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FOCYOLAPCTBEHHbBIN CTAHOAPT POCCUMCKOW GEAEPALUMN

COKW UNTPYCOBbIE

MeTon onpefeneHns MaccoBOi KOHLEHTpaLMK recnepuanHa U napTu iHa
C MOMOLLBI0 BbICOKO3((EKTUBHOI YKMUAKOCTHOW XpomaTorpapum

Citrus juices. Method lor determination of hespendin and naringin mass concentration
using high performance liquid chromatography

[Jarta BeefeHns 2001—01—01

1 O6nactb NpyMeHeHUA

HacTosAwwii ctaHAapT pacnpocTpaHsaeTcs Ha LUMTPYCOBble COKW W yCTaHaBNMBaeT MeTOZ OnpeseneHus
MacCOBOW KOHLEHTpauuu recnepuimHa U HapuHruma ¢ MOMOLLbI BbICOKO3((PEKTUBHOW XUAKOCTHOMN
xpomarorpagpuu.

[vnana3oH onpefeneHWs MaccOBON KOHLUEHTpauuu recnepuguMHa u HapuHruma —oT 300 fgo
2000 mr/gm\

2 HopmaTusHbIe CCbIIKNA

B HacToAleM CTaHfapTe UCMO/b30BaHbl CCbI/IKW Na ChnefyoLne CTaH4apThl:

FOCIT 61—75 Kucnota ykcycHas. TexHUYecKue ycrosus

FOCT 1770—74 Tocypa mepHas nabopatopHas cTeknsiHHasa. LunuHapel, MEH3YpKKU, Konbbl, Npo-
6vpku. Ob6LLMe TeXHUYEeCKMe ycnosus

FOCT 5712—78 AMMOHMIA LW,aBeNeBOKMCAbIA 1-BOAHbIN. TeXHUYECKME YCNOBUSA

FOCT 20289—74 [Aumetundopmamuf. TexHUYeCKue ycnosus

FOCT 24104—88 Becbl nabopaTtopHble 06Wero HasHa4yeHMsa U 06pasuoBble. ObLIME TEXHUYECKME
(ople]:17
Y FOCT 25336—82 [MMocyaa n 06opyaoBaHNe NabopaTopHble CTeKAAHHbIE. TUMNbI, OCHOBHbIE MapamMeT-
pbl 1 pasmepbl

FOCT 26313—84 [lpoayKTbl NepepaboTKn MA0A0B ¥ 0BOLWER. MpaBuna NnpuemMmKku, MeTofbl 0Téopa Npob

FOCT 26671—85 MMpoayKTbl nepepaboTKW NA0A0B U 0BOLLENA, KOHCEPBbI MACHbIE U MACOPACTUTENb-
Hble. MogroToBka Npob Ans nabopaTopHbIX aHAIN30B

FOCT 29227—91 (NCO 835-1—81) Mocypa nabopaTopHas CTeKNAHHasA. MNeTKW rpagynpoBaHHbIe.
Yactb 1. O6wime Tpe6oBaHns

FOCT P 51431—99 Coku (pyKTOBble W 0BOLHble. MeTog onpefeneHns OTHOCUTENLHOW NAOTHOCTYH

MCO 3696—87* Bopga ans nabopaToOpHOro aHanmsa. TexXHUYeCcKune yCaoBMA N MeTOLbl UCMbITaHWIA

3 CyuHocTb MeToAa
MeTo/f OCHOBaH Ha 3KCTpakuuu recnepuamnHa u HapuHruma m3 npobbl coka pacTBOPOM AUMETUN-
thopMamMupia nNpu HarpeBaHMM WU KONMYECTBEHHOM OMpPEAENIEHNN X MAcCOBbIX KOHLEHTPaL WA B 3KCTpaKTe

C MOMOLLbIO BbICOKOI((EKTUBHON XUAKOCTHON XxpomaTtorpathun (BOXKX) ¢ npumeHeHnem obpalyeHHo-
(ha30BOI KONOHKM W CNEKTPOPOTOMETPUYECKOTO AeTeKTOPa B YbTpapuoneToBoi 061acTu cnekTpa.

* [ciicTeyer fo BBeaeHus B AeiicTBme MOCT P. paspaboTaHHOro Ha ocHoBe cTaHgapta LCO.

W3paHve odrumanbHoe

° CM. npumeyate PryT «CTAHAAPTHBIDOPM. (c. 6).
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4 CpepfcTBa M3MepPeHUin, nabopaTopHoe 060pyAOBaHUe, peakTVBbl U MaTepuanbl

Becbl nabopatopHble 06wero HazHavyeHns no FOCT 24104 e HanboNbLWKMM NpPeaesoM B3BELIMBAHUA
20 1. 2-ro Knacca TOYHOCTMW.

Becbl na6opaTopHble 06wero HasHavyeHusa no FOCT 24104 ¢ HanbonbLWKUM NpesesioM B3BeLIMBAHUA
200 r, 2-ro Knacca TOYHOCTW.

XKUAKOCTHBIA XxpomaTorpad, COCTOAW NI ©3:

- Hacoca BbICOKOTO [aBfiEHUSA C BEPXHWM MpefenoM fasneHus He MeHee 25 MIMa v gnanasoHom
perynuposaHusa nogauyu pactsoputens oT 0,1 A0 5 cmi/mhn;

- MeTNeBOro ycTpoiicTBa BBOAA NPO6blI (MHXeKTopa) ¢ pabounm obbemom netnm 0.020 cm5;

- CMEeKTPOGOTOMETPUYECKOTO AETEKTOPA C NEPEMEHHON ANHON BOJIHbI, NO3BOASIOLLENO MPOBOAUTH
N3MepeHre ONTUYECKON NAOTHOCTW NPU A/IMHE BOMHbI 287 HM. UNU AeTeKTopa C PUKCUPOBAHHON AANHOM
BO/IHbI, NO3BO/IAKOLLETO NPOBOANTL U3MEPEHNSA ONTUYECKON MAOTHOCTM NPW AANHE BOMHbI 280 HM. CHab-
XXEHHOr0 NPOTOYHON KBapLEBON KOBETOW BMECTUMOCTbIO He 6onee 0.01 cMm5, ¢ OTHOCUTENbHOW norpew-
HOCTbIO M3MEPeHMUs ONTUYECKOW NAOTHOCTM He 6onee 2 %;

- perucTpupyloLLero ycTpoiicTea (camonucua uanM uHTerpaTopa), no3BoNsioLWLEero NpoBOANTL U3Me-
peHus npu vyBcTBUTENbHOCTU 0.2 MB/CM. ