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MNpeavcnosue

Llenv u npuHumnel cTaHaapTusaummn B Poccniickoin Pegepavumm yctaHoBneHbl PegepanbHbiM 3aKOHOM OT
27 pekabps 2002 r. Ne 184-d3 «O TexXHU4ecKOM peryrnmposaHumny», a npasuna npuMeHeHnst HaluoHanbHbIX
ctaHgapTtoB Poccuitckoin ®eagepauum — FOCT P 1.0—2004 «CtaHgapTusauus B Poccuinckon denepauumu.
OCHOBHbIE NONOXEHUSI»

CBegeHus1 0 cTaHOapTe

1 PA3SPABOTAH ATnaHTU4eCckM Hay4YHO-UCCreA0BaTeTbCKUM MHCTUTYTOM PbIGHOTO XO35AMCTBA U OKe-
aHorpadpum (Pryrn «AtnaHt HAPO»)

2 BHECEH TexHu4eckum KoMuteToM no ctaHgaptusaumm TK 335 «MeToabl ncrbITaHWi arpornpombiLu-
NeHHoW NpoAyKUMK Ha 6e3onacHoCTbY

3 YTBEP>XOEH W BBEAEH B JEWCTBWE Mpukasom deaepanbHOro areHTCTBa No TeXHUHECKOMY
perynvpoBaHuio U meTponoriv ot 18 gekabpsi 2008 r. Ne 590-ct

4 BBEJAEH BMEPBbIE

UHbopmayusi 06 USMEHeHUSX K HacmosiuwemMy cmarHOapmy nybriukyemcsi 8 exe2o00Ho uzdasaeMoMm
UHGbopMayUOHHOM yKa3amerie «HayuoHanbHele cmaHOapmbl», &8 MEKCM U3MEHEHUU U 10pagoK — 8 exxeMe-
CAYHO U30asaeMbiX UHGOPMaUUOHHBIX yKasamernsx « HauuoHanbHble crmaHOapmbl». B ciy4dae nepecmMompa
(3aMeHbl) unu ommeHsbi Hacmosiweao cmaHdapma coomsemcemesyroujee ysedomerHue 6ydem onybnukosaHo
8 eXxeMecs1YHO usdasaeMoM UHHOpMayUOHHOM ykasamere «HauyuoHaneHelie cmaHdapmel». Coomeemcemasy-
rowas UHghopMauusi, yeeOoMneHuUe U meKCcmel pasmeujaromcesi makxe 8 UHGhopMayuoHHol cucmeme obujezo
ronb308aHuUsi — Ha oghuyuansHoM catime @edeparibHO20 a2eHmemaa o MexHUYEeCKOMY pe2ynuposaHuio U
Mempoirioauu e cemu lHmepHem

© CraHpapTtuHdopm, 2010

Hacrosawun CTaHAapT He MOXeT 6bITb MONHOCTLIO UMK YaCTUYHO BOCNpounsseaeH, TupaxmposaH U pac-
NpocTpaHeH B KauecTBe ouLnansHoro usgaHns 6es paspelleHns PegepanbHOro areHTCTBa No TeXHNYecKo-
My perynmposaHunio U MeTponormmn



roCT P 53152—2008

CopepxaHue
1 OBNaCTb MPUMEHEHUST. . . . . . o it it et e e e e e e e e e e 1
2 HOPMATUBHBIE COBIMTKM . . . . o v v i o e e e e e e e e e e e e e e e e e e e e e e e 1
3 TEPMUHBI M OMPEACIIEHUST . . . . o o o o e e e e e e e e e e e e e e e e e e 2
4 OTOOPMPOD . . . . o o 2
5 CYWHOCTBMETOO@ . -+« o o v o i e e i e e e e e e e e e e e e 2
6 Cpepactsa naMepeHuin, obopyaoBaHue, PeakTUBbI, MATEPUAMBL . . . . .« o v v v v it oo e 2
7 TPOBEAEHUE UCTIBITAHUM . . . . . o o oot o e i e e e e e e e e e e e e e e e e 3
8 O6paboTka pe3yNbTaTOBMCIBITAHUM . . . . . . o o vt it e e et e e e e e e e e e e e e 6
9 MeTpOonormieckmne XapakTEPUCTUKU. . . . . o o o v v i e e e e e e e e e e e e 7
10 TIPOTOKOMUCTIBITAHUIA . . . . . o o o o o i e e e e e e e e e e e e e e e e e e 8
BUBIIMOTPAMIMS . . . . . e 8



roCT P 53152—2008

HALUUWOHANBbHBIN CTAHJDAPT POCCUUCKOWU SEAEPALUUMN

NMPOAYKTbI MULLEBLIE

OnpepeneHune coaepXxaHUA NONULMKIUYECKUX apoMaTUIeCKUX YrNeBoaopoaoB
MeTOAOM BbICOKO3(h(heKTUBHON XXUOKOCTHOM XpoMaTorpadumn

Food products.
Determination of PAHs content by HPLC method

Darta BBegeHna — 2010—01—01

1 O6nacTb NpUMeHeHus

HacTosawmin cTangapT pacnpocTpaHAaeTcs Ha NPOAOBOIbCTBEHHOE Chipbe U NLLEeBbIE NPOAYKTHI nycTa-
HaBnMBaeT MeTod onpederneHns MaccoBblX AoMer NONULMKIMYECKUX apoMaTUYecKmX yrinesoaopoaos ¢ npu-
MeHeHUeM BbICOKO3(hEKTUBHON XKUOKOCTHOM XpomaTorpadum (BIXKX).

