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TOCYIAPCTBEHHBI 1 CTAHJIAPT POCCHUHMCKOMN ®PEAEPAILIUU

COKH IUTPYCOBBIE

Meron onpeaeaeHns MACCOBOH KOHIEHTPALMH recHEepUINHA 1 HAPUHIMHA
¢ MoMOMmpbIO BbICOKO3(h(eKTUBHOI KHUAKOCTHOH XpomaTorpapuu

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

Mara BBegenus 2001—01—01

1 ObnacTp npuMeHEeHUs

Hacrosmmit cTaHnmapT pacipocTpaHsaeTcsl Ha UTPYCOBBIE COKU U YCTAHABIMBAET METOM ONpedeIeHIsS
MACCOBOM KOHIIEHTpAalMK TeCIIepPUIINHA U HAPUHTMHA C IIOMOIIBI0 BBHICOKOA()GHEKTUBHOM XUAKOCTHOM
xpomarorpadui.

Juama3oH oIpemeneHus MacCOBOM KOHIEHTPAIMM TecCIepuIrMHa W HapuHruHa — ot 300 mo
2000 mr/mm3.

2 HopmaTtusHbIE cepiku

B HacTrogimeM cTaHmapTe MCIIOIL30BAHBI CCHUIKM HA CIIEAYIONIVE CTAHIAPTHL:

I'OCT 61—75 Kuciora ykcycHas. TeXHUIecKue yCIOBHS

TOCT 1770—74 Tlocyma MepHad JjiabopaTtopHas cTeKJigHHas. IIVUIMHAPBI, MEH3YPKH, KOJOBI, IIPO-
6upku. OOIIMe TEXHUYECKUE YCIOBUS

TOCT 5712—78 AmMOHMIT IaBeIeBOKUCIBII 1-BomHbIil. TexHIYecKe ycIoBus

T'OCT 20289—74 dumetwrdpopmamua. TexHUUeCKHE YCIOBUS

TOCT 24104—88 Becw nmaGopaTopHble 0OIIero HasHaueHUS U obGpasloBbie. OOIINe TeXHUUYECKUE
YCIIOBUS

I'OCT 25336—82 ITocyma u o6opymoBaHue JaGopaTopHbie CTEKISHHbBIE. TUIIBI, OCHOBHBIE ITapaMeT-
DHL U pa3MepH

I'OCT 26313—84 IIpomykTsl epepaGoOTKH TUIONOB U oBolleit. [IpaBiia preMKu, METOIBI 0TGOpA ITPOs

TI'OCT 26671—85 IIpomyKThl I1epepaGoTKH IUIOAOB U OBOILEH, KOHCEPBBI MSACHbIE U MIACOPACTUTEIb-
Hole. [ToaroroBka mpob mwrsd 1abopaTOpHBIX aHATU30B

T'OCT 29227—91 (MCO 835-1—81) Ilocyma na6opaTopHas cTekIssHHas1. [TueTKy rpagypOBaHHEIE.
Yactp 1. O61me TpeboBaHUS

TI'OCT P 51431—99 Coxu ¢pyKTOBBIE 1 OBOIIHBEIE. METOI ONpeAeseHsI OTHOCUTEBbHOI INIOTHOCTH

UCO 3696—87* Boma mwist 1a60paTopHOro aHanusa. TeXHUYeCKue YCIOBUS U METOMbI UCTIBITAHMIA

3 CymHocTh MeTOAA

Merton ocHOBaH Ha SKCTpakllMK IeClEpUAMHA U HApMHTMHA U3 NPpOoOLI COKA PacTBOPOM JMMETII-
dopmamua Ipy HarpeBaHUK U KOJTMYECTBEHHOM OIIPEAEIEHNN UX MAaCCOBBIX KOHIIEHTPALI B 9KCTPaKTe
C TIOMOIIBIO BEICOK03bdheXTUBHOI KuaKkocTHOM xpoMarorpaduu (BOXKX) ¢ npuMmeHeHMeM oOpalleHHO-
(¢a30BOM KOJIOHKHU U CIIEKTPOGOTOMETPUIECKOTO AETEKTOPA B YIABTPahUOIETOBOM OOIACTH CIIEKTPA.

