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Mpepgucnosue

Lienn, oCHOBHble MPUHLMNLI 1 OCHOBHOW NOPAA0K NPOBEAEHNA PAa6GOT MO MEXIOCYAapCTBEHHOW CTaH-
napTtusaunu yctaHosneHol TOCT 1.0—92 «MexrocygapcTBeHHaa cuctema craHgaptmsaumn. OCHOBHbIE MO-
noxeHunsi» n FOCT 1.2—2009 «MexrocygapcTBeHHass cuctema craHgaprusaumn. CtaHfapTbl Mexrocygap-
CTBEHHblE. NpaBuia U pekoMeHAauuy Mo MeXrocyAapCTBEHHOU cTaHfapTusauun. MpasBuna paspaboTku,
NPUHATUSA, NPUMEHEHNSA, 0GHOBEHNSA U OTMEHbI»
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okpyxarueli cpegpl, Pryr «ATnaHTUYECKWUli Hay4YHO-UcCNefoBaTeNbCKMn UHCTUTYT PbIGHOrO X03AKCTBa U
okeaHorpadumn» (Pryrn «AtnaHt HAPO»)

2 BHECEH ®epepasibHbIM areHTCTBOM M0 TEXHUYECKOMY perysiMpoBaHuio n metposiornm (PocctaHgapT)

3 MPUHAT MexrocygapCTBeHHbIM COBETOM MO CTaHAapTu3auuu, MeTposiorun n ceptudukaumnu (npo-
Tokon oT 1 okTsi6psA 2012 1. Ne 51)

3a npuHATHe nporosiocosaniu:

Kparxoc HaviveHoBaHIe CTpaHb! Mo Kop ctpaHbl no MK CoKpalLLIEHHOE HaUMEHOBaHYIE HaLWIOHaBHOMO opraHa. o

MK (CO 3166) 004—97 (MCO 3166) 004-97 CTaHAgapTVBaLYM

ApmeHua AM MuH3KoHOMUKM Pecny6nmku ApMeHus

Benapycb BY locctaHgapT Pecny6nvku Benapych

KasaxcraH Kz loccraHgapt Pecnybnmkn KaszaxcraH

Knprusna KG KblproisctaHaapt

Monpgosa MD Mongosa-CtaHgapt

Poccusa RU PoccraHgapt

Y36ekucTaH uz YactaHgapT

4 TMpuka3om PefepasibHOro areHTCTBa Mo TEXHWYECKOMY PEeryMpoBaHuio U MeTposiorun oT 29 Hos-
6psa 2012 r. Ne 1629-CT MexrocyapcTBeHHbI cTaHgapT FTOCT 31792—2012 BBefeH B feiicTBUEe B kayecTBe
HaLMoHa/IbHOro cTaHaapTa Poccuiickoit ®epepaunmn ¢ 1 nions 2013 1.

5 HacTosilwuii ctaHAapT NOAroTOB/IEH Ha OCHOBE npumeHeHust FTOCT P 53184—2008

6 BBEJIEH BINEPBbIE

MHdopmaums 06 N3MEHEHMAX K HAcTOsLLEMY CTaHaapTy Nyb6ankyeTcs B eXerogHom nHgopmMalm-
OHHOM yKasaTesne «HauuoHaNbHble CTaHAapThl», a TEKCT U3MEHEHW A U NonpaBoK — B €XEeMECSUYHOM
MH(OPMaLMOHHOM yKa3aTerne «HauuoHanbHble cTaHgapThi». B cnyyaB nepecmoTpa (3ameHbl) Uam oT-
MeHbl HACTOALLEr0 cCTaHAapTa CooTBeTCTBYLEee yBeAoMIeHe byaeT ony6/MKOBaHO B eXXeMECAYHOM
MH(hopMaunoHHOM ykasaTene «HauvoHanbHble cTaH4apThi». CooTBeTCTBYLWasa nHopmaLums, yseioM-
NIeHne U TeKCThbl pa3mMellalnTCcs Takke B MHOPMAaLMOHHOM cucTeMe 06LLero nonb3oBaHnsa — Ha odu-
uvansHoM caiiTe ®BAepanblloro areHTCTBa N0 TEeXHWYECKOMY PeryimpoBaHnio U MeTposioruy B ceTu
VHTepHeT
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M E X T OCUY 4 APGC CTUBEHH®BbB 1 C TAHOAPT

PbIBA, MOPCKNE BECINO3BOHOYHbIE N MPOAYKTbI X MEPEPABOTKN

OnpepeneHne cofepxaHusa AUOKCUHOB U AVUOKCUHNOAO06HbBIX NONUXAOPUPOBAHHbLIX BUheHnnoB
XpOMaTo-Macc-cnekTpanbHbiM MeTO40M

Fish, marine invertebrates and products of their processing.
Determination of dioxins and dioxin-like biphenyls content by GC-MS method

[Jara BBegeHns — 2013—07—01

1 06nactb NpUMeHeHns

HactoAwwmii ctaHgapT npefHasHadyeH Ana uaeHTudukauum n BbIMOMIHEHWSA W3MEPEeHWU MaccoBblX
KOHUEHTpauuini 17 BbICOKOTOKCMYHbIX MOSIMX/IOPUPOBAHHBIX AWOGEH30-M-ANOKCUHOB U AnbeH30dypaHoB:
2.3.7.8- TeTpaxnopanbeHso-n-guokcuHa, 2,3,7,8-neHTaxnopambeHso-n-guokcnHa; 1,2.3.4,7.8-rekcaxnopau-
6eH30-n-gnokcnHa: 1,2,3.6.7,8-rekcaxnopgmbeHso-n-guokcrHa; 1,2.3.7,8.9-rekcaxiopan6eH30-n-gUOKCUHA;
1.2.3.4.6.7.8-renTax/10pAn6EH30-N-GUOKCUHA;  OKTax/opanbeHso-n-guokcmHa:  2.3,7.8-TeTpaxsiopgnobeH-
3ohypaHa, 1,2,3.7.8-neHTaxnopambeHsodypara; 2,3.4.7,8-neHTa-xnopgubeHsodypanHa; 1,2.3,4,7,8-rek-
caxnopgubensodypaHa; 1,2,3,6.7,8-rekcaxnopgmbersodypana;  2,3.4,6,7,8-rekcaxnopgubeHsodypaHa;
1,2,3,7.8.9-rekcaxnopanbeHsodypara; 1,2,3,4.6,7,8-rentaxnopgmbeHsodypaHa; 1,2.3.4.7.8.9-rentaxsiopgu-
6eH30hypaHa;okTaxnopanbeHsodypaHa,atakkel44M0oKCMHONOA0GHbBIXNIAHAPHBIXMONNXI0PUPOBAHHBLIXON-
heHnnos (MXB): 3,3,4.4-teTpaxnopbudenunna: 3.4.4.5-tetpaxnopbudenuna; 2.3.3.4,4-neHtaxnopbudennna,;
2.3.4.4.5- neHTaxnopbudeHnna; 2.3,4,4.5-neHTaxnopbudeHunna: 2,3,4.4' 5-neHTaxnopbudexHnna;
3.3.4.4.5- neHTaxnopbudeHnna,; 2,3.3.4,4,5-rekcaxnopbudenvna: 2,3.3.4.4.5-rekcaxnopbuderunna;
2.3.4.4.5.5- rekcaxnop6buderuna; 3.3,4,4.55-rekcaxnopbugpennna; 2,2,3,3,4.4,5-rentaxnopbucperHunna;
2.2.3,4,4'5,5-rentaxnopbudenuna; 2,3,3,4,4.5,5-rentaxiopbudenHnnia B poibe, MOPCKUX 6ECNO3BOHOUYHbIX 1
npoaykTax nux nepepaboTku.

MeTof, aHaniM3a OCHOBAH Ha 3KCTPaKLMU aHa/IMTOB OpraHNYeckMMmn pacTBoOpuTeNsiMu, nocrnegosartesib-
HON O4MCTKE IKCTpakTa C MPYMEeHeHVeMm refb-puabTpauuy U KOJIOHOYHON XpoMaTorpadun Ha pas/imyHbIX
cop6eHTax 1 KoJIMYECTBEHHOM aHa/in3e MeToAO0M XPOMaTo-Macc-CnekTPOMeTPUM € UCNOSIb30BaHNEM Cyppo-
raTHbIX W30TOMHO-MEYEHbIX CTaHAapTOB — aHasloroB onpejenseMbiX COeAVHEHWA, BBOAWMbIX B MPo6y Ha
cTagnv NnpobonoaroToBKU.

Mpenen o6HapyXeHUs pasfNyHbIX KOHFeHepoB cocTaBnisieT cooTBeTcTBeHHO oT 0.1 go 0,5 Hr/kr. Onpe-
[eneHnio He MeLaeT NpucyTcTeue B obpasuax NnecTuymaos, NOANXI0PUPOBaHHbIX GUEHNNOB U NPOYNX ra-
NIOTEHUPOBAHHbIX COeAVHEHNIA.

2 HopmaTtuBHbIE CCbl1KK

B HacToALeM cTaHAapTe UCMOMb30BaHbl HOPMATUBHbBIE CCbISIKN Ha crieaylolme ctaHaapTbl:

FOCT 12.1.007—76 Cuctema ctaHgapToB 6e3onacHocTu Tpyga. BpegHble Belectsa. Knaccudukauus
1 obwme TpeboBaHusA 6e3onacHoCTn

FOCT 201—76 TpuHaTpuiidpocat. TexHuueckne ycnosms

FOCT 1770—74 (MCO 1042—83. NICO 4788—80) lMocyna mepHasa nabopaTopHas cTeknsHHasa. Lin-
NINHAPbI. MEH3YPKK, KON6bI, Npobupkn. O6LyMe TeXHU4Yeckue ycnosus

FOCT 2652—78 Kanusa 6uxpomaT TEXHUYECKUIA. TexHU4eckne ycrnoBus

FOCT 4166—76 PeakTuBbl. HaTpuii cEpHOKMCIbIA. TEXHUYECKUE YC/I0BUSA

FOCT 4204—77 PeaktuBbl. Kucnorta cepHasi. TexHuyeckme ycnosus

M3gaHve odmupansHoe
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FOCT 4328—77 PeaktuBbl. Hatpus rugpookncb. TexHuyeckne ycnosus

FOCT 6709—72 Boga AuUCTUANMPOBaHHasA. TexHMYeckue ycnosmsa

FOCT 6995—77 PeakTuBbl. MeTaHoN-g4,. TeXHNUYecKne ycrioBus

FOCT 7636—85 Pbi6a, MopckMe maekonutarLue, Mopckne 6eCno3BOHOYHbIE M MPOAYKTLI UX Nepepa-
60TKM. MeTOoApbl aHanun3a

FOCT 9293—74 A30T ra3o06pasHblil U Xugkuii. TeXHUYECKNe YCrIoBUSA

FOCT 9968—86 MeTuneH X/10pUCTbI TEXHUYECKWIA. TEXHUYECKME YCNOBUS

FOCT 20010—93 lNMepyaTkn pe3nHoBble TeXHUYeckmne. TeXHNYeckne ycnosns

FOCT 24104—2001' Becbl nabopaTopHble. ObLne TexHuyeckne TpeboBaHms

FOCT 25336—82 Mocyaa v obopynoBaHme nabopaTtopHble CTEKNAHHbIE. TuMbl, OCHOBHbIE NapameTpbl
1 pasmepsbl

[OCT 28498—90 TepMOMeTpbl XUAKOCTHbIE CTekIsaHHble. ObLmne TexHnyeckne TpeboBaHus. MeTtoabl
UcnbITaHWi

FOCT 29227—91 {NICO 835—80) lNocyna nabopatopHas cTeknsHHasa. [MuneTkn rpagyvpoBaHHble.
YacTb 1. O6wune TpeboBaHus

MpumeyaHue — [Mpy1 NoMb30BaHUM HACTOSILLMM CTaHAAPTOM Lie/Iecoo6pasHo NPOBEepUTL AECTBUE CChUIOUHbIX
CTaHAAPTOB B MHPOPMALOHHON crcTEME OBLLErO NOMb30BaHUS — Ha O(hMLMa/IbHOM caiiTe deaepasibHOro areHTCTea
Mo TEXHNYECKOMY PErY/IMPOBaHII0 U METPOJIONM B CETW VIHTEPHET WM MO EXErogHOMY MH(OPMALIOHHOMY yKasaTeso
«HauuoHasbHble CTaHAAPTbI», KOTOPLIA OMy6/IMKOBaH MO COCTOSIHUIO Ha 1 AHBaps TEKYLLIEro roAa, Y Mo Bbifyckam exe-
MECSIHHOTO MHEPOPMALMIOHHOTO ykasaTesnsi «HauMoHa bHble CTaHAapTbh» 3a TekyLUmid rof, EC/M cCbUMouHbIA CTaHaapT
3aMeHeH (M3MEeHeH), TO MK Mo/b30BaHUM HACTOSILLMM CTaHAAPTOM C/ieflyeT PyKOBOACTBOBATLCS 3aMEHSIOLLIMM (M3MEHEH-
HbIM) CTaHAAPTOM. ECnn CCbINOYHBIA CTaHAAPT OTMEHEH 6E3 3aMeHbI, TO MOJIOKEHME, B KOTOPOM [jaHa CCbUTKa Ha Hero,
NPUMEHSIETCS B YacTW, He 3aTparvBatoLLiell 3Ty cChbUlky.

3 TepMuHbI, onpeaeneHns 1 cokpauieHus

3.1 B HacToswem cTaHAapTe NPUMEHEHb! crieayloliie TEPMUHbI C COOTBETCTBYIOLMMUK OnpeaeneHns-
MU:

3.1.1 nonuxnopupoBaHHble ANOOH30-N-ANOKCUHBbI/gN6eH30ypaHbl; MNXA4/0®. Bce KOHreHepsbl
ON6EeH30-N1-ANOKCMHOB 1 AnbeH30hypaHoB C CoAepXaHneM B MOJIEKysie OT O4HOM0 A0 BOCbMMW aToOMOB X/10pa.

3.1.2 cypporaTHblii cTaHgapT; S/S: Cmecb koHreHepos MXAA/A® vnn MXB. M30TONHO-MEYEHbIX NO
yrnepogy 13C12, BBogumas B nMpoby Ha cTagum 06paboTkM 4718 KOHTPONA MOSHOTHI U3B/IEYEHUS U KOMYec-
TBEHHbIX pacyeTos.

3.1.3 BHyTpeHHuiA cTaHaapT; R/S: M30TonHO-MeueHbli no yrnepogy 13C12 nomep NXA4/0P. He BXO-
AAwmnin B coctaB S/S, BBOAVMbIV B NOArOTOBMEHHBIV K @aHa/M3y aKCTPakT AN1A KOHTPOAS KOHEYHOro o6bema
3KCTpakTa, NPOBEPKN CTabubHOCTV paboTbl Macc-CNeKTPOMeTpa 1 onepaTvBHOTO KOHTPONS addheKkTUBHOCTM
Xpomarorpatunyeckoro pasgesieHus n3oMepos.

3.1.4 pekoHcTpyupoBaHHas Macc-xpomartorpamma: Macc-xpomarorpamma, noslyyeHHass KOMMblo-
TepHo 06paboTKol pe3ybTaToB aHaNn3a v nokasbiBaLias 3HayeHe curHana, co3faBaeMoro MoHamu ¢ 3a-
[aHHOI Maccoii, a.e.M., xapakTepHoli Ansa KoHreHepos MXAA/A® ¢ onpefeneHHo CTeNeHbo X/I0PMPOBaHNS.

3.1.5 AMOKCUHOBBLIA 3KBUBANEHT TOKCMYHOCTU; TEO: KoHreHepbl MXAA4/0® nnu MXB — 3HaueHue,
BblpaXXeHHOE B OTHOCUTE/IbHbIX BE/IMYMHAX TOKCUYHOCTH, YCTaHOB/IEHHbIX BCeMVpPHOI opraHusauuein 3gpaso-
O0XpaHeHWs Npu yCnoBuUKW, YTO TOKCUUYHOCTb M3omMepa 2.3,7,8-TeTpax/10pAnM6eH30-N-AMOKCUHA NPVHSATA pPaBHOM
1 (npunoxeHue A).

3.1.6 cyMMapHbIi AUOKCUHOBBI 9KBUBANMEHT TOKCMYHOCTU NPO6bI: CymmapHas TOKCUYHOCTb Mpo-
6bl. co3faBaeMas TOKCUYHbIMU KOHreHepamu NXA0/0® v nnaHapHbimu MXB. onpegensemas kak cymma npo-
n3BeAeHN KOHLEHTpauMi KaXA0ro KOHreHepa Ha COOTBETCTBYIOLMIA 9KBMBANEHT TOKCMYHOCTU (2 TEQ, nr/r).

3.2 BHacTvosleM cTtaHfapTe MPUMEHEHbI Ceayolme CoKkpaleHnsa A HXeC1e 4y oL X KOHreHepoB:

TXA4  — no6oil usomep TeTpaxopan6eH30-n-4MoKCHHa,
MeXA4 — nwb6oi n3oMep NeHTax10pAMOEH30-N-ANOKCHHA;
rkxgh — nwoboli n3omep rekcaxnopanbeH30-N-gUOoKCUHa:
rnxXA4 — nw6oii nsomep rentaxnopanbeH3o-n-ANoKCHHa,;
oxXad — okrtaxnopambeH3o0-n-ANOKCUH;

TXA® — 6ol usomep TeTpaxiopanbeHsodypaHa:

* Ha Tepputopumn Poccuiickoli ®epepauyn aeiicteyet FTOCT P 53228—2008 «Becbl HeaBTOMAaTWYECKOrO Aeii-
cTBuA. YacTb 1. MeTponornyeckue 1 TexHuieckme TpebosaHus. VicnbimaHms».
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MeXAo no60oii n3omMep neMTaxiopambeH3odypama;
rkXae nwo6oi n3omep rekcaxnopanbeHsodypaHa:
rmxaeo noboii n3omep rentaxsiopanbeHsodypaHa.
(0),91[0) oKTaxnopambeHaodypaH:

NXB no60oi KoHreHep nonuxnopbudexHmna.

MpumeyaHne — lMopsafoK 3ameLLeHUs A1 KOHKPETHOTO M30Mepa yKasblBaeTcs LmdpoBbIM MHAEKCOM, CO-
rnacHo npasunam I[UPAC. Hanpumep, 1.2.3,4.5-neHTax/10pAMbeH30-M-AVOKCYH.

3.3 [Ona 0603HaYeHNs KOHFeHepOoB MNaHapHbIX NOAUXI0PUPOBaHHLIX 6uceHnnos (MXB) ncnonb3yoT
crefyloLine cokpalleHus:
NXe 77 — 3,3.4.4-tetpaxb:
MXb 81 — 3.4.45-tetpaxXb:
NXb 105 — 2,3,3.4.4-neHtaxb;
NX6 114 — 2,3,4,4,5-neHtaxb;
MX6 118 — 2,3.4,4,5-neHTtaxb;
NXb 123 — 2\3.4.4'.5-neHTaxb;
NXe 126 — 3,3',4,4,5-nentaxb;
MX6 156 — 2,3.3,4,4,5-rekcaxXb:
NXb 157 — 2.3.3.4.4,5-rekcaXb:
NX6 167 — 2,3,4,4.5.5-rekcaxb;
MX6 169 — 3,3.4,4,5.5-rekcaxXb:
NXb 170 — 2.2.3.3.4.4.5-rentaxb;
MX6 180 — 2,2.3,4,4,5.5-rentaxb;
NXp 189 — 2,3,3,4,4,5.5-rentaxb.

34 [na 0603HAYEHMA MacC-CNEeKTPOMETPUYECKOro pexunma aHasmsa ¢ UCNOofIb30BaHMEM XMMUYECKOM
MOHM3aUNM 1 JeTEeKTUPOBaHNEM OTpULIATENIBHO 3apsXXEHHbIX MOHOB UCMOJb3yeTcs cokpalyeHne X OW.

4 Tpe6oBaHuMA 6e3o0nacHoOCTU

KoHreHepb! MXA4/0® OTHOCATCA K BbICOKOTOKCUYHbLIM COeANHEHMAM, 06nafaolMn KaHLepOreHHbIM,
MyTareHHbIM 1 TepaToreHHbIM geicTememM. s Hambonee TokcuyHoro 2.3.7,8-TX A4 LD50 = 0,05 mr/kr, knacc
onacHoctu 1.

Tpeb6oBaHuA 6e30MacHOCT Npu paboTe ¢ npenapatamu, cogepxawvmu NXA4/0P, ycTaHaBIMBalT B
COOTBETCTBMM CO CNeLnasibHbIMA UHCTPYKLMAMU No paboTe C AUOKCUHOM, AEeACTBYIOWMUMKU Ha Tepputopun
rocyfapcrsa, NpuHABLLEro ctaHaapT.

MomelleHus, B KOTOPbIX NPOBOAMTCA NOATOTOBKa NPO6, AO/MKHbI 6bITb 060PYA0BaHbI MPUTOYHO-BbLITSX-
HOM BeHTUNAUMEN. VicxodHble cTaHAapTHble 06pasLibl 4719 NPUrOTOB/IEHNS TPafyVPOBOYHbLIX PacTBOPOB U aT-
TECTOBaHHbIX CMeceii cnefyeT XpaHWUTb B 3anMpaeMoM MeTaimyeckom Lwkady.