2 HopmaTuBHbIe CCbISNIKK

B HacTosLeM cTaHaapTe NCNofb3oBaHbl HOpMaTUBHbIE CCISIKU Ha crieAylowwue cTaHaapThl:

FOCT 4166—76 PeakTuBbl. HaTpuin cepHOKUCNBIA. TeXHUYecKne ycrioBus

FOCT 6709—72 Bopa anctunnupoBaHHas. TexHudeckue ycrnosus

FOCT 7631—85 Puiba, Mopckue mnekonutawLme, Mopckne 6ecrno3BoHOYHbIE U NPoAYKTHI UX Nepepa-
60TkK. MpaBmna npuemMkn, opraHonenTuyeckme MeToabl OLEHKN KauecTBa, MeToabl oT6opa npob ans nabopa-
TOPHBIX UCNbITaHWIA

FOCT 8756.0—70 [MpoaykTbl N1LLEeBEIE KOHCEPBUPOBaHHbIe. OT6op NPo6 1 NOAroToBKa UX K UCNbITa-
HUAM

FOCT 9147—80 MMocyaa n obopygosaHue nabopaTopHble dapdopoBble. TexHU4eckue ycriosus

FOCT 9293—74 As30T razoobpasHbli 1 XXUAKNA. TeXHU4ecKkne ycroBus

FOCT 9968—86 MeTuneH XropuUCTbIN TEXHUYECKUIA. TeXH1nYeckue ycnosus

FOCT 12026—76 Bymara pmnbTpoBanbHasi nabopaTtopHasi. TexHu4eckne ycrosus

FOCT 18300—87 CnuvpT 3TUNOBbLIN PEKTUMKOBAHHBIN TEXHUYECKUIA. TexHnYeckne ycnosus

FOCT 20289—74 Peaktusbl. AnmeTtundopMmamug. TexHnyeckme ycnosusi

FOCT 24104—2001 Beckl nabopaTtopHble. ObWme TexHn4eckme TpeboBaHns

FOCT 24363—80 Peaktusbl. Kanus ruapookucs. TexHnyeckmne ycnosus

FOCT 25336—82 [ocyaa v obopyaosaHue nabopaTopHble CTEKNsIHHBIE. TUMbl, OCHOBHBIE NapameTpbl
1 pasmepsbl

FOCT 29228—91 (MCO 835—80) lMocyaa nabopaTtopHas cTeknsiHHas. MuneTkM rpagyupoBaHHble.
YacTb 2. MuneTkun rpagyMpoBaHHble 6e3 yCTaHOBNEHHOMO BPEMEH M OXnaaHUs

MpumeyaHue— lNpy NonNb30BaHUM HACTOAWMM CTaHA4APTOM LenecoobpasHo NPOBEepUTL AENCTBUE CCbINOY-
HbIX CTaHAapTOB B WMHMOPMALMOHHOW cucTeme OGLWEro MOMb30BaHWsA — Ha oduumanbHOM canTe depepanbHOro
areHTCTBa NO TEXHNYECKOMY PEryNIMPOBaHMWIO U METPONOMMM B CETW VIHTEPHET UK MO eXXerogHo u3gaBaeMomy uHgopma-
LUMOHHOMY yKa3aTenio «HaumoHanbHble CTaHaapTbI», KOTOPbIM ONYGIMKOBaH MO COCTOSHUIO Ha 1 SHBaps TEKYLWEro roaa, u
Mo COOTBETCTBYIOWMM EXEeMECAHHO U3aaBaeMbiM MHPOPMALMOHHLIM yKasaTensam, ony6rnnkoBaHHbIM B TEKYLLEM Foay.
Ecnu cebinoyHbI cTaHaapT 3aMeHeH (M3MeHEH), TO NpY MONb3OBAHWMKM HACTOSILLMM CTaHAAPTOM CrieyeT PyKOBOACTBO-
BaTbCH 3aMEHSIOWMUM (M3BMEHEHHBIM) CTaHAaPTOM. ECnK CCbINOYHbIN CTaHaapT OTMEHEH 6e3 3aMeHbl, TO NONoXeHue, B
KOTOPOM [aHa CCbINIKa Ha HEero, MPUMEHSIETCS! B HacTu, He 3aTParuBaloLLen 3Ty CCbINKY.

WU3panne opnumnansHoe
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3 TepMuHbI M onpeaerneHus

B HacToswem cTaHaapTe NPUMEHeH criedyoLwwmii TEpMUH C COOTBETCTBYIOLLIMM orpeaeneHnem:

3.1 nonuuuknuyeckue apomaTuyeckue yrnesogopoabl; MAY: pynna opraHn4eckux nonuuLmMKnm-
YecKUX COeAMHEHWUA, MOMeKYbl KOTOPbIX MOCTPOEeHbl U3 KOHAEHCUPOBaHHbLIX 6eH30MbHBIX Aaep (OBYX U
6onee), a Takke BKNHOYaOLLME NATUYNEHHBIE LINKIbI.

4 OT60p Npob

OT160p 1 noaroToBKy nabopaTopHoi Npobbl K UCNbITAHWUAM NpoBoasaT B cootseTcTBUM ¢ TOCT 7631,
rOCT 8756.0

[onyckaeTcs XpaHUTb NCArOTOBMEHHYO Npoby B 3aMOPOXEHHOM cocTosHMM 6e3 aocTyna Kucnopoaa
npu Temnepatype He Bbiwe 18 °C He 6onee 7 cyT.

M3 o6beanHeHHol nabopaTopHoi Npo6bl 48 UcnbiTaHWsA oTOMpatoT ABe napannenbHble HaBecku.

5 CywHocTb MeToaa

CyuwHoCTb MeToAa 3aKnioyaeTcs B LWeoYHOM rnaponmae npobbl, aKCTPaKLMW yrineBoAopoAoB reKcaHoM
13 raponn3oBaHHOro NPoAyKTa, CeneKkTMBHOM BblaeNneHUU hpakLMU MONULUKIUYECKUX apoMaTUYeCcKuxX yrne-
BOAOPOAOB AMMETUNhopMamMnaom, NOBTOPHOR aKkcTpakuum MAY rekcaHom U3 pa3baBneHHOro BOAHOMo pacT-
BOpa AumeTundopMamuga, o4MCTKe MofydYeHHON dpakunm OT MellaroWwmx MpuMecen Ha KOMOHKe ¢
cedaiekcoM NN cunukarenem ¢ nocneayoLWwum Konnm4ecTBEHHbIM orpeeneHnem BbiAeNeHHbIX YrieBoaopo-
[00B BblICOKO3(hEKTUBHON XKNOKOCTHON XpomaTorpaduen.

MeToa no3sonseT npoBecTy onpeaereHne 16 sewwecTs (MPUOPUTETHEIX 3arpsasHUTenen no EPA).

