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TOCYIAPCTBEHHBIUNU CTAHIAPT POCCUUCKOUNU ®PENEPAIIUNA

COKMU ILIUTPYCOBBIE

Mertoa onpeneieHMsA MACCOBO KOHIEHTPAIMH reCnepuIiHa ¥ HAPMHTMHA
¢ NOMOIIBIO BBICOKOID(MEKTUBHON XUIAKOCTHOI XpoMarorpapuu

Citrus juices. Method for determination of hesperidin and naringin mass concentration
using high performance liquid chromatography

Hata eeenenna 2001—01—01

1 O0aacTp npuMeHeHu

Hacrogimii ctaHaapT pacipoCcTpaHIeTCd Ha LIUTPYCOBBIE COKU U YCTAHABIMBAET METO/I OIIPEACIICHUA
MACCOBOM KOHIICHTPALIMU IECIEpUAMHA U HAPUHIMHA C IIOMOIIUBLIY BBICOKOA(M@MEKTUBHON XKUAKOCTHOM
xpoMarorpaduu.

Jlnaria3oH oIpeacicHUI MAacCOBOM KOHIEHTpAMU TreclepyuanHa M HapuHruHa — ot 300 1o
2000 mr/mm3.

2 HopMmaTuBHbIE cehLKn

B HacTogmeM cTaHmapTe UCIIOJIb30BAaHbI CChUIKM HA CIIEAVIOIIME CTAHIAPTHI:

['OCT 61—75 Kucnora ykcycHad. TexHndeckue yciIOBUA

I'OCT 1770—74 1locyna MepHadg naboparopHad cTexkiidHHad. HIMWImHApBI, MEH3YPKU, KOJIOLBI, IIPO-
oupxu. OOIIUE TEXHUYECKUE VCIIOBUA

['OCT 5712—78 AMMOHUM LIABEJIEBOKUCIIBINA 1-BOAHBIN. TeXHUUECKUE YCIIOBUMA

['OCT 20289—74 HumermipopmamMua. TexHUYeCKUE YCIIOBUYI

['OCT 24104—88 Becnl madbopaTopHbIe OOIIETO HA3HAYEHUI U 0oOpa3noBble. OOIINE TEXHUYESCKIE
YCJIOBUA

['OCT 25336—82 Ilocyna n obopyirmoBaHue jJadopaTopHble CTEKIJITHHDBIE. T WITBI, OCHOBHBIE ITapaMeT-
pPBI U pa3sMeEpPBDI

['OCT 26313—84 Ilpoaykrsl IepepaboTKN ILIOA0B 1 oBontel. I IpaBnita mpueMKy, METOIBI OTOOPA IIPOO

['OCT 26671—85 IlpoaykTsl 11epepabOTKN ILIOAOB U OBOILE, KOHCEPBBI MICHBIE Y MACOPACTUTEIb-
Hble. IloaroToBka 11pod mwis 1abopaTOPHLIX AHAJIN30B

['OCT 29227—91 (UCO 835-1—81) llocyna siaboparopHad crekiigaHHasd. 1lureTkuy rpagypoBaHHBIE.
Yacrp 1. O01ue tpeboBaHmd

['OCT P 51431—99 Coxu @pyKTOBBIE U OBOIIHBIE. METOI OIIPEACIICHNSI OTHOCUTEILHOM IUIOTHOCTHU

NCO 3696—87* Bopa juig j1abopaTopHOro aHajansa. TexXHU4ecKue YCIOBUS U METOIbI MCITBITAHUN

3 CymHocTh METOAA

MeToa OCHOBAH Ha SKCTPAKUMU TeCliepUaIMHA U HAPUHIMHA U3 IIPOOBI COKA PACTBOPOM IVMETUII-
(bopMamMumaa I1py HArpeBaHUU U KOJINYECTBEHHOM OIIPEACIICHUM UX MACCOBBIX KOHIICHTPALIUN B 3KCTPAKTE
C IIOMOIIBIO BBICOKOI(P(PEKTUBHON XKUAKOCTHOU XxpoMarorpadpuu (BO2KX) ¢ nnpuMeHeHEM 00pallleHHO-
(pa30BOM KOJIOHKU U CIIEKTPOPOTOMETPUIECCKOTO ACTEKTOPA B YVILTPAPUOIIETOBOM O0JIACTU CIIEKTpA.