* IletictByeT o BBemeHus B aeiicteue I'OCT P, paspaboraHHoro Ha ocHoBe cranmapra MCO.

W3nanne opunuaibaoe

D Cum. mpuvesanne ®TYIT « CTAHIAPTUH®OPM> (c. 6).
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4 Cpencra u3mepenHii, 1adopaTopHoe 000pyaoBaHHE, PEAKTHBBI H MATEPHAJIbI

Becsol 1aboparopHbie o61ero HazHaueHUS 1o I'OCT 24104 ¢ HAUGOIBIIUM IIpeeioM B3BEIIMBAHUS
20 r, 2-To KIacca TOYHOCTH.

Bechl naGoparopHbie o6niero HazHaueHus 1o ['OCT 24104 ¢ HauGOIBIIMM MIPEAeIOM B3BEIINBAHUS
200 r, 2-ro Kyacca TOYHOCTH.

KunkocTHbI xpomaTorpad, COCTOSIINT U3:

- Hacoca BBICOKOTO IAaBJICHMS C BEPXHUM IIPEAEIOM OABIeHMS He MeHee 25 MIla u guama3oHOM
perynupoBaHus Itogadu pactBopurest ot 0,1 mo 5 cM3/MumH;

- IETJIEBOTO YCTPOMCTBA BBOAA IIPOOHI (MHXKEKTOpa) ¢ paboumm oobemoM metinu 0,020 cm3;

- CIeKTpodhOTOMETPUUECKOTO AETEKTOPA ¢ IIepeMEHHOMN IIMHOM BOJHEI, ITO3BOJISIONIETO IIPOBOIUTE
U3MepeHNe OITUYECKON IUIOTHOCTY IIPY JIUIITHE BOJIHEI 287 HM, WM OeTeKTOpa ¢ GUKCUPOBAHHOMN IINHOMN
BOJTHBI, TIO3BOJITIOLIETO IIPOBOAUTD M3MEPEHUS OITMYECKOM IUIOTHOCTH IIPU MIHe BoJHBEL 280 HM, CHA0-
KEHHOT'O TIPOTOYHOM KBaplLIEBOM KIOBETOM BMeCTUMOCTEIO He Gosee 0,01 ¢M3, ¢ oTHOCUTEILHOI ITOrpel-
HOCTBIO U3MEPEHUS OIITUYECKON IIOTHOCTU He Gonee 2 %;

- PETUCTPUPYIOLIETO YCTPOMCTBA (CaMOIIMCLIA WIM MHTETPaTOopa), IO3BOIAIONIETO IIPOBOAUTE U3Me-
peHust 11pu yyBcTBUTEIBHOCTY 0,2 MB/CM, ¢ ITOTPEIIHOCTRIO 3aIIMCH B pabouyx ycioBuax He Gonee 0,5 %;

- KOJIOHKM UIMHON 250 MM, BHYTpeHHUM guaMmeTrpoM 4 wim 4,6 MM, 3aII0THEHHON obpaleHHo-(ha-
30BBIM COPOEHTOM C IIPUBUTHIMU OKTAXEIIIIEHBIMY IPYIIIIaAMU Pa3MEPOM YaCTHIl 5 MKM.

MuxpommpuI BMECTUMOCTBIO, OOECIIEIMBAIONIE ITOJTHOE 3alI0OIHEHUE IIeTIIM UHXKEKTOpa.

bang BoxsiHast, IpUTrOAHAA IS TTonAepXKaHus TeMirepatypsl (90+£2) °C.

Kon6er meprbie mo I'OCT 1770 Bmectimoctrio 50, 100 1 1000 cm3,

Hwmaaper mo 'OCT 1770 BmecTumoctrio 250 u 1000 cm3.

