHero ctaHgapra — 4-6bpomdTopbeHsona Scr jj (MHAEKC j OTHOCUT-
CH K pasfnNuUyHbIM XpomaTorpammam (BBoAMMbIM nNpobam) i-ro rpagyMpoBOYHOIO
pacTeopa).

Ona XM BblumncnaoT RRF; — oTHOocUTEnNbHbIM KO3 MULIMEHT YyBCTBU-
TENbHOCTU (OTHOCUTENbHbLIA hakTop OTKMNWKA) U cpefdHWe 3HayeHUss OTHOCK-
TeNbHbIX KOIPPUUNEHTOB YYBCTBUTENBHOCTU (OTHOCUTESIbHbLIX (PaKTOPOB OT-

knuka) RRF no doopmynam (1) u (2)

S..C
RRF; =o' 1)
CT,'/" iy
RRF..
RRF:Q, (2)
n
rae Sj U Sej — nnowaan nukos [XB ¥ BHyTpeHHero craHpapTta

(4-6pompTOopbEH30MA) B i-OM rpagyMpoOBOYHOM pPacTBOPE COOTBETCTBEHHO;

Cijy n Cgi — maccoBble KoHueHTpauun [XB[l n BHyTpeHHero craHgapTa
(4-6poMdpTOpBEH30Ma) B i-OM rpagyvpoOBOYHOM PacTBOpe, MKr/am>;
n — obliee KONMYeCTBO N3MEPEHUIN NPU YCTAHOBMNEHUN rPagyMpPOBOYHON Xapak-
TEPUCTUKN (KONMYECTBO IPagyMpOBOYHbLIX PACTBOPOB, YMHOXEHHOE Ha KONMYECT-
BO napannesnbHbIX U3MEPEHNI NS KaXaoro u3 HuX).

OTHOCUTENBbHOE CTaHOapTHOE KBagpaTU4YHOE OTKIOHEeHME Ko3hdpUUMeHTOB

RRF - Sgrrom, BblMMCHIEHHOE no ¢opmyne (3), He OomkHO npesbiwaTtb 15 %
(n=5).
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< _700-Sppp
RRForH RRF ! (3)

roe

> (RRF /./.-RRF)
RRF Z\ n-1

4)
- CTaHgapTHoe OTKNoHeHne koadpduumeHToB RRF.
[MpoBepKy rpagyMpoBOYHOrO rpadovka unm BenuuuHbl (hakTopa OTKMMKa
RRF;; HeobxoaMmo npoBOoAUTL Mepeq BbINOoNHEeHNneM aHanu3a npob nytem aHa-
nmn3a 0gHOro UM HECKONbKNX rpagympoBOYHbIX PaCTBOPOB.

Maccosyto koHueHTpauuio ['XB X, MKF/OM®, BBIUUCAISIIOT MO dopmyne

Sij ‘VCT i CCT

X = ,
Scrj - RRF;: -V,

(5)

rae Si un Ser j— nnowaaun nukos onpepenaemoro 'XB[ n BHyTpeHHero craHaap-
Ta (4-6pomdpTopbeH3ona) Ha xpomaTorpamme B j-OM U3MepeHUn, (YCrioBHbIE
eaNHULbI);

C.r — MaccoBasi KoOHUEeHTpauus pacteopa 4-6pomdpTopbeH3ona, BHECEH-
Horo B nNpoby, Mkr/om>;

V¢ — 06beM BHECEHHOro pacTBopa 4-6pomdTopbeHsona, cm®;

V, — 06bem npobbl, am>;

RRF;j — oTHOoCUTENbHbLIN KO3MULIMEHT YyBCTBUTENBHOCTU [XB/.