* HencrByer 10 BBeiaeHUA B aevicteue I'OCT P, pazpadoranHoro Ha ocHoBe craHaapra UCO.

HN3nanue opuumaabHoe

D npuMedaHue OI'YII « CTAHIAAPTHUH®OPM>» (c. 6).
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4 CpeacrBa u3mepeHuH, J1adopaTopHoe 000pya0BaHHE, PEAKTHBbI H MATEPHAJIBI

Becnr s1adboparopHbie 001ero HasHadeHUd 110 1 OCT 24104 ¢ HanboOIbIINM IIPEAEIOM B3BEILIMBAHUA
20 T, 2-T0 xJ1acca TOYHOCTM.

Becobr maboparopHbie 0b1ero Ha3zHadyeHUA 110 1 OCT 24104 ¢ HanOoOABIIMM IIPEACIIOM B3BEILIVBAHUA
200 1, 2-T0 xJ1acca TOYHOCTH.

KMAKOCTHBIN XpoMaTorpad, COCTOSIINIL 13:

- Hacoca BBICOKOTO IABJICHUS C BEPXHUM IIPEIEIOM AaBiieHUd He MeHee 25 MIla u pmanaszoHom
peryJimpoBaHus 1togaun pactsopureis ot 0,1 1o 5 cm3/MuH;

- TIETJIEBOTO YCTPOMCTBA BBOIA IIPOOLI (MHXKeKTOpa) ¢ padbounMm oobemoM 1teTiu (0,020 cwm3;

- CIIEKTPOPOTOMETPUUECKOTO JAECTEKTOPA C IIEPEMEHHOM UIMHOMN BOJIHBI, IIO3BOJIAIOLIETO IIPOBOANTH
N3MEPEHUE OIITUYECKOU IUIOTHOCTHU IIPY JUJIMHE BOJHBI 287 HM, WIN ACTEKTOPA ¢ PUKCUPOBAHHOM JUIMHOM
BOJIHBI, ITO3BOJIAIOLIETO IIPOBOAUTDL U3MEPEHUA OIITUYECKOM IDIOTHOCTU IIPU JUIMHE BOJHBI 280 HM, CHAb-
KEHHOTO IIPOTOYHOM KBaplLEBOU KIOBETON BMecTUMOCTBIO He 0ostee (0,01 cMm?, ¢ OTHOCUTEIBHON ITOTPEII-
HOCTBIO U3MEPEHNS ONITHYECKON ITUIOTHOCTH He Ooitee 2 %;

- PETUCTPUPVYIOLIECTO YCTPOUCTBA (CaMOIIMCLla WIN UHTETPpaATOpa), IIO3BOJILIOLIETO IIPOBOAUTDL U3ME-
peHUs 1Ipu uyyBcTBUTENIbHOCTU 0,2 MB/CM, ¢ IOTPENIHOCTBIO 3alIMCU B paboumx yciaoBusax He 6osiee 0,5 %:

- KOJIOHKM minHoN 250 MM, BHyTpeHHUM amaMmeTpoM 4 mwium 4,6 MM, 3alI0THEHHON oOpanieHHO-da-
30BbIM COPOEHTOM C IIPUBUTLIMU OKTAACIIVUILBHBIMU T'PYIIIAMHY PA3MEPOM YACTULL 5 MKM.

MUKpOIUIIPULL, BMECTUMOCTBIO, O0ECIICUMBAIOIIE IIOJITHOE 3aII0JHEHUE IIETIIM MHKEKTOPA.

baH4 BojagHad, IIpUroaHada LIA I1ogaepxKaHuda reMiieparypsl (90+2) “C.

Kon6er mepusbie o 'OCT 1770 smectumocTtbio 50, 100 u 1000 cMm3.

Hwmaapet 1o I'OCT 1770 smectumocthio 250 1 1000 cMm?.

DIBTPEI MEMOpPAHHBIE pa3MeEPOM IT10p He bosiee 0,5 MKM.

[Tumterka o I'OCT 29227 tnma 2 ucriomgenud 1, 1-To xir1acca TOUHOCTH BMeCTUMOCTBIO 2 1 10 oM.