Bce onepavuu no NpMroToB/IEHNIO aTTECTOBAHHbLIX CMeCeii 1 rpafypoBOYHbIX PACTBOPOB, COAepXaLL X
TXAA v ero meueHble aHanoru, gobaeneHve cTaHfapTos K 06pasLy, NoAroToBky obpasua k aHanusy cnegyet
NPOBOAWTL MOJ TArOW B BbITSXKHOM LUKady.

Mpo6bl, NOArOTOBMEHHbIE K aHasin3y, W pacTBOPbl CTaHAapTHbIX 06pasLoB, rPafyMpOBOYHbLIX U KOH-
TPO/bHBIX PACTBOPOB, aTTECTOBaHHbLIX CMECei cneayeT AepxaTb B aMnysiax, 3akpbITbiX 3aBMHUMBAIOLLENCS N
3anpeccoBaHHOW KPbILWKONM ¢ Te(hIOHMPOBAHHOW PE3VHOBOM NPOKNaAKOM, NPOKaIbIBAEMOIN MUKPOLLMPULEM.

Mepbl N0 OKka3aHWo NepBOi NOMOLLY NpU NonagaHnn AUOKCUHA U ero pacTBOPOB Ha KOXY, B rnasa uxe-
NY[OK NPOBOAAT B COOTBETCTBUM C MHCTPYKLMAMU, AECTBYIOWUMI HA TEPPUTOPUM rOCyAapcTBa, NPUHABLLENO
cTaHfapT.

5 Cpeactsa wn3MepeHuWit, BcnomoratenbHoe o6o0pyaoBaHue, peakTUBhI,
Martepuanbl

5.1 CpefcTBa N3MepeHNit

XpomaTo-macc-C/IEKTPOMETP BbICOKOrO WAN HU3KOTO paspeLlueHuns, I'IO3BOI'IF|I-OLLWII7I BeCTn perncrtpayunto
OTAENbHbIX MOHOB C 3afaHHbiMKM Maccamu B gnanasoHe 50 — 600 a.e.Mm. npu MoHuU3auumn I'Ip06bl B pexume

3
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3/1eKTPOHHOIO yzapa WM XMMWUYecKo MOHU3aUMK ¢ LeTeKTUPOBaHNEM OTpULaTe/IbHO 3apsKEHHbIX UOHOB,
OCHaLLEHHbI/i KOMMNLIOTEPHOI CMCTEMON 06pPabOTKM AaHHbIX 1 UMelLW K Nnpeaen o6HapyxeHus 2.3,7.8-TXA4
B peX1Me CeNeKTUBHOro feTeKTMPOBaHNA NOHOB (COOTHOLLEHME CUTHau/WYM) nNpyu uHXekumun 1,0 nr gaHHOro
BellecTBa B Npmbop He xyxe 5:1 (Hanpumep. MAT-95XP. DFS, JMS-700. Agilent-5975. Varian-320MS. ITMS-
240MS, ITQ 900GC/MS, TSQ Quantum wunu gpyrve ¢ Nogo6HbIMU XapakTepucTnkamu).

KBapueBble kanunnspHele xpomatorpaduyeckne kosoHkn 30(60) m, anameTpom 0,25 MM C HEMOABWX-
HON HenonsipHoit chasoin Tnos (DB-5MS, VF-5MS) n (unn) nonsipHoii chasoii Tunos SP-SH88. DB-DIOXIN
(monyckaeTcs UCNOMb30BaHWe U APYTNX KOJIOHOK C HENOABWXHbIMU (haszamu, obecneyvsaoLLUMy pasfeneHme
2,3,7.8-3aMelleHHbIX n3omepos un gpyrux MNXA0 n NX4P).

TepMoMeTp TEXHUYECKNI PTYTHbIA NPAMOIA ¢ Auana3oHoM n3Mepsiemoit TemnepaTtypbl o1 0 °C go 100 °C
c ueHoit neneHus 1 °C n temnepatypbl 300 “C c ueHoit aeneHus 2 “C no FOCT 28498.

Becbl nabopatopHblie 06LWero Ha3HayeHns CpefHero kaacca TOYHOCTW C npefesioMm AONyCTUMOW no-
rpewHoctn Ao 0,1 mr no FOCT 24104.

5.2 BcnomoraTesibHble ycTpoiicTBa 1 nabopatopHasa nocyaa

MukpoLnpuupel xpomatorpaduyeckne Ha 10 M. LeHoli Aenenns 0,1 mkn. Hanpumep cunpmbl Hamilton
No 700. no HOpMaTUBHbLIM [OKYMEHTaM.

ABTOMaTtunyeckune 4o3aTopbl NnepeMeHHoro o6bema (100 — 1000 Mm3), ¢ npedenoMm NorpeLHocTy He 60-
nee + 0.8 %, Hanpumep cdmpmbl Eppendorf No 3111.000.165. no HOpMaTUBHLIM AOKYMEHTaM.

ABTOMaTnyeckne fo3atopbl nepeMeHHoro o6bema (10 — 100 mMm3), ¢ Npeaenom NorpeLlHocT He 60-
nee = 0.6 %. Hanpumep Eppendorf Ne 3111.000.149, no HOpPMaTUBHbLIM JOKYMEHTaM.

PoTaunoHHbIA ncnaputens.

Annapart gns BCcTpAxuBaHusa npoob.

MuKkpon3amenbunTe b TKaHel, MolHocTelo 300—500 Br.

LWkad cywmnnbHbIl, obecneunsaroLnii nogaepxaHme TemnepaTypbl B gnanasorne Temnepatyp 90 °C —
150 °C.

XonoaunbHUK 6bITOBON N06OI Mapku.

MydhenbHas neub nob6o Mapku, obecneunBaroLwas Harpes B guanasoHe Temneparyp 300 °C — 800 °C.

Munetkn 1-2-1.2-2-5 no FOCT 29227.

MepuaTkn pesnHoBble TexHuyeckne no NOCT 20010.

LnnnHapel mepHble ncnosHeHrnsa 3. BMecTumocTbio 25. 50. 100, 250 cm3 no MOCT 1770.

CTtakaHbl MepHble BMecTuMocTbio 100. 500, 800 cm3 o NOCT 25336.

Kon6bl KpyrnofoHHble, UCNONHEHNs 4, BMecTuMocTbio 500 cm3, 100 cm3 no MOCT 25336.

Konbbl NI0CKOAOHHblE KOHMYECKMe WCnosHeHus 4, BmecTumocTbio 1000. 500. 250. 100 cm3 no
FOCT 25336.

Kon6bl mepHble. 10, 50 cm3knacca-2 no NOCT 1770.

Kon6bl rpywesungHble. 100 cm3 ncnonHexnus 4 no FOCT 25336.

BopoHku cTeknaHHble koHnYeckne 36—50, B-100-150 no MOCT 25336.

KOMOHKM CTekNsiHHbIE, AnaMeTpoM 8 MM. anmHoi 300 MM C BEpXHUM pe3epByapoM (npunoxeHve b).

KonoHkn cTeknsiHHble, AgnameTpom 6 MM. A4nnHON 150 MM C BEpXHUM pesepByapom (nMpunoxenve b).

KonoHkn cTeknsHHble ANs renb-chunbTpayuy gmamMmeTpom 18 mm. gnuHoi 600 MM (npunoxexune b).

KonoHkn cTeknsHHble anameTpom 30 MM, ANnHOK 400 MM, ¢ hunbTpom LWoTTa (npunoxeHue B).

MManoukn CTeknsaHHbIE.

KpaHbl TechnoHoBble Tuna Cole-Parmer No A-30503-00

BopoHku genutensHole BA-1-100 XC no NOCT 25336.

Hednermartop 250-14/23-29/32-TC no NOCT 25336.

XonogunbHuk XMT-1-300-14/23 XC no FOCT 25336.

JkcukaTop 2-250 no NOCT 25336.

MukpodnakoHbl Ha 0.9 cm3 ¢ koHMYecknm gHoM, Tuna Wheaton. Supelco No 27333.

CTeknsiHHble hN1akoHbl C 3aBMHYMBatOLLECS KpbIwkoii (Mini-Vials) BMecTumocTbio 2 cmM3 Trna Supelco
No 27023.

CTeknsiHHble h1akoHbl C 3aBMHUMBatOLLElCcA Kpbiwkoi (Mini-Vials) BMmecTmocTbio 4 cm3 Tmna Supelco
No 27024.

TednoHNpoBaHHbIe Npoknaaky (centbl) guameTtpom 10 MM, AnsA Buan, Tmna Supelco No 27360-U.

Kpumnep (ycTpoiicTBo Ansa repmeTusaunm Bnasn) Tuna Supelco No 33195.
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AMMNy bl TEMHOTO CTekna, MefuunHCK1e, BMeCTUMOCTbIO 5 cm3 Tuna Jena-Vitropack.
Hacoc BogocTpyiiHbiii no FTOCT 25336.
BaHs BoAsAHas y/ibTpasBykoBas.

5.3 PeakTuBbl 1 MaTepuarsbl

AuxnopmeTaH. X.4.. no FOCT 9968.

MetaHon, x.4., no FOCT 6995.

Cunukarenb Kieseigel 60. 70—230 MKM. UMNOpPTHbIM, Hanpumep Merck No 7734.9025.
AntomMuHKUA oknck 90, ocHOBHas, Hanpumep cupmbl Merck No 1097.9050.

HaTtpuii cepHOKMCbIA 6€3BOAHbINA, X.4.. N0 TOCT 4166.

Kanus 6uxpomar, x.4., no FOCT 2652.

TpuHatpwuii dpocepart, y.. no FTOCT 201.

M'mapooknch HaTpus, x.4., no FOCT 4328.

CepHas Kucnota KoHUeHTpupoBaHHas, oc.u.. no TOCT 4204.

Bopa auctunnnposaHHas no FOCT 6709.

lenuin mapkn A.

A3oT, oc.u., no NOCT 9293.

[a3oBas cmecb aproH-meTtaH, 10 % 06. meTaHa, OC.4.

H-TeKcaH. A1 C/Ief0BOro aHannsa, MMNopPTHbIN, Hanpumep dupmbl Merck. No 4368.2500.
H-fleKaK. ANs Cef0BOro aHanunsa, UMNopTHbIA, Hanpumep dupmbl Merck, No 803405.0250.
H-HOHaH, ANS C/1Ief0BOro aHann3a, UMMNOPTHBINA, Hanpumep drpmbl Merck. N9 806838.0250.
BonokHucTbIl kBapLueBblii maTepuan CKB.

Copb6eHT Bio-Beads S-X3. 200-400 mesh. Bio-Rad.Lab., No 152-2750.

5.4 CTaHAapTHble PacTBOPbl U KOHTPO/bHbIE 06pasLbl

M30TONHO-MeuYeHble cypporaTHble U BHYTpeHHUe ctaHgapTel NXA4/0P. Bkavaowme:

a) "bnxan/A® — PacTB°P cmecu n30TONHO-MeYveHbIX no yrnepody ,3C12 komreHepos NXA4/0% B HoHa-
He. EDF-4053, npoussoactea komnaHum Cambridge Isotope Laboratories, Inc.. US (kog no katanory CIL
Ne EDF4053), ¢ NOrpeLHOCTb0 COAepXaHus Kaxaoro komnoHeHta + 10 % (tabnvua 1).

Tabnuua 21— Cocrtas pacteopa 3/brnxaaad

KOMMOHEHTD | KoHLeHTpaLys, MkT/oM3
2.3,7.8-TXAA (13C1299 %) 10
1,2,3,7,8-NeXAL, (13C1299 %) 10
1.2.3.6,7.8-N'xXA[ (13C1299 %) 10
1.2.3.4.6,7.8-InXA4 (,3C 1299 %) 10
OXAA (13C1299 %) 2.0
2,3,7,8-TXA® (13C,299 %) 10
1,2.3.7.8-MeXA® (13C 1299 %) 10
1,2,3.6.7.8-NxXAd (13C,299 %) 10
1.2,3.4.6.7.8-rxX4® (131299 %) 10

6) A~ nxaaweg — pacTBOp CMecu BHYTpeHHuX ctaHgaptos MXA4/0P B HoHaHe EPA 23RIS npoussoa-
ctBa Cambridge Isotope Laboratory. Inc., US (kog no katanory CIL No EDF4055). ¢ norpewwHocTbio coaepxa-
HWUS KaxJoro komnoHeHTta ¢ 10 % (tabnuua 2).

Tabnuya 2—A&neaano

KOMIMOHEHTDI KoHLeHTpaLwA, mkticm3
1,2.3.4-TXAL, (13C1299 %) 0.5
1,2.3.7.8.9-IxXA[4 (13C1299 %) 0.5
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KanmbpoBOoUHbI CTaHapT, BKIOYaLWMiA pacTBop 18 TOKCUUHbIX KOHreHepoB MXA4/A®. npousBoacTBa
Cambridge Isotope Laboratory, Inc.. US (Homep no katanory CIL Ne EDF-7999-10x). ¢ NOrpeLHocTbo coaep-
XaHusa Kaxaoro KomnoHeHta ¢ 10 % (Tabnuua 3), pacTBop B HOHaHe.

Tab6numya 3— CocTaB KasIMBPOBOYHOMO CTaHZapTa

Konrenep MXA.4, KoHLeHTpaLysi, Hr/icm3 Kowrexep Mxad KoHLeHTpaLws, Hr/cv3
2.3.7.8-TXOA 400 2.3.7.8-TX0® 400
1.2.3.7.8-MexaL, 2000 1.2.3.7,8-MeX® 2000
1.2.3.4.7.8-TeXaL, 2000 2.3.4.7.8-NexXf® 2000
1,2.3.6.7.8-I'eXAL, 2000 1.2.3.4.7.8-TkX0P 2000
1.2.3,7.8.9-TkxALL 2000 1.2.3.6.7.8-TkXa0® 2000
1,2.3.4.6.7.8-rnX4n4, 2000 2.3.4.6.7.8-TkXA® 2000
oxan 4000 1.2.3.6.7.8-TkxAP 2000
2.3.4.6.7.8-r'exao 2000 1.2.3.7.8.9-TkX® 2000
1,2.3.4.6.7.8-InxX® 2000 oxae 4000

KoHTponbHbIl 06pasel, TkaHel pbibbl C aTTecToBaHHbIM cogepxanvem MXA4/0P v AnOKCUHNOA06OHbIX
nnanapHbix MXB (kog no katanory CIL Ne EDF2526). ¢ cogepxaHuem koHreHepos MXA4/0® B ananasoHe
10—50 Hr/kr n koHreHepoB MNXB B gnanasoHe 100—500 Hr/kr.

M30TOMHO-MeueHble cypporaTtHble U BHYTPeHHUe cTaHgapTel MXB. Biovaoowme:

a) S/SnxB — pacTBOp CMecCu M30TOMHO-MeYeHbIX CypporaTHbIX nnaHapHbix MXB B HOHaHe (Kog no karta-
nory CIL Ne EC4995), ¢ norpeLlHoCTbo cofepXaHus Kaxaoro komnoHeHta ¢ 10 % (Tabnuua 4).

Ta6nunya 4— CoctaB SISnxE

Korrexep G KoHlVl(r/clvB . Korrerep MG KDH|\/||<r/ Y
NXB77(13C,299%) 10 MXB 156 (13C,299%) 10
MXB 81 <I13C,299%) 10 MXB 157 (13C1299 %) 10
MXB 105(13C1299%) 10 MXB 167 (13C1299 %) 10
MXB114(13C1299%) 1.0 MXB 169 (13C1299 %) 10
MXB118(13C1299%) 10 MXB 170 (13C,299 %) 10
MXB 123 (13C1299 %) 10 MXB 180 (13C1299 %) 10
MXB 126 (13C1299 %) 10 MXB 189 (13C1299 %) 10

6) /?/SnxB — pacTtBop 2.3.4,4',5,6-rokcaxnopbuceHunna B HoHaHe (kog no katanory CIL PCB N& 166). ¢
KoHUeHTpauueli (100 * 5) mkr/cm3.

KanmbpoBOuHbI CTaHAapT, BkIYalwWwmiA pactBop 14 nnaHapHbix KoHreHepoB [MXB. npoussBoacTsa
Cambridge Isotope Laboratory (Homep no katanory CIL Ne EC-5000), ¢ NOrpeLuHoCTb0 COAepXaHus Kaxxaoro
KoMnoHeHTa = 10 % (Tabnuua 5). pacTBOp B HOHaHe.

Tab6nunya 5— CoctaBR/SnxB

KoHrenep MXb KOHW' KoHrerep MXb me
MXxB 77 20 MXB 156 20
MXB6 81 2.0 MXB 157 2.0
MXB 105 20 MXB 167 2.0
MXe 114 20 MXB 169 20
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OkoHYaHWe Tabnuupl 5

KoHLieHTpaLms.
KoHrcHep MXB MV/CM3 KoHrexep MXB6 VT V3
MXb 118 20 MXb 170 20
MXB 123 20 MX6 180 2.0
MXB6 126 20 MXB 189 20

[JonyckaeTca NpUMeHeHWe ApYrux CpeacTB M3MepeHuil 1 060pyAoBaHNsi C METPOIOMMUECKMU XapakTe-
pUCTMKaMK, a Takxke ApYrx peakTMBOB 1 MaTepUasioB Mo Ka4ecTBY He HUXE yKa3aHHbIX B HACTOSILLEM CTaHAapTe.

6 OnpegeneHve NONUXIOPUPOBAHHbIX ANGEH30-N-A4UOKCUHOB 1 AnbeH3odypaHoB

6.1 MogroToBka nocyfbl, COPGEHTOB 1 PEaKTUBOB

6.1.1 MNMoproToBka nocyAabl

CTeKNAHHYI0 XMMUYEeCcKyto Nocydy 3aMauynBaloT B pacTBope TpuHaTpuiidpocdarta Ha 6—7 u, 3aTem npo-
MbIBaKOT BOJOMPOBOAHON BOLOM, MOKOT ropsiueli XpoOMOBOW CMeChto, ONofackMBalT BOAONPOBOAHOW BOAOM, a
3aTeM TpMXAbl AMCTUANMPOBAHHONM BOAOW M cywat npu Temnepatype 300 CC B cylunibHOM Lwkady.

6.1.2 NMoaAroToBKa peakTMBOB U MaTepuasios

OumncTKy pacTBopuTesneii H-rekcaHa 1 JuxjopmeTaHa ocyLecTBASIOT NyTeM NeperoHkn npu atmocdep-
HOM A aB/E€HUN C UCNO/Mb30BaHNEM CTEK/IAHHOW XMMMUYECKO NocyAbl B COOTBETCTBUM C NpaBuaIaMn NePeroHkn
OpraHnyecknx BeLLecTB.

Mcnonb3yemble pacTBOpUTENN KBa/MmKaumm «ans cnefoBoro aHannsa» npoussoacrea dompmel Merck
UK aHaNorMyHble UCMONb3YIOTCA 63 OUUCTKU.

HaTtpuii cepHoKncAbIli 6€3BOAHBIM Mapky OC.4. NPOKannBaloT B MydenbHON neun 4 4 npu Temnepartype
400 °C. oxniaxaalT B aKCUkaTope, XpaHaT B Konbe co wnndom He 6onee mecsaua.

Cwmecb rekcaH-guxaopmetaH (1:1) roToBUTCA CMeLleHneM paBHbIX 06bEMOB rekcaHa v guxaopmeTtaHa B
€MKOCTN BMECTMMOCTbIO 5 AM3 N3 TEMHOrO CcTekna, CHabXeHHOWN NpUTepTOl NPOGKOIA.

Cwmecb rekcaH-guxnopmetaH (97:3) rotoButcsa cMmewweHnem 970 cm3 rekcaHa n 30 cM3 guxsiopMmeTtaHa B
€MKOCTN BMEeCTMMOCTbI0 1 AM3 13 TEMHOr0 cTekna, CHabXeHHOW NpUTEPTOl NPOGKOiA.

Cwmechb rekcaH-guxnopmetaH (40:60) rotosutcs cmelleHnem 400 cm3rekcaHa 1 600 cm3 guxnopmeTtaHa
B €MKOCTV BMECTUMOCTbIO 1AM3 13 TEMHOrO CTekna, CHabXeHHol NpuTepToi NPo6KoiA.

KBapueBblii BO/TOKHUCTLI MaTepuan CKB npokanusaloT B MydenbHol neun npu 700 °C B TeuyeHue
30 MUH U XpaHAT B repMETUYHON CTEKNISAHHOW Tape He 6onee mecsua.