Mpn HeobxoanMMOCTM NpoBOAAT pa3dasneHne nNpobbl. [ng 3TOro ¢ NOMOLLbIO
AMNEeTKN OoTOMpaloT anukBoTy NpoObl, NoMeLwaT ee B Buany n gobasnsioTt B
B/Many C NOMOLLbI NMNETKN OUCTUNNMPOBaAHHYKO BoAdy Ao obbema 10 oM, Jo-
6aBnAT MUKPOLLNPMLIOM BMecTuMocTbio 0,01 cm® 0,01 cm® pacteopa b ¢ mac-
COBOW KOHLieHTpauueit 4-6pomdTopbensona 200 mr/am® (200 mkr/cm®), repmeTy-
3MpYIOT BMamny C NOMOLLBLIO CKpMmMepa TedpriIoHOBOW NMPOKNaaKou ¢ antoMuHue-

BOW KPbILLKOMW.
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Ecnn npobbl AONONHUTENBHO pPa3baBnsAT, BblYUCIEHMUS NPOBOAAT No dop-

myne

10- Sij Ver -Cer
Va ~Scrij - RRF; -V, (6)

roe Vg - 06BbeM anvKBOTbl MCXOAHOM Npobbl, B3STOM Anst pa3GaBneHus, M .
a

14 OcpopmneHue pe3ynbTaToB U3MEPEHUN

14.1 PesynbTaTbl M3MepeHUn maccoBon koHueHTpauuu ['XB[ npencras-
NA0T B BUAE
(X + A) mkr/am °, P = 0,95. (7)
3HayeHue A paccuuTbiBaloT no cgopmyrie A = 0,01:0-X, 3HadyeHue O, %,
npuBeneHo B Tabnuue 1.

14.2 [lonycTMMOo npeacrasnsaTb pesynbTaT B BUAE
(X + A,) mxr/am 3, P =0,95, npu ycnosun A, < 4, (8)

roe An, — 3Ha4YeHue xapakTepuUCTUKU MOrpeLHoOCTU pe3ynbTaToB M3MepeHMVI, yC-
TaHOBJ1IeHHOE MNpu peann3aunnm mMeTooukm B na6opaTop|/||/| n obecnevnsBaemoe

KOHTPOJIeM CTabubHOCTUN pe3ynbTaToB N3MEPEHUN.

15 KoHTponb KavecTBa pe3ynbTaTOB MU3MEPEHUU npu

peanusaumMmn meToaukn B naboparopum

15.1 O6wWwme nonoxeHus

KOHTpOJ'Ib Ka4yecTBa pe3ysibTaToB |/|3mepeH|/||7| npun peann3aumn METOOUKA B

nadopartopun npoBoaAT B cooTBeTCcTBUM ¢ PMI 76.
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KoHTponb kKayecTBa pe3ynbTaToB M3MEPEHU NpeaycMaTpuUBaET:

- OnepaTuBHbIA KOHTPOSb MCMOMHMUTENEM MNpoueaypbl BbINONTHEHUS U3Me-
pEeHUI (Ha OCHOBE OLIEHKM MOBTOPSIEMOCTM WM MOrPELUHOCTN OTAENbHO B3SITON
KOHTPONbHOM Npoueaypbl);

- KOHTPONb CTAbWUNBHOCTM pe3ynbTaToB M3MEPEHUN (Ha OCHOBE KOHTPOIS

BHYTpu1nabopaTopHON NPEeLU3NOHHOCTH).

15.2 KOHTponb cTabunbLHOCTU rPafyMpoOBOYHOM XapaKTepUCTUKU

KOHTponb NpoBOOAT B Hadane Kaxaow cepun U3MEPEHUn, BKIOYatoWeNn
okono 20 npo0o.

B ycTtaHoBneHHbIX ycrnosusax (CM. 12.2) BbINOSTHAT U3MEPEHUs (He MeHee
ABYX) OS5 OAHOro U3 rpagympoBOYHbIX pacTBOPOB, KOHUeHTpauun ['XB[ B KoTO-
poM 65IM3KM MO BENUYUHE K KOHLIEHTpaUMaM, onpeaeneHHbIM Ans aHanumsnpye-
MbIX 3KCTPAKTOB (Npu HEOBXOAMMOCTMN NPOBOAAT NPOOHbLIE ONbIThI).