AMMOHUU 1IABEIEBOKUCIIBIN 1-BoaHBIN (okcanar amMmmMoHud) 110 1 OCT 5712, x.4.

ALETOHUTPWI JUIS KUAKOCTHON XpoMarorpadguu | 1], x.4.

Humvetmigpopmamupg 1o 1OCT 20289, x.4.

Kucnora yxcycHag o I'OCT 61, x.4.

Boma mra staboparopuoro aHaiamia o UCO 3696 xkareropuu 1.

HapuHruH (HapyHIreHUH-7-HEeOTreCIIepUILO31IL).

['ecriepyaiH (reclriepaiH-/-pyruHO3UN).

JlormyckaeTcst UCIIOJIb30BAaHUE APYTUX CPEACTB U3MEPEHUM, JIA00paTOPHOIr0 000pYyIOBAaHUS U PEAKTH -
BOB, II0 METPOJIOTUUYECKUM U TEXHUUYECKUM XapaKTepUCTUKAM HE YCTYIIAIOIIUX II€PEYNUCICHHBIM BBIIIIE.

5 OT10op m moaroToBka nmpood

5.1 Ot6op mpod — 1o I'OCT 26313.

5.2 TloaroroBxka 1mpo06 x ucneitanusasMm — 110 'OCT 26671.

KoOHILIEHTpHPOBAHHBIE IIPOAYKTHI PA3BOAAT BOAOM A0 3aaHHOTO 3HAYECHUA OTHOCUTEIILHOM IULIOTHOCTH
B COOTBETCTBHUU ¢ HOPMATVBHBIM MM TEXHUYECKHM JTOKYMEHTOM HA KOHKPETHBLIM BUI IIPOAYKTA. OTHO-
CUTEJIBHVIO IUIOTHOCTH pa30aBiicHHOM IIpoObI olpeaeiaoT 1o 1OCT P 51431 u HanmnmeHHOe 3HaA4YeHUE
YKa3bIBAIOT B IIPOTOKOJIE UCIIBITAHUIA.

6 IloaroroBka K nmpoBeeHHI0 HCNBITAHUMA

J1a IIpUTOTOBIIEHUA PACTBOPOB, UCIIONB3YEMBIX IIPU IIPOBECACHUUN UCIIBITAHWS, U ITOABMXKHOM (pa3bl
g BOXKX nciionb3yioT ToIbKO BOAY LI 1abopaTtopHoro aHaimnsa xkareropun 1 mo MCO 3696.

6.1 IlpuroroB/jieHre CTAHZAPTHBLIX PACTBOPOB recnepuauHa ¥ HAPUHTHHA

HaBecku recriepyamHa 1 HapyUHTMHA Maccor 120 MT Kaxmad IepeHOCAT B MEPHBIE KOJIOBI BMECTU -
MocTeio 100 cM3. B k0081 BHOCAT 110 20 cM3 numeTminhopmamuaa. Cogep:XuMoe Koo ImepeMeInBamT 0
[IOJIHOTO PACTBOPEHUA KPUCTAJUIOB TIECIIEpUINHA M HAPUHIMHA, 3aTEM OOBEM COAEPXMMOIO B KOJI0Oax
HOBOIAT JO OTMETKM PACTBOPOM YKCYCHOM KuUCIOThl KoHUeHTpauuun c(CH,COOH) = 0,01 Monb/mom>,
COLEPXKMMOE KOJIO THIATEJIbHO IIepeMeInMBarOT. M3 I10JIydeHHBIX OCHOBHBIX PACTBOPOB IE€CIIEPUINHA U
HapMHTUHA MaccoBol KoHlleHTpauny 1200 Mr/mM3 roToBdaT padoune pacTBOPLI TECIIEPUINHA 1 HAPUHTHUHA
MaccoBoll KoHueHTpauuu 120, 60, 30 u 15 Mr/aM3 ToYHBIM pa3BeleHNEM OCHOBHBIX PACTBOPOB B COOTBET-
CTBYIOIIIEE KOJIMYECTBO Pa3 CMECBK pacTBOpPaA YKCYCHOM KUCIOTHI KOHIeHTpauun ¢(CH,COOH) =
= (0,01 monp/aM3 1 numeTidpopmamuna (8:2 1mo oovemy). CpoK rOZHOCTH OCHOBHBIX U PaOOYNX pacTBOPOB
recliepyaIiHa 1 HapuHIruHa — 30 CyT IIpU XpaHEHUU IIpU TeMIiepaTrype okoJjio 4 “C.