Mpy NOAroTOBKE W NCNO/b30BaHUN KX A0V HOBOW NapTUM peakT1BOB 1 MaTepuasnos Uan 3aMeHe O4HOro
13 HX NPOBOAAT NPOBEPKY NyTEM BbINO/HEHNA BCEl NpoLeAypbl aHann3a /15 X0/10CTOro OnbiTa U KOHTPO/1b-
HOI aTTeCcTOBaHHON CMecu, OLeHMBas pe3y/bTaTbl C YYETOM XapaKTepUCTUK NorpeLlHocTu. flonyckaeTcs mc-
nonb30BaHNe pacTeopuTeneli n cCopbeHToB ApYrMx Mapok, obecneyvBaroLWwmnx NpoBegeHne aHanmsa ¢ 3agaH-
HOUi NOrPeLLHOCTbHO.

6.1.3 NMoaroToBka COp6EHTOB

6.1.3.1 AKTMBMpPOBaHNE OKCUAA aNtoMUHUSA

HaBecky okcupa antoMuHns maccoli 200 r noMeLaloT B KBapLEBblii CTakaH 1 npokanmealoT B Mydesib-
Hoi neun npu 700 °C B TeyeHne 8 4. AKTUBUPOBAHHY OKWUCb a/llOMUHNA XPaHAT B repMeTUYHON CTEKNAHHO
Tape He 6onee 3 cyT.

6.1.3.2 AKTMBMPOBaHWE cuvKarens

Hasecky cunukarenst maccoin 200—400 r npoMbIBalOT NocnefoBaTe/IbHO ABONHbIMY 06 beMaMn MeTaHo-
na, a 3aTem akTUBMPYHT B MydhesibHoi neun 8 4 npu 350 °C. AKTVBUPOBAHHbINA cuvKareb XpaHaT B repMeTy-
YecCKMN 3aKpbITON CTEKIAHHON Tape He Bbonee ABYX Heaenb.

6.1.3.3 MNpuroToBneHne cunukarens, MoaNMULNUPOBAHHOIO CEPHOI KCIOTOM

[na npurotoBneHWs nNapTvu cuiavkarens, MoauduuMpoBaHHOro kucnotoin (Si02H2S04), TwaTtensHo
cMeLmBatoT 56 r akTMBuMpoBaHHOro Si02un 24cm3KoHLeHTpupoBaHHoi H2S 04 (nnoTHocTb 1.83 r/cm3). Knucno-
TY HEO6X04MMO NPUANBaTh HEGONLLUMMU NOPLMAMU B KONBY C akTUBUPOBaHHLIM Si02. BCTpAXUBASA COAEPXM-
MOe Konbbl. [OTOBbIN MOANGUUMPOBAHHBIA COPOEHT AOMKEH NpeacTaBNsATb coboli oAHOpPOoAHY Maccy 6e3
KOMKOB. XpaHAT NpUroTOB/IEHHbI COPOEHT B KONbe, 3aKpbITON NPUTEPTOI CTEKNAHHON NPOOKON, B aKCUKaTope
1 UCNOMb3YIOT B TeyeHne 1 mec. Mo NCTEeYEHMN 3TOr0 CpoKa OCTaTKM COpbeHTa YTUIN3NPYIOT.
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6.1.3.4 MNpuroToBaeHne cunukaresns, MoagMULMPOBAHHOIO TMAPOKCULOM HATPUA

Cunwukarenb, MOANMLMPOBAHHbINA LLEN0YbH0, FTOTOBAT HA OCHOBE aKTVBMPOBAHHOIO CUMKarens co cpo-
KOM XpaHeHus He 6onee ogHoro aHA. Ans npurotoBnenus 100 r Si02 ¢ wenoyb TwaresibHo CMeLwwnBaT 67 1
akTuBupoBaHHoro Si02 n 31 cm3 1M BogHoro pactBopa NaOH. PacTeop Lwwenous npuansatoT HeGONbLIMMM
nopumsaMn B Konby c akTMBMpPOBaHHbIM Si02 M BCTPSAXMBAIOT COAEPXMMOe KoNbbl. MOTOBbI MOANMULMPO-
BaHHbI COPOGEHT AO/MKEH MpeAcTaBnATb CO60/ OAHOPOAHYH Maccy 6e3 KOMKOB. XpaHST NPUroTOB/IEHHbIN
cop6eHT B konbe, 3aKpbITON CTEKNAHHON NPOGKOi, BHE aKCMKaTopa, UCNO/b3YIT B TEYEHME OAHOr0 MecsLa.

6.1.3.5 MoaroToBka KONOHKM A8 renb-ounbTpaunm Bio-Beads SE-X3

20 r cyxoro nonmucTuposibHoro rens Bio-Beads SE-X3 nomewiatoT B YACTYH KONGY BMECTUMOCTbIO
250 cm3, 3an1MBaloT CMeChbio rekcaH-guxsaopmeTaH (1:1) n BoigepxusatoT 24 u.

B KONOHKY AN renb-chunbTpauuy, NpescTaBnstowyo coboit CTEKNSHHY TPYOKy AnnHol 70 cM u au-
ameTpom 20 MM C BNastHHbIM B HUXKHEW 4acTu NMOPUCTbIM CTEKNAHHbIM uabTpoMm LLoTTa n TedhI0HOBLIM Kpa-
HoM (pucyHok B.1. npunoxeHue B.1). nomeLyaloT C/10i KBapLEBOro BO/IOKHUCTOro matepuana CKB u ynnot-
HAIOT ero CTEeKIAHHOM Nasoykoii. MNpwn 3aKPbITOM KpaHe Ha/IMBatOT B KOSTIOHKY CMECH rekcaH-amxnopmeTaH (1:1)
Ha 1/3 BbicOTbl paboyeil YacTu KOOHKW. MepeHoCAT KONMYecTBEHHO COPOEHT B KOMTOHKY, MCMO/Mb3yst CMeCh
rekcaH-guxnopmeTtaH (1:1). MponyckatoT Yepes kooHKy 600 cm3 cmecu rekcaH-gnxnopmeTaH (1:1).

MoaroToBneHHbIV NOANCTUMPOSBHBIN MaTepuan ansa renb-chunbtpaummn Bio-Beads SE-X3 xpaHAT B Ha-
6yXxLIeM COCTOAHWUM B KOJIOHKE NOJ, C/I0eM pacTBOpUTENS.

6.2 KanunbpoBka kKonoHku Bio-Beads SE-X3

Kannbposka kofoHK/ ANs renb-unbTpauuy 3akiyaeTcs B onpegeneHnn obbema aneHTa A. nocne
nponyckaHusi KOTOPOro HauYMHAETCs BbliAeNeHne LeneBoit chpakumm, cogepxauiein MXA0/A4P. n o6bema anto-
eHTa £11, nponyckaHue koToporo obecneyvBaeT NOSIHOE BblAeNeHne LeneBoi pakyum 13 KONOHKN.

B Munmn-Bnany BMectTMmocTblo 2 cM3BHOCAT 1 cMm3cmecn rekcaH-guxnopmeTtaH (1:1). 3atem gobasnsiot
aBTOMaTM4ecKnM A03aTopoM 5 Mk pacTBopa cmecu KannbposoyHoro ctaHgapta NXAA'AP. MNepemelwnBsa-
0T cofepXvMMoe Buasbl Ha ynbTpa3BykoBoi 6aHe 30 C U KONMYECTBEHHO NEPEHOCHAT B KOMOHKY ANA refb-
hvnbTpauuu.

OnoupyloT KOMOHKY Mocne BHeceHuss B Hee pacTtsopa MXAA/0® cmecblo rekcaH-guxnopmeTaH (1:1)
o6bemom 110 cm3, nponyckas pacTBOPUTESIb CO CKOPOCTbO 1 M/I/MUH.

OT6MpaloT B MepHbIe LMAVHAPLI hpakumn B cnegyowmx obbemax:

A — 0 — 40 (40 cm3);

FIl — 40 —50 (10 cm3);

AN —50 —60 (10 cm3);

FIV —60 — 100 (40 cm3);

FV — 100 — 110 (10 cm3).

KOHUEHTPUPYIOT KadxKayto hpakLmio Ha poTOpHOM ucnaputene o o6bemMa okono 0.5—1,0 cm3u nepeHo-
CAT KO/IMYECTBEHHO B MUMK-BUANY. BbiNnapusaloT NOTOKOM a3oTa A0 100—200 mkn. A06aBnA0T BHYTPEHHUI
CTaHAapT U onpegensioT cogepxanve NXAL/0P B Kaxaol hpakumm, Kak OnmcaHo Huxe.

PesynbTat kannbpoBKM cuuTaeTcs YAOBNETBOPUTE/IbHLIM, €C/iM CymMapHoe cogepxaHue MXA4/00
BO (hpakuuax Fl. Fill, FIV, FV He npeBbllwaeT 5 % BHECEHHOrO KO/M4YecTBa U cocTtaBnsieT He mMeHee 95 %
NXA4/0% so dpakyun Fll. B npoTMBHOM c/iyyae TpebyeTcs NOBTOPHbINA ONbIT 1 KOPPEKTMPOBKA 06HEMOB OT-
6pacbiBaemMoii 1 cobupaemoii hpakuuii.

6.3 lMoparotoBka rpagympoBOYHbIX pacTtBopoB MNXAA/0P u pacTBOPOB M30TOMHO-MEYEHbIX
cypporaTHbIX U BHYTPEHHUX CTaHAapToB

pafynpoBOYHbIE PacTBOPbI CMECU MHAMBUAYASbHBLIX U U30TONHO-MeYeHbIX MXA4/0P ncnonb3yoT ans
NPOBEPKN BPEMEH YAEPXUBaHUS KOHTEHEepPOB. /IMHENHOro AnanasoHa AeTeKkTVpoBaHus U pacyeTa akropa
OTK/IVKa aHa/I3npPyeMbIX KOHTEHEPOB.

B KayecTBe 6a30B0Oro pactsopa cMecu UHAMBUAYasbHbIX KOHreHepos MXAA/0® ncnonb3yoT cMecb UH-
ausnayanbHbix MXA4/0¢ B HoHaHe EDF-7999-tOx.

B kavectse 6a30BOro pacTteopa CypporaTtHOro craHfjapta WCMosb3yloT CMeCb W30TOMHO-MEeYeHbIX Mo
yrnepoay 13C 12 koHreHepos MX44/0® B HoHaHe EDF-4053.

B kauecTBe 6a30BOro pactsopa BHyTpeHHero ctaHgapta MXA44/0P ncnonb3yoT cMecb M30TOMHO-Meve-
HbIX no yrnepogy 13C 12 koHreHepos MNXA4'/4® B HoHaHe EDF-4055.
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6.3.1 MpuroToBNeHne rpafynpoBOYHbIX PACTBOPOB

6.3.1.1 MpuroTtosneHune pactsopa Cl

Mcnonb3ys perynvpyemble aBTomMatMyeckue gosaTopbl Ha ob6bembl 100—1000 mkn n 10—100 mkn,
nocnefoBaTesibHO BHOCAT B BMasly BMeCTUMOCTbIO 2 cmM3 950 Mk H-gekaHa, 10 mMkn 6a30Boro pactsopa
EDF-7999-FOx 1 40 mkn pactsopa EDF-4053.

6.3.1.2 MpurotoeneHue pacteopa C2

Wcnonb3ys perynvpyemble aBTomatuyeckue gosaTopbl Ha o6bembl 100—1000 mkn n 10—100 mkn,
nocnegosartesibHO BHOCAT B Buasly BMeCTUMOCTbIO 4 cM3 1870 mkn H-gekaHa. 50 Mkn 6a30BOro pacresopa
EDF-7999-t0x 1 80 mkn pacteopa EDF-4053.

6.3.1.3 MpuroTtosnieHne pacteopa C3

Wcnonb3ys perynvpyemblie aBTOMatMyeckue gosaTopbl Ha 06bembl 100—21000 mkn n 10—100 mkn,
nocnefosateslbHO BHOCAT B Buany BMeCTUMOCTbIO 2 cm3 910 mMKn H-fekaHa, 50 mkn 6a30BOro pacrtesopa
EDF-7999-FOx 1 40 mkn pactBopa EDF-4053.

6.3.1.4 lMpuroTtosnieHne pactsopa C4

Wcnonb3ys perynvpyemble aBTomatMyeckue gosaTtopbl Ha ob6bembl 100—1000 mkn n 10—100 mkn,
nocnefoBaTesibHO BHOCAT B Buasly BMECTUMOCTbIO 2 cM3 860 MK H-gekaHa. 100 mkn 6a30BOro pactsopa
EDF-7999-FOx 1 40 mkn pactsopa EDF-4053.

6.3.1.5 MpurotoeneHue pacteopa C5

Wcnonb3ys perynvpyemble aBTomatuyeckue gosaTopbl Ha o06bembl 100—1000 mkn n 10—100 mkn,
nocnenosartesibHO BHOCAT B Buasly BMeCTUMOCTbIO 4 cM3 760 MK H-AekaHa, 200 MKn 6a30BOro pactsopa
EDF-7999-t0Ox 1 40 mkn pacteopa EDF-4053.

KoHueHTpauuy rpagynpoBoYHbIX pacTBopoB (Hr/cm3) npuseeHbl B Tabnuue 6.

MpuroToBneHHbIE rPafynpoBOYHbIE PACTBOPLI MOXHO XPaHWTb B repMETUYECKM 3aKpbITbIX BUanax npu
TemnepaTtype He Bbilwe MyHyc 10 °C 6e3 focTyna COMHeYHoro ceeTa He 6os1ee 6 Mec, B CTEK/IAHHbIX 3anasH-
HbIX amnysax He 6osee AByX NeT.

Ta6nuya 6— KoHUEHTpaLum rpaayMpoBOYHbIX PACTBOPOB B HAHOTrpamMmax/cm3

KomrcHep MXA4/0d c (074 (6¢] a (63
2.3,7.8-TXA4, 4 10 20 40 80
1,2,3,7,8-MexX AL, 20 50 100 200 400
1,2,3.4,7.8-TkX04, 20 50 100 200 400
1,2,3.6,7.8-TkxaL, 20 50 100 200 400
1,2.3.7,8.9-TkXa4 20 50 100 200 400
1.2.3.4.6.7.8-TnxAL, 20 50 100 200 400
oxan 40 100 200 400 800
2,3,7.8-TX0® 20 50 100 200 400
1,2,3.7,8-NMeXd 20 50 100 200 400
2.3,4.7.8-MeXa® 20 50 100 200 400
1.2,3.4,7.8-TkX® 20 50 100 200 400
1,2.3.6.7.8-T'kX® 20 50 100 200 400
2.3.4,6,7.8-TkXad 20 50 100 200 400
1.2,3.6.7,8-Tkxaed 20 50 100 200 400
2,3.4.6,7.8-Tkxaed 20 50 100 200 400
1,2.3.7,8,9-Tkxad 20 50 100 200 400
1.2,3.4.6.7.8-rnxa® 20 50 100 200 400
oxXae 40 100 200 400 800
2,3,7.8-TXAA, (13C1299 %) 40 40 40 40 40
1,2.3.7,8-MeX AL, (13C1299 %) 40 40 40 40 40
1,2.3.6.7.8-MxXA[ (13C1299 %) 40 40 40 40 40
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OkoHyYaHvie Tabnuupl 6

KoHrevep NXA40/0d C1 c2 c3 Cc4 C5
1,2.3,4.6.7.8-rnX44 (13C 1299 %) 40 40 40 40 40
OoXAL (,3C1299 %) 80 80 80 80 80
2.3.7,8-TXA® (13C 1299 %) 40 40 40 40 40
1.2.3,7.8-NeXA® (13C 1299 %) 40 40 40 40 40
1.2.3,6.7.8-I'xXA® (13C 1299 %) 40 40 40 40 40
1.2.3.4.6.7.8-rnX4® (,3C1299 %) 40 40 40 40 40

6.3.2 TlpuroTtoBneHne paboyero pacTsopa M30TOMHO-MOYEHOTr0 CypporaTHoOro ctaHgapra

[ns npurotoBneHns paboyero pacteopa S/S-1 B MepHY0 k0n16y BMECTUMOCTbIO 50 CM3 BHOCAT aBTOMa-
TUYECKUM perynupyemMbiM go3atopom 1000 mkn 6a3oBoro pactsopa EDF-4053 n foBogAT 06beM pactsopa
[0 MeTkn H-gekaHoM. O603HavaloT NosyyYeHHbIi pabounii pactBop kak S/S-1. KoHueHTpauuu cypporaTHbiX
cTaHAapToB B paboyem pacteope (Hr/cm3) npuBefeHsbl B Tabnuue 7.

Ta6nuua 7— KOHUEHTpaLyy cypporaTHbIx CTaHAAPTOB B paGoyem pacTBope B HaHOrpamMmax/cm3

Komrenop NXA4/00 S'Syn'nti 6arssiu SS1
1.2.3.7.8-NMeXAn, (,3C,299 %) 1000 20
1.2.3.6.7.8-MxXA/4 (13C 1299 %) 1000 20
1.2.3.4.6.7,8-MXAA4 (13C 1299 %) 1000 20
OXAA (,3C1299 %) 2000 40
2.3.7.8-TXAP (13C1299 %) 1000 20
1,2.3,7.8-MeXA® (13C1299 %) 1000 20
1.2.3.6.7.8-MxX4® (13C1299 %) 1000 20
1.2.3.4.6.7.8-IXA® (,3C1299 %) 1000 20

MpUroTOBNEHHbI pacTBOP NepeMeLlrBaloT Ha yNbTpa3BykoBol 6aHe 10 MUH, pactacoBbIBalOT B CTEK-
NAHHbIE amnynbl N0 1 cM3. AMNy bl 3anavBatoT U XpaHAT A0 MCNOMb30BaHMsA 6e3 AoCTyna COTHEYHOro cBeTa
He 6onee ABYX feT.

6.3.3 lpuroToBneHne paboyero pacTesopa U30TONHO-MEYEHOr0 BHYTPEHHEro cTaHgapTa

[na npurotoBneHns paboyero pacTBopa BHYTPEHHEro cTaHAapTa B MEPHYH0 Konby BMecTUMOCTbio 10 cm3
BHOCSIT aBTOMaTM4eckum perynupyembiM gosatopom 1000 mkn 6a3oBoro pactBopa EDF-4055 n goBogat o6b-
eM pacTBopa [0 MeTKM H-gekaHoM. O603HavaloT NoMyyYeHHbI pabounii pacTBOp BHYTPEHHErO CTaHAapTa Kak
RIS-1. KoHUeHTpaumm BHYTPEHHNX CTaHAAPTOB B paboyem pacTeope (Hr/cm3) npvBeaeHbl B Tabnuue 8.

Tab6nuuya 8— KoHUEHTpaLym BHYTPEHHUX CTaHAAPTOB B paboyeM pacTBOpe B HaHOrpammax/cm3

KoHrenep NXA4/0¢ AIXL0'AP 6asoBM* R/S-1
1.2.3.4-TXAA (,3C1299 %) 500 50
2.3.7.8,9-TxX A/ (13C 1299 %) 500 50

MpUroTOBNEHHbI PacTBOP NepeMeLLnBatoT Ha yNbTpasBykoBoli 6aHe 10 MUH. pactacoBblBaOT B CTEK-
NsiHHbIE aMnyibl N0 1 cm3. AMMy bl 3ananBaroT U XPaHAT [0 MCNo/b30BaHMs 6e3 4ocTyna CO/THEeYHOro cBeTa

He 6onee ABYX ET.
6.4 ToparoTtoBka Npo6 AN aHanusa

O6pasubl pbibbl 1 MOPENPOAYKTOB XPaHAT 3aMOPOXEHHbIMU Npu Temnepartype MuHyc 20 "C He 6onee
ABYX MecsLeB.

o
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[na aHanusa oTémpatoT U3 Kaxaoi napTum poibbl HE MeHee Tpex Tylek o6uieii Maccoit 0,5—1,0 k. npu
Heo6X0AMMOCTH pasMopaxmnBatoT 06pasLbl NPV KOMHATHOI TemnepaTtype.

MpumevyaHune — Ecnm ak3emMnnspbl pbibbl IMEIOT Maccy CBbille 1 K, JoNYCKaeTCst MCNOMb30BaTh 15 aHaM3a
CepeAvHHYH YacTb TYLLKW OT TPEX 3K3EMM/IAPOB pbibbl 06LLeli Maccoin 1 K.

OTAenstoT rofIoBy U BHYTPEHHOCTMW PblObl ¥ TOMOreHU3NPYHOT TYLLKY Ha LUIHEKOBOIN mMsicopybke ¢ guameT-
pOM OTBEpPCTUI n3menbuntens He 6onee 3 mm. MNosnyyeHHbIN hapl nponyckalT yepe3 MAcopybKy NOBTOPHO.
OT6UpaloT ANs aHanusa o6pasel, haplia maccoli 50 r, ocTaTok 3amMmopaxusaroT npy MuHyc 20 °C 1 XpaHAT B
CTEKNAHHOI Tape 40 3aBeplUeHns aHanm3a.

MeyeHb pbIbbl pa3MopaxuBaloT, TOMOreHN3NpyLoT obpasel, Maccoit He MeHee 100 r Ha LUHEKOBOM MSCO-
py6ke. Ecnu pbiba He pa3fenaHa, pasmopaxusaroT TYLLKA U U3B/EKAIOT NeYeHb He MeHee YeM OT Tpex 3K3eMm-
naspoB. Tak 4To6bl Macca obpasua 6bina He MeHee 100 T.