OTHOCUTENBHBIN KO3MPMUUMEHT YYBCTBUTENBHOCTU, YCTAHOBIIEHHbIN B pe-
3ynbTaTte 9TOro U3MEpPEHUs, He OOSDKEH OTNMYaTbCA OT 3HAYeHUs EF, ycTa-
HOBJIEHHOrO NpW onpeaeneHnn rpagyMpoBOYHON XapakTePUCTUKK, Boree YeM Ha
25 %. B npoTMBHOM criydae npoBOAAT HOBYHO rpagyupOBKY.

[ONONHUTENBHO KOHTPONMPYIOT abConoTHbIE 3HAYeHUs1 nnowagen cooT-
BETCTBYIOLLUMX NUKOB MNPV aHanuse gaHHOro pacrteopa. sameHeHne 3Tnx BennymH
6onee 4yem B ABa pa3a MO CPABHEHUIO C UCXOAHBIMW 3HAYEHUAMK (NPY FrPagynpoB-
K€) MOXEeT CBMAETENbCTBOBaTb O CYLWECTBEHHOM HapyLUEHUW YCroBuhA paboThbl
npnbopa, 3arpsi3HEHM XpomMaTorpadny4eckon N Macc-CrnekTPoOMETPUYECKON YacTeN
N3MEPUTENBbHOM CUCTEMBI. YCTpaHEeHWe HapyLueHU, OYMUCTKY XpomaTorpadude-
CKOM U Macc-CrnekTpoMeTpuyeckon vYacten npmbopa NpoBOAAT B COOTBETCTBUM C

PYKOBOACTBOM MO 3KCNnyaTauum npuodopa.
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15.3 KoHTponb nabopaTtopHOM XON10CTON NpPoobI

[nsa noaTBepXXaeHns AOCTaTOYHOM YNCTOTbl peakTUBOB, MaTtepuaros, na-
GopaTopHON NOCYAbl BLINOJHSAKT XONOCTON OMbIT.

XornocTyt npoby HeobxoamMmo aHanuaMpoBaTb B Kaxkgon cepum npob (10 -
20 npo6, BLINOMTHEHHbIX C OQHOW MApTUEN peakTMBOB), YTOObI ybeauTbCcst B OT-
CYTCTBMM 3arpsi3HEHUN N MOMEX, UCTOYHUKAMM KOTOPbIX MOryT ObiTb M3Mepu-
TenbHasa cucTema, peakTuBbl U MaTepuansl. B cnyyae obHapyXeHus 3arpsasHe-
HU (NPOSIBNSIIOLLNXCS B MOSIBNEHUN CUTHAMNOB NpU 3adaHHbIX 3HA4YEHUSIX BPEMEH
yOEPXUBAHNA M Maccax WOHOB), MpeBbillalolmx ypoBeHb 0,01 mkr/om® Ans
XB[, obHapyXuBalT UCTOYHMK 3arpsi3HEHUs1, NocnegoBaTerNibHO aHanu3npys
MCnonb3yemMble peakTuBbl. ATy onepauuio OCYLLIECTBNAIOT TakKe Npu UCMnonb3o-

BaHMW HOBOW NapTUM PEaKTUBOB.

15.4 OnepaTUBHbIN KOHTPOJb MOBTOPSAEMOCTHU

15.4.1 [na KOHTpons MOBTOPAEMOCTU MPOBOAAT [Ba KOHTPOSbHbIX
n3MepeHna maccoBon KoHueHTpaumm [XBL B pAgByx npobax Boabl B
cooTBeTCcTBUM C 12.2.

15.4.2 TlpoBepky nMpuemMnemocTn pes3yribTaToB aHanusa, MoflyyeHHOro B
YCIiOBUAX MOBTOPSAEMOCTU, NPOBOAAT METOAOM CpPaBHEHUA pe3ynbTaToB ABYX
napannenbHbIX  onpeaeneHun. PacxoxgeHune Mexny  pesynbratamu
onpegerieHnn He [OOSPKHO npeBbilaTbh npegeria noBTOPAEMOCTU COrnacHo
yCIoBUIO

|X1- Xz |<T, 9)
roe r— npegen NoBTOPSIEMOCTU NPU N3MEPEHNN MAcCOBOM KOHUeHTpauun TXBL.

