MEXTOCYOAPCTBEHHbIA COBET MO CTAHOAPTV3ALIMM, METPONOMN 1 CEPTUOUKALIM
(Mrc)

INTERSTATE COUNCIL FOR STANDARDIZATION, METROLOGY AND CERTIFICATION
(ISC)

MEXIFOCYOAPCTBEHHbIN FOCT 31745~
CTAHOAPT 2012

NPOAYKTbI NULWEBBLIE
OnpepeneHue coaepxaHus NONMULMUKITUYECKUX
apoMaTU4ecKuUx yrneBoaopoAoB METOAO0M
BbICOKO3(h(hEeKTUBHOW XXUOKOCTHOMN

XpomaTtorpadpum

M3paHue oduumnansHoe

MockBa
@ CraHpapTuHdopm

2013


http://www.stroyinf.ru/russian-certificate-1771.html

roCT 31745-2012

MpeaucnoBue
Llenn, oCHOBHbIE MPUHLMMbLI 1 OCHOBHOW MOPSAOK NpoBefeHnst paboT No MeXrocy-
JapcTBeHHoW cTangaptm3aumm ycrtaHoeneHbl FTOCT 1.0-92 «MexrocynapcrTeeHHas cuc-
Tema ctaHgaptuaaumm. OcHoBHble nonoxeHusi» u FTOCT 1.2—2009 «MexrocynapcTeeHHas
cucTeMa ctaHaaptusaumn. CTaHgapTbl MeXrocyaapCTBEHHbIe, NpaBuna U pekoMeHaaumm
Nno MeXrocyaapcTBeHHOW cTaHaapTu3auuu. lMpasuna pas3paboTku, NMPUHSATUS, NPUMeHe-

HUSl, OBHOBNEHNA N OTMEHbI»

CBegeHus o cTaHaapTte

1 NOArOTOBNEH ATnaHTU4eCKMM Hay4HO-UCCMNEAOoBATENbCKUM UHCTUTYTOM pbib-
HOro xo3ancTea u okeaHorpadum «(Pryn «AtnaHt HUIPO»)

2 BHECEH ®eaepanbHbIM areHTCTBOM MO TEXHUYECKOMY PErYNIMPOBAHUIO U METPO-
noruu

3 MPUHAT Espasuiickum COBETOM NO CTAHAAPTM3ALMW, METPONOrM N cepTudu-
kauun (npotokon Ne 42-2012 ot 15 Hosbps 2012 T.)

3a NPUHATUE NporosiocoBanu:

e e |ncpam o | COF o
(I/ICOp3166) 004-g7 | 1O 3166) 004-97 nLé CTaHJ:lapTl/laaZVIVI

Benapycbh BY loccranpapt Pecnybnukn benapycb

KbiprbiacTaH KG Kblpreiactanaapt

Monposa MD MongoBa-cTrangapt

Poccwitckas Pepepaums RU Poccranaapt

TapxuknctaH TJ TapxukctaHgapT

YabekucraH uz YacraHaapT

4 TMNpukazom PepepansHOrO areHTCTBa NO TEXHUYECKOMY PEryrnmpoBaHuio U METPO-
norvm ot 29 Hosbpsa 2012 r. Ne 1746-cT mexrocyaapcTeeHHbii ctaHaapT TOCT 31745—
2012 BBeaeH B felicTBue B kKaYecTBe HauMoHanbHOro ctaHaapTta Poccuiickon ®eaepaumm
¢ 1 wona 2013r.
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5 CtangapT nogroTtosneH Ha ocHose npumMeHeHns FTOCT P 53152—2008.

6 BBEJEH BIMNEPBbIE

Ungpopmayuss o esederuu & delicmeue (MpekpaweHuu deldcmeus) Hacmosweao CmaH-
BGapma ny6nukyemcs e ykazamene «HauyuoHnanbHble cmaHdapmsi».

HHgbopmayus 06 UMEHEHUsIX K Hacmosuwemy cmaHOapmy nybrukyemcsi 8 yKkasa-
mene «HauyuoHanbHble cmaHdapmel», @ MeKcm U3MeHeHUl — 6 UHGhOPMaUUOHHbIX yKa-
3amensix «HayuoHanbHbie cmaHdapmel». B cnydae nepecmompa unu ommeHbl Hacmosi-
wiezo cma+OGapma coomsememeyrowas uHgpopmayus 6ydem onybnuxkosaHa 6 UHpopma-
UUOHHOM yKa3amere «HayuoHansHbie crmaHdapmbi»

© CranpapTtuHdopm, 2013

B Poccuiickon depepauum HaCTOAWMA CTaHAAPT He MOXET ObITb MOMHOCTLIO MAN
YacTUYHO BOCMPOU3BEAEH, TUP@XUPOBaAH U PacnpoCTpaHeH B KayecTBe OMULManbHOro
n3paHns 6es paspelueHns PenepanbHOro areHTCTBa Mo TEXHUYECKOMY PEryNNPOBaHUIO U
MeTponorum
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MEXIOCYAAPCTBEHHBIW CTAHAOAPT
NPOAYKTbI MULLEBbIE

Onpe,qeneHMe cogexaHndA NoJIMUUKITMYeCKMX apoMaTU4eCKux yrnesogopoaoB Mme-

TOAOM BbICOKO3thhEeKTUBHOW XMAKOCTHON Xpomarorpacdumn

Food products.
Determination of PAHs content by HPLC method

Dara BBegeHnsa — 2013-07-01

1 O6nacTb NnpuMeHeHus1

Hacroswmin ctaHaapT pacnpocTpaHAaeTes Ha NPOAOBOMBCTBEHHOE ChiPbEe W MNULLE-
Bbl€ MPOAYKTbI M YCTAHABMUBAET METOA OMPEeAEneHNs MacCoBbIX JONEn NONNUNKINYECKMX
apoMaTnYecKkmx YrneBoAopooB C NMPUMEHEHNEM BbICOKOS(PPEKTUBHON KULKOCTHON XpO-
marorpadumm (BIXX).

