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2 MPVUHAT U BBEAEH B JENCTBUE MocTaHoBNeHneM loccTaHapTa Poccum oT 22 aekabps
1999 r. Ne 595-cT
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FOCYOLAPCTBEHHbBINI CTAHLAPT POCCUMCKOWMN O®EAEPAL WM

COK AB/IOYHbI, COK AB/IOUYHbI KOHLI,EHTPUI/IPOBAHHI:IVI n HATTNTKW,
COOEPXALWMWE ABNOYHbIN COK

MeTog, onpegeneHns cofepXKaHus naTyamHa ¢ MOMOLLBIO TOHKOCNOWHOWM Xpomatorpadum

Apple juice, apple juice concentrates and dnnks containing apple juice.
Method lor determination of patulin content using thin-layer chromatography

[ara BeegeHuna 2001—01—01

1 O6nacTb NPUMEHEHMS

HacTosAwuii cTaHAapT ycTaHaBAMBaeT METOL ONpefAeneHmns cogepXKaHus naTyimHa B A6N0UYHbIX COKax,
KOHLIEHTPMPOBAHHbIX S6/104HbIX COKaxX U HaMMTKaX, CoAepXalnx 6104HbIA COK. C MOMOLLbH TOHKOCNOM-
HOIN Xxpomarorpaguun.

Mpenen obHapy>eHUs NaTy/NMHA HacTOAWMM METOAOM COCTaBaseT 25 MKr/gMm’ npu YCnoBuM, 4To
B3ATbLIN /19 aHa/M3a 06beM NPobbl FOTOBOrO K yNnoTpebieHnto coka cocTansieT 50 cM1

2 CywHoCTb MeToAa

MaTynHH 3KCTparvpyrT M3 UCCneayemMoii npobbl CMechbio 3THNameTata ¢ xaopodgopmom (3:2 mo
06beMy). DKCTPaKT OYMLLAKT Ha KOMOHKE C cunvkarenem. KonmyecTBEHHbI M KaueCTBEHHbIA aHain3
3KCTpaKTa MPOBOAAT C MOMOLUbLIO ABYMEPHON TOHKOCNOMHON xpomatorpagun (TCX) mpu nposBieHuu
NATEH pPacTBOPOM rMApoxnopuaa rmapasoHa 3-metun-2-6eHsotmasonmHa (MBTI).

3 PeakTuBbl

Vcnonb3ytoT peakTVBbl aHAIMTUYECKO YMCTOTbI M BOAY KBanuguMKaLum «4ns XxpoMatorpadum™.

MPEAYMPEXAEHWE —Mpu pabote ¢ 6eH30/10M 1 XNnopodopmom crefyeT cobnogats 0cobyro
OCTOPOXHOCTb, MOCKONbKY 3TV PacTBOPUTENIN TOKCUYHbI W B3PbIBOOMACHbI.

3.1 PacTBopuTenn: aTunaueTar. Xopoopm W Tonyor.

3.2 MopgBmxHble (asbl ans gByMepHoi TCX:

6eH30/1/MeTaHON/yKCycHas kucnoTa (MaccoBoid goneit SO %) (19:2:1 no obvemy);

Tonyon/ aTunaueTat/mypasbunas kucnota (maccosoii fonein 90 %) (5:4:1 no obvemy).

3.3 Cunukarenb ans KoNOHOYHO xpomatorpacguu ¢ pasmepom yactuy, ot 0,063 go 0,2 Mm.

3.4 3nHoMpyoLLMA pacTBOpP: CMeCh ToMyosa ¢ aTuiauetatom (75:25 Ho 06bemy).

3.5 CraHgapTHbIi pacTBop natynvHa (C7HH0 4)

3.5.1 TlpuroToBneHune cTaH4apTHOro pacTsopa nartyanHa

HaBecky naTynuHa maccoin 10,0 Mr, B3STyH C TOUHOCTbO 0 0,1 Mr, pacTBOpSIOT B MEpHOIA konbe ¢
0fHON oTMeTKOW BMecTUMOCTLHO 100 cM3 B aTunauetate (3.1). O6beM COAePXXMMOro B Konbe A0OBOAAT A0
OTMETKM 3TW/aLeTaToMm.