HeounueHHble Wynanbua KanbMapa pasmopaxmsaloT, oTovpatoT npoby maccoit 0.5— 1 kr, roMoreHnsu-
pYIOT Ha LUHEKOBOV MACOpy6Ke C AuaMeTpoM OTBEPCTUI M3MenbunTens He 6onee 3 MM. MonyyeHHbId aplu
nponyckawT Yepes Macopybky noBTopHo. OT6MpaloT 419 aHanm3a obpasel, hapia maccoii 50 r, ocTaTok 3a-
MopaxusatoT npu MuHyc 20 “C 1 XpaHAaT 40 3aBepLueHns aHanusa.

Y menkux pakoobpasHbix (KpeBeTOK) OTAENSAT rofoBy W KWLLEYHbIA KaHasl, TOMOreHU3NpYT He oun-
LleHHble OT NaHUMpA TYLIKKN Tak, 4Tobbl Macca npobbl coctaBnsna He MeHble 100 r.

Mpo6bl pbIGLEro XNpa NCNoNb3YT 6€3 NOArOTOBKU.

7 TMpoBepeHne ucnblTaHWii

7.1 SkcTpakuyma NXA4/40¢

M3Bneuenve NXA4/0P n3 o6pa3ua NpoBOANTCA METOAOM KOJTOHOYHOW 3KCTpakLmu. HaBecky romoreHu-
3MpOBaHHOro ob6paslia B3BELLUMBAKT B CTakaHe BMeCTUMOCTbI0 250 cm3 ¢ TouHocTbio fo 0,01 r, go6aBnsioT
K Hemy 120—150 r 6e3BogHoro Na2S04 u TwaTtesibHO NepemMelLBalT CTEKISAHHON nanoukoii. O6pasel, ¢
pobasneHHbIM Na2S 04 BbigepXunBatoT B TedeHne 14, nepmognyeckn nepemelumsas, npu Heo6xoanMocTu 4o-
6aBnsia HekoTopoe konunyecTBo Na2S04 lMepeTupaloT ob6pasel, NeCTUKOM B CTEKISIHHON CTY/KO. MOHOCTbIO
BbICYLLEHHbI 06pas3eL, npeacTaBnseT co60i Nerko nepechinatoLLyocs maccy.

[na ananusa pbi6bl U TKAHEN C HU3KUM COAepXaHWeM NUNUA0B NCNONb3YH0T HaBecky 15—20 r. npu aHa-
N3e NeyeHun, roHas, MblLlL, C BbICOKUM cofepxaHue nunuaos — 6—8 r.

JKcTpakyuo obpasua NpPoBOAAT B CTEKISAHHON KOMIOHKE C BHYTPeHHWM AvameTpoM 30 MM W BbICOTOM
pa6oueli yactn 30 cM, UMeIOLLE B CBOEI HWXHEl YacTW BNasiHHbIA CTEKNSHHbIA unbTp LLoTTa n cHUma-
owniica TedpIoHOBLIV KpaH. Ha cTeknsHHbIN hunbTp nomelyatoT crioii ksapueBoi Batbl CKB 1 ynnoTHsoT
ee CTekIAHHOW nanodykoii. Momewatot 1/3 maccel obpasla B KOJIOHKY; B cnegylowyto 1/3 maccel cHadana
BHOCAT 50 MKN M30TOMHO-MEYEeHOro pacTBopa CypporaTHoro crtaHgaprta S/S-1, nepemelunBatoT CTEKNAHHOM
nasoykoli, a 3aTeM NomeLLaloT B KO/IOHKY; NOC/e 3TOr0 B KOSIOHKY NEPEHOCHAT 0CTaToK NMpob6bl U YNNOTHAIOT
COZePXNMOE KOMOHKN NMOCTYKUBaHVEM.

OkcTparupytoT MXA4/0P. nponyckasi 4epo3 KOMOHKY ¢ npo6oli 300 cmM3 cMecu rekcaH-AuxsopMeTaH
(1:1) co ckopoCTblo 3—4 MA/MVH. BbiTEKatoLWii U3 KOMIOHKN 3KCTPaKT-3/110aT CobupatoT B KPYr/1040HHY0 KOSI-
6y BMecTMmocTbto 500 cm3.

OKCTPaKT-3/110aT KOHLEHTPUPYIOT HA POTOPHOM ucnaputene npu Temnepartype 50 'C [0 o6bema 0Ko1o
50 cm3. B3selwumBatoT rpyLueBugHyto konby 100 cM3u KONMYeCTBEHHO NEPEHOCAT B HE€ CKOHLEHTPMPOBaHHbI
9KCTPakT, 06MbIBasi CTEHKN KONOblI CMECbi0 rekcaH-guxnopmeTtaH (1:1). KCTpakT KOHLEHTPUPYIOT Ha poTop-
HOM ucnaputesie o obbema okono 1 cm3, fo6asnAwT okono 1 cM3 AguxsopMeTana U ovnLLalT MeTOA40M
KOJTOHOYHOI Xpomatorpagum.

Mpo6y pbibbero xupa mMaccoli 1 1 pactBopsitoT B 20 cM3 cMecu rekcaH-guxaopmeTtaH (1:1) n ounwaroT
MEeTOZ0M KOSIOHOYHOW Xpomatorpaduu.

7.2 OuMCTKa 3KCTpakTa MeTo40M KOJIOHOYHOI XxpomaTorpaduu

7.21 OTpeneHne NUNUAOB M BbICOKOMOMEKYIAPHbIX COEAUHEHN METOAOM T0Nb-PUAbTPaLUN

M3 nogrotoBneHHol konoHku Bio-Beads SE-X3 cnuBatoT yepe3 Ted/IOHOBbIV KpaH pacTBOPUTENb W,
He Jonyckas BbICbIXaHWs BEPXHEr0 CM105, MPOMbIBAIOT KO/IOHKY, Nponyckas nocnegosatenibHo 35 cm3 cmecn
MeTaHon-guxnopmetaH (1:4) n 65 cm3 cmecu rekcaH-guxaopmMetaH (1:1). Cmecb Takoro Xe cocTaBa, rekcaH-
anxnopmeTaH (1:1), MICNOMb3YHOT B KAYECTBE 3/1H0EHTA.

1n
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Mocne oKoHYaHMS NPOMbIBKM COPGEHTA NOA KOMIOHKY CTaBAT MEpPHbI LUAUHAP BMecTUMOCTbio 50 cm3
N BHOCAT B KOMOHKY CKOHLEHTPMPOBaHHbIA 3KCTpakT. CTeHKU KoNbbl U3-N0A 3KCTpakTa 06MbIBalOT HE MeHee
MATU pa3 3/IIEHTOM N CMbIBKM TaKKe BHOCAT B KOJIOHKY

MponyckatoT 3/10aT Co CKOPOCTbo 1 MA/MUH, perynvpys cKopocTb Ted)/IOHOBbLIM KpaHoM. lMocne nponyc-
kaHuss 50 cm3 anoaTa (hpakumsa /1) 3amMeHsAT LUWIMHAP 1 oT6MpalT uenesyko dpakuuo Fll. Korga o6bem
ueneson gpakumun gocturHet 50 cM3, LuAnHAP ¢ cobpaHHoi dpakuueid Fll n3snekaroT n3-nos KOMOHKN.

MeperocAT cpakumio ALl B rpylIeBUAHYI0 KOMBY U KOHLEHTPUPYIOT HA POTOPHOM ucnaputene A0 06b-
ema ~1 cm3 unpganee ounwaloT Ha KOJIOHKE C aKTUBUPOBAHHbLIM Y MOANMULMPOBAHHBLIM CUKarenem.

7.2.2 O4ynCcTKa Ha KOJIOHKe C cunukaresnem

MomelLLaloT B CTEKNAHHYIO KOJIOHKY C BHYTPEHHUM AuamMeTpom 8 MM 1 ANnHOW paboueid yactn 200 Mm, €
pe3epByapoMm A5 3toata B BEPXHEeR YacTu C/0i KBapLeBOI BaTbl 3aMOHAIOT B CleAyOLWweM nopsake.

- 1cmM3 Si02aKT:

- 1cm3 Si02/NaOH;

-1 cm3 Si02axT;

-3 cmM3 Si02/H2S04;

- 1cm3 Si02aKT:

- cnoit 6e3BogHoro Na2S04 Ha 1,0—1,5 cM No BbICOTE KOJIOHKN.

Kaxablii BHOCUMbI CNol yNAOTHAT NOCTYKUBAHUEM.

[na cmaunBaHna copbeHTOB yepe3 KOMOHKY nponyckatloT 10 cm3 rekcaHa. Mof KOMOHKY NOACTaBNSAOT
YNCTYIO TPYLLUEBUAHYI0 KONBY BMECTUMOCTbI0 50 cm3 ana c6opa antoaTta. 3ateM BHOCAT CKOHLEHTPUPOBAHHYHO
hpakumo Al. cobpaHHy0 ¢ KONOHKN Bio-Beads SE-X3. 3ntoupytoT aHanutbl 50 cm3 rekcaHa. CTEHKU KOM6bl
06MbIBAIOT reKCaHOM He MeHee NATW pa3. CMbIBKM BHOCAT B KOJIOHKY Noc/iefioBaTesibHO. O/110aT KOHLLEHTpUpY-
10T Ha POTOPHOM McnapuTene 4o o6bema okosio 1 cm3.

7.2.3 O4yncTKka Ha aKTUBUPOBAHHOM OKCuAe antoMUHUA

Mcnonb3yloT KOMOHKY C BHYTPEHHUM AvameTpoM 6 MM 1 AnnHON pabodeit yactn 150 MM. C pe3epBsy-
apoM Ans 3/1l0eHTa B BEPXHEei yacTu. Ha cnoit kBapLeBoit BaTbl BHOCAT 5 I copbeHTa. MponyckalT yepes
KONoHKy 5 cm3 rekcaHa. [locne NpoxoxaeHus rekcaHa B KO/TOHKY BHOCAT CKOHLEHTPMPOBAHHBINA 3/0aTt, co-
6paHHbIf NoCc/ie KONOHKM C cunukarenem. NponyckalT yepes KoMoHKy 50 cm3 cmecun rekcaH-avxnopmeTtaH
(97:3), 06MbIBAOT CTEHKW KOMBbI 3/110aTOM HE MEeHee MATU pa3. CMbIBbl BHOCAT B KOJIOHKY Noc/efoBaTesibHo.
OTo6paHHyto hpakumio yTunmsmpytoT. lanee nponyckatoT yepe3 KosoHKy 50 cM3 cMmecu rekcaH-anxnopmeTtaH
(40:60) (06.), 0TOMpPas B UNCTYIO FpyLLEBUAHYIO KONOY LeneByro opakuuio ®2. cogepxawtyto NMXA4/0P. dpak-
Luio P2 KOHLEHTPUPYIOT HA POTOPHOM ucnaputesne nog Bakyymom o o6bema okoso 0,5 cm3.

7.2.4 KoHUEeHTpupoBaHue AN18 MHCTPYMEHTaNIbHOro aHanmsa

CKOHUEHTPUPOBaHHY0 dpakumio P2 nocsne KONOHKN C aKTUBMPOBAHHBIM OKCUAOM a/lloMUHNA KONMYec-
TBEHHO NMEePEHOCAT C MOMOLLbIO rekcaHa Bo dhsiakoH mini-Vial ¢ OTTAHYTbIM AOHBILKOM. V36bITOK rekcaHa ocTo-
POXHO yaanswT NoTokoMm asoTa. Korga ob6bem pacTtBoputens BO pakoHe AOCTUTHET npumepHo 100 mkn,
aBTOMaTMyeckMmM fo3aTopom Aob6asnstoT 20 MKA pacTBOpa BHYTPEHHEro ctaHgapTa B fekaHe RIS-1 u npo-
JonmkaloT oTAyB A0 06bema Ao6aBNeHHOro gekaHa. FepmeTusnpytoT donakoH TethTIOHMPOBaHHON NPOKNaaKoM
1 KPbILIKOW 1 NnepefatoT ANA MHCTPYMEHTasIbHOTo aHanunsa.

7.3 BbINO/IHEHME U3MEPEHUA

7.3.1 XpomaTo-Macc-cnekTpoMeTpUss HU3KOro paspelleHns B pexume XMMUYECKOl MoHUu3auuun
npo6bl C feTeKTMpoBaHMEM OTpuLaTebHO 3apsXXeHHbIX NOHOB (X OW)

[JaHHblii MeTog aHann3a obnagaeT BCOMY NpenMyLLecTBamy Macc-C/IBKTPOMOTPUMN U XapaKTepu3yeTcs Bbl-
COKOV cneunnyYHOCTbIO MoHu3auum ananutos NMXAA/AP. 3a cyeT yero CHUKaeTCa Mellatolee BNSHUE NocTo-
POHHVX BELLECTB, NPUCYTCTBYIOLLMX B NPO6e, U NOBbILLAETCA HAAEXHOCTb UAeHTUNKaLm 1 YyBCTBUTENBHOCTb
aHanu3a. MeTtog No3BosiAeT UCMO/b30BaTb CPABHUTE/ILHO HEA0POryo annapartypy HU3KOro paspeLueHus.

7.3.1.1 lMoproToBka XxpoMaTo-Macc-CrnekTpomoTpa

XpomaTo-macc-cnekTpoMeTp roTOBAT 415 aHa/IM3a B peXMMe XMMUYeCKon noHM3aumm npo6bl ¢ 4eTekTH-
poBaHVWeM oTpuuaTesibHO 3apsXKeHHbIX MOHOB (X OW) B COOTBETCTBUM C MHCTPYKLMEN NO 3aKcnayaTauuu.
B kauecTBe rasa-peareHTa MCNob3ylT CMEChb aproH-meTaH. MpoBepsoT HACTPOIKY M COOTBETCTBME Nacnop-
THOIA 4yBCTBUTENBLHOCTK Npubopa. YcTaHaB/IMBalOT NMporpaMmy aHanusa Ans xpomartorpaduyeckoro pasge-
nexusa koHreHepos MNXAA/0®P ¢ ncnonb3oBaHWeM Masiono/sAPHON KoNoHku Tuna DB-5MS. lMpumepHblii BUA
nporpamMmMbl MpuUBEAEH HUXE:

a Xpomarorpaduyeckas nporpaMmma:

PEXKUM MHKEKTOPA. ..veuvveereeeeaiteanreniteeireeseeetesssesreeieeanneesneeeeans

3a/lepxkKa nNpoAyBKU UHXEKTopa

12
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BPEMS COPOCA PACTBOPUTES .eevuvirienrirriieee e 5 Mum;

TUM KONOHKW....eeiiiiiiiiiici, DB-5MS;
OIINHA KOJTOHKM .etiteeeiiiee e s eeeeiee e e e s eae e et eeeeseteneesstneeaessnnene 30 wm;
ONAMETP KOSTOHKM ..ot 25 Mwm;
TONMUMHA MIEHKM D @3B eveiiiiieiiieiiieesieeeseeesreeesereeseeeeinee e 25 MKM.
MporpammupoBaHve TemnepaTypbi:

HavyanbHasa TeMnepaTypa KOMTOHKM........ccceeevieiniiniiiiiiinee s 160 °C;
HayasIbHOE BPEMS 3AAEPKKM.....oovviriieiiieiiieie ey 1 muH;
CKOPOCTb HArPEBA KOMTOHKM ....oeeiiieiiiieeiieee e 10 X/muH go 220 X, 3 X/mux go 300 X :
Temnepartypa nHxektopa 290 X ;
CKOPOCTb MOTOK& e/ YEPE3 KOSOHKY ....veoviiviiiieieie i 1 cm3/muH;
6) pexum mMacc-cnekTpomeTpa

TemMnepaTypa MHTEPAIEMCA. .....cccueeeeeieeieeie ettt eie e eeeens 290 X;

Temnepatypa UMOHHOIO UCTOYHMKA... ....200 X;
CENEKTUBHOE CKAHNUPOBAHME.........eeeiiieeeie e Macchl MOHOB (CM. Tabnauuy 9);

T3P EATEHT ..etiiee ettt e ettt e et e e et re e e e et ee e e e ennneee e e e nrneree s aproH-meTtaH, 10 % 06. meTaHa;
[aBfieHne rasa-peareHTa... e 2,2—2.5 MM pT. CT,;
NHXEKTUPYEMBIA OB BEM....eeiuiiiiiiiiiitiiiieiieree sttt IMKA.

MaCC-CHeKTpOMeTpMLIECKMVI aHa/n3 npoBOAAT B peXxume CesIeKTUBHOIo CkaHMpoBaHUA XapakTepuc-

TMYECKMX NOHOB aHaNnToB. Mpu xumnueckoin noHusauuv NXA4/0P makcvMmanbHY0 UHTEHCUBHOCTbL B CNEKTPe
NnoKasblBatOT MOHbI MOJIEKYISPHOIO KlacTepa 1 NOHbI, 06pa3oBaHHble BbIGPOCOM atoma X/iopa 13 Mosiekynsp-
HOro MOHa. 3HayYeHNs Macc xapakTepucTUYeCKUX NOHOB, NCMOJIb3yeMbIX B aHan3e, npueeeHsbl B Tabnumue 9.

Ta6nuuya 9
Mo e — o sy
a.em. VIOHOB
TXO4 M\(M + 2Y.(M + 4)' 320;322; 324 0.8:1:.0,5
[13C13-2.3.7.8-TXAA M+2),(M+ 4) 334, 336 1.05
(13C121-1.2.3.4-TX00, M+ 2){M+ 4) 334; 336 1.05
Mexan, M*,(M+2)-.(M + 4)- 354; 356: 358 0.7:1:0,5
(13C17-1.2,3,7.8-MeXnn, M\(M +2)- 366: 368 0.7:1
xXALL (M-Cl) .(M-Cl+ 2)' 353; 355; 357 0.6:1:0,6
(M-C/ + 4)'
113C121-1-2.3.6.7.8-MxX AL, (M-C1* 2y,(M-C1+ 4) 367; 369 1:.0.6
[13C,2]-1.2.3.7.8.9-IxXALL (M-Cl + 2)",(M-C1 + 4)' 367; 369 1.0.6
XA, (M-CI)-.(M-Cl + 2Y,(M-Cl + 4)’ 387:389:391 0.3:1:0,7
113C12-1.2.3.4.6.7.8-MmX AL, (M-CI + 2)\(M-C/ +4)' 401:403 1.0,7
oXAaA (M-Cl + 2> ,(M-C/ + 4)' 423:425: 427 0.4:1:.0.3
{M-CI + B)*
[13C121-OxA4 (M-Cl + 2)\(M-C! + 4)’ 435; 437 0.4:1
TXO® M\{M +2)-.(M+4)' 304, 306; 308 0.7:1:0,5
P3C121-2.3.7.8-TXAP (M +2)".(M + 4)* 316:318 0.7:1
nxae M QW+ 2)\(M + 4)' 338; 340; 342 0.6:1:0.7
13C121-1-2.3.7.8-MNeXAP M+ 2).(™m + 4) 352:354 1.0,7
A M\(M + 2)-.(Af + 4)- 372;374; 376 0.5:1:0.8
1,3C121-1-2.3.6.7.8-I'xXP (M + 2)'(M + 4)' 386; 388 1:0.8
rmxae M\(M + 2).(M+ 4) 406:408:410 0.4:1:0.9
[13C121-1.2.3.4.6.7.8-TnXOd (M +2y.(M + 4)' 420; 422 1.0,9
Ooxae M-.(M+2)".(M +4)- 442:444; 446 0.9:1:0,7
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[N51 NOBbILEHUS YyBCTBUTE/ILHOCTU aHa/M3a PeXuM Macc-ClIeKTpanibHOM CbeMKM pa3brBaroT Ha NATb
CErMEeHTOB, B TeUEHME KOTOPbIX NPUGOP (OUKCUPYET Te WU UHble TPYNMbl MOHOB. MpuMepHas ANUTENbHOCTb
CErMeHTOB U feTEKTUPYEMble MOHbI NpuBeAeHsl B Tabnuue 10.

Ta6nuya 10
CerveHt Bpe vsrp;lnamc;g:mwposal v Jetextupyemble Maccsl mle. a.e M
1 9.0 304. 306. 308. 316. 318. 320. 322. 324, 334. 336
2 155 338. 340. 342. 352. 354. 356. 358. 366, 368
3 19.0 353. 355. 357. 367. 369. 372. 374. 376. 386. 388
4 23.0 387. 389. 391. 401, 403. 406. 408. 410, 420. 422
5 28.0 423. 425, 427. 435, 437. 442. 444. 446

OnnTenbHOCTb CErMEHTOB KOPPEKTUPYIOT NPU aHanm3e KaavbpoBOYHOW cMecH.

7.3.1.2 TlposefeHve rpafynpoBku

pagyupoBka 3aknoyaeTcs B onpefenieHnn BpeMeH yaepxunsaHua 1 hakTopoB OTKNKa aHanusupye-
MbIX KOHreHepoB MXA4/0®. pagyvpoBKa BbINOMHAETCA NyTEM aHanu3a kannbpoBoyHbIx cmeceli C1 — C5.