2 HopmaTtuBHble CCbINKuU

B HacToslwemM ctaHpapTe WCMorib3oBaHbl HOPMaTWBHbIE CCbIIKM Ha creaylowme
cTaHaapTbl:

FOCT 4166—76 PeakTtuBbl. HaTpuin cepHokucrbii. TexHUYeckue ycnoeus

FOCT 6709—72 Bopa guctunnupoBaHHas. TexHn4eckme ycnosus

FOCT 7631—85 Pbiba, mopckve mnekonuTarowme, Mopckue 6ecno3BOHOYHbIE U
npoaykTbl uxnepepa-6otkv. MpaBuna npuemkn, opraHonenTU4eckne MeToAbl OLIEHKU Ka-
YecTBa, MeToabl 0Tbopa Npob ana nabopa-TOPHLIXUCTBITAHWIA

FOCT 8756.0—70 MpoaykTbl NULLEBbIE kKOHCEpBUpOBaHHble. OT6op Npob 1 nogro-
TOBKA UX K UCTbITaHUAM

FOCT 9147—80 lNocyna n obopynosaHme nabopatopHble dapdoposble. TexHnYe-
CKue ycnosus

FOCT 9293—74 A30T razoo6pasHbiil U Xuakuin. TexHuyeckne ycrnosus

FOCT 9968—86 MeTuneH XNOpUCTLIA TEXHUYECKUIA. TEXHUYECKUE YCNOBUS

FOCT 12026—76 bymara dunsTpoBansHasa nabopatopHas. TexHu4Yeckme ycrnosusi

FOCT 18300—87 CnupT 3TUNOBLIA PEKTUCUKOBAHHBIN TEXHUYECKUA. TexHUYeckue
ycnosusi

FOCT 20289—74 Peaktuesl. Aumetundopmamua. TexHUYeCKue ycroeus

U3panue obmumansHoe
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FOCT 24104—2001 Becbl naboparopHble. Obwpme TexHudeckme TpeboBaHns

FOCT 24363—80 Peaktubl. Kanusa rmgpookmck. TexHU4eckue ycnoeums

FOCT 25336—82 lNocyna v obopynosaHne naboparopHble CTeknaHHbIEe. Tunbl, oc-
HOBHbIE NapameTpbl U pasmepbl

FOCT 29228—91 (MCO 835—80) lMocyaa nabopatopHaa creknaHHasA. MuneTkm
rpagyvpoBaHHble. YacTb 2. MuneTkn rpagyvpoBaHHble 6e3 ycTaHOBMNEHHOro BpemMeHu
oXuaaHusa

Mpumedyanue—pu NONL30BAHMN HACTOSALLMM CTAHAAPTOM LIENecoo0pasHo NPOBEPUTL AENCT-
BME CCbINOYHBIX CTAHAAPTOB NO ykasaTenio «HaunoHarnbHbIe CTaHAapTbI», COCTABIEHHOMY MO COCTOAHUIO HA
1 AHBapsa TEKyLLEero roga, U N0 COOTBETCTBYIOLMM MHGOPMALIMOHHLIM yKasaTensam, onybnuKkoBaHHbIM B Te-
Kywiem rogy. Ecnm ccbinoyHblil CTaHAapT 3aMeHeH (M3MEHEH), TO NPU NONb30BaHMW HACTOALLMM CTaHAAPTOM
cneayeT pyKOBOACTBOBATLCA 3aMEHAOWMUM (M3MEHEHHBIM) CTaHAAapTOM. ECNKM CCbINOYHLIN cTaHaapT oTMe-
HeH 6e3 3aMeHbl, TO MOMOXEHNE, B KOTOPOM AlaHa CCbISIKa Ha HEero, NPUMEHAETCA B YacCTu, He 3aTparusato-
LLier 3Ty CObINIKY.

3 TepMmuHbl U onpeaeneHusn

B HacTosAwem craHgapTe NpYMEHEH CreayroWwmniA TEPMUH C COOTBETCTBYIOLLIMM Or-
pefeneHeM:

3.1 nonuumknuuyeckue apomaruyueckue yrnesogopoasbl; lNAY: 'pynna opraHunye-
CKMX MONMULIMKINYECKUX COEANHEHUIA, MOMEKY bl KOTOPbIX MOCTPOEHbI U3 KOHAEHCUPOBaH-

HbIX GeH30MbHBIX AAEP (ABYX 1 Gonee), a Takke BKIOYAOLWME NATUYNEHHbIE LMKIbI.

4 OT60p Npob

OT160p 1 nogroToBky nadopaTopHOW NPOObLI K UCMbITAHUSIM NPOBOAST B COOTBETCT-
Bum ¢ FOCT 7631, TOCT 8756.0

JonyckaeTca XpaHWTb MOATrOTOBMEHHYH NpPoby B 3aMOPOXEHHOM COCTOSHUWM Ges
JocTyna kucnopoga npu temneparype He Beile 18 °C He Gonee 7 cyT.

N3 obvepmHeHHon nabopaTopHol npobbl ANs UCMbITaHUst oTOupatoT aBe napan-

nenbHble HaBeCKW.

5 CywHocTbL MeToAa

CywHOCTE METOAa 3aKNOYaeTCs B LWENOYHOM MMaponun3e npobbl, SKCTPaKumm yrne-
BOJOPOAOB reKCaHOM M3 rMApPOSIM30BAHHOMO NPOAYKTA, CENEKTUBHOM BblASNEHUN paKkLmm
NOSIMLMKNNYECKNX apOMaTUYECKMX YrNEeBOAOPOAOB AMMETMNHOOPMaMMLOM, MOBTOPHOM
akeTpakumn MAY rekcaHom n3 pasbasrneHHOro BOAHOrO pacTeopa AUMETUndopMammaa,

O4MCTKE MOMYyYEHHOW PpaKLMM OT MELLarLLMX NPUMeCcel Ha KOMOHKe ¢ cedafekcoM mnm
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cunvkarenem € nocrefyrowmymM KONMYECTBEHHbIM ONpefeneHnem BblAENeHHbIX YrreBojo-
pPOA OB BbICOKO3((PEKTUBHONM XKULKOCTHOWN Xpomarorpacduen.

MeToa no3sonseT npoBecTu onpeaeneHue 16 BewecTB (NPUOPUTETHBIX 3arpsi3HU-
Tenen no EPA).

Mpepen obHapyxeHusi maccoBbix aonen MAY B aHanMavpyeMbix NpoaykTax co-

craenseT ot 0,1 ao 5 Mkr/kr ansa pasnuuHbix MNAY.