Mpegen obHapyxeHus maccoBbix gonen MAY B aHanusvpyeMbix npogykrax coctasnseT ot 0,1 go
5 mkr/kr ans pasnuyuHbix MAY.

6 CpencrtBa namepeHui, o6opyaoBaHue, peakTMBbl, MaTepuanbl

Xpomatorpad XUaKOCTHBIA Moo Mapk1 ¢ dhnyopuMeTpUYeckum AeTeKTOpoM (AManas3oH AfUH BOSH
B036yxaeHnsa 230—280 Hm, AnanasoH AnvH BonH perucTpaummn 310—500 HM) ¢ nporpaMMHbIM o6ecnedeHnem
Ans permctpaumm n o6paboTku XpomMaTorpamm.

KonoHka xpomaTtorpadpuyeckasn ana BOXKX anuHon 150—250 mm n anametpom 2,1—4,6 MM ¢ obpalleH-
Holn cpason C18 cneumanbHO npegHasHadeHHas Ans pasgeneHus MAY, umetowaa adeKTUBHOCTbL He
mMeHee 5000 TeopeTudecknx Taperiok no nukam MAY.

BaHns BogsiHaa nabopaTopHas Nobon Mapku, uMmetoLas agvanasoH TeMmnepatyp ot 20 °C go 100 °C.

Becbl nabopaTtopHble o6liero HasHayeH1sa BbLICOKOTO UMW CNeLunanbHoro knacca ToO4HOCTU ¢ Haubonb-
wumM npegenom esasewnsaHma 200 unv 210 r n ueHon aenenunsa 0,1 mrno FOCT 24104.

UcnapuTenb poTaunoHHbIA o600 Mapku.

Hacoc BogocTpyiHblin nabopaTopHblii no FTOCT 25336.

Hednermatop 250-19/26-29/32 TC no FOCT 25336.

BopoHka aenutensHas BA-1-250 n BA-1-500 no FTOCT 25336.

BopoHka cteknsHHas BPO 100-14/23 no FOCT 25336.

BopoHka BroxHepa no FTOCT 9147.

Kon6bl koHnveckue 1-250, 1-500 no FOCT 25336.

Konba rpagynpoBaHHas 50-14/23 no FOCT 25336.

Kon6bl mepHble 2-10-2, 2-100-2, 2-200-2 no FOCT 25336.

KonoHka xpomatorpaduyeckas cTeknaHHas AnvHon He meHee 20 cm n guametpom 1,0 cM ¢ pesepBya-
pPOM BMECTUMOCTbIO He MeHee 20 cM3.

Mukpouwnpuubl xpomaTtorpaduyeckue Asyx Buaos: Ha 10 Mkn ¢ LeHoit geneHuna 0,1 Mkn 1 Ha 100 Mkn ¢
ueHon genenuna 1,0 Mkn.

Munetkn 1-1-1, 1-1-2, 2-1-5no FOCT 29228.

CTtakaH xumudeckuin B-1-100 nnn B-1-150 no OCT 25336.

CrakaHbl 4ns B3BewwmnsaHua (biokebl) no FOCT 25336.

UunnuHapbl mepHile 1-100, 1-250 unn 3-100, 3-250 no FTOCT 25336.

XonoaunbHuk BoaaHou no MOCT 25336.

A30T razoobpasHbliin no FOCT 9293.
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AueTonuTpun no [1], oc. u.

Bywmara cdounsTpoBansHas nabopatopHas no FOCT 12026.

Boga anctunnuposanHas no FOCT 6709.

H-lekcaH no [2], oc. u.

Oumetundopmammg no FOCT 20289, x. u.

Kanus rugpookuce no FTOCT 24363, x. u.

HaTpwii cepHokucnelin, 6e3soaHbid, no FTOCT 4166.

CnupT aTunoBbIA pekTudunkosaHHeln no FOCT 18300.

Cunukarens, pasmep Yactul, 60—200 MKM, UMNOPTHbINA.

XnopucTblin MmeTuneH no FOCT 9968, x. u.

CtaHgapTHble 06pasLbl cocTaBa pacTBopa B aLeToHUTpuUne onpegensieMbix [MAY MaccoBon KoHLEHTpa-
Lmm 100 mnm 200 mMKr/cM3 1 NOrpeLIHOCTLH0 aTTECTOBAHHOIO 3HaYeHUs He Gonee = 2 % UNn YUCThle BeLLecTBa,
MaccoBasi 4ONA OCHOBHOIO BellecTBa He MeHee 98 %.

BonokHucTeIN KBapLesbli MaTepuan CKB no [3].

LWnaTenu, cTeKnsAHHbIE NanoYKX, CTEKMNsIHHbIE Kanunnapbl.

JonyckaeTcsi MpuMeHeHWe ApYrux cpeicTB U3MEPEeHWA C MEeTPOMOrnMYeckMMU XapaKTepucTukammn 1
060pyA0BaHUSA C TEXHUYECKAMU XapaKTepucTUKaMu, a TakKe OpYruX peakT MBOB U MaTepuarnos Nno Ka4yecTBy He
HUXXe yKasaHHbIX B HACTOSALLEM cTaHaapTe.

7 MpoBeaeHWe UCNbITaHUIA

7.1 MNMoaroTtoBKa K UCMNbITAHUIO

7.1.1 OuucTtka pacTBOpUTEneNn

PacTtsoputenu npn HeobxoaNMMocT NeperoHAT 0BLWenpUHATLIM CNOCoOoM.

7.1.2 MpuroToBneHne UCXOAHbIX PacTBOPOB MHAMBMAYaNnbHbIX MMAY

B 6tokcbl otBewmsatoT no (10,0 £0,1) Mr kaxaoro nHgusugyansHoro MAY. HaBecku konuyecTBeHHO
NepeHocAT B MepHble konbbl BMecTUMocCTbio 100 cm3, 3aTem 06beM pacTBopa AOBOASAT A0 METKU aLleTOHUT-
pUoMm.

Mpu ncnonssosaHum MCO cocTasa pacTeopa B aLETOHUTPUIE MaccoBoit KoHUeHTpauumein 200 Mkr/cm3
oT6bupatoT 1 cM3 1 cMeLnBatoT C paBHBIM 0GBEMOM aLeTOHUTPUNa.