[ns oueHkn choHa (YMCTOTbl aHaIMTUYECKOl CUCTEMbI) Nepes HayanoM paboTbl MHXEKTUPYIOT B Npubop
1 MK YNCTOro pacTBOPUTESIA U 3aNnCbIBAKOT Macc-xpoMaTorpamMmMy. Hanmume B hoHe npubopa MOHOB, MeLLalo-
LMX aHa/IM3y, NpoBepseTcs NyTeM NOCTPOEHUSA PEKOHCTPYMPOBAHHBIX XpOMaTorpaMm rno BCEM XapakTepucTu-
4YecknM MoHaM, nprBefeHHbIM B Tabnuue 9. MNMpy HopmanbHO paboTatolem Nprbope Ha PEKOHCTPYUPOBAHHbIX
XpomaTorpaMmmax He JO/HKHO NPUCYTCTBOBATL MUKOB.

Kaxablii NpuroToBeHHbIl rpafaynpoBoyHblii pactBop Cl — C5 aHanv3unpyloT B YC/OBUSIX, NPVBEAEH-
HbiX B 7.3.1.1. 3anucbiBalOT Macc-xpomarorpaMmy Kaxioro pactsopa 1 ¢ NoMOLLbi0 NporpaMmbl 06paboTkm
Ha PEeKOHCTPYMpPOBaHHbLIX Macc-xpomaTorpaMmmax, no CUrHasam xapaxkrepucTmyeckmx MOHOB U COOTBETCTBY-
IOLWMX CypporaTHbIX CTaHAapTOB OMNpefensatoT BpeMeHa yAepXnBaHusa 1 nollan nmkos, COOTBETCTBYIOLLNE
KaXX4oMy aHann3npyemomMy KOHreHepy.

[ns kaxgoro rpafyvpoBOYHOIO pacTBopa onpeaesisaioT OTHOCUTENbHLIN hakTop oTknka (RRF)nkaxao-
ro uHAvBKNAyasnbHoro koHreHepa MNXAA4/4® oTHOCUTENbHO COOTBETCTBYIOLWErO N30TOMHO-MEYEHOro KOHreHepa
CypporaTHoro ctaHgapTa, KOTopblii paccunTbiBaloT No hopmyse

roe Sns — naowanb nuka koHreHepa NXA4/0® B kaiM6poOBOYHOM pacTBope:
mis — Macca COOTBETCTBYHOLLEr0 U30TOMNHO-MEYEHOro0 KOHreHepa CypporaTHOro craHgaprta B kanmépo-
BOYHOM pacTBOpe, Hr;
Sis — nnouwafb Nuka COOTBETCTBYIOLLEINO M30TOMHO-MEYEHOrO0 KOHreHepa CypporaTtHoro ctaHzjapra B
KannbpoBOYHOM PacTBOpE;
mns~  Macca koHreHepa NXA4/0P B KaNMOGPOBOYHOM pPacTBOpE, Hr.

Mpu HaNM4YMU NUHENHOCTWN AEeTeKTMPOBaHUA Bapuauusa 3HayeHWs OTHOCWUTENIbHOTO dhakTopa OTK/vKa
(RRF) He fonxHa npeBbiwaTh + 20 % A1 Bcex KannbpoBOYHbIX PACTBOPOB.

MpoBoOAAT N3MepeHns 415 KaXKA0ro pacTBopa v paccyMTbiBalOT OTHOCUTE bHblE DakTopbl OTKIMKA AA
KaXJoro nHauBMayansHoro konreHepa NXA4/0P gna Tpex napannesnbHbiX N3MepPeHuii.

Bapuauusa 3HadeHwit oTHOCUTENbHBIX (hakTopoB oTkNnka (RRF). paccuntaHHbix 418 Tpex napaninenb-
HbIX U3MEPEHUIA, He A0/MKHa npeBbiwatb + 10 %.

Mepen HayanoM aHanusa kaxzol HOBOM NapTMM Npo6 NpPoBOAAT NPOBEPKY JIMHEHOro AunanasoHa u
MOCTOSAAHCTBA (PAKTOPOB OTK/MKA NyTEM XpomaTorpaupoBaHus He MeHee Tpex rpafyvpoBOYHbIX PacTBo-
poB cmecu MXAA/0D. NPUroTOBAEHHLIX B COOTBETCTBMM € 6.3.1 lMpu OTCYTCTBMM NOCTOSIHCTBA JIMHENHOCTU
(RRF), BbIACHATCA 1 YCTPAHAOTCA NPUYKHLI HeCTabubHON paboTbl Npubopa. 3amMmeHsIs HeMONSPHYO Xpoma-
Torpadpnyeckyto KOJIOHKy Ha nosisipHyto, Hanpumep DB-5MS Ha DB-Dioxin. onpegenstooT BpeMeHa yaepxusa-
HUS1 KOHFeHepoB Ha 3TOM TWUME KOSIOHKWN. MpUMepHbIe OTHOCUTESIbHbIE 3HAYEHUS BPEMEHWN YAepPXUBaHUA /1A
NONSAAPHOW M ManonoNAPHOW KOMIOHOK NpvBeAeHsbl B Tabnuue 11.
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Tabnuuya 1
HenoasnxHas hasa
CoepauHeHne
OB SMS OB'Dioxin
1,2.3.4-TXAL 0.99 1.02
2.3,7.8-TX40 1.00 1.00
1,2,3.7,8-MeXaL, 1.23 1.40
1,2.3.4.7.8-xXn40 1.46 2.08
1.2.3.6,7,8-xX44 147 194
1.2.3.7.8.9-'xXa4 150 2.15
1,2.3.4.6.7.8-MmXAn4 176 2.98
oxan 2.17 4.50
2,3,7.8-TXO® 0.96 0.96
1,2,3.7.8-MeXa® 118 131
2.3.4.7,8-NMeXA® 122 135
1.2.3T.4.7.8-TkX0d 1.39 201
1.2.3.6.7.8-MxX4d 1.39 2.03
2.3.4.6.7.8-TxXOd 143 2.07
1,2.3.7.8.9-TxXa® 148 2.09
1.2.3.4.6.7.8-MXA0® 161 2.83
1,2.3.4.7.8.9-MX0® 174 2.96
oxae 212 4.45

7.3.1.3 Xpomato-macc-cnekrpasibHblii aHan3 nosyyeHHbIX 3KCTPaKToB

OT6upaloT MuKpoLwnpuuemM 1 MK aHa/iM3upyeMoro aKcTpakTa, NofroToB/IEHHOIO Kak onucaHo B 7.2,
1 BBOJAT €r0 B MHXEKTOpP rasoBoro xpomarorpada. 3anucbiBaloT Macc-xpoMaTorpammbl, UAeHTUHOULMPYIOT
UHAMBMAYasbHble KOHreHepbl MXAA/0P 1 n30TOMHO-MeYeHble KOHremMepbl CypporaTHoro ctaHgapTa no macc-
CMeKTPy ¥ COoBMajeHnIo BpeMeH yaepxnBaHus.

Hanvnuue B npobe uim KOHTPOSIbHOM 06pasue UHANBUAYaNbHOro koHreHopa MNXA4/0® cuuTatoT ycTa-
HOBJIEHHbIM NPU COBIAEHUN CNeaYIOLWUX YCOBWIA:

a) Ha BCex PeKOHCTPYMPOBAHHbLIX Macc-xpomartorpaMmmMax, MOCTPOEHHbIX MO Maccam XxapakTepucTuye-
CKUX MOHOB /191 laHHOr0 KOHreHepa. NPUCYTCTBYIOT MUKW, UMEIOLLIE COOTHOLLIEHNE MHTEHCUBHOCTU CUTHA/LLIYM
60nblUe N paBHOE TPeM, Npy 3TOM BPeEMeHa yAepXnBaHus, onpegensemMble No pasHbiM Xxapakrepuctuyec-
KAM MnKaMm JaHHOro KOHreHepa, cosnagaloT (MUKU CUHXPOHHbI);

6) xpomarorpaunyeckoe Bpems yaepxnBaHus KOHreHepa. ornpeesiieMoe Mo nosioKeHU0 MakcuMyma
nMKa XxapakTepucTUYeKoro oHa, He oT/iyaeTca 6osee Yem Ha + 1 ¢ OT BpeMeHu yaepxnBaHus, onpeaeneH-
HOro A/151 JaHHOro KOHreHepa npu aHanavse rpagynpoBoYHOro pacTeopa,

B) COOTHOLLEHNE MHTEHCUBHOCTEN XapaKkTepucTUUYEeCKNX MOHOB Ha BepLUMHE MUKOB He oT/imyaeTcs 6o-
nee yem Ha 15 % OT 3HaYeHuii, NpMBeAEHHbIX B Tabnuue 9.

Mpu Hanuuny NNOX0 pasfesieHHbIX Xpomartorpaduyeckmx NMKoB KoHreHepos MXA4/0® meHaoT mano-
NOJIAPHYO KOJIOHKY Ha NonsipHyto. Mpuemnembim xpoMaTorpauyeckum pasfefnieHneM CYUMTaeTCs BbIMOsHe-
HVe yCcnoBuil ANA He NOSIHOCTbIO Pa3fesieHHbIX NMKOB:

2bl(HX+H2) < 0.7,
rae h — BbICOTa A0/INHbI MEXAY HUMMU:
H, nH2 — BbICOTbI Hepa3peLleHHbIX NNKOB.

7.3.2 XpomaTto-mMacc-CnekTpoOMeTpUsi BbICOKOTO MM HU3KOTO pa3pelleHuns ¢ noHusaumeli npo6bl
3/1EKTPOHHbLIM yAapom

Xpomaro-macc-cnekTpoMeTpus BbICOKOro paspelleHus (R 2 10000) o6nagaeT ype3BblyaiHO BbICOKOM
cneunduUYHOCTbLIO BbIAENEHUSI XapakTepUCTUYECKMX NOHOB aHa/IMTOB. Macca KOTOpbIX ONpeaesisieTcs ¢ Toy-
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HocTblo A0 0,001 a.e.M. MoHbI, uMetoLme Maccy, OT/IMYHYIO0 OT 3afaHHOW, He AeTEKTUPYTCA NPUGOPOM, YTO
pesKo CHMXaeT MelualoLLee B/IMAHWE NOCTOPOHHUX BELLLECTB, NPUCYTCTBYIOLWMX B Npobe. Mpu aHanuse MNXA0/
[P meTooM XpomMaTo-mMacc-CneKTPOMEeTPUM BbICOKOTO paspeLleHns A8 HafeXHoN naeHTudnkaummn aHanm-
TOB [JOCTATOYHO (PUKCUPOBATbL Ha/MUMe ABYX XapakTepucTUYECKMX NOHOB KOHreHepa. macca KOTopbIx onpe-
nenseTca ¢ ToyHocTblo 0.001 a.e.m.

7.3.2.1 Tloarotoeka Xxpomaro-mMacc-cnekrpomeTrpa

Xpomaro-macc-cnekrpomeTp Tmna DFS. JMS-700, MAT-95XP unn aHanornyHblii rotoBAT AN8 aHanu-
3a B pexvme MOHM3auum npobbl 3/1eKTPOHHLIM YAApOM B COOTBETCTBUM C WMHCTPYKLUMENR Mo akchayartauuu.
YcTtaHaBnmBaloT aHepruto noHnsauum 70 aB. MNMpoBepsaloT Macc-cnekTpoMeTpuyeckoe paspeLleHne n cooTeeT-
CTBME NacNOPTHOW YyBCTBMTENLHOCTU Npubopa.

YcTaHaBvBalT nporpaMMy aHanusa s xpomarorpaduueckoro pasgeneHus kourenepos MNXA40/0 c
MCnosib30BaHMEM MasionosISPHON KOMOHKU Tuna DB-5MS. MprMepHbIii BUA nporpaMmbl npusegeH B 7.3.1.1.

Macc-cnekTpomeTpuyecknii aHann3 NPoBOAAT B PEXUME CeNeKTUBHOTO CKaHMPOBaHWA XapakTepucTu-
Yeckux MOHOB aHanuToB. Mpu noHmnzauun XAL/OP 31eKTPOHHbIM YAapOM MakCUMaslbHYH MHTEHCUBHOCTb B
CrnekTpe NnokasbliBalT MOHbI MOJIEKY/IAPHOrO knactepa. 3HayeHns Macc XxapakTepucTuyeckux MoOHOB, UCMO/Ib-
3yeMbIX B aHanv3e, npmBefeHsl B Tabnuue 12.

Tab6nu ya 12— 3HaueHns mecc XapakKTepncTnyeckmnx NoHoB

XapakTcpyCTh4ecrae voHsL mle. a.e.m. CoOoTHOLLEHVE TEM

KowrcHepb! MXA4/A%P 1 cooTBETCTBYHOLLYE 1130

TOMO-MEHEVbIE TOMFEMEDbI ML " cmsnommgvgmmana
TXAA 319.897 (M*) 321.894 (M+2)* 0.77
[13C121-2.3.7.8-TXALL 331.937 (M*) 333.934 (M + 2)* 0.77
[13C12-1.2.3.4-TXAL, 331,931(M *) 333.934 (M + 2)* 0.77
Mexan, 355.855 (M * 2)* 357.852 (M+4)" 155
(13C123-1.2.3.7.8-MeXAf, 367.895 (M * 2)* 396.892 (M + 2)* 155
plodilll 389.816 (M + 2)* 391.813 (M + 4)* 1.24
[13C12-1.2.3.6.7.8-TxX[LL 401.856 (M + 2)* 403.853 (M + 4)° 124
(13C12-1.2.3.7.8.9-NxXA1, 401.856 (M + 2)* 403.853 (M + 4)* 124
rxag, 423.777 (M + 2)* 425774 (M+4Y 1.05
[13C12)-1.2.3,4.6.7,&-TnX /] 435,817 (M + 2)* 437.814 (M+ 4)* 1.05
oxag, 457.738 (M + 2)* 459.735 (M +4)* 0.89
[13C13-0X ALl 469.778 {M +2)* 471.775 (Al+ 4)* 0.89
TXOD 303,902 (M*) 305.899 (M + 2)* 0.77
(13C1262.3.7.8-TXAD 315.942 (M %) 317.939 (M + 2)* 0.77
nxa® 339.860 (M ¢ 2)* 341.857 (M+4)" 1.55
[13C13-1,2.3,7.8-MeXdd 351.900 (/ii#+ 2)* 353.897 (M + 4)* 155
P 373.821 {M + 2)* 375,818 (M + 4)* 124
[13C13-1.2.3.6.7.8-TxX D 383.864 (MY 385.861 (Ad+ 2)* 051
rmxae 407.782 (M + 2)* 409.779 (M + 4)* 1.05
[13C12-1.2.3.4.6.7.8-MNXAd 417.825 (M)* 419.822 (N4+2) 0.44
oXae 441.743 (M +2Y 443740 (M + 4)* 0.89

Mpy ncnosnb3oBaHUN Macc-CNeKTPOMeETPa HU3KOro paspeLleHns pPerncTpupyroT MOHbl C COOTBETCTBYIO-
LWMMW HOMUHaNbHLIMK MaccaMu, Hanpumep, BMecto 319,897 — 320 n 1.4,
[na obecneyeHns Gonblueli JOCTOBEPHOCTY pe3y/nbTaTtoB PerncTpupytoT No Tpu MOHAa B KnacTepe AN
Kaxaoro coeguHenus, Hanpuvep. (M)* . {M +2)*. (M +4)*.

7.3.2.2 TlpoBegeHve rpasyvpoBku

pagyvpoBka npubopa NPOBOANTCA MO CXeme, aHa/IorMYHON npuBeAeHHo B 7.3.1.2, 1 BKIOYaeT onpe-
AeneHve BpeMEH yaepXnBaHusa n OTHOCUTENbHbIX hakTopos oTknka (RRF)n koHrenepos MXA0/00.
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7.3.2.3 AHanu3 aKCTpaxkToB

AHa/IM3 3KCTPaKTOB MPOBOAAT corfiacHo 7.3.1.3. BbluMcnsAwT oTHOWeHWe nnowazein xpomaTorpadu-
YecKMX MUKOB Ha Macc-xpomarorpaMmmax MOHOB M1 wu M2, perncTpupyembiX A/ KaK4Oro onpegensiemoro
COeIHEHNA N BHYTPEHHEro craHjapTta, W CpaBHMUBAKOT €ro C TeopeTUYeCKUM 3HayeHneM, nprvBefeHHbIM B
Tabnuue 12. ITo OTHOLLEHNE AO/MKHO GbITh B Npefenax + 15 % oT TeopeTMUeckoro 3Ha4yeHus, Hanpuvep, ans
TXALO — ot 0.65 po 0.89 (TeopeTnyeckoe OTHoOLWeEHWe paBHO 0,77). Ecnm xpomaTorpadmyeckme nvMkv B yka-
3aHHOI 061aCTN BPEMEH YAEPXMBAHUA UMEIOTCS, HO OTHOLLEHWE NoLWaziei NMKOB BbIXOAWT 3a 3Tu npeaessbl,
TO rOBOPUTb O MOJIOXUTENBHOW naeHTUdMKaumMm no aTumM nukam MXAL nan NXA® B saHHON npobe Henb3s,
1 TpebyeTcs AONOHUTENbHBIA aHanu3 — Ha XxpoMaTorpacunyeckoli KONIOHKe € ApYroil HenmoABWXHON hasoi
UNN B peXuMe XMMUYECKO MOHM3aLuu C AeTEeKTUPOBaHWEM OTpULATe/IbHO 3apsiKeHHbIX MOHOB. Ecnu Bpe-
MS yAepX1uBaHUA faHHOro KOMMNOHeHTa coBnajaeT C BpeMeHeM yAepXUBaHNs COOTBETCTBYIOLLENO U30TOMHO-
MeYeHOro BHyTPEHHero ctaHgapTa (0T/iM4aeTcs OT Hero He 6osee Yyem Ha 1c unm Ha 1 ckaH) unv oTamyaeTcs
OT BPEMEHW YAEePXNBaHNS, N3MEPEHHOTO A4/ CTaHAapTHOro o6pasua, He 6onee yem Ha 0,01 % 1 OTHOLLEHUE
nnowiagen NMKoB HaXo0AMNTCA B yKasaHHbIX Npegenax, To aToT koHreHep NMXAA/0P B AaHHO npobe cuuTaeTca
NAEHTUULMPOBAHHBIM.

7.4 O6paboTka pe3yibTaToB U3MeEPEHNA

Mo OkOHYaHUM aHanM3a C NOMOLLbI0 CUCTEMbI 06PabOTKN AaHHbIX PUKCUPYIOT HA PEKOHCTPYNPOBAHHbIX
mMacc-xpomaTorpammax nuku B 061acTn BpeMEH YAepXnBaHns, COOTBETCTBYIOWMX BbIXody 2,3.7.8-3amelleH-
Hbix MXA4/0% n cypporaTHbIX CTaHAAPTOB.

MaccoByto KOHLeHTpaLuio KoHreHepoB MXA4/4® B akcTpakTe aHanusnpyemoi npobsl C-, HI/kr, paccuu-
TbIBAKOT HA OCHOBAHWUW NOJTYYEHHbIX CUTHAMIOB A1 K&XKA0r0 KOHKPETHOro KOHreHepa no dpopmyne

C =(Sn) miA §)(RRF)n M. (2)
roe Sn — nnowaab nuka koHreHepa NXA4/A® Ha peKoOHCTPYMpOBaHHONM XpoMaTorpaMme;

T} — KO/IMYEeCTBO BBEJEHHOIO N30TOMHO-MEYEHOI0 CypporaTHoro ctaHaapTa, Hr;

S, — naowagb nuKa COOTBETCTBYIOLLENO KOHreHepa W30TOMHO-MEYEHOro CypporaTHOro craHgapTa
nxpn/0e:

(RRF)n — oTHOCUTEesbHbIA hakTop OTKAUKA ANS UHAMBUAYa/IbHOTO KOHreHepa MXAA/O0®. paccunTaH-
HbIl No dhopmyne (1);

M — wmacca obpasua, B3ITOro A1 aHanmsa, K.