OwIbTpE MeMOpPaHHEBIE pa3MepoM ITop He Goiee 0,5 MKM.

TTumerxa o 'OCT 29227 tuma 2 ncrionHenus 1, 1-ro xmacca TOYHOCTH BMeCTUMOCTRIO 2 1 10 cm3,

AMMOHUI 1IaBeeBOKUCIBIN 1-BogHbil (okcanzaT ammonus) mo T'OCT 5712, x.u.

ANETOHUTPWI IS XKUIKOCTHOM xpoMmarorpaduu [1], x.4.

Huvetundopmamun o F'OCT 20289, x.4.

Kucnora ykcycnas o TOCT 61, x.u4.

Boma msa maGoparoproro aHaiusa mo MCO 3696 xareropun 1.

Hapuurun (HapuHreHMH-7-HeorecIepuao3u).

Teciepymun (recriepuauH-7-pyTHHO3U).

HomyckaeTcst UCIIOIb30BaHUE APYTUX CPEACTB U3MEPEHMIA, 1abopaTopHOTO 0GOPYTOBAHUS U peaKTH-
BOB, 110 METPOJIOTMYECKUM U TEXHUUYECKMM XapaKTepUCTUKAM HE YCTYIAIONINX TEPeYMCIeHHBIM BHIIIIE.

5 Ot6op 1 noaroToBKa Npod

5.1 O160p nmpo6 — o I'OCT 26313.

5.2 TloaroroBka mpo6 K ucnbitanusM — 1o I'OCT 26671.

KoH1IeHTpUpOBaHHBIE MPOAYKTHI PA3BOAAT BOMOM IO 3aJaHHOI0 3HAYEHUSI OTHOCUTEJIBHOM IIOTHOCTH
B COOTBETCTBUM C HOPMATUBHBIM WM TEXHUYECKMM HOKYMEHTOM HA KOHKDETHBINM BUJI IIpOayKTa. OTHO-
CUTEJIBHYIO IUIOTHOCTBH pa3bamieHHO 1poGbl omnpeaesitor 1o 'OCT P 51431 u HaiimeHHOe 3HaYeHUE
YKa3bIBaIOT B IIPOTOKOJIE€ MCITBITAHUIA.

6 IToaroToBKa K MpOBEAEHHIO MCTILITAHMIA

11 IpUroTOBNIEHUA PACTBOPOB, MCITOJIb3YEMBIX IIPU IIPOBEXCHUM WCITBITAHUSA, Y TOABVXKHOMN (ass
it BOXKX ucnonb3yioT ToIbKo Boay Ui jJabopaTopHOoro aHanmsa Kareropuu 1 o MCO 3696.

6.1 IIpuroToBieHne CTAHIAPTHBIX PACTBOPOB reCEPUAMHA M HAPHHIHHA

Hasecku recrepuayHa U HapUMHTHHA Maccoil 120 Mr KaXpaas TIepeHOCIT B MEPHBIE KOJIOBI BMECTH -
MocThio 100 cMm3. B xon6s1 BHOCAT 1m0 20 M3 auMeTidopmamua. Coaepxumoe Koib IepeMelmBaioT 10
MIOJTHOTO PAcCTBOPEHMS KPUCTAUIOB TeCIIEpUMAMHA M HAPMHIMHA, 3aTEM OObEM COHEPXKHMMOTO B KOJI6ax
JOBOIAT 1O OTMETKU pPacTBOPOM YKCycHOW KucnoThl KoHueHTpaimu ¢(CH;COOH) = 0,01 monb/mm3,
cofiepkiMoe Koi® THIaTeNbHO MepeMelmmBaoT. V3 MTOy9eHHBIX OCHOBHBIX PACTBOPOB TeCIIEPUAMHA U
HApUHTHHA MAcCOBOI KOHLeHTpauuu 1200 Mr/am3 roTosaT paboune pacTBOPHI TeCIIEPUANHA U HAPMHIMHA
MaccoBoit KoHLeHTpaumy 120, 60, 30 u 15 Mr/aM? TOYHBIM pasBEAEHNEM OCHOBHBIX PACTBOPOB B COOTBET-
CTBYIOILIEE KOJIMYECTBO Pa3 CMECBIO pacTBOpa YKCycHoM KucioTsl KoHueHTpauuu ¢(CH;COOH) =
= 0,01 monp/aM3 u gumeTIIhopMamma (8:2 Mo 06beMy). CpoK TOMHOCTH OCHOBHBIX M PaGOYIX PACTBOPOB
recriepuayHa ¥ HapuHruHa — 30 CyT IIpu XpaHEHUM IIpU TemIlepaType okono 4 °C.