Munetkoin nepeHocat 10,0 cM3 NMPUrOTOB/IEHHOrO pacTBOpa B APYrytd MEPHYH KOniby C OAHOWA
OTMeTKOI BMecTUMOCTbi0 100 cm3, 06beM COAEpPXMMOro B Konbe [OBOAAT 4O OTMETKM 3TUNALEeTaToM.
MaccoBas KOHUEeHTpauus natynuHa B MNPUroTOBNEHHOM CTaHAapTHOM pacTBOpe COCTaB/fsieT OKOJIo
10 mkr/cm3,

W3paHne odumumansHoe
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M3MepsoT ONTUYECKYH0 MNOTHOCTbL CTaHAAPTHOrO pacTeopa npv A/IMHe BOJIHLI 276 HM Ha MOAX0Ad-
LeM CcrnekTpooTOMETPe C MCMO/b30BaHWEM KBapLeBbIX KIOBET pabouyeit gnnHoi 10 M.

3.5.2 Pacyet KOHUeHTpauun CTaHAapTHOro pacTeopa naTtynnmHa

KoHUeHTpauuto ctaHaapTHOro pacteopa natynuHa (3.5.1) pp, Mrk/cm3. paccumTbiBatOT Mo Gopmyse

. AU HQIC 1)
" AY,
rge J1 —onTtuyeckas NAOTHOCTb CTAHLAPTHOrO pacTBopa MaTy/MHa;
N,.b ~ MONApHbIA MOKasaTeNb MOr/OWEHNS pacTBOpa MaTy/MHa Npyu  A/MHEe  BOMHbI 276 HM,
OM’ MOnb-lecMm-* (V2% = 14600);
M —wmonspHas macca naty/mHa. r/mMmosb:
C —nocTosHHaa npubopa (06biyHO C= 1).
3.6 TpurotosneHve pacTteopa rugpoxnopuga MBTI
HaBecky MoHOrvMapara rugpoxiopuga rugpasoHa 3-metun-2-6eHsotunasonuHa (MBTI) maccoin 0,5 r
pacteopatoT B 100 cm' BOAbI.
MpUroTo&eHHbIR pacTBOP XpaHsAT B X0n0AnbHWUKe. CPOK roAHOCTH pacTBopa — 3 CyT.

4 Tlpubopbl 1 nabopaTopHoe 060pyLOBaHME

Mepes “cnonb3oBaHWeM nabopaTopHoe 060py/A0BaHUe NMPOMbIBAIOT PACTBOPOM FUMOX/IOPUTA HATPMA
KoHue!rTpaumm 10 r/cm'.

O6bIyHOe nabopaTopHOe 060pyA0BaHMe, B YACTHOCTU, ClefytoLLee:

4.1 Xpomatorpaduyeckas KonoHKa gnvHoli 300 MM. BHYTPEHHUM AVamMeTpoM 22 MM, C pe3epByapoM
BMECTMMOCTbIO 250 CM3 1 3anopHbIM KPaHOM, CHabXeHHas C BbIXOAHOrO KOHLA NMOPUCTBIM CTEKNAHHbLIM
[MCKOM.

4.2 O6opygoBaHue ana TCX: CTEKNSHHbIE XpOMaTorpaguyeckue kamepsbl, AIMHHOBOMHOBaSA Y/bTpa-
thmonetosas namna (360 HM) M YCTPOMCTBO A5 ONPLICKMBAHUS.

4.3 dnoopoaeHCUTOMETP.

4.4 MnactHkn anad TCX pasmepom 20x20 cM, MOKpbITble cunmkarenem (3.3) TOMLWMHONR cnos
0.25 MM, 6€3 (h0OPECLEHTHOIO MHAMKATOpA.

4.5 CywnnbHbIA WwKag ¢ NpUHYAUTENbHON BEHTUSALMER, NPpUrogHblii Ans pabotbl npu (130+1) *C.

5 OT60p npobd

Mpob6a, noctynatowas B nabopaToputo, AO/HKHa GbITb NPeACTaBUTENLHON U 6€3 CNefoB MOPYM MK
M3MEHEHUs CBOWCTB MPOAYKTa MpPW TPaHCMOPTUPOBAHUMN U XPaHEHUW.