6 CpeacrBa namepeHuin, o6opyaoBaHue, peakTuBbl, MaTepuansl

XpomaTorpad KUAKOCTHbIM NIOOON Mapku € (PAYOPUMETPUHECKUM AETEKTOPOM
(BrmanasoH anuH BonH Bo3byxaenus 230—280 HM, AuanasoH ANWH BOMH perucTpaumn
310—500 HM) ¢ nporpaMmHbIiM obecneyeHnemM ans permctpaumm n obpaboTkm xpomaro-
rpamm.

KonoHka xpomatorpadwudeckas ans BOXXX anuHon 150—250 mm 1 gruametpom
2,1—4,6 MM ¢ obpalleHHon dason C18 cneunanbHO npegHasHayeHHasi Ang pasgeneHusi
MAY, nmerowas apekTBHOCTbL He MeHee 5000 TeopeTnyeckmx Tapenok no nukam MNAY.

BaHa BogsiHas nabopartopHas nobon Mapkn, MMeKLWas aguanasoH Temnepartyp oT
20°C po 100 °C.

Becbl nabopaTtopHble 06Lero HasHa4YeHUs BbICOKOrO WK CrieuuarnbHOro Kracca
TOYHOCTU C HauBornbwyM npegenoMm BasewwmBaHus 200 wnu 210 r U UeHoM JeneHus
0,1 mrno FOCT 24104.

Wcnaputenb poTauyoHHbIN NoBon Mapku.

Hacoc BogocTtpyiHbii nabopatopHbii no FOCT 25336.

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

BopoHka penutensHas B-1-250 u B-1-500 no MOCT 25336.

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

BopoHka BroxHepa no FOCT 9147.

Kon6bl koHn4yeckue 1-250,1-500 no MOCT 25336.

Konba rpagynpoaHHas 50-14/23 no FTOCT 25336.

Kon6el mepHble 2-10-2,2-100-2,2-200-2 no FOCT 25336.

KonoHka xpomatorpadudyeckas CTeknsHHaa AnMHon He meHee 20 M 1 AnameTpom
1,0 CM C peaepByapoM BMECTUMOCTLIO He MeHee 20 cMm®.

MwukpoLunpumubl xpomartorpadguyeckue Aeyx BuAos: Ha 10 MK C LieHOW AeneHus
0,1 Mkn 1 Ha 100 Mkn ¢ LeHow aenenna 1,0 mkn.

Munetkn 1-1-1,1-1-2,2-1-5 no FOCT 29228.
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CrtakaH xvmmdeckuin B-1-100 nnm B-1-150 no FOCT 25336.

CrakaHel ons Ba3selumBaHus (6rokebl) no FTOCT 25336.

LmnuHapel mepHble 1-100,1-250 nnn 3-100, 3-250 no FTOCT 25336.

XonoauneHuk sBogsHown no FTOCT 25336.

A3oT rasoobpasHeii no MOCT 9293.

AUETOHWUTPUN MO AOKYMEHTY, AEUCTBYIOLLEMY Ha TeppUTOpUM rocyaapcrtea, npu-
HSIBLLEro CTaHAapT, OC. .

Bymara cduneTpoBansHas naboparopHasa no FOCT 12026.

Boaa guctmnnmposanHas no FOCT 6709.

H-T'ekcaH no AOoKYMEHTY, LENCTBYIOLEMY Ha TEPPUTOPUN FOCYAapCTBa, NPUHSIBLLErO
CTaHaapT, oc. .

Oumetundopmamug no FOCT 20289, x. u.

Kanusa ruagpookuce no FTOCT 24363, x. u.

Hatpuii cepHokucnbid, 6e3sogHbIA, no FOCT 4166.

CnupT atunoebit pekTudmkoBaHHbIn no FOCT 18300.

Cvnukarensb, pasmep yactuy, 60—200 MKM.

Xnopuctbii MeTuneH no FOCT 9968, x. u.

CraHpgapTHble obpasLpl cocTaBa pacTtBopa B aueTtoHuTpune onpepensembix MAY
MaccoBOWi koHLEeHTpaLmn 100 unn 200 MKr/cM® U NOFPELLIHOCTLI0 aTTECTOBAHHOMO 3Have-
HUs He Bonee £ 2 % 1Ny YICTbIe BELLECTBA, MaccoBas A0NA OCHOBHOIO BELLECTBa HE Me-
Hee 98 %.

BonokHMCTLIN kBapuesbii Matepuan CKB no foKkyMeHTY, AeNCTBYIOWEMY Ha TEpPU-
TOPWU rocyapcTaa, NPUHSIBLLErO CTaHAapT.

LLinaTenu, CTeknsHHbIE NanoYky, CTEKNSHHbIE KanUMNspbl.

JonyckaeTca NpUMeHeHVe ApYrux CPeACTB U3MEPEeHW C METPOSIornYecKnmMn Xa-
pakTepucTMkamm 1 o6opynoBaHUS C TEXHUYECKUMM XapaKTepUCTMKaMK, a Takke ApYyrix

peakTnBoB U MaTtepmnanoB Mno Ka4ecCTBy HEe HWXKe yKa3aHHbIX B HAacTodAWweM ctaHaapTe.

7 NMpoBeaeHne UcnbITaHUM

7.1 NMNoaroroBKa K UCNbITAHUIO

7.1.1 OumncTka pactBoputenen

Pacteoputenu npu HeoBXoANMMOCTY NEPEroHSAOT OBLWENPUHATLIM CNOCOBOM.

7.1.2 MpuroToBneHne UCXOAHbLIX PacTBOPOB MHAUBUAYanbHbIX NMAY
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B 6tokebl otBewmsaroT no (10,0 + 0,1) Mr kaxxaoro uHamemayansHoro MAY. Haeecku
KONMMYECTBEHHO MEPEHOCST B MepHble konbel BMecTumocTbio 100 cm®, 3aTeM obbem pac-
TBOPa AOBOAAT A0 METKV aLETOHUTPUIIOM.

Mpwn mcnone3osaHun TCO cocTaBa pacTBopa B aLETOHUTPUNE MECCOBOW KOHLEH-
Tpauyelt 200 Mkr/cm® oTBuMpatoT 1 cM® 1 CMELLIMBAIOT C PaBHLIM 06HEMOM aLETOHUTPUNA.