MonyyeHHbIE pacTBOPLI UMEIOT MaCCOBYIO KOHLUEHTpaumto 100 Mkr/cm3. PacTBOpbI XpaHAT MIIOTHO 3aKpbl-
TbIMW B TEMHOM XONOAHOM MecTe He bornee 3 mec.

7.1.3 MpurotoBneHue pabounx pacTtBopoB UHAUBUAYaNbHLIX MAY

Ot6upatoT 0,5 cm3 ucxoaHoro pacteopa uHaMBKUAayansHoro MAY 8 MepHyto kon6y BMecTUMOCTbio 10 cm3
1 06bem pacTeopa AOBOAAT A0 METKM aueToHUTpunoM. Mony4veHHble paboune pacTBOpbLl UMEIOT MaccoBYIO
KOoHUeHTpaumto 5 kr/cm3. PaGoune pacTBOpbl 4ONYCKaeTCA XpaHWUTb MIOTHO 3aKPbITLIMU B TEMHOM MecTe npu
Temnepatype 4 °C—6 °C He 6onee ogHoro mecaua.

7.1.4 TNpuroToBneHune rpagyMpoBOYHbIX PpacTBOPOB

Linsa npuroToBneHns rpaayupoBOYHbIX PacTBOPOB cMeck HAMBUAYanbHbIX MAY B MepHble konbbl BMec-
TumocTbio 100 cm3nepeHocAT npuseaeHHbIe B Tabnuue 1 06beMbl pabounx pacTBopoB HANBUAYaNbHLIX MAY
MacCOBOM KOHLeHTpaumnen 5 Mkr/cm3, 3aTem 4oBoAAT 06 beM 0 METKM aLe TOHUTPUIoM. pagynpoBoYHbIe pac-
TBOpPbI [ONYCKAETCA XPaHUTb NNOTHO 3aKpbITLIMU B TEMHOM MecTe npu Temnepatype 4 °C—6 °C He Gonee
oflHOro mecsaua.

Ta6nuuyai
3 MaccoBas KOHUEHTpaUuMA B rpaayupoBOHHOM
HaumMeHOBaHME O6bem UcXoHOro pacTeopa, M pacTBope, MKr/cm®
wHauBuayansbHoro NAY
Pactsop Ne 1 Pacreop Ne 2 Pactsop Ne 3 PacrtBop Ne 1 PacTtBop Ne 2 PactBop Ne 3

Hadtanun 1 5 10 0,05 0,25 0,5
AueHadTnneH 0,4 2 4 0,02 0,1 0,2
dnyopeH 0,4 2 4 0,02 0,1 0,2
AueHadteH 0,4 2 4 0,02 0,1 0,2
®deHaHTpeH 0,1 0,5 1 0,005 0,025 0,05
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Okoryarue mabnuupi 1

HauMeHOBaHME 06bem UCXOAHOTo pacTeopa, cM® Maccosas Ko:;gi:;gs:?;z /rc;:ﬁaéqyupoaoquom
uwHausuayansHoro MNAY
Pacteop Ne 1 PactBop Ne 2 | Pacteop Ne 3 | Pactsop Ne 1 Pacteop Ne 2 | PactBop Ne 3
AHTpaueH 04 2 4 0,02 0,1 0,2
dnyopaHTeH 0,1 0,5 1 0,005 0,025 0,05
MupeH 0,2 2 0,01 0,05 0,1
XpuaeH 0,4 4 0,02 0,1 0,2
BeHa(a)aHTpaueH 04 4 0,02 0,1 0,2
BeHa(b)dbnyopaHTeH 0,1 0,5 1 0,005 0,025 0,05
BeHa(k)dbnyopaHTeH 0,1 0,5 1 0,005 0,025 0,05
Bena(a)nupeH 0,2 1 2 0,01 0,05 0,1
Ounben3s(a,h)aHTpaueH 0,4 2 4 0,02 0,1 0,2
Bens(g,h,i)nepunen 0,2 1 2 0,01 0,05 0,1
WHpeHo(1,2,3-c,d)nnpen 0,4 2 4 0,02 0,1 0,2
Bena(b)xpuseH 0,4 2 4 0,02 0,1 0,2

7.1.5 papyupoBka xpomarorpaca

MpagyvpoBky xpomaTorpada BhINOMHAT, UCMONb3YA rpaJyMpoBOYHbLIE PacTBOPLI, NMPUrOTOBEHHbIE
no 7.1.4, ¢ po6aBneHMeM BHYTpPEHHero cTaHfapTa. B kavecTBe BHYTpPeHHEro craHgapTa MUCMOMb3yloT
6eH3(b)xpunseH.

B ycnosusix, No3BONSOWMNX pasaendTb BCe COCTaBHbIe BelecTBa kanMbpoBoyHoi cmeck (cM. 7.2.4.1),
3anncbIBaloT He MeHee Tpex XpoMaTorpaMm Anst Kaxaoro rpaaynpoBOYHOro pacTeopa.

OnpegensioT cpegHeapudMeTUYeCcKoe 3HaveHe NoLaan nMKoB Kaxkaoro uHaveuayansHoro MAY,
paccunTaHHoe U3 TPeX XpoMaTorpamMm.

OTaenbHo 3anu1cbiBaloT He MeHee ABYX XpoMaTorpamm Assi Kaxaoro MHansugyansHoro MNAY ans onpe-
JAeneHns BpeMeH  yaepXuBaHus, Ucnonb3ays paboyume pacTBOpbl, MPUroTOBIEHHbIE N0 7.1.3, 06 beM UHXeKLMn
1—2 mkn. CTabunbHOCTEL BPEMEHN YAEPXKUBAHWS CHATAOT YAOBNETBOPUTENBHOM NPU PacXOXAESHUN MexXay
ABYMSsi 3HaYeHNAMU He 6onee 5 %.