6 MpoBeaeHWe UcNbITaHNA

6.1 MNMpuroToBneHne NCNbITYeMOro pacTeopa

Mpy MCMbITaHUM KOHLEHTPMPOBaHHBIX ABMOYHBIX COKOB X pa3BoAAT BoAon 1:5 no o6bemy. Aanb-
HeMwwyo npouesypy NPOBOAAT /18 BCEX NPOAYKTOB OLMHAKOBO, KakK OMUCAHO HUXE.

Mpo6y 06beMoM 50 cM* 3KCTparvpyroT NopLMeit cMecn aTunaleTara ¢ x1opoopmom (3:2 no o6bemy)
06bemMom 50 cmM3 B TeyeHUe He MeHee 1 MWH. DKCTPaKLuMi0 MOBTOPSAIOT elle fBa pas3a TON XKe CMeChbio
HOBbIMY NOpLMAMU 06BEMOM NO 50 CM'. SKCTPaKTbl 06BEANHAIOT U (DUNLTPYIOT HA BOPOHKE C MOPUCTBLIM
CTEKNAHHbIM (MNLTPOM Yepe3 cnoii 6e3BOAHOrO Cynbdata HaTpua TONWMHOW | M, uabTpat cobuparoT
B OTFOHHYO KONBY BMECTUMOCTbIO 250 cM3,

JKCTPaKT ynapmBatoT Ha POTALMOHHOM WCrapuTese Noj BaKyyMOM [OCyXa, OCTaTOK KONMYeCTBEHHO
MePeHOCAT B MEPHbIA LMAUHAP BMECTUMOCTbIO 100 M3, ononackmeas Koy YeTbipbMA MOPLMAMW 3TU-
nanetata 06beMoM no 5cm3 O6bEM COAEPXKUMOr0 B LUAMHAPE JOBOAAT CHayAna fo 25 cM33TunaueTaTom,
3arem go 100 cM’ Tonyonom.

6.2 KonoHo4Hasi xpomatorpadms

B ocHOBaHMe KONOHKM (4.1) nomellaloT BaTHbI/i TamMmoH. B KonoHKy BHOCAT 25 cm3 Tonyona v
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cycneHanto 15 r cunukarens (3.3) o 40 cm5Tonyona. ocne ocefaHns CMaAMKarens B KOMOHKY BHOCAT 15 1
6e3B0O4HOr0 Cy/bhaTa HaTPWA 1 Jal0T PacTBOPUTENIO CTeYb A0 BEPXHEN KPOMKM HacbiMHOro cnos. B ko-
NOHKY BHOCAT 9KCTPaKT M3 UCCefyemoi Npobbl, NOCTe Yero pacTBOPUTENIO JAl0T CTeUb 0 BEPXHEN KPOMKM
HacbIMHOro cfosA, anaT oTbpackiBatloT. B KoMoHKy BHocAT 200 cM* antoupytowero pacteopa (3.4) wu
MPOBOAAT 3M1OMPOBaHME MPU CKOPOCTU MOTOKA OKONO 5 CM’/MHH, 3/t0ar cobupatoT B rpagynpoBaHHbIii
unnmHgp. CobpaHHbIi 3Mt0aT ynapyueatoT Npubanm3nTenbHO 40 06bema 2 cm'.

CKOHLEHTPUPOBAHHbIN 3M110aT KOAMYECTBEHHO MEPeHOCAT B Mpo6upKy BmecTuMmocTbio 20 cMl ¢
MOMOLLbIO YeTbIpeX Nopuuii aTunaleTata 06LeMOM 0K0M0 4 CM* KaXas 1 ynapvBatoT focyXa B TOKe asoTa.
OcTaToK HemefneHHO pacTBopstoT B 0.5 cmM3aTunaueTaTa, Tak Kak MaTy/lHH He CTabuneH.