Mony4eHHbIE PacTBOPbLI UMEIOT MacCoBylo koHLEeHTpaLmio 100 mkr/cm®. PacTsopsbl
XPaHST NNOTHO 3aKPbITbIMW B TEMHOM XONO4HOM MecTe He Bonee 3 mec.

7.1.3 MpuroTtoBneHne pabounx pacTBOpPoOB MHAUBUAYanbHbIX NMAY

OT6upatoT 0,5 cM® McxogHOro pacTsopa WHAMBMAYanbHoro MAY B MepHyto konBy
BMECTUMOCTbIo 10 cM® 1 06bem pacTBopa AOBOASAT A0 METKN aLeTOHUTPUNoM. MonyyeH-
Hble paboune pacTBOPbl MMEKOT MACCOBYIO KOHLGHTpauuo 5 mkr/cm®. Paboune pacTBopbl
[LOMyCKaeTCA XpaHUTb NIOTHO 3aKpbITbIMU B TEMHOM MecTe npu Temnepatype 4 °C—6 °C
He Bonee ogHoOro Mecsua.

7.1.4 MpuroTtoBneHue rpaayMpoBOYHbIX PpacTBOPOB

[na nNpuroToBneHusi rpagyupoBOYHBIX PacTBOPOB CMEecU uHAvBMAYyanbHbiX MAY B
MepHble KonBbl BMECTUMOCTbI0 100 CM® NEPEHOCAT NpuBeAeHHbIe B Tabnuue 1 obbembl
paboumx pacteopoB MHAMBMAYanbHbIX MAY MaccoBown koHUeHTpauven 5 MKr/cM®, 3aTem
noBoasT obbem [0 MEeTKM aueToHuTpunoMm. [pasyvMpoBOYHbIE pPacTBOPbI [OMNYyCKaeTCs
XPaHWUTL MAOTHO 3aKPbITEIMKM B TEMHOM MecTe npu Temnepartype 4 °C—6 °C He 6onee oa-
HOro mecsiua.

Tabnuya 1
5| MaccoBas KoHueHTpauus B rpa-
HaunmeHosaHne |O6bem ncxofHoro pacrTeopa, cm 3
LYVPOBOYHOM pacTBope, MKr/Cm
VHAVBULYaNbHOrO

NAY Pacteop | Pacteop | Pacteop | Pacteop | Pacteop | Pacteop

Ne 1 Ne 2 Ne 3 Ne 1 Ne 2 Ne 3

HadbranuH 1 5 10 0,05 0,25 0,5

AueHadTmneH 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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OkoHy4aHue mabnuuypi 1

O6bem ncxogHoro pac- | MaccoBasi KOHUEHTpauus B rpa-
TBOPA, om® AyVpOBOYHOM pacTBope, MKr/cm®
HavmeHoBaHvne nHAVBUAY-
Pac- Pac- Pac-
anbHoro MNAY PacTteop | Pacteop | PacTteop
TB0op N2 | TBOp Ne [ TBOP Ne
Ne 1 Ne 2 Ne 3
1 2 3
AHTpaLeH 04 2 4 0,02 0,1 02
$nyopaHTeH 0,1 0,5 1 0,005 0,025 0,05
MupeH 0,2 2 0,01 0,05 0,1
XpwuseH 04 4 0,02 0,1 0,2
BeHa(a)aHTpaveH 04 4 0,02 0,1 0,2
Bena(b)dpnyopaxTeH 0,1 0,5 1 0,005 0,025 0,05
BeHa(k)dnyopaHTeH 0,1 0,5 1 0,005 0,025 0,05
BeHs(a)nnpeH 0,2 1 2 0,01 0,05 0,1
OnbBeHns(a,h)aHTpaueH 04 2 4 0,02 0,1 0,2
Bena(g,h,i)nepuneH 0,2 1 2 0,01 0,05 0,1
WHaeHo(1,2,3-¢,d)nupen 0,4 2 4 0,02 0,1 0,2
BeHa(b)xpuaeH 0,4 2 4 0,02 0,1 02

7.1.5 MpapynpoBka xpomarorpada

MpanyvpoBky xpomarorpada BbIMOMHAOT, UCMOMb3ysl rPagyupoOBOYHbIE PacTBOPbI,
MpWUroToBneHHble No 7.1.4, ¢ aobaBneHeM BHYTPEHHEro ctaHaapTa. B kayectee BHyTpeH-
Hero ctaHgapTa ucrnonbaytot 6eHs(b)xpuseH.

B ycnoBusix, NO3BONSAOWMNX pasfenuTb BCE COCTaBHbIe BELLECTBa KanmbpoBOYHOM
cMecn (M. 7.2.4.1), 3anncbIBalOT HE MEHEE TPEX XPOMAaTOrpaMM ANs Ka&XA0ro rpagyvmpo-
BOYHOro pacTeopa.

OnpepenstoT cpeaHeapMdMETUHECKOe 3HAYEHWE MNOLWAAMN MUKOB KaXAO0ro WHAW-
BuayaneHoro MAY, paccuntaHHoe 13 Tpex xpoMaTorpaMmm.

OTgenbHO 3anvchiBaloT He MEHee ABYX XpoMarorpamMm AnA KaXAoro MHAVBMAYanb-
Horo MAY Ana onpeaeneHVs BpeMeHW YAepXXuBaHusi, ucnonbsysa paboune pacteopbl, Npuy-
roToBrneHHble no 7.1.3, obbeM uHxekumm 1—2 Mkn. CTabunbHOCTE BPEMEHU yAepXMBaHUSA
CYATEIOT YAOBIETBOPUTENBHON MPU PACXOXKAEHUM MEXAY ABYMA 3HaYeHusMyn He Gonee
5 %.
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MpagyvpoBoYHbIA KoathdUUMEHT K, onpepensieMbiin 9KCNepUMEeHTansHO B 3aBUCK-
MOCTU OT BbIGpaHHbLIX YCMOBUIA AETEKTUPOBaHUSA MO XpoMaTorpaMMme CTaHaapTHOM cMecn
MAY, Bknovarowen 6eHs(b)xpuseH, Ans Kaxaoro HaMemnayanoHoro MNAY paccuvTbiBator
no cdopmyne

_ m1S2

K (1

mZSl ’

rae  my — macca BBeAeHHOro nHauesuayansHoro MNAY, mkr;

S> — nnowaab NyKka BHYTPEHHErO CTaHAApTa, YCN. ea.;

m, — mMacca BHYTPEHHEro CTaHAapTa, MKT;

S1 — nnowaab nuka nHaueuayansHoro MAY, ycn. ea.