15.4.3 Ecnn ycnosue (9) He BbINOMHAETCH, TO BbISCHSIOT MNPUYUHBI,

YCTPaHSAKT UX N NOBTOPAIOT USMEPEHUSA B COOTBETCTBUM C 12.2.
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15.5 OnepaTMBHbIA KOHTPOJSIb MOrPeWHOCTU U3IMEPEHUN MeToAOM

[obaBoOK

15.5.1 OnepaTMBHbLIM KOHTPOSIb MOrPELUHOCTM MNPOBOAAT AN KaXKOoW
aBaguarton npobbl No pesynbTaTaM aHanuda obpasuos Ans kKoHTpons (OK). B
kadyectBe OK McnonbayoT pearibHble UM UCKYCCTBEHHO MPUroTOBIEHHbIE NMPO6LI
Boabl. OK rotoBat metogom gobaBok Ha ocHoBe ntoboro tTuna soa lony4varoT
pe3ynbTaTbl  KOHTPOSIbHbIX  U3MEpPeHUn MaccoBon KoHueHTpauuu XBL B
npobe 6e3 nobaskn 1 B Npobe ¢ N3BeCTHOM BHECEHHOM gobaskon X'. PesynbTar

KOHTpOrbHOM npoueaypb! Ky , Mkr/am®, paccumTteiBatoT no hopmyne
K.= X" -X-Cp, (10)

rae Cp — maccoBas KoHueHTpauus gobasku ['XB/, MK/ oM,

Hopmatus koHTpons K, Mkr/am®, paccunTbiBaloT no dopmyre

K= (B P+ By, Y a1)

rae AJ'IX” AJ'IX — 3HayeHna abCcontoTHON NnorpewHoCTn pe3ysibTaTtoB

N3MEepeHUn, YCTaHOBMEHHbIE NpU peanu3auMm MeToaukm B nabopartopun,
COOTBETCTBYIOLLUME MaccoBon kKoHueHTpauun [XBL B npobe ¢ pobaBkon U
paboyen npobe COOTBETCTBEHHO.

15.5.2 lpoBogdaT conocTasrieHMe pesyrbTarta KOHTPONbHOW npoueaypbl C
HOpMaTUBOM  KOHTpons. Ecnu  pesynbtaTtbl  KOHTPOMNbHOWM  npoueaypsbl
yAOBIETBOPSIOT YCNOBUIO

| Ke| =K, (12)
TO npouenypy aHanuaa npusHarT y40BNeTBOPUTENBHOMN.

[Mpn HeBbINOSIHEHMN YyCroBus (12) KOHTPOSbHYKO npouenypy MOBTOPSIOT.
[Mpy NOBTOPHOM HEBBLIMONMHEHUM YCnoBuA (12) BbISCHAOT NPUYUHLI, NPUBOASLLNE
K HeyooBMneTBOPUTENbHbIM pesynbTataMm, W MPUHAMAKT Mepbl MO KX

YCTPaHEHMIo.
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15.6 ANroputmMm KOHTpONSA BHYTPUIabopaTopHOM NpeLnu3mMoHHOCTH

15.6.1 KoHTponb npoBOaAT B COOTBETCTBUM C nnaHom
BHYTpunabopaTOpHOro  KOHTpons  nepuogunyeckn, nmbo no  ykasaHuio
pykoBoauTens nabopatopum.