6.3 ToHKOC/ONHas xpomatorpadus

MnactnHkn gna TCX. npeaBapyTenbHO NOKPbITbIE CUNUKarenem (4.4), akTMBMpYHOT Npu Temnepatype
110 "C B TeueHne 2 4. C MOMOLLbI0 KaNWANSAPHOW NUMNETKN MAM MUKPOLLNPULA Ha NNACTUHKY B TOYKY,
HaxoJALLYIOCA Ha PacCTOSHUM 2 CM OT IEBOTO Kpas M 2 CM OT HUXKHEro Kpas, HaHOCAT anuKBOTHYIO Y4acTb
OYMLLEHHOr0 3KCTpaKTa 13 Npobbl (6.2) o6bemom 0.020 cM3. B TOUKyY, HaxXOAALLYHCS Ha pacCTOAHUM 2 CM
OT MPaBOro Kpas 1 2 CM OT HWKHET0 Kpas niacTUHKK, HaHocAaT 0.005 cM3cTaHAapTHOro pacTeopa narynHHa
(3.5). B TOUKy, HaxoAsLLyOCA Ha PAcCTOSAHUM 2 CM OT JIEBOTO Kpas U 2 CM OT BEPXHEro Kpas MiacTUHKW,
HaHocAT Takxke 0.005 cm3cTaHLapTHOro pacTeopa naty/nvHa. B TouKy, Haxo4sLyoca Ha pacCTOAHUN 2 CM
OT /1eBOT0 Kpas NAacTUHKK 1 4 CM OT BEpXHero Kpas naactuHkn, HaHocat 0.010 cm3cTaHaapTHOro pacTeopa
natynmHa (CM. pUCYHOK 1).

Pasmepbl B CaHTUMeTpax

PucyHok | —/[1BymepHas TOHKOC/NOMHas XpomaTtorpagus

XpomaTorpamMmy pasBuBatOT B HarpaBneHun / (pucyHok 1), ncnonb3ys nogsvxHyo dasy 6eH3on/me-
TaHon/ykcycHasa kucnota (3.2), 40 NPOXOXAEHUS (HPOHTOM PacTBOPUTENS PaccTosiHUA 14 cm. MNacTUHKY
BbIHMMAOT M3 KaMepbl, BbICYLUMBAKOT Ha BO3AYXE, NOC/E Yero pa3BMBalOT XPOMaTorpamMmmMy B HamnpaB/ieHNUm
/1 (pucyHok 1), ucnonb3ys NogsvkHyto asy Tonyon/atunanerar/mypasbuHas kucnota (3.2). 40 NPOX0X-
[leHVs ()POHTOM pacTBOPUTENS PacCTOAHMA 14 cM. MNACTUHKY BbIHUMAKOT U3 KamMepbl ¥ BbICYLLMBAKOT NPy
KOMHaTHOW Temnepatype. M1acTWHKY OnpbICKMBAKOT pacTBopoM rugpoxnopuga MBTI (3.6), mocne uero
BbICYLUMBAIOT B TeueHve 15 MVH B cylwinnbHOM Wwkagy (4.5) npu Temnepatype 130 *C.

6.4 OnpefeneHre KONMYECTBa NaTy/IMHA B 3KCTPaKTe

KonmyecTBo naTy/vMHa B 3KCTPaKTE OMPeAenstoT CPaBHEHWEM WHTEHCUMBHOCTW (P/IHOOPECLIEHLNN
NATHA NaTyMHa U3 3KCTPaKTa C NATHaMMW NaTynuHa U3 CTaHAapPTHOro pacTBopa Npy 061yYeHUN NAACTUHKN
[O/IMHHOBO/HOBBLIM  Y/IbTPaMONETOBLIM CBETOM. [ATHO MaTynMHa U3 3KCTPaKTa WULLYT Ha nepeceyveHuu
neprneHaNKYNApHbIX TMHUIA, COEAUHAIOLMX NATHA NaTy/MHa U3 CTaH4ApTHOro pacTeopa. Ecnv nHTeHcmB-
HOCTb (hntoopecueHyMn NaTHa natynmHa n3 0,020 cM53KcTpakTa Bblle UHTEHCUBHOCTM (P/IKOOPECLIEHL MM
NATEH NaTyaMHa U3 CTaHAAPTHOrO PacTBOpa, 3KCTPAKT PasBOAAT 3TWNALETATOM U MOBTOPSAIOT Npoueaypy