6.2 IlpuroToBieHHe pacTBOpa OKcanaTa aMMonns Konnenrpamm [ (NH,),C,0,H,0] = 0,025 momnn/am3
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Hasecky okcanara aMMOHMSL Maccoil 3,55 T IepeHOCIT B MEPHYIO K00y BMecTMOCTRIO 1000 cM3,
pactBopsioT B 100 — 200 cm3 BobI, 0OBEM COACPXMMOrO B KOJIOE HOBOMAT BOMOM IO OTMETKH.

6.3 IIpuroTonienue nmoaBkuoi hassl 11a BHKX

IoasuxHyo dasy it BOXKX rorosar cmermBarnuem 200 cm3 anteronurpuia, 800 cm3 Bomst u 0,5 cm3
YKCYCHOI KUCIIOTHI.

7 IlpoBeaeHne MCHBITAHMIA

7.1 DKCTpakuus recuepuanHa W HADHHTHAA U3 NPOOBI COKA

TIpoBomsT ABa MapaUIETBHBIX OIIPEIETIEHNS.

B MepHyio x0j16y BMecTUMOCTBIO 50 cM3 1mrerkoit BHocaT 10 cM3 mccnenyemoit mpo6er, 10 cm3
pacTBopa okcanara aMmmoHus KoHueHrpauuu 0,025 monp/mm3 u 10 cm3 qumerwidopmamuma. O6beM Co-
JIEPKUMOTO B KOJIOE JOBOAST BOJOI IO OTMETKH, COAEPKIMOE KOJIOH TIIATEIRHO MepeMelnnBaioT. IToce
3TOro KoJIby ¢ pacTBOPOM BBIAEPXKMBAIOT Ha BougHOU O6aHe npm Temieparype 90 °C B teueHue 10 MuH,
3aTeM KOJIOY ¢ PACTBOPOM OXJIAXKIAIOT A0 KOMHATHON TEMITEPATYPHl M COAEPKMUMOE KOJIOBI (hIWIBTPYIOT
yepe3 MeMOpaHHBIN GIbTp. OUIBTPAT UCIONIL3YIOT UL XpoMaTorpapmuecKoro aHaamsa.

7.2 XpomarorpaduyecKuii aHAIU3

Xpomarorpadpuueckuii aHaTU3 pabOYMX CTAHAAPTHBIX PACTBOPOB TreClepUMANHA M HApUHTUHA U
BKCTPAKTOB U3 IIPOOKI, IPUTOTOBIIEHHBIX 110 7.1, IIPOBOAST IPU CIEAYIOUINX YCIOBUAIX:

CocraB OABILKHOM (ha3bl — 10 6.4;

CKopocTh 1MoToKa OABMKHON dhaszsl — 1,0 cm3/mMuH;

JmHaA BOIHBI JeTEKTOpA — 287 HM UL JeTeKTopa C MepeMEHHO JUIMHOIT BOJIHEL,
280 M g getekTopa ¢ (PMKCUPOBAHHOM JJIMHOI BOJIHBL,

YyBCTBUTEIBHOCTH AETEKTOPA — 0,05 — 0,2 eanHUL] ONITHMYECKOI TUIOTHOCTH HA IOJIHYIO
mKany;

O0beM aHAJIU3UPYEMOTO PacTBOpa — IIOJIHOE 3aIIOJIHEHME MEeTIM MHXKEKTOopa.