6.2 IlpurorosjeHne pacTBopa okcanara ammonusi Konnenrpamm c[(NH,),C,0,H,0] = 0,025 moan/am3
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HaBecky oxkcasiata aMMOHUSI Maccoi 3.55 r mmepeHOCAT B MepHVIO KOOy BMecTUMOCThIO 1000 cMm3,
pacTBops10T B 100 — 200 cM? BoIbI, 00BbEM COAEPKUMOTO B KOJIOE JOBOIAT BOLOU IO OTMETKHU.

6.3 IIpurorosaenue nmoasipkHoi ¢asel 11 BH2KX

[HogBuxuyio a3y g BOXKX rorosar cmemmBanueM 200 cm?® aunetonurproia, 800 cm?® Boawr u 0,5 cm?
VKCYCHOW KMCIJIOTHL.

7 llpoBeaeHne HCHbITAHUM

7.1 DKeTpaknusa recnepuaiia ¥ HAPMHIMHA U3 NPOObI COKA

[IpoBoasdT nBa apa/uieJIbHBIX OIIPEACIICHUS.

B MepHyoo xo0i10y BMecTUMOCTBIO 50 cMm3 mmmmetkort BHocaT 10 cm3 mcciaepyemont 1pobber, 10 cm?
pacTBOopa oxkcajata aMMOHUS KoHueHTpauuu 0,025 monp/mM3 1 10 cm® pumetwidpopmamuaa. Oo6beM co-
JEPKUMOI0 B KOJIOE TOBOIAT BOJAON A0 OTMETKM, COAECPKUMOE KOJIOBI TIATEIILHO IIepeMernnBarT. 1locie
3TOr0 KOJIOY ¢ pacTBOPOM BBLAECPXKMBAIOT HA BOAIHOMN OaHe Iipu TteMmiieparype 90 "C B teueHue 10 mMuH,
3aTEM KOJIOY € PACTBOPOM OXJIAXKIAKOT A0 KOMHATHOM TEMIIEPATYPBHI U COAEPXKMMOE KOJIObI (DWIBTPYIOT
yepe3 MeMOpaHHbIN PUIbTp. PrIbTpaT UCIIONB3VIOT UM XpoMaTorpapruieckKoro aHajamsza.

7.2 XpomarorpadpvyecKuii aHaJIu3

XpoMartorpa@MUUIeCKUl aHaJIU3 pPA0OYUX CTAHAAPTHBLIX PACTBOPOB TeCIIEPUIANHA UM HAPUHIMHA U
SKCTPAKTOB U3 IIPOOLI, IIPUTIOTOBICHHBIX 110 7.1, IIPOBOAYIT IIPU CICAYIOIIUNX YCIOBUIX:

CocraB IIOABUKHOM (pa3bl — 110 6.4;

CKoOpocCTh 1IOTOKA ITOABMXKHOMU (ha3sl — 1,0 cM3/MUH;

JIJIMHA BOJIHBI AeTEKTOPA — 287 HM JUIA JeTeKTOopa ¢ IIePEMEHHON UIMHOM BOJIHBI;
280 HM g gerekropa ¢ (PUKCUPOBAHHOM JIJIMHOM BOJIHBI;

YyBCTBUTEIBHOCTD ACTEKTOPA — 0,05 — 0,2 eInHUL] OIITUYECKOM IUIOTHOCTU HA ITOJIHVIO
[IKaJIy,

O0bEM aHAJIM3UPYEMOI'O pacTBOpa — IIOJIHOE€ 3all0JIHEHUE IIETIIM MHXKEKTOPA.

AHaJIM3 paboOYMX CTAHAAPTHBIX PACTBOPOB IIPOBOMIAT HEIIOCPEACTBEHHO IIEPE] aHAIM30M KaXKIOM
CEPUU SKCTPAKTOB.

PeructpupyrotT 1wiomaay ImMKOB U BpeM4 YAESPXKUBAHUA TeCIICpUANHA U HAPUHTUHA.