MpagynpoBoYHbIN KO3 dDULMEHT K paccuMTbiBaOT ANS1 KXAOrO WHAMBMAYANbHOro
MAY. Ero 3HayeHusa He AOSIKHBbI OTNUYATLCS OT cpeaHeapudmeTudeckoro Gonee yem Ha
10 %.

7.1.6 MoaroroBka xpomarorpadnueckux KOSIOHOK A OUMCTKU NPod

7.1.6.1 3anonHeHWe KONOHKW CUnmKkarenem

Cvnukarens npeaBapuUTensHO NoABEpraoT gesakTnsaumn. Ana atoro k 50 r cvunu-
karens, npokaneHHoro npu temnepatype 180 °C—200 °C, pobaensatT 3 % (no macce)
AVCTUNNPOBaHHOW BOAbI MO Kanne v MHTEHCUMBHO BCTPSXMBAKOT nocne fo6aBneHvs kax-
Jou Kannu. 3aTem OCTaBnsAloT B 3KCUKATOPe Ha Bpems He MeHee 18 4 ans aesakTusBauun.
Mocne pesakTvBaLymM 3anonHAKT KONOHKY cunukarenem maccor (10,0 + 0,1) r, oCTOpOXHO
MO CTEHKe KOMOHKW 3anmBatoT 25 cM® H-rekcaHa, AaloT CTeub H-reKcaHy, He Jornyckas Bbl-
CbIXaHWA BEpXHEero crnosi. 3anonHATb KONoHKY HeoBXoAUMO oYeHb akkypaTHO BO u3bexa-
HWe B3MyuMBaHUS U HEPaBHOMEPHOTO 3aroNnHeHUs1 KONoHKW. KonoHKy roToBAT Henocpea-
CTBEHHO Nepes, OUYMCTKON N HE UCTIONb3YHOT MOBTOPHO.

Kaxxayto HoByto napTuio copbeHTa nepej ucnonb3oBaHMeM HeobxoauMo NpoBepuTh
Ha KauecTBO AeneHus. [Ins 3Toro Yepes KONMOHKYy C MoAroTOBNEHHbIM COPOEHTOM nponyc-
katoT 1 cm® rpagympoBouHoro pactsopa Ne 2 unm Ne 3 ¢ [oBaBneHMeM OUULLEHHOM SKC-
TpakTa paboyei npobbl No 7.2, NPOBOAAT NPOLIEAYPY OYUCTKM MO 7.2.2, nocre Yero aHanu-
3UpYIOT C MOMOLLBIO BbICOKOS((EKTNBHON XMAKOCTHOW xpomarorpacdun. Bce wHan-
BuayaneHble MAY (ocobeHHO Hanbonee nerkve u Hauwbonee Tsxenbie), BXOAALWME B CO-
CTaB rpagyupOBOYHOrO pacTBopa, He AOKHbI ObiTb MOTEPSIHbI UMW NEPEKPLIBATLCA NUKa-
MU MeLLalLWmux ux onpegeneHuo BellecTB. [pyu Heya0BNEeTBOPUTENBHLIX pesyrbTaTax
nmbo meHsioT naptuo copbeHTta, NGO noadupaloT ycnoBUsi OYUCTKW, Bapbupysi 0Gbem
oTtbpacbiBaeMon pakumm 1 antoaTa.

7.1.6.2 3anonHeHwe xpomMaTtorpadmnyeckon KONoHku cedanekcom LH-20
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(4,0 £ 0,1) r cecbapekca mapku LH-20 B3BELLMBAIOT Ha aHANUTUYECKMX BECAX U 3a-
nmBatoT 50 cM® 3TUNMOBOrO CMMPTA, BbIAEPXVBAIOT N5 HabyxaHnsi He MeHee 3 4, nocne
Yero OCTOPOKHO MEPEHOCAT B KOJOHKY. KonoHky Heobxoammo 3anonHsTb OfHOMOMEHTHO
BO usbexaHve HepaBHOMEPHOIO 3amnofHeHUs KONOHKW. [laloT cTeub CnvpTy A0 BbICOTbl 1—
2 MM Hap, BEpXHUM cnoemM copBeHTa, nocrne Yero BHOCAT SKCTPaKT.

3anonHeHHyto KOMOHKYy AOMYyCKaeTCsl XpaHUTb U UCMOMb30BaTh NMOBTOPHO. Ana no-
BTOPHOTO MCMOML30BaHUs HEOBXOAUMO MPOMBITL KONOHKY 50 cMm® aTunoBoro cnvpra. [ns
XpaHeHus1 HeoBXOAMMO 3anONHWTL KOJNOHKY STUMOBBIM CMVPTOM, 3aKYNopuTb KOMOHKY
npobkon n He aonyckartb BbiCbIxaHUA copbeHTa. B criyyae BbiCbIxaHWs cedpagekca peko-
MEHYETCS NMPUroTOBUTbL HOBYHO KOFOHKY.

7.1.6.3 lNpuroTtoBneHve pacteopa rmapooKUCK Kanvsa B 3TUINIOBOM CnvpTe

B konBy BMecTuMocTbio 150—200 cm® nometuatoT (8,0 + 0,1) r rugpokeuaa kanus,
pobaensatoT 2 cm® AUCTUNNMPOBaHHOW BOAbI U 98 cm® atunosoro cnupTa, nepemMeLunBatoT
[0 NMOSHOro pacTBOPEHUS.