KoathhMUMEHT M3BNEYEHUS KOHKPETHOrO KOHTEHEpa M30TOMHO-MEYEHOro CypporaTtHoOro craHgapTa
(REC)SpaccumTbiBatoT no hopmyne

(REC)s =(Ssor)mfHS,)ms (RRF}sr, (3)

roe Ssur — nJowagb NUKa KOHKPETHOTO KOHreHepa W30TOMHO-MEeYeHOro CypporaTtHOro craHgapra Ha
PEKOHCTPYMPOBAHHO XpoMaTorpamMmme aHaM3MpyemMoro o6pasua;

Tr - KO/MMYeCcTBO BBELEHHOT0 B aHann3vpyemblii obpasel, M30TOMHO-MEYEHOro BHYTPEHHEro

cTaHgapTa, Hr;

sr naowanb NuKa KOHKPETHOTO KOHreHepa M30TOMHO-MEYEHOro BHYTPEHHEro cTaHjapTa Ha
PEKOHCTPYMPOBAHHOI XpoMaTorpamMmme aHasiM3MpyemMoro obpastia:

ms - KO/INYeCTBO BBEAEHHOrO B aHanMsupyemblii obpasel, M30TOMHO-MEYEHOro CypporaTHoOro

cTaHgapTa, Hr;
{RRF)sf- ~ OTHOCUTE/IbHLIA (DaKTOp OTKIMKA AN VHAMBWAYAILHOTO KOHTEHepa M30TOMHO-MEeYEeHOro
CypporaTHoro ctaHgapTa, pacCuuTbiBaeMblil U3 rpajgyvpoBOYHOrO pacTeopa no opmyse

(RR/"SJImA"A"SJrrw 4

e S,,, — NJowab nuka UHAMBMAYabHOTO KOHreHepa N30TOMHO-MEYeHOro CypporaTHoro ctaHaapTa
Ha PEKOHCTPYMPOBAHHOI XpomaTorpamMmMe rpaZyupoBOYHOTO pacTBoOpa;
MaccoBasi 10/ U30TOMHO-MEUYeHOro BHYTPeHHEro cTaHapTa B rpaflyMpoBOYHOM PacTBOpeE, Hr.
nnowasb nuka WHAMBUAYANIbHOTO KOHTeHepa M30TOMHO-MeUYeHOro BHYTPEeHHero cTaHaapTa
Ha PEKOHCTPYMPOBAHHOI XpomaTorpamMmMe rpaZyupoBOYHOTO pacTBoOpa;
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msurs ~ mMaccoBas 07151 U30TOMHO-MEYEHOro CypporaTHoro ctaHjapTa B rpafyvpoBOYHOM PacTBope, H.
Onpepenexve nnowagnein Sn. S-, Ssur, Sf, Ssurs. Srs NpoBOAAT N0 Macc-xpoMaTorpammam vbo ans

OfHOrO U3 ABYX MOHOB. M\ unn M2, ykazaHHbIX B Tabnvue 12. in6o ans ABYX UOHOB C yCPeAHEHNEM pe3y/ib-
TaToB. IM60 N0 CyMMe MoLaseil COOTBETCTBYIOLMUX NMKOB HA 06eUX Macc-XxpoMaTorpammMax.

7.5 XapakTepucTuka norpelwHocTn nusmepeHuii

[nanas3oH n3mepsieMbIx KOHUEHTpaumii koHreHepos MXALY/A® n nokasarenu cxoAvMOCTU U BOCMPOU3-
BOAMMOCTU NpvBefeHbl B Tabnuue 13.

Ta6nunya 13
["paHNLpI MHTEPBAVIA, O KOTOPOM T10- OTHocuTESIbHOE CTaHOPTHOE
Avaresod WWWE;WW toe- TPELLHOCTL HAXOOYTCS C BEPOSTTHOCTHIO OTK/TOHEHVIe BOCTPOV3BOVIMOCTU
’ P*09.0.+% oy *
Ot 0.5 80 10 BK/MOM. 48 61
Cs. 1080 200 BK/IHOM. 25 36
Cs. 200 8o 1000 BK/IHOM. 15 13

7.6 OchopmneHue pe3ynbTaToB U3MEpPEHNIA

MpoTokoN ncnbiTaHWii AO/MKEH coAepXaTb, KaK MUHUMYM, CriegyloLline CBefeHUs:

BCH MH(OpMaLMI0, HEOBXOAUMYIO NSt UcUepnbiBatoLLel naeHTugmkaLmm npobsl;

MeTOZA MUCNbITaHWA 1 oNpefensieMblil 3/1EMEHT CO CCbIJIKOW Ha HacTOALWMI cTaHaapT.

pesynbTaTbl UCMIbITAHWUIA C yKa3aHUeM efuHUL, U3MePEHWI;

cogepxaHve nunugos B o6pasue no NOCT 7636;

Aarty otbopa npobbl 1 cnocob oTbopa (ecnm oM N3BECTEH);

[aTy OKOHYaHUsA NPOBeAEeHNs UCTbITaHuS;

MH(OPMALMI0 O BbINOSIHEHUN TPpeGOBaHWI K MOBTOPSIEMOCTY Pe3y/ibTaToB;

BCe [eTa/iM NpoBeeHNs NCNbITaHWsA, He OTOBOPEHHbIE B HACTOALLEM CTaHAapTe WX He cuuTarolmecs
06s3aTeNbHbIMU, @ Takke BCe WHUMAEHTbI, Habnogaslwvecs nNpu NpPoBeAEeHUN WCNbITaHWs, KOTOpble MOIN
NOBMUSITb HA KOHEUHbI pe3ynbTar.

PesynbTatbl U3MepeHnss MaccoBOi KOHLEHTpaLMn NHAMBUAYanbHbIX KoHreHepos MXAL/A® npepcTas-
NS0T B hopme

Cj + A Hr/kr, (5)
roe C; — KOHUeHTpauus koHreHepa MXAU/A® B npobe, Hr/kr;
4 — TrpaHuua nHTepBasna, B KOTOPOM abCo/MOTHAA NOrPeLHOCTb M3MEePEeHNI KOHLEHTPaLUn KOHreHe-

pa NXAU/A®. Hr/kr. HaX0AUTCS € [OBEPUTE/bHOM BEpOoATHOCTbI P = 0.95.
XapakTepucTrKy NOrpeLlHoCcT paccunTbiBadT No opmyie
[,=0.015 Cr (6)

roe 6 — rpaHuua uHTepsana, B KOTOPOM OTHOCWUTE/IbHAA NOTrPELUHOCTb N3MEPEHUIA KOHLEHTPALMW KOHTe-
Hepa MXALU/A®. %. HaxoauTCa ¢ AOBEpPUTENBHOW BepoATHOCTbIO P = 0.95. [lonyckaeTcsa pesy/ib-
TaTbl U3MepeHUn B OKyMEHTaxX, BblfaBaeMblx nabopartopueli, npeacTaBnsaTb B Buae

Ct+An Hr/kr. npy ycnosuu, yto 4,< 4. (7

roe An —  3HauYeHWe XxapakTepuCTUKW NOrpeLlHOCTY pesy ibTaToB U3MepEeHWiA, yCTaHOBEHHOE NpU peanu3a-
LK AaHHO MeToaukM B nabopaTtopuu 1 o6ecrnevyeHHoe KOHTPONIEM KayecTBa pesynbTaToB. Pe-
KoMeHayemMas (popMa npoToKosia NpeacTas/ieHa B NpUIoxeHuu B.

7.7 KOHTPONb KayecTBa M3MepeHuit

KoHTposb KayecTBa M3MepeHVII7I obecneymBaloT BbINOTHEHNEM cnegyrwmnx yCl'IOBVIVIZ

18



FOCT 31792—2012

-aHanu3 npo6 nposoAaT cepuamun. Kaxgasa cepusa BkawyaeT Ao 11 nonesbix 06pasLoB, O4WH U3 KOTO-
pbIX @aHanM3npytoT ABaxAabl (Aybnukar), obpasel, cepTumupoBaHHOro MaTepvana ¢ 3afaHHbIM cofepXaHn-
em MXAL/O0® v npouenypHbIi XON0CTOW obpasel;

- onepaTuBHbIN KOHTPO/Ib TOYHOCTU W NPABUILHOCTU M3MEPEeHUii o6ecneyrBaeTca aHaM30M N30TOMHO-
MeUYeHbIX CypporaTHbIX CTaHA4apTOB — aHasloroB onpejensemMbiX BelecTs, BBOAUMbIX B KaXAbl o6paseLl, Ha
cTafmun npobonosroToBKU.

[lonyckaeMble KpUTepun KayecTsa aHannsa;

- cofilepxaHve nHanBuayanbHbIX KoHreHepos MXALU/A® B npoLesypHOM X0/10CTOM 06pas3ue MeHbLue 1 mr.

- onpegensiemoe cofepxaHue koHreHepos MXAL/0® B cepTncmumpoBaHHOM MaTepuasne A0/THKHO COoT-
BETCTBOBaTb CepTUdmKaTy aHanunsa ans 90 % onpenensiemMbix COEANHEHNIA;

- OTK/IOHEHWE pe3yNbTaToB Npu aHause Ay6nnkaToB — He 6onee + 25 % OT cpefHero 3HayeHus natc
Be/MunHa npegena obHapyxeHus metoga ans 90 % onpefensiemMbix COeMHEHW (OnepaTuBHbLIN KOHTPO/b
BOCNPOU3BOANMOCTHN):

- 3HayeHusa BeNNUYnHbI n3BnevyeHus koHreHepos (REC)S paccunMTaHHble Kak yka3aHo B 7.4, Haxo4saTcs B
ananasoHe 50 % — 110 %;

- YyBCTBUTENbLHOCTL Npubopa onpefensoT OAWH pa3 B AeHb (Way nocsie HacTpoliku npubopa) nyTem
aHanum3a ctaHfapTHOro rpafgyvMpoBoYHOro pacteopa MXA4/4d:

- npuemneMblii KpUTepuii KayecTBa — COOTHOLIEHMe curHan — wym 6onbwe 10:1 npu vHxekuun 1 nr
2,3,7,8-TXAL,;

- Xpomarorpaduyeckoe paspelueHne noATBEPXAa0T aHa/IM30M rpafynpoBOYHOIo pactsopa, NpoBoAn-
MbIM O 1 NOC/Ee aHanm3a aHa/IMTUYeCKOn cepuu;

- Npuemnemoe 3HavyeHne — pasgesnexuve nukos 1,2,3,4,7,8-MxAd v 1,2,3,6,7.8-N'X AP COOTBETCTBYET YCNOBUIO:

* H2)<0.7. (8)

roe /) — BbICOTa JO/IMHbI MEXAY HUMMU;
H\ ©” H2 — BbICOTbI MMKOB KOHIE€HEPOB;

- Macc-cnekTpasbHoe paspeLleHune, onpejesieHHoe Npu HacTpolike npubopa, cocTtasaseT AN HU3KOTo
paspelueHuns He Hxe 0,8 a.e.Mm, BO BCeM uanasoHe U3MepsieMbiX Macc 4719 npubopa BbICOKOro paspeLleHuns
R r 10000;

-NIMHEHOCTb Ka/IMOGPOBKA UHCTPYMEHTa ONMpeaensitoT No aHanusy NsSTW rpajgyupoBOYHbIX PACcTBOPOB
NX44/00. Kputepuii kayectBa — A0MNYCTUMOE CTaHAAPTHOE OTK/IOHEHME pPacCYMTAHHOTO OTHOCWUTESIbHOrO
thakTopa oTknvka (RRF)n omkHO 6biTb MeHbLie 20 %;

- CTabWNbHOCTb PaboTbl MHCTPYMEHTA MOATBEPXAAETCSA [0 U MOC/e aHanm3a cepun obpasLos nyTeM aHa-
nm3a rpagyvpoBoyHoro pacteopa MXAL/A® C2. KpuTepuii kayecTBa — pasnivuusi 3Ha4YEHWIA BEMMYUHBI OTHOCK-
TenbHoro oTknka (RRF),. paccuntaHHble 40 1 NOC/e aHanusa cepumn 06pasLoB, He AO/MKHbI NpeBbiwaTh + 15 %.

[MpoBepKYy YNCTOTbI MHCTPYMEHTA Ha coepKaHne aHaIM3npyemMblX KOMNOHEHTOB MPOBOAAT MOC/Ee Kax-
[oro aHanusa rpagyvpoBOYHOIO CTaHAAPTHOrO pacTBopa NyTeM WHXeKuuU AekaHa. MNpuemnemblii kpute-
pWii — 3HayYeHVe BHOCMMOW OLIMOKM 3a cyeT (DOHa MHCTPYMEHTa He JO/KHO npesbiwatbk 1 % oT cpegHero
3HaYeHUs onpeaensieMbliX KOHLEHTpaLUii.

Mpy HEBbINOMHEHUN MHO60T0 U3 NEPEUNCIEHHbIX YC/TOBUIA NPUHUMAIOTCA Mepbl MO BbIABAEHWIO NMPUYKH
1 NOBTOPSIETCA aHann3 napTvu npoob.

8 OnpepgeneHne AMOKCUHNOAOOHBLIX (NAAaHAPHbIX) NOMMXAOPMUPOBAHHbIX
6ndeHnnos

8.1 lMNoparoToBKa KanubpoBO4YHbIX pacTBopoB X6 v pacTBOPOB M30TOMHO-MOYEHbLIX CypporarT-
HbIX U BHYTPEHHUX CTaH4apToB

pagyvnpoBOYHbIE PaCcTBOPbI CMECH MHAUBMAYAbHbBIX N U30TOMHO-MeueHbIX MXB ncnonb3yoT ana npo-
BEPKV BPEMEH Y[ ePXMBaHUSI KOHTEHEPOB. /IMHEHOTO Anana3oHa AeTeKTMPoBaHWA U pacyeTa (hakTopa OTKu-
Ka aHannM3mpyembIX KOHFeHepoB.

B kauecTBe 6a30BOro pactBopa CMecy MHAMBUAYaSIbHbIX KOHFeHepoB niaHapHbix MXB ncnonb3yeTcs
cmech nHameuayasibHbix MXB B HoHaHe EC-5000.

B kauecTBe 6a30BOro pactsopa CypporaTtHoro ctaHjaprta UCMosib3yeTcsi CMeCb M30TOMHO-MEYEHbIX MO
yrnepogy 13C,2 koHreHepoB MXB B HoHaHe EC Ne 4995.
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8.1.1 MpuroToBNeHNe rpagynpoBOYHbIX PacTBOPOB

8.1.1.1 PactBop 81

Vicnonb3ys perynupyemble aBToMaTvyeckne gosartopbl Ha o6bembl 100—1000 mkn u 10—100 mkn.
nocnefosaTesibHO BHOCAT B BMasy BMecTUMOCTbio 4 cm3 1910 MKN H-HOHaHa. 10 Mkn 6a30BOro pacrsopa
EC-5000 1 80 mkn pactsopa EC No 4995.

8.1.1.2 PacTteop 82

VMcnonb3ys perynupyemble aBTomaTnyeckne gosaTtopbl Ha 06bembl 100—1000 mkn n 10—100 mkn,
nocnefosarte/lbHO BHOCAT B BMasly BMECTUMOCTbIO 2 cM3 940 Mkn H-HOHaHa. 20 mMkn 6a30BOro pactsopa
EC-5000 u 40 mkn pactsopa EC Np 4995.

8.1.1.3 PactBop 83

Mcnonb3ysa perynupyemble aBTomaTuyeckme gosatopbl Ha 06bembl 100—1000 mkn um 10—100 mkn.
nocnenoBaTeNlbHO BHOCAT B Buasly BMECTUMOCTbi0 2 cM3 920 MkA H-HOHaHa. 40 MKn 6a30BOro pacrtsopa
EC-5000 n 40 mkn pacteopa EC No 4995.

8.1.1.4 PactBop 84

VMcnonb3ys perynupyemble aBTomaTnyeckne gosatopbl Ha 06bembl 100—1000 mkn n 10—100 mkn,
nocnegoBaTeslbHO BHOCAT B Buasly BMECTUMOCTbIO 2 cM3 860 Mk H-HOHaHa, 100 mkn 6a30BOro pactsopa
EC-5000 1 40 mkn pactsopa EC Np4995.

8.1.1.5 PactBop 85

Mcnonb3ysa perynupyemble aBTOMatMyeckne fosatopbl Ha 06bembl 100—1000 mkn m 10—100 mkn,
nocnegoBaTenlbHO BHOCAT B BUasly BMECTUMOCTbIO 2 cM3 760 MKN H-HOHaHa, 200 mMkn 6a30BOro pacrtsopa
EC-5000 1 40 mkn pacteopa EC Np 4995.

KoHLeHTpauuy kannbpoBoUHbIX pacTBopoB (Hr/cm3) npusefeHsl B Tabnuue 14.

MpurotoBneHHbIe KannbpOBOYHbIE PACcTBOPblI MOTYT XPaHUTbCA B repMeTUYeCcKM 3akpbiTbiX Branax npu
TemnepaType He Bbilwe MuHyc 10 5C 6e3 gocTyna COMHEYHOrO cBeTa He 60o/iee 6 MeC. B CTEKISIHHbIX 3anasH-
HbIX amnynax He 6onee AByX feT.

Ta6nuua 14— KoHueHTpauym KasiMbpoBOYHbIX PACTBOPOB B HAHOrpammax/cm3

KoHrexep MXAL/00 B1 B 3 B4 BS
NX677 10 40 80 200 400
MXB81 10 40 80 200 400
MX5105 10 40 80 200 400
NxB114 10 40 80 200 400
NxB118 10 40 80 200 400
MXB 123 10 40 80 200 400
MXE 126 10 40 80 200 400
MXB 156 10 40 80 200 400
MXB 157 10 40 80 200 400
MXB 167 10 40 80 200 400
MXB 169 10 40 80 200 400
MXB 170 10 40 80 200 400
MXB 180 10 40 80 200 400
MXE 189 10 0 80 200 400
MXB 77 (13C 1299 %) 40 40 40 1y 40
MXB 81 <13C,2 99%) 40 40 40 1y 40
MXB 105 (13C1299 %) 40 40 40 1y 40
MXB 114 (13C1299 %) 40 40 40 40 40
MXB 118 (13C 1299 %) 40 40 40 1y 40
MXB 123 (13C12.99 %) 40 40 40 1y 40
MXB 126 (1301299 %) 40 40 40 1y 40
MXB 156( 3C1299%) 40 40 40 1y 40
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OkoHYaHWe Tabnuupl 14

Koxrevep Mxa/, e s1 62 83 64 65
MXB 157<13C,299%) 40 40 40 40 40
MXB 167 (13C,299 %) 40 40 40 40 40
MXB 169 (13C1299 %) 40 40 40 40 40
MXB 170(13C,299%) 40 40 40 40 40
MXB6 180(13C1299%) 40 40 40 40 40
MXB 189 (13C,299 %) 40 40 40 40 40

8.1.2 TMMpuroToBneHne paboyero pacteopa M30TONHO-MEYEHOro cypporaTtHoro ctaHgapta MXb

[ns npurotoBaeHnsa paboyero pacteopa S/S B MEPHYI0 KO/I6Y BMECTUMOCTLIO 25 CM3 BHOCAT aBTOMAaTu-
yeckuMm perynvpyembiM go3atopom 1000 mkn pacteopa EC Ne 4995 n goBoasAT 06beM pacTsopa A0 MeTKU
H-HOHaHOM. O603Ha4alT NoyYeHHbI padbounii pacTBop kak S/Snx6. KoHUueHTpauuu cypporatHbix cTaHaap-
TOB B paboyem pactsope npusefieHsl B Tabnuue 15.

Ta6nuuya 15— KoHUeHTpaLyy cypporaTHbIx CTaHAapToB B paGoyem pacTBope B HaHOrpammax/cm3

Koursvep MxA0,0d S'S pop, 6azoBb i S'IDE
MXB 77 (1*C1299 %) 1000 40
MXB 81 (13C1299 %) 1000 40
MXB 105(13C,299%) 1000 40
MXB 114 (13C1299%) 1000 40
MXB 118 (13C1299 %) 1000 40
MXB 123 (13C 1299 %) 1000 40
MXB 126 (13C 1299 %) 1000 40
MXB 156 (13C,299 %) 1000 40
MXB 157<13C1299%) 1000 40
MXB 167 (13C1299 %) 1000 40
MXB 169 (13C 1299 %) 1000 40
MXB 170 (13C1299 %) 1000 40
MXB 180(13C,299%) 1000 40
MXB 189 (13C1299 %) 1000 40

MpuUroToBNEHHbIV pacTBOP NepeMeLLnBatoT Ha y1bTpa3BykoBoi 6aHe 10 MWH. pacdacoBbIBAlOT B CTEK-
NAHHbIE amny/bl No 1 cM3. AMMY/bl 3anavBaloT U XPaHAT [0 UCNOMb30BaHNA 6e3 focTyna CO/MHeYHoro ceeTa
He 6onee AByX NeT.

8.1.3 TMpurotoBrsieHMe paboyero pacTsopa BHYTpeHHero ctaHgapta R/SriB

Ons npurotoBneHus pabouyero pacTtBopa BHYTPEHHEro craHgapTa B MepHyl koiby BMECTUMOCTbIO
50 cM3 BHOCAT aBTOMaTMYECKUM peryampyembiM gosatopom 50 mkn pacTteopa 2.3.4.4',5,6-rekcaxiopbude-
Huna (kog no katanory CIL PCB No 166) ¢ koHueHTpaumeii (100 + 5) mkr/cM3 1 foBOASAT 06bEM pacTBopa Ao
METKN H-HOHaHOM. O603HavalT NoNyYeHHbI pabounii pacTBOp BHYTPEHHero cTaHjapTa kak R/SnxB. KoHueH-
Tpauuns BHYTPEHHero ctaHgapTta B paboyem pacTtBope coctassniseT 100 Hr/cm3.

MpuUroToBNEHHbIV pacTBOP NepeMeLLnBatoT Ha y1bTPa3BykoBoi 6aHe 10 MWH. pacdacoBbIBAlOT B CTEK-
NAHHbIE amny bl N0 1 cM3. AMMY/bl 3anavBaloT U XpaHAT 40 UCNonb30BaHNA 6e3 focTyna CoMHeYHoro ceeTa
He 6onee AByX NeT.