Ecnu 1oromaab I1MKa aHAJIM3UPYEMOTO BEILECTBA B SKCTPAKTE U3 IIPOOLI IIPEBBIIIAET IUIOIAAL IIMKA
3TOr0 BEHIECTBA B pabouyeM CTAHAAPTHOM PACTBOPE HAUOOJIbINEN KOHIECHTPALMM, 3KCTPAKT U3 IIPOOBI
pPa3sBOAAT BOHAOM, UCIIONB3YA ITUIIETKY UM MEPHYIO KOJIOY ITOAXOAMIIEH BMECTUMOCTU, U IIPOBOIAT €rO0
IIOBTOPHBIN XpoMaTorpapmuyecKuil aHaIn3.

HM3-3a orpaHM4YeHHOUN CTAOWJIBHOCTU 3KCTPAKTOB IIPOMOJKUTEIIBHOCTD IIPOBEACHUS MCIILITAHUA HE
JIOJIKHA IIPEBBINIATL 24 4.

8 O0paboTka m odopmieHHne pe3ybTaATOB

O06paboOTKYy PE3YJIbTATOB UCIIBITAHUS IIPOBOISIT 110 METOIY BHEIIIHETO CTAHAAPTA, NCXOII U3 JIMHEUHOU
3aBICUMOCTH IDIOIIAAM IIMKa OT KOHLIEHTpAalluU TecliepyaAHa 1 HapWHTMHA.
MaccoBy0 KOHLEHTPALUIO TeClIepUaHa WIN HAPUHTUHA X, MT/IM3, BBIUUCIISIOT 110 (hopMyIIe

S
X =T (1)

e S — Iutomaib IIYKa recliepuavia Wi HapUHIMHA IIPpY aHaJIN3€ 3KCTpakTa U3 IIPoObI, €. IUIOIL.,
V, — 00beM, 10 KOTOPOro AoBeAeHA 1Ipoba 1Ipu HpI/IFOTOBJIGHHI/I3 9KCTPAKTA, CM>;
V5, — 00beM IIPOOBI, B3ITHIA AJIA IIPUTOTOBJIIEHUS 3KCTPaKTa, CM”;

k — IpaIyMpOBOYHBIN KOAP@PUIIMEHT COOTBETCTBEHHO LI HAPWHIMHA WIN IeCIIEpUANHA, €. IDIOML. X
X JIM> /MT', pACCUMTBIBAEMBII 110 (hopmyIie

Sl
k=—, (2)

C

TIe S| — IUToIaab IIMKa TeCIIepUANHA WJIM HApMHIMHA IIPY aHAJIN3e padbodyero CTaHIAPTHOTO pacTBOpA,
€. TUIOIIL.;
¢ — KOHLIEHTPALIMA TeCIIEPUANHA WIM HAPUHIMHA B PAGOUYEM CTAHIAAPTHOM PACTBOPE, MI/IM>.

[IlpumMmegannme — [lpy HEOOXOMMMOCTH OIPCACICHUS HAPUHIMHA W TeCIEpUIMHA B HABECKE MACCOBVIO
JTOJIIO 3THUX BEINECTB B IIPOJAYKTE X, MI/KT, BEIYMCISIOT 110 POPMYIIEC
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rac m — MdCCd HABCCKH, .

BeraucieHmd ITPOBOIAT HO IICPBOTO JICCATUYHOI'O 3HAKA.

OTHOCUTEIILHOE PACXOKICHNE MEKIY pe3yiIbTaTaMI ABYX OIIPEACICHIN, BEIIOJHEHHBIX OJHUM OIIE-
pPaTOPOM IIPU aHAIM3E OJHOM M TOM XK€ IIPOOBI, C UCIIOJIB30BAHNEM OOHUX U TEX XK€ CPEIACTB U3MEPEHUIN U
pPEAKTHBOB, B TECUEHUE BO3MOXHO MUHUMAJILHOTO MHTEPBaJIa BPpEMEHM, HE JOJDKHO IIPEBHIIIIATE HOpMAaTUBa
OIIEPATUBHOTO KOHTPOJIA cxoauMocTn 6 % (P = 0,95). I1pu cob1ro0eHUHM 3TOTO YCIOBUA 34 OKOHYATEILHBIN
pe3yJIbTAT UCIIBITAHUS IIPUMHUMAIOT CpellHee apU(PMEeTUUECKOE PE3YJIBTATOB JABYX IIapaUICIbHbBIX OIIPEIEIIe-
HUM, OKPYIJIEHHOE OO LIEJIOTO 3HAYEHUA.