7.2 NMpoBeaeHne NcnbITaHUN

7.2.1 Beigenenwue MNMAY u3 npogykra

Haeecky npoaykra maccon 10,0—20,0 r, B3BewweHHyto ¢ TouHocTbio go 0,01 r, no-
MELLIatoT B MIIOCKOAOHHYH KonBy BMecTUMOcTbio 250 cm®, gobaenstor 50 cm® cnupToBoro
pacTeopa ruapookuck kanus. Copgepxmnmoe konbbl NepemMelunBatoT BCTpsxusaHuem. 3a-
Tem B npoby nmpoaykTa n Npoby KOHTPOMLHOrO OnbiTa BHOCAT No 10 MKN BHYTPEHHero
cTaHgapta — pabodyero pacTteopa 6eHs(b)xpuaeHa, NpUroToBReHHOro nNo 7.1.2 maccosomn
KOHLieHTpaLwmei 5 mkr/cm®. Konby coeamHsoT ¢ 06paTHbIM XONOAUNBHUKOM W HarpeBaoT
Ha BoasiHoW GaHe npu Temnepatype 85 °C—90 °C B TeueHue 3 4. 3atem B Konby yepes
xonoaunsHUk gobaenstot 100 cm® AVUCTUNNNPOBaHHOW BoAbl. PeakumoHHyo cMmech oxna-
XOarT A0 KOMHATHOW TeMnepaTypbl U MoCcne OXNaXAEHUS NePEHOCAT B AeNUTENbHYO BO-
POHKY BMECTUMOCTBIO 250 cm®. B chyyae ecnm mocrne raponusa B peakLMOHHOW Macce
ocTarncs HepacTBOPMMbIA OCafoK, €ro OTAENsiloT Ha BOpoHKe BroxHepa, npombiBas Ha
dumneTpe 30 cM® ropsuero sTUnoBoro cnmpta. CivpT Mocre NpoMbIBKW 10BaBNAIOT B Ae-
JITENBHY BOPOHKY C peaKLMOHHOM CMECHI0. B aenutensHyo BOPOHKY Takke gobaensaoT
30 cm® H-rekcaHa. CoepKMMOoe BOPOHKV BCTPSIXVBAIOT B TEYEHME 2 MUH W OCTaBNSOT AN
paccrnavBanus. B crnyyae obpasoBaHus 3MyrbCMM K CMECU B AEMUTENbHON BOPOHKE A0-
Bapnaor 10—20 cm® atunoeoro crmpTa. [locrie paccrnavBaHMs HKHIO BOAHO-
cnupToByio hasy CnmBatoT B KONOy, a BEPXHUA rEKCaHOBLIA CIOWA NEpenuBatoT B ApPYryto

AenuTenbHY0 BOPOHKY. 3aTem MOoBTOpsiOT akcTpakumio MAY u3 BogHo-cnnptToBon dpak-
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UMM H-rekcaHoMm ewwe asa pasa no 30 oM. TekcaHoBbIE KCTPaKTbl OOBLEAUHSAIOT B Aenu-
TenNbHOW BOPOHKE U MPOMBIBAKOT AUCTUNNMPOBAHHOW BOAOW Tpwkabl No 30 cm®, nocne ue-
ro 3KCTPaKT pUNbTPYHT Yepes cnor 6e3sogHoro cynbdara HaTpusa B rpyLUEBUAHYH KOndy
BMECTUMOCTbI0 100 cM®. PacTBop BbiNapuBaloT Ha POTALMOHHOM ucnapuTene ao obbema
50 cm® npy TeMnepaType BoAsHOM 6aHu He Bhilwe 50 °C.

YnapeHHBIi 3KCTPaKT NEPEHOCST B AeNUTENbHYIO BOPOHKY BMECTUMOCTLIO 250 cM® 1
p06aBnsoT K Hemy 50 cM® cMecy guMeTUndopMammaa ¢ Bofol B cooTHoweHun 9:1. UH-
TEHCMBHO BCTPSAXMBAIOT CMECb B TEYEHME 1 MWH, MOcne paccnanBaHus as HKHIO Crun-
BalOT B MIOCKOAOHHYIO KOnby, @ BEPXHWUA FEeKCaHOBbIN CIIOW CHOBA MOABEPratoT 3KCTPaK-
unm, nobaenss 50 cM® cmecm avmeTundopmammaa n Boabl. [ekcaHoBbIA cnon oTdpa-
cbiBatoT, O6bEAVHEHHBLIN AMMETUNOPMAMUAHBIN SKCTPAKT NEPEHOCAT B ASNUTENbHYH
BOPOHKY BMeCTUMOCTLI 500 cm{ pobasnstoT 100 cm® AUCTUNNNPOBaAHHOW BOAbI, BCTPSA-
XVIBAKOT U NPOBOASIT 3KCTPAKLIKO U3 BOAHOM (hasbl H-rekcaHom Tpukabl no 50 cm®. BoaHyo
¢hasy oTOpackIBatoT, a rekCaHoBbIA SKCTPaKT NPOMbIBAIOT BOAON Tpu pasa no 30 cM®, ne-
PEHOCAT B MIIOCKOLOHHYt0 konby, nobaenstoT 10 r 6e3BoaHOro cynbdara HaTpus 1 Bbl-
LepXmBatoT B Te4eHne 1 4, nocne 4Yero pUnbLTPYT B KPYrNOAOHHYH0 konby. H-lekcaH ebl-
NapuBaKT Ha POTALMOHHOM McnapuTene Ao obbema 1,0 CM® 1 OCTATOK OUMLLAIT Ha KO-
JIOHKE C Ae3aKTUBMPOBaHHbLIM cunukarenem (CM. 7.2.2) unm oCTopoXHO ynapuearoT AocyXa
MOTOKOM BO3JyXa Yepes3 BaKyyMHbIA annoHX, COEAUHEHHbIA C BOAOCTPYMHBIM HACOCOM,
ocTaTok B konbe pacTeopsitoT B 0,5 CM® 3TUNOBOrO CMIMPTA M QUULLAKOT Ha KONOHKE C ce-
dapekcom (cm. 7.2.3).

OnHOBPEMEHHO NMPOBOAAT XONOCTON ONMbIT, MPOBOAS BCE CTaAWUN aHannsa ¢ UCMofb-
30BaHMEM peakTUBOB Mo 7.2, Ho 6e3 HaBeCkM NpoayKTa.