8.2 MoparotoBka Npo6 ANna aHanusa

MoaroToBka Npob Ans aHanm3a nnaHapHbix MXB aHanormyHa npoueaype, onvcaHHol B 6.4. MNpn aTom
pasMopaxunBaroT, a 3aTeM roMOreHU3npyT Ha LWHEKOBOW Msicopybke obpasel, Maccoil He meHee 100 r.
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8.3 JOkcTpakuusa niaeHapHbix MXb

[na aHanu3a pbiObl N TKAHER C HU3KMM CogepXXaHneM NMNUAOB UCNO/b3YIOT HaBecKy 7—=38 I, Npu aHanu-
3e MeyeHun, roHag, MblLL, C BbICOKMM cogepxaHuem nunugos 3—5 1. M3Bneuvenne MXB n3 obpasua nposo-
ONTCS METOAO0M KOIOHOYHOW 3KCTpakuuu, onncaHHbIM B 7.1, a B ka4ecTBe M30TOMHO-MEYEHOro CypporaTHoro
cTaHfapTa Mcnonb3ylT pacTBop cTaHgapTa S/SnxB (cm. 8.1.2).

Mpo6y pbiGbero xupa maccoil 1 r pactsopstoT B 20 cmM3 cMecu rekcaH-guxaopMeTaH (1:1) u ounwaroT
MeTOA0M KOSIOHOYHOW XxpomaTorpadum.

8.4 OuucTka 3KCTpakTa MeToZ0M KOJIOHOYHOW XxpomMaTorpaduu

OumnCTKYy 3KCTpakTa NpPoBOAAT METOAOM KOSIOHOYHOW XpomaTtorpadun, onucaHHbIM B 7.2. Tpn KOHLEH-
TPUPOBaHMN 3KCTPaKTa AN UHCTPYMEHTa/IbHOrO aHanmn3a, Korga oo6beM pactBopuTens BO dpiakoHe foCTur-
HeT npuMmepHo 100 MK/, aBTOMaTUYecKMM 403aTOpoM A06aBnaoT 20 MK pacTBopa BHYTPEHHEro cTaHAapTa B
HoHaHe A/5TXB (cm. 8.1.3) 1 npofomKatoT OTAYB A0 o6bema A06aBNeHHOro HoHaHa. FepmeTu3upyoT dh1akoH
Ted)IOHNPOBAHHON NPOKNAAKON 1 NepefaloT AN UHCTPYMEHTA/IbHOTO aHan3a.

8.5 BbINnonHeHWe n3MepeHuii

8.5.1 TlMoaroTtoBKa xpomaTo-Macc-cnokTpomeTpa

Xpomato-macc-cnekTpoMeTp HU3KOro paspelweHus Tmnos Varian-320MS. Agilent-5975, ITMS-240MS.
ITQ-900GC/MS unn aHanorMyHbln rOTOBAT A1 aHaIN3a B PeXUME MOHMU3ALMM NPO6LI 3NEKTPOHHLIM YAAapOM
C CeNeKTUBHbIM ieTEKTPOBAHMEM XapaKTePUCTUYECKUX MOHOB B COOTBETCTBUN C UHCTPYKLMEN NO aKkcnayaTa-
uuu. NMpoBepsaT HACTPOIKY 1 COOTBETCTBME NACMOPTHOW YyBCTBUTENLHOCTH NpuGopa.

YcTaHaBmBaloT NporpaMmMy aHanusa /i Xxpomartorpadunyeckoro pasfeieHnss KOHreHepoB niaaHapHbIX
MXB ¢ ncnonb3oBaHMem ManonoNsAPHON KoMoHkM Tuna DB-5MS.

MprMepHbI BUA NporpaMmbl NPUBEAEH HUXE:

a) xpomartorpadmueckas nporpamma:

PEXUM MHKEKTOP@. ..t citieesiiee et eene e e seiee e srae s e splitless;

3a/ePXKKa MPOAYBKN NHKEKTOPA......icririeeiiieiirieiie i 1 muH;

BPEMSI COPOCA PACTBOPUTESIA ..ooveenreieeireieereeieeieenee e sneeneas 10 muH;

TUN KOJTOHKM .ttt et DB-5MS;

LJIHA KOTOHKK 30 m;

ONAMETP KOSTOHKM ..ot 0.25 mm;

TOSILUMHA NMTEHKU BIA3BBl.cieuiiiiiniiieiiiieasiieeaieeesiee e sieeesabeeeeneennes 0.25 MKMm;

nporpamMmmupoBaHue Temneparypbi:

HavyanbHaa TemnepaTypa KOMOHKN..........coccveveeiiiiniice e, 80 °C;

HaYa/IbHOE BPEMS 3ALEPKKM .....oeviiiiiiieiece e 1 MuH;

CKOPOCTb HATPEBA KOJTOHKW....eeveirieieeieeieiieiree e 20 °C/muH go 180 °C. 4 °C/muH go 280 °C;
TEMNEPATYPA UHKEKTOPA . ..coiiieiiiiiiiiiie i 290 °C;

CKOPOCTb NOTOKA refina YePe3 KOSTOHKY .....ccvvrueeiiieiieiieieene 1 cm3/MuH;

6) pexuMm macc-cnektpomeTpa:

TEMNEPATYPA UHTEPMEMCA. . coveaueierieiiiaiieiieie e 290 eC;

TeMnepaTypa NMOHHOTO UCTOUHUKA.......covvrereeerireeniieeanneeennnees 200 BC;

CENEKTUBHOE CKAHUPOBAHUE ... ..ciivieiiiieiiiee e mMacchbl MOHOB (cM. Tabnuuy 16);

VHXEKTMPYeMblli 06beM... .. 1 MK

Macc-cnekTpoMeTpuyeckunii aHams NpoBOAMTCA B PeXMME Ce/IeKTUBHOIO CKaHVPOBaHUA XapakTepucTu-
YeCcKUX MOHOB aHanuToB. MNpu noHnsauum NMX6 MeToAoM 3/1EKTPOHHOTO yapa MakCMMabHY0 UHTEHCUBHOCTb
B CNeKTpe NokasbiBalT MOHbI MOMEKYISPHOTO KnacTepa U NOHbI, 06pa3oBaHHble BbIGPOCOM aToma x/sopa 13
MOJIEKYIAPHOTO MOHA. 3HAYeHNs Macc XxapakTepucTnYeckMx NOHOB, UCMO/b3YEMbIX B aHanu3e, npueefeHsl B
Tabnuue 16.

Ta6nuya 16

COOTHOLLIEHVE VHTEH-
AHarwzvpyemas rpynrna KOMreHepoo XapakreprcTrieckvie o
6 Tvn voHa ML Te. 2.EM CMBHocMTOe:lOSArHana
MX6 77 M +,(M +2)+.(M +4)+ 290; 292: 294 0.77:1:0.5
MXB 77 (,3C,2 99%) M +,(M + 2)+ 302: 304 0.77:0.5
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AHaTV3VpyeNast IpyTina KOHreHepoB
X6

MXB 81
MXB 81 (13C1299 %)
MXB 105

MXB 105(13C,299%)
MNXB 114

MXB 114 {132 99 %)
MXB 118

MXB 118 (13C1299 %)
MNXB 123

MXB 123 (13C1299 %)
MXB 126

MXE 126 (1301299 %)
MNXB 156

MXB 156 <13C,299 %)
MNXB 157

MXB 157 (1301299 %)
MNXB 167

MXB 167 (13C1299 %)
MXB 169

MXE 169 (13C1299 %)
MXB 170

MXB 170 (13C 1299 %)
MXB 180

MXB 180 (13C,299 %)
MXB 189

MXE 189 (13,299 %)
MXB 166 RIS

Tvn vioHa

M. (M +2)*.(M +4)*
M\ (M + 2)*
M*.(M+2)*.(M + 4)*
M4 (M + 2)*

M*. (M +2)*.(M + 4)*
M. (M +2)4
M#. (M +2)*. (M + 4)*
M\(M + 2)*

M+, (M +2)*, (M ¢ 4)»
M* (M + 2)*

M .(M +2)*. (M + 4}
M* (M + 2)*

M*. (M + 2)+. (M +4)*
M+2)*. (M +4)4
M4. (M + 2)*. (M + 4)*
M+2)\ (M +4)*
M4 {M+2)\(M+4)4
M+2)\ (M +4)4
M*. (M + 2)+ (M +4)4
M+2)*. (M +4)4
M*. (M + 2)4, (M +4)4
M+2)4 (M +4)4
M\ (M +2)4 M+4)4
M +2)". (M +4)4
M4. {M + 2)4. (M + 4)4
M+2)\(M+4)4
M4. (M +2)4. (M +4)4

Xapakrepuctnieckie
VIOHb|, (nte, a.e.M.

290; 292: 294
302: 304
324; 326; 328
336; 338
324; 326; 328
336: 338
324; 326; 328
336; 338
324; 326; 328
336; 338
324; 326: 328
336: 338
358; 360; 362
372, 374
358; 360; 362
372; 374
358: 360; 362
372; 374
358: 360; 362
372, 374
394; 396; 398
408; 410
394; 396; 398
408:410
408:410
408:410
358; 360; 362

FOCT 31792—2012

CooTHOLLEHME VHTEH-
CVIBHOCTEN CUrHara
VIOHOB
0.77:1:0.5
0.77:0,5
0.6:1:0.65
0.6:1
0.6:1:0.65
0.6:1
0.6:1:0.65
0.6:1
0.6:1:0.65
0.6:1
0.6:1:0.65
0.6:1
0.5:1:0.85
1.0.85
0.5:1:0.85
1.0.85
0.5:1:0.85
1:0.85
0.5:1:0.85
1:0.85
0.44:1:0.97
1:.0.97
0.44:1:0.97
1:.0.97
0.44:1:0.97
1.0.97
0.5:1:0.85

[N5 NoBbIWEHNUs YyBCTBUTE/ILHOCTY aHa/in3a PexmMm Macc-CrekTpasibHOM CheMKU pasbuT Ha Tpu cer-
MeHTa. B TedeHue KOTopbIX NpM6op iUKCUpYeT Te UAN UHble TPYNMbl UOHOB. MpUMepHasn ANTeNbHOCTb cer-

MEHTOB N AeTeKTupyemblie NOHbI NpuBeaeHbI BTaﬁl’IVILle 17.

Tabnuuya 17

CerveHt

LONnTenbHOCTb CErMEHTOB KOPPEKTUPYETCSA NPU aHaM3e KaIMGpoBOYHOW CMeCH.

Bpemst Hauaria CKaHVpOBaHIAs
TPYMNbI OHOB, M/H

290: 292; 294, 302: 304

324, 326; 328: 336: 338: 358; 360: 362

[JeTexvpyemble Maccobl, m'e a.em

358: 360; 362; 372: 374; 394; 396: 398: 408; 410

8.5.2 TlpoBepgeHue rpafgymposku
pagyvpoBka 3ak/novaeTcs B ONpefeseHnu BpeMeH yAepXnBaHusa U hakTopoB OTK/IMKA aHanusunpye-
MbIX KOHreHepoB MXB. MpagynpoBka BbINOMHAETCA NYyTEM aHanm3a KambpoBOYHbIX cMeceli BA—BS5.
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Lnsa oueHkn hoHa (YMCTOTbI aHAIUTUYECKON CUCTEMBI) Nepes HavyasioM paboTbl MHXEKTUPYIOT B Npu6op
1 MK YNCTOrO HOHAHa W 3anucbiBaloT Macc-xpomatorpamMmMy. Hanuumne B ooHO npubopa MOHOB, MeLlaloLmx
aHann3y, NpPoBepseTcs NMyTem MOCTPOEHUSA PEKOHCTPYMPOBAHHbLIX XpOMATOrpaMM Mo BCEM XapakTepucTuyec-
KM MOHaM, nNpuBefeHHbIM B Tabnuue 16. MNpy HopmanbHO paboTarwem npuéope Ha PEKOHCTPYMPOBAHHbIX
XpoMaTorpammax fo/mKHbl OTCYTCTBOBATbL MUKW aHa/IMTOB. [lonyCTUMO, eCNN HAa PEKOHCTPYMPOBAHHBIX XpoMa-
TorpaMmax. NoCTPOEHHbIX ANA uoHa m/e = 326 a.e.M. B AnanasoHe BpeMeH yaepxumeanus MNX6 118 n MXb
105. uMerloTCA MUKW, COOTHOLLIEHNE CUTHaT — LLUYM KOTOPbIX He MeHee 3:1. Ecnn 3To yc/ioBMe He BbINO/HAET-
CA. onpefensaoT U YCTPAHAT NPUUYNHY POHOBBLIX CUrHaU10B.

[MpurotoBiieHHbIE TPaAyMpPOBOYHbIE pacTBopbl 81—85 aHanusnpyloT B YC/OBUAX, MPUBELEHHLIX B
8.5.1 B nocneposaTesibHocTv 81. 82. 83. 84. 85. 3anucbiBaloT Macc-xpoMarorpammMmy Kaxgoro pacrtsopa u
C NOMOLLbI0 MPOrpPaMMbl KOMMbIOTEPHOW 06pPaboTKMN AaHHbIX ONPeAensoT Ha Macc-xpomartorpaMMax, pekoH-
CTPYMPOBAaHHbLIX MO CUTHasIaM XapaKTepUCTUYeCKNX WOHOB M COOTBETCTBYIOLMX CypporaTHbIX CTaHA4apTos,
BpeMeHa yAepXuBaHusa 1 nnoLiann nukos, COOTBETCTBYIOLLME KaXAOMY aHaIM3npyeMomMy KOHreHepy.

Ana BbluMcneHnsa naowagy NUKOB aHaMTOB UCMOJb3YKT CUrHan MOHa MakCUManbHOW MHTEHCUBHO-
CTU B K/1acTepe WM CyMMy CUTHasI0B [BYX WOHOB, O4VHAKOBLIX A1 HATUBHOrO MXB 1 COOTBETCTBYIOLLETO
cypporaTHoro ctaHgapTa, Hanpumep, Ana MNX6 118 cymmupytoT naowagmn nukoB MOHOB m/e = 324 ¢ 326 n ans
COOTBETCTBYHOLLLEro cypporaTtHoro ctaHgapTa nr/e = 336 ¢ 338 a.e.m.

[nsa kaxgoro rpafyvpoBOYHOrO pacTBopa onpefensatoT OTHOCUTENbHBIV hakTop oTkvka RRFN kaxkagoro
WHAMBMAYa/bHOro KoHreHepa MNMXb OTHOCUMTE/IbHO COOTBETCTBYHOLLEr0 N30TOMHO-MEUYEHOro KOHreHepa cyppo-
raTHOro ctaHzapTa, KOTopblli paccyuTbIBalOT No hopmyne

©)
roe — naowagb nuka koHreHepa MXB B KanM6pPOBOYHOM PacTBOPE;
mis — Macca COOTBETCTBYHOLLEr0 U30TOMHO-MEYEHOr0 KOHreHepa CypporaTtHoro ctaHgapra B Kanmopo-
BOYHOM pacTBOpe, Hr;
SH — nnowaab Nvka COOTBETCTBYHOLLEN0 M30TOMHO-MEYEHOTO KOHreHepa CypporaTtHOro ctaHgaprta B
KasIM6pOBOUYHOM pacTBOpeE:
mns— Macca KoHreHepa MXB B ka/IMGPOBOYHOM pacTBOpE, Hr.

Mpn HannyMn NMHENHOCTU AEeTEeKTUPOBAHUS pas3nnyve BeSIMYMHbI OTHOCUTENIbHOTO hakTopa OTK/InkKa
(RRF) He fonmkHO npesbiwath + 20 % ANA Bcex KannbpoBOYHbIX PACTBOPOB.

MpoBoAAaT Tpu napasnfiesibHbIX U3MEPEHUa A/19 KaXAoro pactsopa M pacCUATbIBAOT OTHOCUTESIbHbIE
dhakTopbl OTK/IMKA 418 KaXLOro UrAVBUAYanbHOTO KoHrenepa MXB gna Tpex nsmepexuii.

Pa3nuune 3HaueHunii oTHocUTENbHBIX (DakTOpoB oTkNMka (RRF). paccunMTaHHbIX ANA Tpex napannienb-
HbIX U3MEPEHWIA, He AO/KHO NpeBbiwatb + 10 %.

Mepep Havyanom aHanm3a KaxAol HOBOWM NapTuv NPo6 NPoBOAAT NPOBEPKY JIMHEWHOro guanasoHa u
NoCTOAHCTBA (DaKTOPOB OTK/MKA MyTeM xpomaTorpadupoBaHusa He MeHee Tpex paboumx pacTBOPOB CMecu
MXB. NpuroToBnEeHHbIX B cooTBeTcTBUM € 8.1.1. Mpu oTcyTcTBUM NocTosiHcTBa (RRF)t, T.e. IMHEeHOCTH, BbI-
ACHSIIOT M YCTPaHAT NPUYMHBI HECTabubHOI paboTel Npubopa.

MprMepHble OTHOCUTESNbHbIE BPEMEHA YAEPXMBaHUA MasionoNsipHOi konoHkn DB-5MS npuBegeHbl B
Tabnuue 18.

Ta6nuya 18

CoefyHeHve Heropewwias theza OB-5MS
MXe 77 0.84
MX6 81 0.82
MXB 105 0.93
MX6 114 0.9
MXb 118 0.88
MXB 123 0.87
MX6 126 0.99
MXB 156 1.07
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OkoHYaHWe Tabnuupl 18

CoeyHeHve HenoapviHas deza DB-SMS
MXb 157 1.08
MXb 167 1.03
MXB 169 1.15
MXB6 170 1.16
MXB 180 1.10
MXb 189 1.22
MXB 166 RIS 1.00

8.5.3 XpomaTo-mMacc-cnekTpasibHblii aHann3 Noay4YeHHbIX 3KCTPaKTOB

OT6MpatoT MyKpoLnpuuem 1 MK aHaNM3nMPyeMoro sKCTpakTa, NoAroTOBEHHOTO, Kak onucaHo B 8.4. u
BBOAAT B MHXEKTOP ra3oBoro xpoMmarorpaga. 3anucbiBatoT Macc-xpomaTorpaMmmbl U UAEHTUDULMPYIOT UHAMW-
BuAyasibHble KOHreHepbl MXB 1 N30TOMHO-MeyeHble KOMIreHepbl CypporaTtHoro ctaHgapra rno Macc-CnekTpy u
COBMafeHU0 3HaYeHU BPEMEHN yaepXnBaHus.

Hanvnuue B npobe nim KOHTPONIbHOM 06pasLe HANBKUAYaNbLHOro KoHreHepa MXb cuntalT ycTaHOBNEH-
HbIM. €C/IN Ha BCeX PEKOHCTPYMPOBAHHbLIX Macc-xpomaTorpaMmmax, NOCTPOEHHbIX MO MaccaM XapaKkTepucTu-
YeCKMX NOHOB A1 AaHHOT0 KOHreHepa, NpUCYTCTBYIOT CUHXPOHHbIE MUKW, NMELoLLMe OTHOLIEHWe curHan/wym
60/iblle WM paBHOE TPeM, BPeEMS YAEepPXMBAHUA He OT/INYAeTCs Ha = 2 C OT onpeAeneHHoro AN AaHHOro
KOHreHepa uan CoOTBETCTBYIOLLEro N30TONHO-MEYEHOro aHasiora npy aHanavse rpagyvpoBOYHOIO pactesopa u
COOTHOLLUEHME NHTEHCMBHOCTEN XapakTepncTNYeCcKMX MOHOB Ha BEPLUMHE MWUKOB He oT/InyaeTcs 6osiee yem Ha
20 % ot TeopeTnyeckoro (cMm. Tabnuuy 16).

8.6 O6paboTka pe3ynbTaToB U3MEPEHUIA

Mo okoHYaHMM aHann3a ¢ NOMOLLbI0 CUCTEMbI 06PabOTKN faHHbIX (DUKCUPYIOT HA PEKOHCTPYMPOBAHHbIX
mMacc-xpomaTorpaMmmax nukv B 061acTn BpEMEH YAepXnBaHnus, COOTBETCTBYIOLLMX BbIXOAY NnaHapHbix MXB,
CypporaTtHbIX U BHYTPEHHEero cTaHAapToB.

MaccoBylo KoHLeHTpauuto koHreHepoB MXB B akcTpakTe aHanusupyemoli npobbl Cr Hi/kr, paccunTbiBa-
0T Ha OCHOBAHWW NOJyYEHHbIX CUTHA/IOB A8 KaXA0ro KOHKPETHOro KoHreHepa no oopmyne

C =(S,)rMS,))(RKF){M. (10)
ffleSn — nnowagpb nuka koHreHepa MXb Ha peKkoHCTPyMpOBaHHOW XpoMaTorpaMme;
m, — KOJINYeCTBO BBELEHHOro M30TOMHO-MEYEHOro CypporaTHoro craHapTa, Hr;
s, — naowajb nuKa COOTBETCTBYIOLLEro KOHreHepa M30TOMHO-MEeYeHOoro CypporaTHoro ctaHgapra
MXB;
(RRF)nN—  oTHocuTenbHbI hakTop OTKAMKa A8 UHAUBUAYaNbHOTO kKoHreHepa MXB. paccuntaHHbIi no
topmyne (9);
M — Mmacca obpasua, B3ATOro 41s aHanusa, K.