OTHOCUTEIIbHOE PACXOXISHUE MEXIY pe3yiIbTaTaMU JIBYX OIIPEACICHNN, BBIIIOJTHEHHBIX B ABYX J1a00-
paTOPUAX IIPU aHAJIMN3E€ OAHOM M TOM XK€ IIPOObI, HE MOJDKHO IIPEBBILIATE HOPMAaTUBa OIIEPATHUBHOIO
KOHTPOJIA BocIIpousBoanmoctu, 16 % (P = 0,95).

[Ipenesbl OTHOCUTEIBHON IIOTPEIIHOCTH OIIPEHACICHUS MacCOBOM KOHILIEHTpALlMM IeCliepUarHA U
HAapUHTHMHA IIPU COOIOAECHUM YCIOBUM, PETIIAMEHTHUPYEMBIX HACTOSIIVUM CTAaHOAPTOM, HE IIPEBBINIAIOT
+11 % (P = 0.,95).

B 1mpoToxoiie MCIIbITAHUIT YKA3bIBAKOT:

MH@POPMALINIO, HEOOXOAUMYIO UIA MACHTU(PUKAINU UCCIIEAYEMOrO ITPOAYKTA (BUA IIPOAYKTA, IIPO-

UCXOXIeHUE, IUdp):;

CCBUIKY Ha HACTOMIIUN CTaHIAPT;

JaTy 1 CIrocodb ordopa 1pood (110 BO3MOXHOCTH);

ATy ITOJIYYCHUA IIPOOLI I UCIIBITAHUMN;

ATy IIPOBEACHUS UCIIBITAHNN;

pE3YJIbTAT UCIIBITAHUN C YKA3aHUEM ITOTPEIIHOCTU U €IWHUIIBI U3MEPEHUN;

COOJIIOACHNE HOPMATUBA KOHTPOJIA CXOAUMOCTU PE3YILTATOB;

OCODEHHOCTH IIPOBEACHUA UCIILITAHUM (pa3BeAcHNE KOHLIEHTPUPOBAHHOU IIPOOBI, OTHOCUTEIIbHYIO

IUIOTHOCTD Pa3BEACHHON IIPOOBI U IIP.):

OTKJIOHCHUA YCJIOBHﬁ ITPOBCIACHM A UCIIBITAHUM OT OIIMCAHHBIX B CTAHAAPTC, KOTOPLIC MOIJIA

ITOBJIMATDL HA PC3YJIbTAT.
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ITPUJTOXKEHHUE A
(CIIpaBOYHOC)

bubaunorpacgpusa

[1] TV 6-09-06-1092—83 AmeTOHUTPWI UL XUAKOCTHOM XpoMaTorpadpum

VK 664.863.001.4:006.354 OKC 67.160.20 H59 OKCTY 9109

KirroueBple ci1o0Ba: NUTPYCOBBIE COKU, TeCIIEPUANH, HAPMHTMH, MaccoBasd KOHUECHTPAIIUA, METOI OIIPEIeE-
JIEHUSI, BBICOKO(P(PEKTUBHAA XXKMIKOCTHAS XpoMaTorpadust




ITPUMEYAHUE OI'YII «CTAHIAPTUH®OPM»

Yxazannsbiil B pasneine 2 «<HopmarusHabie ccouiku» K ['OCT P 51427—99:

['OCT 24104—88 3ameHeH Ha [ OCT 24104—2001 Becsl s1adboparopHbie. OBIINE TEXHUYECCKUE TPE-
OOBaHUA

Penaxkrop P.I. Toeepdosckas
Texuuaeckuii pepakrop H.C. Ipuuiaroesa
Koppekrop A.C. Yeproycosa
KoMnrerorepHad Bepcerka A.H. Joaomapeeoit

[Tonmucano B medars 27.05.2008.  @Popwmar 60}{841/3. bymara opcetrHaa. 'apHurypa Tanmc. Ilegars opceTrHasa. Ycin. meq. . 0,93,
Vua.-u3n. 1. 0,67. Tupax 104 3x3. 3ak. 616.
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