7.2.2 OuncCTKa 3KCTpaKTa Ha Xpomarorpaduueckon KONOoHKe C Cunukarenem

Ha noprotoBneHHyto no 7.1.6.1 KOMOHKY € AEe3aKTUBUPOBaHHLIM CURMKarenem nu-
METKOW KONMUYECTBEHHO MEPEHOCAT MEKCAHOBbLIN SKCTPAaKT, MOMyYeHHbIN No 7.2.1, Tpuwxabl
npombiBas kondy rekcaHom no 0,5 CM3.I'IepBy|0 dpakumio anonpyroTt 25 cMm® rekcaHa u oT-
BpacsiBatoT, BTOpyHo dpakLuio (MAY) antoupyiot 60 cM® cMecK rekcaHa 1 XMopUCToro Me-
TUneHa B 06beMHOM COOTHOLLEHMM 1:4. Mony4YerHHbIM anaT ynapusBatT Ha POTOPHOM UC-
naputene Ao obbema 2,0 cm® (HO He MeHee 1,5 cM®) nNpu Temneparype He Boiwe 50 °C,
OCTaBLUMIACS pacTBOpPUTESb yAansoT MNOTOKOM BO3Ayxa 4Yepes BaKyyMHbIN anmnoHx, COo-
©QIMHEHHbIV C BOAOCTPYIMHBIM HacocoM. Cyxol OCTaToK pacTBopsioT B 0,5 cM® aLeToHMT-

puna.
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[danee BbINONHSAOT KONMUYECTBEHHBIN aHanm3 C MOMOLLBH BbICOKO3(MEKTNBHON
XNAKOCTHOM XxpomMarorpadounn.

7.2.3 Ounctka 3KcTpakTa Ha xpomartorpadmueckoill KOrnoHke ¢ cedpagekcom
LH-20

Ha noarotoBneHHyto no 7.1.6.2 KONMOHKY NMWUMNETKOM HaHOCST SKCTPaKT, MOMyYeHHbI
no 7.2.1 8 0,5 cM® 3TMNOBOrO CMPTa, TPVKALI CMLIBAS €ro U3 KONBbl 3TUMOBLIM CMMPTOM
nopumsimu no 0,5 cm®. dnionpoBaHne M3 KomoHkv MMAY NpOBOAST STWUMOBBIM CrIMPTOM,
nepsyto dpakumo 15 cm® oTBpacbiBaloT, cobuparoT cnepyrowyro dpakumio 06bemMoM
40 cm® B rpyLLeBnaHYto konBy o6bemom 100 cm®. Crpt yrnapuearT Ha pOTOPHOM MCnapu-
Tene 0 o6bema He MeHee 0,5 cM® npum TemnepaType He Bbilue 50 °C, a ocTaTok yaanstoT
B MOTOKE BO3Zyxa Unu asota. Cyxoii ocTaTok pacTeopsitoT B 0,5 cm® aLeToHUTpuna.

[anee BbLINONHAOT KOMUYECTBEHHBLIN aHanM3 C MOMOLLBH BbICOKO3(EKTUBHON
XXWAKOCTHOWM XpomaTorpaduu.

7.2.4 OnpegeneHue copepxaHus uHauBuayanbHbiXx MAY meToooM BbICOKO-
adppeKTUBHOM KMOKOCTHON Xpomarorpacdum

7.2.4.1 Ycnoeus xpomatorpadumm

Ycnosua npoBefeHns xpomarorpadguyeckoro aHanmsa nogbuparorca B 3aBMCMMO-
CTW OT BUA& NPUMEHSEMOro XMAKOCTHOro xpomarorpada n xpomarorpadpuyeckon KonoH-
kn. Xpomarorpaduyeckasi KonoHka AosrkHa BbiTe cneuwanbHoO npeaHasHadYeHa ans pas-
Aenenuns MAY. Kputepnem BO3MOXHOCTY NMPUMEHEHWUS MOXXHO CUUTaTb pasgeneHme Ha Ko-
NoHKe Takux nap wuHaueuayanbHblX [MAY, kak ©eH3(a)aHTpaueH M Xpu3eH, a Takke
6eH3(g, h, i)nepuneH n nHaeHo(1,2,3-cd)nnpeH, KOTopble Ha 0ObIYHBLIX KONOHKaxX He fensT-
cs.

B kavecTtBe npumepa moryT GbiTb NpvBEAEHbI Creaytowme ycrnosusi xpomarorpa-
duyeckoro onpepeneHus MNAY, BbINONHEHHOTO Ha XMAKOCTHOM Xpomatorpade Shimadzu
2010A kononke ChromSep CP EcoSpher 4 PAH 250 x 3,0.

MoaBwxkHan asa: aueToHNTpUn, Boaa.

MpagueHT: 3 MynH aueToHuTpun:Boaa (60:40), cneayowme 12 MUH aUeTOHUTPUN OT
60 % no 100 % v nanee 100 % aueTOHUTPUN 4O OKOHYaHWUA aHanu3a.

Pexum nporpammmposaHus No BpEMEHW ASIMH BONH BO36yxaatoLLero ceeta u peru-

CTPaLmK NUKOB MpuBeaeH B Tabnuue 2.

10
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Tabnuya2
OnvHa BonHbl BO3OYaeHUs, | AnvHa BonHbl peructpaumn,
Bpems, MyH
HM HM
0,0—16,0 230 320
16,1—23,0 250 370
23,1—40,0 255 420

O6vem BBOAMMON NPo6LI: 20 MKN.

7.2.4.2 NpoeaeHue namepeHnmn

Mpoby npoaykTa n Npoby KOHTPONBHOrO OMbITa XpoMaTorpadmpyoT ABaXAbLI U pac-
CYNTLIBAIOT cpefHeapudMeTnyeckoe 3HavYeHue Nnowaan NMKOB aHanuauMpyembiX Nonu-

LMKNNYECKNX apOMaTUYECKUX YITIEBOA0POAOB, BKKOYAsA BHYTPEHHWI CTaHAapT.