MpaaynpoBoYHbIi koadbduumneHT K, onpegenseMblil 3KCNepUMeHTabHO B 3aBUCUMOCTH OT BbIGPaHHbLIX
YCNOBUIA AETEKTUPOBaHMS No XpoMaTtorpaMme ctaHaapTHol cmecu MAY, Bkntodatowert 6eHs(b)xpuseH, ana
Kaxxgoro nHamsuayansHoro MNAY paccunteiBatoT rno opmMyne

K="z M
myS,

rae m, — Macca BBeIeHHOro HameuayansHoro MAY, mkr;
S, — nnouwaae N1ka BHyTpeHHero ctaHaapTa, yen. ea.;
m, — Macca BHyTpeHHero ctaHaapTa, MKr;
S, — nnowaae nuka uHameuayansHoro MAY, ycn. eq.
MpagynpoBoYHbIN KoadpuuneHT K paccuntbiBatoT 4ns Kaxgoro nHavsugyaneHoro MAY. Ero sHaveHuns
He OOJPKHbI OTNINYaTLCA OT cpeaHeapudmeTndeckoro 6omnee Yem Ha 10 %.
7.1.6 NoaroTtoBka xpoMaTorpacpuyeckux KONoHOK AnNsi OYUCTKU Npo6
7.1.6.1 3anonHeHune KONOHKU cunnkarenem
Cunukarens npeasapuTensHO nogsepraoT gesakTusaunn. Ana storo Kk 50 r cunukarens, npokaneHHoro
npu Temnepatype 180 °C—200 °C, gpo6aenstoT 3 % (no macce) AUCTUNNMPOBAHHOM BOAbI MO Kansie U UHTEeH-
CMBHO BCTPSIXMBAOT Nnocne AobaBneHns kaxaon kannu. 3atem ocTaBnsa0T B 3KCUKaTope Ha BpeMs He MeHee
18 4 ana pesaktmBauumu. MNMocne Ae3akTUBaLIMU 3aMOMHAT KOMOHKY cunukarenem maccon (10,0 £ 0,1) r, ocTo-
POXHO MO CTEHKe KOMOHKM 3anuBatoT 25 cm3 H-rekcaHa, AatoT cTeub H-TekcaHy, He AonycKas BbiCbIXaHUs BepX-
Hero cnosl. 3anofHATb KOMOHKY HeobXxogumMo oOudeHb akkypaTHo BO uW3bexaHume B3MydyuBaHUA U
HepaBHOMEPHOro 3anosfiHeHUs KOMOHKW. KOMOHKY roTOBAT HemnocpeACTBEHHO Meped OYUCTKOM U He
NCNOMb3yT MOBTOPHO.

4
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Kaxayto HoByto napTuto copbeHTa nepea Ucnonb3oBaHWeM HeoBXo4MMo NPoBEpPUTL Ha KavecTBo Aene-
HUA. [INs1 8TOro Yepes KOMOoHKY ¢ MOAroTOBMNEHHbIM copBeHToM nponyckatoT 1 cMm® rpagynpoBoYHOro pacTeopa
Ne 2 unu Ne 3 ¢c fo6aBneHnem o4MLLIEHHOTO 3KCTpaKTa paboyeii Npobkl no 7.2, NpoBOAAT NPoLeAypPY OYUCTKU
no7.2.2, nocne4ero aHannsnpyoT C MOMOLLbHO BEICOKO3(EeKTUBHON XKUAKOCTHON XpoMaTorpaduu. Bece nHan-
BuayanbsHble MAY (ocobeHHo Hanbonee nerkvue U Hanbornee THKenble), BXoAsLe B COCTaB rpafyMpoBOYHOTO
pacTBopa, He AOMMKHbI BbITb NOTEPSIHBI UM NEPEKPbIBATLCA MMKaMM MeLLAOLLUX UX onpedeneHnio BewwecTs.
Mpy HeyOoBNeTBOPUTEMbHLIX pesynbTaTtax NMbo MeHsioT naptuio copbeHta, nubo noabupatoT ycrosus
O4UCTKK, Bapbupyst obbem oTOpackiBaemMoin (bpakLmMm 1 antoaTa.

7.1.6.2 3anonHeHune xpomatorpadundeckon KonoHku cecpagekcom LH-20

(4,0 £0,1) r cechanekca mapku LH-20 B3BeLLMBAIOT Ha aHANUTUYECKUX Becax 1 3anuBatoT 50 cm? aTuno-
BOro CnvpTa, BblAepXkuBaT Ans HabyxaHus He MeHee 3 4, Nocne 4Yero OCTOPOXXHO NEPEHOCHAT B KOJIOHKY.
KornoHky Heobxoaumo 3anofHATb OAHOMOMEHTHO BO U3bexaHWe HepaBHOMEPHOro 3anoSfIHeHUs! KOMOHKMU.
JatoT cTeyb cnupTy 40 BLICOTEI 1—2 MM HaJ BEPXHUM CIIoeM copbeHTa, Nocrie Yero BHOCAT SKCTpaKT.

3anonHeHHY KOMOHKY A0MYyCKaeTCA XpaHUTb U UCMOSIb30BaThb NOBTOPHO. [1Ns NOBTOPHOIO UCNOMb30Ba-
HUs1 HeOBXOAMMO MPOMbITL KOJTOHKY 50 M 3aTUNOBOro cnupTa. [N XxpaHeHUst He0HBX0AUMO 3aNONMHUTL KOMOHKY
3TWUMOBBLIM CMIMPTOM, 3aKyNnopuTb KOMOHKY NpobKon 1 He AonycKaTb BbiCbiXxaHus copbeHTa. B cnyyae Bbicbixa-
HUs cechageKkca pekoMeHayeTCsl MPUroTOBUTbL HOBYIO KOJTOHKY.

7.1.6.3 lMpuroTtosneHue pacTsopa rmapooKUCH Kanus B 3TUMOBOM CinupTe

B kon6y BMecTumocTbio 150—200 cm? nometatot (8,0 + 0,1) r ruapokeunaa kanus, ao6aenstoT 2 cm? guc-
TUANUPOBaHHO BoAbI 1 98 cMm® 3TUNOBOIO CNMPTa, NepemMeLLINBaloT A0 MOSIHOTO PACTBOPEHUS.