KoathduumeHT un3BneyYeHns KOHKPETHOro KOHreHepa W30TOMHO-MEYeHOro CypporaTHOro craHgapra
(REC), onpegenseTtcsa no cdopmyne
{REC)S* (Star)mrASft)ma(RRF)sr, (11)

nnowaanb nika KOHKPETHOro KOHreHepa M30TOMHO-Me4YeHOro CypporatHoro CctaHgapTta Ha

Ae Ssur
pEKOHCprVIpOBaHHOl‘/'I XpomaTtorpamMmme aHanmsnpyemoro o6pa3u,a;
T, — KO/IMYecTBO BBEAEHHOIO B aHa/IM3MpyeMblli 06pasel, BHYTPEHHErO CTaHAapTa, Hr;
Sr — nnowaab nuka BHYTPEHHEro crtaHaapta Ha peKOHCprI/IpOBaHHOVI XpomaTtorpamme

aHanusupyemoro o6pasua.
KO/IMYECTBO BBEAEHHOTO B aHa/M3vpyeMblii o6pasel, U30TOMHO-MEYEeHOro CypporaTtHoro
cTaHaapTa, Hr;

(RRF), - OTHOCUTE/IbHBI (hakTop OTK/MKA /1S MHAMBWUAYaNIbHOTO KOHTEHepa W30TOMHO-MeueHoro
cypporaTHoro ctaHaapTa onpegenseTca U3 rpalyupoBOYHOIO pacTeopa no dhopmyne
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~(Sursmn /(S rs)n>sars. (12)
roe Ssus  — naowagb nvka MHAMBMAYaNbHOTO KOHreHepa M30TOMHO-MEUYeHOro CypporaTHoro ctaHgapra
Ha PEeKOHCTPYMPOBAHHOW XpomMaTorpamMmme rpagyMpoBOYHOr0 pacTBopa,;
S,5 — naowanb NuKa BHYTPEHHEro cTaHAapTa Ha PeKoHCTPYMpPOBaHHOW XxpomartorpamMme rpagyw-
POBOYHOrO pacTBopa;
mfs — MaccoBasi 0N BHYTPEHHEro cTaHAapTa B rpaflyvpoBOYHOM pacTBOpPE, Hr;
msur, — MaccoBasi 0/19 W30TOMNHO-MEYEHOro CypporaTHOro cTaHaapTa B rpagyvpoBOYHOM PacTBoOpe, Hr.

Onpepgenexve nnowagel NMKOB NMPOBOAAT MO PEKOHCTPYMPOBAHHLIM Macc-xpomartorpammam m6o ans
OAHOro 13 ABYX MOHOB M1 unu M2. yka3saHHbIX B Tabnuue 16, nM60 AN ABYX UOHOB C yCpeaHEeHWeM pesy/ib-
TaTtos. IM60 N0 CyMMO nsiowazeli COoTBETCTBYIOLWMX MMKOB HA 06enx Macc-xpomarorpammax.

8.7 XapaKTepuCTUKN MOrPewHOCTN N3MEPEHUit

XapakTepucTUKN NOTPeLIHOCT U3MEpPEHNA AN pas/IMYHbIX KOHLEHTpaUMii koHreHepoB MXB npuseae-
Hbl B Tabnuue 19.

Ta6nuya 19

MPaHVLb! VHTEpHAT, B KOTOPOM T10- OTHOCHTENIbHOE CTAHIAPTHOE
mefoﬁmﬂﬁwm FPELLHOCTb HAaXOZWTCS C BEPOSTHOCTHIO OTK/OHEHVE BOCTIPOVBBOAMMOCTI
! P - 0,%. 0. 4 °No*
Ot 0.5 go 50 B/ou. 22 31
Cs. 50 1,0 500 BK/HOY. 13 26

8.8 OdhopmneHne pesynbLTaToOB U3MEPEHMUIA

MpOTOKON UCMbITAHUIA JO/KEH COAEPXaTb, KAK MUHUMYM, CleayloLne CBefeHus;

- BCIO MH(pOpMaL Mo, HEO6XOAMMYIO AN NCUepnbIBaOLWel naeHTudukaunm npoobsl;

- MeTOA UCNbITaHWsA 1 onpegensemblil 3/1eMeHT CO CCbINIKOI Ha HacToAWMIA cTaHaapT;

- pe3ynbTaTbl UCMbITAHWIA C yKa3aHNeM eAnHUL, N3MepPeHnii;

- coaepxaHue nunuaos B o6pasue no FOCT 7636;

- paty otbopa npobbl 1 cnocob oTéopa (ec/M OH U3BECTEH):

-[,aTy OKOHYaHWS MPOBEAEHUS UCTIbITAHUS;

- MHhopMaumio 0 BbINOHEHUM TpeboBaHU K NMOBTOPAEMOCTN pe3y/bTaTos;

- BCe fleTa/In NPOBeAEHNS UCMbITAHUS, HE OTOBOPEHHbIE B HACTOSLLEM CTaHAapTe Uan He cunTarLmnecs
06s3aTeslbHbIMK, @ Takke BCe WMHUMAEHTbI, HabnoAaBLIMECA NPU NPOBEAEHUN WCMbITAHUSI, KOTOPbIE MOIN
NOB/MATb Ha KOHEYHbI pe3ynbTar.

Pe3ynbTatbl M3MEpPeHNss MacCOBOW KOHLEHTpauun MHAMBMAYaSbHbIX KOHreHepoB nnaHapHbix MXB C/
npeacTaBnsaoT B opme;

C1+ [ Hr/kr, (13)
roe Ci — KoHueHTpauus koHreHepa MXB B npo6e, Hr/kr;
0 — rpaHvua nHTepBasna, B KOTOPOM abCconTHas NOrPeLIHOCTb U3MEPEHUI KOHLEHTpaLUn KOHreHe-

pa NXB, Hr/kr, HaxXoaUTCA C OBEPUTE/IbHON BepoATHOCTbIO P = 0,95.
XapakTtepucTuKy NOrpeLlHocTy BbIYUCNAT No hopmye

[l =0,015 C/. (14)

roe 0 — rpaHuua uHTepsana, B KOTOPOM OTHOCUTE/IbHASA NOTPELIHOCTb U3MEPEHUIA KOHLEHTPaLUW KOHre-
Hepa MXB. %, HaxoAWUTCA C AOBEpPUTENbHOI BeposaTHOCTbo P = 0,95.
[onyckaeTca pesynbTaTbl M3MEPEHU B AOKYMeHTax, BblgaBaeMmblx fabopaTopuei, npeacrasnatb B
Buae

Ci £ In Hr/kr. npy ycnosuu, uto An < [, (15)

roe An — 3HauyeHue XxapaKTepucTUK/ NOrpeLLHOCTM pesy/ibTaToB M3MEPEHUIA, yCTaHOB/IEHHOE Mpy peanusa-
LN faHHOW MeToAMKM B nabopatopumn n obecnevyeHHoe KOHTPOSIEM KayecTBa pe3y/bTaTos.
PekomeHayemasi oopma npoTokosia npefcTassieHa B npuioxenun T
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8.9 KOHTpONb kayecTBa M3MepeHuii

KoHTposb kayecTBa n3MepeHnii o6ecneymBaloT BbINOTHEHNEM CrEeAYIOLLNX YCNOBUIA:

- aHanun3 npob npoBoAAT cepuamu. Kaxpas cepusa BkavaeT Ao 11 nonesbix 06pasyos, O4WH U3 KOTO-
pbIX aHanM3npyIoT ABaxabl (Ay6nukar), obpasel, cepTudULMPOBAHHOIO Matepuana ¢ 3afaHHbiM cofepXaHu-
em MMXB 1 npoueaypHbI Xon0ocToi obpasel.

- OMepaTuUBHbI KOHTPO/Ib TOYHOCTU M NPaBU/ILHOCTU U3MEPEHUl obecneynBaeTcs aHasIM3oM N30TOMHO-
MeUeHbIX CypporaTHbIX CTaHAapTOB — aHasloroB onpejensemMbix BelwecTs, BBOAUMbIX B KaxAblii o6paseLl, Ha
cTafmun npobonosroToBKu.

[Jlonyckaemble KpuTepumn KayecTsa aHanmsa:

- cofepxaHune nHansnayanbHelx KoHreHepos MXB B npoueaypHOM X010cTOM 06pasue MeHbLlie 10 Hr;

- onpegensemoe cofepxaHue KoHreHepos MXB B cepTUOULMPOBAHHOM MaTepuasie AO/KHO COOTBET-
cTBOBaTh cepTudmkaty aHanmsa gas 90 % onpenensieMbix COeANHEHNIA;

- OTK/IOHEHME pe3yNbTaToB Npu aHanm3e Ayb6nunkatos — He 6onee = 25 % oT cpefHEro 3HavyeHus nc
Be/NMuMHa npegena obHapyxeHus metoga ans 90 % onpefensiembix COefMHEHW (onepaTWBHbLIN KOHTPO/b
BOCNPON3BOANMOCTHN);

- 3HaYeHuns Be/IMUMHbI n3BneyeHus koHreHepos (REC)S paccuntaHHble, Kak ykasaHo B 8.6. HaxoasTcsa B
ananasoHe 50 % — 110 %;

- YyBCTBUTE/IbHOCTbL MpMbopa onpeaensoT O4MH pa3 B AeHb (MM nocne HacTpoliku npubopa) nytem
aHasmM3a CTaH4apTHOro rpafynpoBoYHOro pactsopa Bl MXB. MNpuemMneMblii KpUTEPUIA KauecTBa — COOTHO-
lweHve curHan — wym 6onbwe (10:1) ansa MXB 180;

- Xpomarorpadmyeckoe paspelleHne noATBEPXAA0T aHaIM30M rpagynpoBOYHOrO pacteopa, NpoBoam-
MbIM [10 U NOC/e aHa/M3a aHaIMTUYEeCKoi cepum. Mpuemnemoe 3HavyeHne — pasgeneHue nukos MX6 123 n
MXB 118 cooTBETCTBYET YCNOBUIO:

2h/(H,+H2)<0.9. (16)

rae h — BbICOTa AO0/IMHbI MEXAY NKamMu KOHreHepos;
H, nH2 — BbICOTbI NUKOB;

- Macc-cnekTpasibHOe paspelleHve, onpefenieHHoe Npu HacTpolike Npnbopa, cocTaBaseT AN HU3KOro
paspeleHuns He HWke 0.8 a.e.M BO BCEM AnanasoHe Macc NMPoBOAUMbIX NU3MEPEHWIA;

-NIMHEAHOCTb Ka/IMOGPOBKN UHCTPYMEHTa OnpeaensoT no aHanusy NsATW rpagyyupoBOYHbLIX PacTBOPOB
MXB. KpuTepwuii KauecTBa — [0MNYCTUMOE CTaHAAPTHOE OTK/IOHEHVEe PacCUMTaHHOrO OTHOCUTE/NTBHOTO haKTo-
pa oTkavka (RRF)n fomkHO 6bITb MeHbLue 20 %;

- CTabunbHOCTbL PaboTbl MHCTPYMEHTA NoATBEpXAaeTcsa A0 U nocne aHanusa cepun obpasyos nytem
aHanusa rpagyvpoBoyHoro pacteopa MNXB B2. Kputepuii kauectBa — pas3nuuus 3HavyeHuii BeMUYMHbl OTHO-
cuTenbHoro oTkavka (RRF)Nn. paccuntaHHble A0 v MOC/Ae aHan3a cepun 06pasLoB, He A0/MKHbI NPeBbIaTh
+15%;

-NMPOBEPKY UYMCTOTbI MHCTPYMEHTa Ha cofepXaHue aHa/m3vpyeMbiX KOMMOHEHTOB MPOBOAAT nocse
Ka4oro aHanusa rpafyvpoBOYHOr0 CTaHAapTHOro pacTtBopa MyTeM WHXeKuuu aekaHa. Mpuemnemsbliii Kpu-
Tepwit — 3HayeHne BHOCMMOM OLNOKK 3a cyeT hoHa MHCTPYMEHTA He A0/HKHO npeBbiwath 1% oT cpeAHero
3Ha4YeHns onpeAensaeMblX KOHLLEHTpaLUi.

Mpw HEBbLINONHEHUN NIOOOr0 U3 NEePeYNCEHHbIX YC0BUI NPUHAMAIOTCS Mepbl MO BbIABIEHWNIO NMPUYNH
1 NoBTOpSIEeTCA aHan3 napTum npoo.
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Mpunoxexue A
(cnpaBouHoE)

[OVOKCMHOBBIN 3KkBMBaseHT TokcnyHocTu (TEQ) koHreHepos MXA44/0P

N AUOKCMHNOAO06HbIX MXB

A.1 INOKCVHOBBIN 3KBMBaNEHT TokcuuHocTU (TEQ) koHreHepos MXA4/0P n aAMokcMHoNoao6HbIX MXB — 3HaueHve,
BbIPXEHHOE B OTHOCUTESIbHBIX BE/TMYMHAX TOKCUYHOCTU, YCTAHOB/IEHHbLIX BCEMUPHOI opraHu3auyein 34paBoOXpaHeHNs,

npuBefeH B Tabrmue A.1.

Ta6nuuya Al

Kovreviep
[n6enzo-n-gyokeunbl (MXA0):

2.3.7.8-TXA[,
1,2.3,7.8-MeX],
1.2.3.4.7.8TeXA[,
1.2.3,6,7.8-TeXA],
1,2.3,7.8.9-TeX],
1.2.3.4.6.7.8-TXA/

oxan

[nbeHsodypaHbl (MXAP):

2.3.7.8-TX0
1,2.3,7.8-NeXad
2.3.4.7,8-NeX1d
1,2.3.4.7.8 TeXd
1,2.3.6.7.8TeXAd
1.2.3.7,8.9-TeXAd
2.3.4.6.7.8-TeX0
1,2.3.4,6.7.8-TnX0P
1.2.3.4,7.8.9-TnX00

oXfid
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01

01

0.1
0.01
0.0001

0.1
0.05
0.5
0.1

0.1

01

0.1
0.01
0.01
0.0001

Koemep

[viokcnHnogo6Hble MXB:

He-oprto MNXB6:
MNXe 77

MXB6 81

MX6 126
MXB 169

MoHo-opTo MNXB:

MXB6 105
Mx6 114
MNX6 118
MX6 123
MXB 156
MX6 157
MX6 167
MXB 189

0.0001
0.0001
0.1
0.01

0.0001
0.0005
0.0001
0.0001
0.0005
0.0005
0.00001
0.0001
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MpunoxeHve b
(cnpaBou4Hoe)

KonoHkn ana aHanusa

B.1 KonoHku /19 aHanvsa npuBefeHsbl Ha pucyHkax b.1—b.4

1-+ dhwbip LLotTa: 2 —oToporIacTVKoebIin KpaH: | —dwTp LLbTTa; 2 —diToporyiacTHKoabIA KpaH,
3 —CTeKIHHb I HAKOHEHHIK 3 —CTEKMAHHbIA HAKOHEUHVK
PucyHok B.1 — KonoHKa Anst skcTpakumm PucyHok B.2 — KonoHka Bio-Beads SE-X3
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1- 6e3BoaHbIi Ns2S04;2 - akTuBMpoBaHHbIM SiOz;
3 — SiOjH|SO.,. 4 — aKkTMBMpOBaHHbLIN SO 2;
5 — SiO*NaOH. B -- aKTUBUpPOBaHHbI SO ?

PucyHok 6.3 — KonoHka gns MynbTucnoiiHoro copbeHta

30

PucyHok 6.4 — KonoHka gns HaBeckun A120 3 maccoii 5 1
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MpunoxexHne B
(cnpaBoy4HOE)

dopma npeacTaBfieHNsa pe3ynbTaTtoB aHanm3a Ha cogepxanue MNXA44/NXAP

MPOTOKO/N KOTMYECTBEHHOTIO XUMNYECKOTO AHANTN3A Ne

3akasuunk
OnucaHne npo6bl

Kog o6pasua 3akasuuka

[ata nonyyeHusa npo6
[lata aHannsa npo6

OnpepensemMble KOMMNOHEHTbI: NO/IMXNIOPUPOBaHHbIe ANGEH30-N-ANOKCUHbLI U AnbeHsodypanbl (MXAAL. TIXAP)

MeTop aHanusa:

Onpesensemblii KOMMOHEHT

2,3,7,8-TXA[
1,2,3.7.8-MeXAf
1,2,3.4,7.8-TkXA[,
1,2.3.6,7.8-TkX /]
1.2,3.7,8,9-TkX A/
1,2,3.4.6.7.8-I XL
oxan,

2,3,7,8-TX0
1,2,3,7.8-MeXA0
2,3,4,7.8-MeXA0
1.2.3,4,7.8-TKXA®
1,2,3.6,7.8-T kX0
2.3.4.6,7.8-TkX®
1,2,3.7.8,9-TkX 10
1.2,3.4.6.7.8-TnX4®
1,2,3.4,7.8.9-M X0
oXAo

Martpuua

PesynbTaTbl aHaIM308

,qVIOKCVIHOBbI[/'I SKBUBAJIEHT.

0,1

0.1
0.01
0.0001
0.1
0.5
0.5
0.1

0.1

0.1

0.1
0.01
0.01
0.0001

CymmMapHas koHueHTpauua B TBO. Hr/kr

Apyrue TXA4
Apyrne TXA®P

Apyrne NeXAn
Opyrue NeXA®
Apyrune FkXA4n
Apyrue TkXae
Apyrue MnXAaL,
AOpyrune TnXae

KoHueHTpauusa
B TEO. Hr/kr

TEO KoHueHTpaums, Hr/kr
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OKOHuYaHue Tabnuuybl

CypporaTHblii cTaHgapT

('~ 12)2.3.7.8-TXAL,

(13C 12)2,3.7.8-TX4®
(13C12) 1,2,3.7,8-NexXaA
(13C12) 1,2.3.7,8-NMeXAd
(,3C12) 1,2.3.6,7.8-TkX44
(,3C12) 1,2.3.4,7,8-TkXA4®
(13C12) 1,2.3.4,6.7.8-TnX A4
(13C,2) 1.2.3,4,6,7.8-FrnX4®
(1x,2)oxan

CopepxaHue nunuaoB B npobe. %

JlnyHaa noAnMCb OTBETCTBEHHOIO UCNONHUTENA

32

Mpepen o6HapyxeHnsa Mr/bl

W3BneveHue. %
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MpunoxeHune I
(cnpaBoy4HOE)

dopma npeacTaBfeHNa pe3ynbTaToB aHann3a Ha cofepXaHue nnaHapHbIX
NONNXIOPUPOBAHHBLIX 6UdeHnNoB

NMPOTOKON KONMMMYECTBEHHOTIO XUMNYECKOTIO AHATN3A Ne

3akasuuk

OnucaHune npoo6bl

Kopg ob6pasua 3akasumka

[aTta nonyyeHus npo6

[lata aHanusa npo6

OnpepensieMble KOMMOHEHTbI: NOMIMX/IOPUPOBAHHbIE NNaHapHble GudeHnbl
MeTopg aHanusa:

Kop npo6bl Martpuuya

PesynbTaTthl aHann3os

KoHrcHep MXb TEO
KoHueHTpauus, Hr/kr KoHueHTpauua B TEQ. ur.yr
NXx681 0.0001
nxe 77 0.0001
NXB 123 0.0001
NXx6 118 0.0001
Nx6 114 0,0005
NXB 105 0.0001
NXB 126 0.1
NX6 167 0.00001
NXB 156 0,0005
NXB 157 0.0005
NXB 169 0.01
NXB6 180 —
NX6 170 —
NXB6 189 0.0001
CymmMapHas koHueHTpauua TEQ. HT/kr
CypporaTHblii cTaHaapT Mpesen o6HapyxeHns Ml M3BneueHune, %

nxe
Nnx6
nxe
nx6
Nxb
nxe
NXbB
Nnx6
Nnx6
nxe
nxe

81 (13C1299%)

77 (13C 1299 %)

123(13C,299%)
118(13C1299%)
114 (13C 12 99 %)
105(13C,299%)
126(,3C,299%)
167(13C 1299 %)
156 (13C ,299 %)
157(13C,299%)
169 (13C 1299 %)
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OKOHuYaHue Tabnuuybl

CypporaTHblii cTaHaapT Mpogen abmapysieumst Hr/« M3Bneyenmne, %

NXB 180 (1JC 12 99 %)
NXB 170 (13C 1299 %)
MXB 189 (13C 1299 %)

CopepxaHue nunuaos B npobe. %

Jlnynaa nognucb OTBETCTBEHHOTO NCMONTHUTENA
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YK 664.951.4:006.354 MKC 67.120.30 H23

KntouyeBble cnosa: [UOKCUHBI, AI/IOKCI/IMI'IOAOﬁHbIE nonnxnopupoBsaHHble 6I/ICbeHVI}'IbI, XpomaTto-macc-
cnekTpomeTpua
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