Ananmu3 pabodrx CTAHAAPTHBEIX PACTBOPOB IIPOBOMAT HETIOCPEACTBEHHO IEpel AHAIU30M KaXmOi
CEPUU 3KCTPAKTOB.

Pernctpupyror momany MMKOB U BpeMA YACPXUBAHUS TeclIepUINHA M HAPUHIHHA.

Ecnu 1otomans nmuka aHATU3UPYEMOTO BEMIECTBA B 3KCTPAKTE U3 NMPOGHI MPEBBIIIAECT IUIONIAh ITHKA
5TOTO BEIECTBA B pabouyeM CTAHZAPTHOM PACTBOpPE HaMOOJblEH KOHLEHTPAIMM, KCTPAKT U3 IIPOOHI
pPasBOIAT BOIOMW, MCIIONB3YS ITUIIETKY M MEPHYIO KOJOY IOAXONAIUE BMECTUMOCTH, M IIPOBOMAT €ro
TIOBTOPHBIN XpoMaTOrpa®UIecKIii aHaII3.

W3-3a orpaHUYeHHOM CTAOWIIBHOCTH 3KCTPAKTOB IIPOAODKUTEILHOCTD ITPOBEACHUS HCIIBITAHUS He
JIOJKHA TIPEBBIIATD 24 4.

8 Oo0pabotka u odopmacHue pe3yaLTaToB

O0paboTKy pe3y/IbTaTOB UCIILITAHMSA IIPOBOIAT II0 METONY BHEIITHETO CTAHAAPTA, UCXOMI U3 IMHENHOMI
3aBUCUMOCTH IUIOMIAAM MMHKA OT KOHIIEHTPAIIMY TeClepUIHA U HAPMHTHHA.
MaccoByio KOHUEHTPALIMIO TeCIIepUANHA WM HADMHTUHA X, MI/IM3, BRIYUCIIAIOT 110 (GOpMyIIe

_S7 |

e S — IUIoIaAh MUKAa TeclepUaHA YIM HapWHTUHA IIPY aHAJM3e 3KCTPAKTa U3 IIPO6HI, €. TUIOIIL,;
V] — 06beM, 10 KOTOPOTO JOBEAeHA TIpoba IIPY IIPUTOTOBIEHNH SKCTPaKTa, CM-;
¥, — 001eM TIPOGHI, B3ATHII JUISI IPUTOTOBJIEHUS SKCTPAKTa, CM;
k — TpagyMpoBOYHBI KO3MMUIIMEHT COOTBETCTBEHHO I HAPMHTMHA WM IeClepUIVHA, eI, IUION. X
X JIM3 /M, PACCYUTBHIBAEMBIIA TI0 opMyIIe

k=—, (2)

rae 57 — IUIOIaAb KA TrecliepWIrHA WM HAPWHTHHA IIPY aHAIM3e paGodero CTaHIapTHOIO pacTBOpa,
/1. IUIOIIL.;
¢ — KOHLEHTPAIWS TeCIIEPMMHA WX HADMHIMHA B PaGOYeM CTAHJAPTHOM PACTBODE, MI/IAMS3.
NMpumevsanue — [pu HeOGXOMUMOCTHA OMPE/IETCHUST HAPUHIMHA WM TECIIEPUAMHA B HABECKE MAaCCOBYIO
JIONIO 3THX BEIECTB B IIPOAYKTE X|, MI/KT, BEIMHACISIIOT 110 (opMmyIre
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= —, (€))

rae m — Macca HaBCCKU, TI.

Berucnenust IIPOBOIAT O MEPBOro JACCATAIHOIO 3HaKa.