B kadectBe cpeactsa koHTpons ucnonb3ytoT OK. OK rotoBaT meTtogom
nobaBok Ha ocHoBe nboro Tuna BoA. B npoby Bogbl BHocAT gobasky MXB[,
coaepxaHune kotopon B OK gormkHO coctaendatb oT 50 % go 150 % wucxogHoro
coagepxaHnua 'XB[ Bo B3aTON OnNa ero npurotoBreHusi soge. MNpurotoBneHHbIN
OK nogeepratoT M3MepeHMaM B TOYHOM COOTBETCTBUM C TpeboBaHWAMU Ha-
CTOSILLEN METOOMKM B YCNOBUSIX BOCNPOMU3BOANMOCTH.

15.6.2 lNpun peanusayum KOHTPONbHOW Npoueaypbl NonyyarT ABa pesyrib-
TaTa KOHTPOJSIbHbIX U3MEPEHUN MaccoBOM KOHUeHTpauun 'XB[ - X; n X, B ogHOM
n Ton Xe nNpobe BoAbl B YCrOBUSIX BHYTpunabopaTopHOM NpeLmn3noHHoCTn (pas-
Hble UCMNOMHUTENN, NOCyAa, PeakTuBhI).

15.6.3 Pe3ynbTaT KOHTPOSLHOM npoueaypbl Ry, MKI/AM®, paccunTbIBaloT No
dopmyne

R = [Xi— X | (13)

N CpaBHUBALOT C NpeaenomM BHyTpunabopaTtopHom NpeumsnoHHocTn Ry,
15.6.4 KayeCTBO KOHTPOSIbHOW npouenypbl MPU3HAKT  YOOBIETBOPU-
TeNbHbIM, €CInn BbINONTHAETCSA yCnoBue
R(< R,. (14)
MpumevyaHne — Ha ctagum BHeapeHus meToauku B nabopartopum gonyctumo R, ycta-
HaBNMBaTb Ha OCHOBE BblpaeHus: R, =0,84-R, rae R — pe3ynbTat KOHTPObHOW npoueaypsbl, no-

cnegywwmm yTodHeEHMEM No Mepe HaKorneHnd I/lHC*)OpMaU,I/II/I B rnpouecce KOHTponna ctabunbHo-

CTV pe3yrnbTaToB U3MEPEHWIA.

[Mpn HeBbINnoNHeHMn ycrnosua (14) npouenypy KOHTPONS NOBTOPAOT C UC-

NONb30BaHNMEM BTOPOWN KOHTPOSIbHOM Mpo6bl. Mpn NOBTOPHOM HEBBLIMOHEHUN
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ycnosust (14) BbISICHAKOT NPUYUHBI, NPUBOASLLUNE K HEYOOBETBOPUTENBHLIM pe-

3ynbTatamMm N yCTPaHAKT UX.
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MpunoxeHne A

(cnpaBo4yHoOE)

PparmeHT XpomaTorpammbl ctaHgapTHoro pacteopa NXb[j

7 .98
. I'ekcax1opOYTAIHEH,
] a ckan 40-350 /Ta
i : ILA II LM J\k— G
] IL _M_.'h L Ji“l}[ WW%Z
A.28% S b I
] Tekcax1opoyraanen
_ —naz
225 ﬁ SIM m/e=225 Jla
p.28x Trrorr T e e e e T L e o e e e e
- Buyrpennnii crangapr
i 1-OpoM-4-gTopienson
174 - B SIM m/e= 1744176 [1a
176 1
T U T L T 1 rrrr e T e e e T
608 708 S00 206 i6ea 1108
9.99 11 .66 12.33 14.99 16.66 18.33 t, min

a - pparMeHT XxpomMaTorpaMmmbl Mo TOKy MoHOB B AnanasoHe M 40-350 [a;

6 - hparmMeHT xpomaTorpaMmmbl MO TOKY MOHOB ¢ M 225 [1a;

B - oparMeHT xpomMaTorpammbl rno Toky noHos ¢ M 174 n 176 da.
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TexHn4eckne ycrnosus
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Lkadp cywmnbHbin Tna CHOJ

"ennn razoobpasHbIN
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KnioueBble cnosa: rekcaxnopbytaaueH, npoba, Boaa, MeTo xpomaro-
MacC-CrneKTpoMeTpun
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