7.2 lMpoBeaeHUe UCNbITAHUNA

7.2.1 BbigeneHue MAY u3 npoaykra

Haecky npogykTta maccon 10,0—20,0 r, B3BelleHHy!o ¢ ToYHoCThIo Ao 0,01 r, noMeLatoT B MIocKOA0H-
Hyto konBy BMecTMocTbio 250 cm3, no6asnsaoT 50 cM3 cnMpToBOro pacTeopa ruapookucy kanus. Cogepxu-
Moe Konbkl nepemeLuMBaloT BCTpsxuBaHueM. 3atem B Npoby npoaykTa nnpoby KOHTPONLHOIO OMbITa BHOCAT NO
10 MK BHYTpeHHero ctanaapTa — paboyero pactsopa 6eH3(b)xpuseHa, npurotToBneHHoro no 7.1.2 maccosown
KOHLeHTpaLmen 5 mkr/cm3. Konby coeamHsoT ¢ 06paTHLIM X0NoaubHUKOM 1 HarpeBaloT Ha BoasHow 6aHe npu
Temnepatype 85 °C—90 °C B TeueHue 3 4. 3aTeM B konby yepes xonoaunsHuk aobasnsaoT 100 cm3 gucTunnu-
POBaHHON BoAbl. PeakLMOHHYI0 CMeCb OXnaxaaroT 40 KOMHATHOW TeMnepaTypbl v Nocie oXnaxaeHus nepeHo-
CAT B IeNUTENbHYI0 BOPOHKY BMECTUMOCTbo 250 cm3. B cnydae ecnu nocne ruaponnsa B peakuMoHHOW macce
ocTarncs HepacTBOPUMbIN 0CadoK, ero oTAeNAT Ha BopoHKe BioxHepa, npomblisas Ha unbTpe 30 cm3 ropsiue-
ro 3TUnoBoro cnupTa. CnupT nocne NpoMbiBkW 406aBNAIOT B A€NUTENBbHYIO BOPOHKY C peakLMOoHHOM cmeckio. B
AenuTenbHyIo BOpoHKy Takke ao6aensaoT 30 cm® H-rekcaHa. CoAepXXMMoe BOPOHKU BCTPAXUBAIOT B TeueHue
2 MVH 1 OCTaBMIAOT AN paccrnanaHus. B cnyyae obpasoBaHusa aMynbcun K cMecu B AenUTENbHON BOPOHKe
fobasnaoT 10—20 cm3 a3Tunosoro cnupTa. Mocne paccnansaHUa HAXKHIOK BOAHO-CNNPTOBYHO hasy CrinBatloT B
konby, a BepXHWiA rekcaHOBbIW CIIO NepennBaloT B APYryo AeNUTenbHY0 BOPOHKY. 3aTeM NOBTOPAIOT SKCTpaK-
umto MAY 13 BoAHO-CNUPTOBOM (hpaKkLMK H-rekcaHoM ewle ABa pa3sa no 30 cm3. FekcaHOBLIe 3KCTpaKTbl 06beau-
HSIIOT B [ENUTENbHON BOPOHKE M NMPOMbIBAOT AUCTUNNNPOBAHHON Bodow Tpuxkabl no 30 cM3, nocne yero
3KCTPaKT huUnbTPyoT Yepes croi 6e3sogHoro cynbdata HaTpusa B rpylIeBUAHYO KONby BMECTUMOCTbIO
100 cm3. PacTBop BbINapusaloT Ha poTauMoHHOM ucnaputene ao o6bema 50 cm® npu TemnepaTtype BOAAHOM
6aHu He Bbllwe 50 °C.

YnapeHHbIi 3KCTPaKT NepeHoCAT B AeNMTENbHYI0 BOPOHKY BMECTUMOCTbLI0 250 cM3 1 4o6aBnsatoT K Hemy
50 cm3 cmecu aumeTUndopMamMuaa ¢ Bogon B cooTHoweHnn 9:1. MHTEHCUMBHO BCTPAXUBAKOT CMECh B Te4eHne
1 MuH, nocne paccnavsaHns bas HKHIOK CIINBAIOT B NITOCKOAOHHYH0 Konby, a BepXHUIA reKCaHOBLIN CroI CHO-
Ba noABepraloT aKkeTpakLumn, aobasnsas 50 cm3 cmecu aumetundopmamuaa n soasl. FekcaHoBbIN croi oT6pa-
cbiBaloT, 0ObeAMHEeHHbIn AUMeTUNOPMaMUaHbBIA  3KCTPAKT MNEePeHOCAT B AeNUTEeNbHYI0 BOPOHKY
BMecTUMOCTbIo 500 cm3, gobasnsaioT 100 M3 ANCTUNNNPOBAHHON BOALI, BCTPAXMUBAIOT U NPOBOAAT 9KCTPaKLIMIO
13 BogHol dhasbl H-rekcaHoM Tprkabl no 50 cm3. BoaHyto chasy oTopacbiBatoT, a rekcaHoBbI 9KCTPaKT NPOMbl-
BatoT BoAOW Tpu pasa no 30 cM3, NepeHoCcAT B NNOCKOAOHHYI0 konbBy, ao6asnstoT 10 r 6essoaHoro cynbdarta
HaTpWs U BEIAEPKUBAIOT B TeUYeHMe 14, nocne vyero hunbTpytoT B KpYrnogoHHYo konby. H-lekcaH BbinapusaoT
Ha poTaLMoHHOM ucnapuTerne ac o6bema 1,0 cM3 1 OCTaTOK OUNLLAOT Ha KOJTIOHKE C Ae3aKTUBUPOBaHHBLIM CUMK-
karenem (cMm. 7.2.2) nnvM oCTOPOXHO ynapuBaloT ocyXa NOTOKOM BO3ayXa Yepes BakyyMHbIN annoHxX, coean-
HEHHBI C BOAOCTPYMHBIM HACOCOM, OCTaTOK B Konbe pacTsopsioT B 0,5 cM3 3TUNOBOro cnupTa 1 ouMLLaloT Ha
KONoHKe ¢ cedpafekcom (M. 7.2.3).
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OpaHoBpeMeHHO NPOBOAAT XONOCTOM OMbIT, NPOBOAA BCE CTaAMMN aHan13a ¢ UCNoNb3oBaHUEM PeakTUBOB
no 7.2, Ho 6e3 HaBeckM NpoayKTa.