OTHOCHTEIILHOE PACXOXIEHUE MEXIY Pe3yAbTaTaMU ABYX OIIPENEICHUI, BEIIOTHEHHBIX OTHUM OIIe-
paTopoM IIpU aHAIM3E OJHOM U TOI Xe MPOoOkI, C UCIIOJIB30BAHUEM OJHUX U TEX XK€ CPEACTB U3MEPEHMI U
PeakTUBOB, B TCUEHUE BO3MOXHO MUHUMAILHOIO MHTEPBAJIA BpEMEHU, HE JJOJDKHO MIPEBHIIIATh HOPMATHBA
OTIEPATUBHOTO KOHTPOJIS cxomumocTy 6 % (P = 0,95). TIpu cobmoneHnn 3T0ro yejoBUsA 32 OKOHYATEIHHBIA
Pe3yNIbTaT UCTIIHITAHUA TIPUHUMAIOT CPEAHEEe apU(PMETIIeCKOe PE3YIIHTATOBR ABYX TIapaJUIeIbHBIX OIIpe/ielte-
HUI1, OKPYIJICHHOE 10 LIEJIOTO 3HAYCHWS.

OTHOCHTEIILHOE PACXOXACHIE MEXIY PE3YIBTATAMU JABYX OIPEAEICHMI, BBIIIOJTHEHHBIX B JIBYX JIa00-
paTopysiX NP AHATM3E OMHOM M TOM Xe NPOObI, HE NOJDKHO IIPEBBHIIATH HOPMAaTHBA OIIEPATUBHOTO
KOHTPOJIA Bocnpoussogmmocta, 16 % (P = 0,95).

IIpemensl OTHOCUTENHHOU TOTPENTHOCTH OIIPENEIEHUS MACCOBOM KOHIIEHTpALMM TecIepUaHa W
HapUHTWHA TPV COOIIONEHWM YCIIOBUII, PErTIAMEHTHPYEMBIX HACTOSAIIMM CTAHAAPTOM, HE IIPEBBIMIAIOT
+11 % (P = 0,95).

B npoTokose ucrsiTaHmil yKa3pIBaloT:

- uHpopMaLMIO, HEOOXOIUMYIO AT MASHTU(DUKALINY UCCIIEAYEMOro IIPOAYKTa (BUI POAYKTA, IIPO-
HCXOXIEeHUE, Idp);

- CCBUIKY Ha HACTOSIIIVNI CTAaHOAPT;,

- JaTy ¥ ciocob ordopa 1po6 (1Mo BO3MOXKHOCTH);

- 1Ty TIOJly9EHUS IPOOBI JUI UCIIBITAHUIA;

- 1Ty IIPOBEACHUS UCIIBITAHUIL;

- DE3ynbTaT UCIBITAHUM C YKa3aHUEM MOTPEIIHOCTU U €AVMHULIBI U3MEPEHMIL,

- COOJIOIEHVE HOPMAaTUBA KOHTPOJISA CXOOUMOCTU PE3Y/IbTATOB;

- 0COOEHHOCTU NIPOBEACHMS UCIIBITAHUI (pa3BeACHNE KOHLUEHTPUPOBAHHON MTPOOKI, OTHOCUTEILHYIO
IUIOTHOCTH PA3BEIEHHOU IIPOOHI U TIp.);

- OTKJIOHEHUS YCJIOBMH IIPOBEOEHUS] KCIBITAHWII OT OIMCAHHBIX B CTaHIAPTE, KOTOPLIE MOLIU
TIOBJIUATHL HA PE3YJIbTaT.



T'OCT P 51427—99

IMPUIIOXKXEHUE A
(cripaBovHOE)

Bubauorpadus

[1] TY 6-09-06-1092—83 AlleToHUTpWI UL XUAKOCTHOIH XpoMaTorpadun

VK 664.863.001.4:006.354 OKC 67.160.20 H59 OKCTY 9109

KitoueBrie c10Ba: LUTPYCOBBIE COKM, TE€CIIEPUANH, HADUHIVH, MAcCOBasi KOHLIEHTPALUS, METOJ, OIIPeLE-
JIEHUs, BEICOK03(h(hEKTUBHAS KUIKOCTHASL XpoMaTorpagpus
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