3
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TCX-aHanusa no 6.3. ECM MHTEHCMBHOCTbL PNIOOPECLIEHLIMN NATHA NaTy/IMHA U3 3KCTpaKTa CpaBHUMa C
WHTEHCUBHOCTbIO (DIHOOPECLIEHLUM OAHOMO M3 MATEH NaTy/MHA U3 CTaHAAPTHOro pacTBopa, TO KOHLEHT-
pauus natysvHa B aHanu3npyemoi npobe cocta&Tset 25 Mkr/gm5n160 50 MKr/am3 COOTBETCTBEHHO.
Mpn nposefeHWN aHanM3a OMUCaHHbLIM METOAOM [AOCTUraeTCcAa MOMHOe OTAefleHVe natyfivHa oT
okcumeTundyppypona (OM®), nosTomy NocnefHU He BAUSAET Ha Pe3yNbTaTbl aHanm3a.

7 OO6paboTKa pe3ynbTaros

CogaepxkaHue naTy/sMHa B NMPoAyKTe pp, MKI/AM3, BEIYMCASIOT No (opmyre

)
Po~ 50 « 105,

rae K> - KOHeuYHbIl 06bem, 40 KOTOPOro JOBEAEH OYMLLEHHbIA 3KCTPaKT, CM3
I, —06beM 3KCTpaKTa M3 NPobbl, HAHECEHHbI/ Ha NAACTUHKY, CM3
\\ —06bem cTaHAAPTHOrO pacTBopa NaTynnHa (3.5), COOTBETCTBYHOLLMIA NATHY TOW YK€ MHTEHCMBHOCTY
(hNOOPECLEHLMM, YTO M NATHO NaTy/IMHA U3 3KCTpaKTa, CM3
pAl —KOHLeHTpaLms naTy/MHa B CTaHAApPTHOM pacTBope, MKr/ cM3
50 —o6bem Mpobbl, B3ATbIA AN 3KCTPakuum, cM3

8 TouHOCTb MeTOga

8.1 CxoauMOCTb pe3y/bTaToB
r = 33.4 mkr/gm3;3, = 29.4 mkr/gm3

rfe r —npegen CXoauMOoCTH;
3, —CpefHee KBafpaTNyecKoe OTK/IOHEHWE CXOAMMOCTMH.
8.2 Bocnpon3soavMMOCTb pesy/ibTaTos

R = 41,0 mkr/gm3; 3, = 35,8 mkr/gm3.

rie R —npegen BOCMNPOM3BOAUMOCTMY;
sf - cpefHee KBaJpaTM4ECKOe OTK/IOHEHWE BOCMPOM3BOANMOCTM.

9 TlpoToKoA MCnbITaHWA

B npoTokone ncnbiTaHWUiA yKa3blBatoT:

- METOZ, UCMbITaHWIA:

- pesynbTaT UCNbITaHWI;

- OKOHYaTe/bHbI/ pPe3ynbTaT C OLEHKON CXOAMMOCTH, ecnn Bblia NPOBEpPeHa CXOAMMOCTL pesy/bTa-
TOB.

Takke cnefyet OTMETUTb OCOGEHHOCTU MPOBEAEHUS WCMbITAHWI, He YKa3aHHble B HACTOALLEM
CTaHJapTe UM paccMaTpuBaeMble KaK HECYLLECTBEHHbIE, C MOOOYHbIMY OBCTOATENLCTBAMMU, CMIOCOOHLIMY
MOBMUATL Ha pe3y/bTaT UCMbITaHWUIA.

MpoToKoN MCMbITaHWIA fOMKEH cofepXKaTb MHOPMaLMI0, HEOOX0AUMYHO ANl MONHOW MAeHTUdMKa-
unu obpasua.
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YK 664.863.001.4:006.354 OKC 67.160.20 H59 OKCTY 9109

KntoyeBsble cnoBa: A6/104HbIA COK, KOHLEHTPUPOBAHHBIA A6/10UHbIA COK, HANUTKK, cofepxaline 16104-
HbI COK, NaTy/uH. OMNpeAeneHne CofepXxaHus, TOHKOCNOWHas XpoMartorpagus
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