7.2.2 OuuncTKa IKCTpaKTa Ha XpoMaTorpadmyecKoil KONOoHKe C cUnuKarenem

Ha noarotosneHHyto no 7.1.6.1 KOMOHKY € Ae3aKTUBUMPOBAHHLIM CUMKareneM NUNeTKoN KONUYECTBEHHO
NepeHOCAT rekcaHOBbIN 3KCTPaKT, NONyYeHHbIN No 7.2.1, Tpuxkabl Npomelsas konby rekcaHom no 0,5 cmd. Mep-
B0 chpakumto antounpyoT 25 cm3 rekcaHa u oT6paceisatoT, BTopyto dpakumio (MAY) antonpytot 60 cm® cmecn
rekcaHa v XJI0puCToro meTuneHa B 06beMHoM cooTHoleHun 1:4. Mony4eHHbIn 3naT ynapuearT Ha poTop-
HOM UcnapuTene Ao o6bema 2,0 cm3 (Ho He MeHee 1,5 cm3) npu Temnepartype He Bbiwe 50 °C, ocTaBmincs pac-
TBOPWTESb YAaNAoT NOTOKOM BO3AyXa Yepes BaKyyMHbIA anfoHX, COeAUHEHHBIN C BOAOCTPYWHBIM HAaCOCOM.
Cyxoii ocTaTok pacTBopsiioT B 0,5 cm3 aLeToHUTpuna.

[anee BbINOMHAOT KOMMYECTBEHHBIN aHaNn3 ¢ NOMOLLLIO BbICOKO3(eKTUBHOM XKUAKOCTHOW XpoMaTor-
paduun.

7.2.3 OuucTKa IKcTpaKTa Ha xpoMaTorpaduyeckon konouHke ¢ cecdbagekcom LH-20

Ha noarotoBneHHyto no 7.1.6.2 KONOHKY MUNeTKOW HAHOCAT 3KCTPAKT, NOSyYeHHbIM no 7.2.18 0,5 cM33Tu-
MOBOTO CNUpTa, TPUXKALI CMbIBast €ro U3 KoN6bl 3TUNOBLIM CNMPTOM nopLUmsaMu no 0,5 cm3. dnioupoBaHue 13
konoHku MAY nNpoBoAST 3TUIOBLIM CNNPTOM, NepByio (pakuuio 15 cm3 oT6packiBatoT, cobupatoT crieayoLLyo
thpakumto 06 beMoM 40 cm® B rpywieBuaHyto konby o6bemom 100 cm3. CnMpT ynapusaloT Ha pOTOPHOM Ucnapu-
Tene Ao o6bema He MeHee 0,5 cm3 npu TemnepaType He Boile 50 °C, a ocTaToKyaansioT B IOTOKE BO3AyXa Unu
asota. Cyxoi ocTaTok pacTeopatoT B 0,5 cM3 aueTtoHuTpuna.

[lanee BLIMOMHAOT KONUYECTBEHHBIN aHamNM3 ¢ MOMOLLbIO BICOKO3((heKTUBHOM XKMOKOCTHON XpomaTtor-
padcun.

7.2.4 OnpepenenHue coaepxaHua uHauBuayanbHbix MAY MetogoM BbicokoaddeKTUBHOM
XXUAKOCTHOM XpomaTtorpacduu

7.2.4.1 Ycnosus xpomartorpacdun

Ycnosus nposeaeHUA xpomatorpaduieckoro aHanusa noabupatotca B 3aBUCUMOCTWN OT BUAA NPUMEHS-
€MOT0 XNOKOCTHOro Xpomatorpaca n xpomaTtorpaduyeckon KonoHkn. XpoMaTorpaduyeckan KonoHka Aomnx-
Ha ObITb ceuMansHO NpegHasHaveHa ana pasgenenus MNAY. Kputepuem BO3MOXHOCTU NPUMEHEHUA MOXHO
cuuTaTb pasgeneHne Ha KONoHKe Takux nap uHavsuayanbHeix MAY, kak 6eH3(a)aHTpaueH v XpUseH, a Takke
6eH3(g,h.i)nepuneH u nnaeHo(1,2,3-cd)nupeH, KoTopble Ha 0BLIYHBIX KONOHKaX He AeNsATCS.

B kayecTBe npumepa moryT 6bITh NpUBeAEHbI criegytolme yCcroBus XxpomaTtorpaduyeckoro onpeaerne-
Hus MAY, BbINONMHEHHOrO Ha XXMAKOCTHOM XpomaTtorpade Shimadzu 2010A, konoHke ChromSep CP EcoSpher
4 PAH 250 x 3,0.

MoasuxkHasn dasa: aueToHUTpUIN, Boga.

MpaaveHT: 3 MuH aueToHuTpun:Boaa (60:40), cneayowme 12 MuH aueToHUTpUn ot 60 % ao 100 % un
aanee 100 % aLeTOHUTPWUIT A0 OKOHYaHUS aHanu3a.

Pexunm nporpammMupoBaHusi o BpeMeHu AnvH BoSH Bo36ykaatoLuero cseTa U pernctpauun nukos npuee-
OeH B Tabnuue 2.

Tabnuua 2
Bpems, muH [nuHa BonHbI BO36YXAEeHUSA, HM [AnuHa BonHbI peructpauuu, HM
0,0—16,0 230 320
16,1—23,0 250 370
23,1—40,0 255 420

O6bem BBOAMMOM NPo6bI: 20 MKI.

7.2.4.2 TpoBegeHue namepeHuin

Mpoby npoaykTa n npoby KOHTPOSILHOMO OMNbiTa XpomaTtorpadupyoT ABaXAbl U PpacCHUTLIBAIOT CpeaHea-
pudMeTUYECKoe 3HaUEHUE NoLWaam NMKOB aHanM3npyemblx NOAMUUKINYECKUX apoMaTU4ecKuX yrinesoaopo-
0B, BKMoYasi BHYTPEHHUI cTaHAapT.