8 O6paboTKka pe3ynbLTaToOB UCTMbITAHUNA
Ha ocHoBaHMM MONyYeHHbIX AaHHBIX PACCYUTLIBAIOT MACCOBYHO KOHLEHTpauuo X,

Kapkgoro nHanemayanesHoro MAY, mr/kr, B npoaykTe no popmyne

x, =2aK5 5 @)
M (S, s,

rAe Me — Macca BHYTPEHHEro CraHgapTta, BBEAEHHOro B npoby npoaykta n npoby KOH-

TpOnbHOro obpasua, MKr;

K — rpagyvpoBOYHbIA KOSPPULMEHT, YCTaHOBNEHHbINA SKCNEPUMEHTaNbHO B npoLlecce
rpagyvpoBKL U paccymTaHHbl no dpopmyne (1);

S — nnowagb nuka wHamemuayansHoro MNMAY Ha xpomatorpamme npobbl NpoaykTa,
ycn. ea.;

S, — nnowaab nuka uHanesuayansHoro MAY Ha xpomaTtorpaMmme NpoGbl KOHTPONBHOTO
obpasua, ycn. eq.;

M — Macca HaBecku, B3fTasa Ans aHanmsa, T,

S; — nrowaab nvKka BHYTPEHHEro cTaHaapTa Ha xpomarorpamme npobbl NpoaykTa,
ycn. ea.;

S4 — nnowaab NvKa BHYTPEHHEro cTaHaapTa Ha xpoMaTtorpaMmme npobbl KOHTPOMBHO-
ro obpasua, ycn. eg.

PesynbTat aHanunsa npegcrasnatoT B Buae (X = A), mr/kr npun P = 0,95,

11
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rae X — cpegHeapudMeTUYeckoe AByX NapannernbHbIX ONPeaeneHuni;
A — rpaHunua nHTepsana, B KOTOpoM abCconoTHas NorpellHOCTs U3MEPEHUA HaXxoaMT-
Cs1 C [,OBEPUTENBHON BEPOSTHOCTBIO P = 0,95,
XapaKkTepuUcTrKy NOrpPeLUHOCTY BbIYUCNSIOT No hopMyne
A =0,015X, (3)
roe & — rpaHvLa uHTepsana, B KOTOPOM OTHOCUTENbHAs MOrPeLHOCTb N3MEPEHWA Haxo-
OUTCA C JoBepUTENBHOM BEPOSATHOCTLIO P = 0,95 %.
PacxoxaeHne mexxay peaynbTatamy ABYX NapannensHeiX ONPeaeneHnii He JOIMKHO
NPeBbILAaTL CreayHLEN pasHOCTN
Xi=X2<0,01-r-X, 4)
roe X, X2 n X — pesynbTarhl AByX napannefbHbIX OnpeaeneHni n nx cpegHeapnomeTn-
Yeckoe 3Ha4veHune,
r — npepen nostopsemMocTy, %.
B npoTuBHOM crnyyae UCMbITaHUSI MOBTOPSAOT A0 NOMYyYeHUs YAOBNETBOPUTENbHBLIX
pe3ynbTaToB. PesynbTaTbl OKpYrnsoT LO BTOPOWN 3Havallen umdpbl. 3a okoHYaTenbHbIA
pesynbTaT uenbiTaHusa X NPUHUMAaKT CpefHeapudMETUYECKoe 3HavYeHue AByx napan-

NenbHbIX onpeaeneHni X1 n Xa C TEM 3Ke YNCINOM 3HayaLLmx Lndp.

9 MeTponormyeckue xapakrepucTuku
MeTopn obecneunsaeT nony4yeHue pes3ynbtatoB U3MepeHua C MeTponorndeckumin

XapaKTepMCTUKaMM, He MPEBLILLAIOLMMI 3HAYEHUIA, NPUBEAEHHBIX B TaGnuue 3.

Tabnunya 3 B npoueHTax
paHuua nHTepeana, B KOTOPOM
HaumeHoBaHue Mpeaen no- | Mpepen Boc-
OTHOCUTEMNbHAs NOrPeLLHOCTb
onpejensiemMoro . BTOpsSieMO- | npousBoau-
HaxoAMTCsi C OBEPUTENBHON Be-
KOMMOHEHTAa cTnr moctn R
posTHocTblo P = 0,95, &
HadranuH 42 40 62
AueHadTuneH 34 33 50
dnyopeH 35 34 50
AueHadTeH 37 36 55
deHaHTpeH 40 38 57
AHTpaueH 42 40 60
dnyopaHTeH 35 34 50

12
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OkoHyaHue mabnuubi 3

paHuLa nHTepsana, B KOTOPOM
HawnmeHoBaHve Mpepen no- | Mpepen soc-
OTHOCUTENbHas NOrpeLLUHOCTb
onpepenseMoro . BTOPSIEMO- | NPOU3BOAU-
Haxof4WTCsi C OBEPUTENBHON Be-
KOMMOHEHTa cmr moctn R
posiTHocTelo P = 0,95,
MupeH 38 37 55
XpuaeH 40 38 57
BeHs(a)aHTpaveH 38 36 55
Ben3(b)dpnyopaHTeH 35 34 50
Bera(k)dnyopaHTeH 35 34 50
Bera(a)nupeH 40 38 57
OunbeH3s(a,h)aHTpaueH 40 38 57
BeHa(g,h,i)nepunex 40 38 57
MHaeHo(1,2,3-c,d)nupeH 40 38 57

10 MpoToKOoN UcNbITaHUN

MpoTOoKON UCMbITaHUI JOITKEH COLEPXKAaTb CreayoLy MHOPMaLMIO:

- BCHO UHopMaumio, HEOBXOANMYHO AN MCYEPTbIBatoLLEN NaeHTUdDUKaLumn Npobbi;

- METOA UCMbITAHUIA U ONPeaenseMbli 3NeMEHT CO CCbINKOW Ha HaCTOSLLMA CTaH-
AapT,

- pesynbTaThl UCMbITAHWIA C YKasaHnem eanHUL, N3MEPEHWI;

- pary otbopa npobel 1 cnocod oTbopa (eCcrnv OH N3BECTEH);

- [aTy OKOHYaHWs NPOBEAEHMA UCTbITAHWIN;

- MHAOPMaLMIO O BbINOSIHEHUM TPeBOBaHWIA K MOBTOPSEMOCTMW pe3ynbTaToB;

- BCe JeTanu npoBefeHus UCTbITaHWI, HEe OroBOPEHHbIE B HACTOSILLEM CTaHapTe
UnM He cunTarowmecs obssaTtenbHbIMK, a Takke BCe MHUMAEHTbI, Habniopgaewmecs npv

npoeeneHnn MCMbITaHWIA, KOTOpPbIe MO NOBJINATL Ha KOHEYHbIN pesynbTar.

13
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