8 O6paboTka pe3ynbTaToB UCNbITAHUN

Ha ocHoBaHMK NonyyYeHHbIX AaHHbLIX PacCYUTLIBAIOT MacCcoBYHO KOHLEHTpaLuio X, Kaxaoro uHansmay-
ansHoro MAY, mr/kr, B npogykTte no chopmyne
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3 4

rae m_, — Macca BHyTpeHHero cTaHaapTa, BBeeHHOro B Npoby npoaykTa u npoby KOHTpoNbHOro o6pasua, MKr;
K — rpapyvMpoBOYHbIN KO3 PULNEHT, yCTaHOBEHHBIN 3KCNEPUMEHTarLHO B Npouecce rpagynpoBKU 1
paccunTaHHbIA no chopmyne (1);
S, — nnowaak nuka nhausuayansHoro MAY Ha xpomaTorpamme Npobel NpoaykTa, ycn. ef.;
S, — nnowaak nuka nHausmayansHoro MAY Ha xpomaTorpamme Npobbl KOHTPONLHOro 06pasLa, ycn. ed.;
M — macca HaBecku, B3ATan ANA aHanuaa, r;
S; — nnolyak NuKa BHyTPEHHero ctaHaapTa Ha xpomartorpaMmme npo6bl NpoaykTa, yen. eq.;
S, — nnowlaae Nuka BHYTPEeHHero cTaHaapTa Ha xpomaTtorpamme npobbl KOHTponkHoro obpasua, yen. eq.
PesynbTat aHanusa npeactaensioT 8 Buae (X + A), mr/kr npu P=0,95,
rae X — cpegHeapudmeTUdeckoe AByX NnapannenbHbiX onpedeneHuit;
A — rpaHuuanHTepBana, B KOTOpoM abconnoTHasA NOrpeLIHOCTb USMePEHWNIA HAXOAUTCS C AOBEpPUTENbHON
BepoATHOCTbIO P=0,95.
XapakTepucTUKy NorpelHOCTN BLIMUCAAT No chopmyne

A = 0,015 - X, (3)
rae 8 — rpaHuua uHTepBana, B KOTOPOM OTHOCUTENbHAs NOrPELLHOCTL U3MePEHUIA HAXOAUTCA C AOBEPUTESb-
Hon BepoATHOCTbIO P=0,95 %.

PacxoxpaeHue mexay pesynbTatamn AByx NapannesbHbIX ornpeaeneHnin He A0MKHO NpeBbIWaTh crieay-
IoLLe pasHOCTH

X1=X2<0,01-r-X, Q)]
raoe X1 , X2 nXx— pe3ynbTaTbl ABYX NapannesfibHbIX onpep,eneHwﬁ nunx cpe,uHeapmd)MequeCKoe 3Ha4yeHune,;
r— npegennoBTopAaemMocCTH, %.
B npoTuBHOM cny4dae ncnbliTaHUA NOBTOPAIOT 40 NOJTydYeHUA yAOBNeTBOPUTEIIbHBIX Pe3ySibTaToB. Peaynb-

TaTbl OKPYINSHOT 40 BTOPOU 3HauaLLen umdpbl. 3a okoHYaTenbHbIA pe3ynbTat UcnbiTaHusa X NpuHuMaloT cpegHe-
apuMeTHYecKoe 3HaveHue ABYX NapansienbHbiX onpeaeneHnii X, n X, ¢ Tem e YACTIOM 3HaqaLLmx Lmdp.

9 MeTponornyeckme XxapakTepmcTuku

MeTon oGecneunsaeT NnosnyyeH1e pesynbTaToB U3MEPEHUA C METPONOTMUYECKUMIN XapaKTepucTMkamu,
He NpeBbILLIaoLLIMMU 3HaYeHUI, NpUBeeHHbIX B Tabnuue 3.

Tabnwuya 3 B npoueHTax
paHuua uHTepBana, B KOTOPOM
HaumeHoBaHuWe onpenensemoro OTHOCMTENbHAS! MOTPELIHOCTL Moeaen noBTopAeMOCTH Mpenen
KOMMOHEHTa HaxoauTcH ¢ oBepuUTEeNbHON BOCNPOU3BOAUMOCTU R
BeposiTHocTbio P = 0,95, §
Hadpranux 42 40 62
AueHadTmneH 34 33 50
®nyopeH 35 34 50
AuenadTeH 37 36 55
deHaHTpeH 40 38 57
AHTpaueH 42 40 60
dPnyopaHTeH 35 34 50
MupeH 38 37 55
Xpwv3eH 40 38 57
Bens(a)aHTpaueH 38 36 55
Bens(b)dbnyopaHTeH 35 34 50
Bens(k)dnyopaHTeH 35 34 50
Bens(a)nupeH 40 38 57
Avnben3(a,h)aHTpaueH 40 38 57
Bens(g,h,i)nepunen 40 38 57
Wnaeno(1,2,3-c,d)nupeH 40 38 57
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10 MpoToKon ncnbiTaHUK

MpoToKON UCMbITAaHWI AOIKEeH coaepskaTb crieayoLLyto nHopMaLuio:

- BCH MHhopmaLumo, HeobxoanMyto A UcHepnbiBatoLwen naeHTudmnkaumm npodbl;

- MeToA UCMbITaHWI U onpeaensieMblil 3a7IEMEHT CO CChINIKOM Ha HACTOALWNIA CTaH4apT;

- pesynbTaTbl UCMbITaHWIA C ykasaHNeM eauHUL, U3MEePEHWI;

- paty ot6opa npobbl 1 cnocob oTbopa (ecrv oH n3BecTeH);

- [AaTy OKOHYaHWsA NPOBEAEHUS UCTILITaHWIA;

- MHdbopmaLuio o BbiNofiHeH U TpeboBaHWiA K NOBTOPAEMOCTUN Pe3YNbTaTOB;

- BCe geTanu npoBeAeHNs UCMbITaHWUIA, HE OTOBOPEHHbIE B HACTOSALLEM CTaHAapTe UM He cunTatoLmecs
ob6s13aTeNbHBIMK, @ Takke Bce UHLMAEHTLI, Habnogaslwmecs NpyM NPOBEAEeHUN UCTIbITaHWIA, KOTOPbIe MOrMN
NOBNUATb HA KOHEYHbIA pe3ynbTarT.
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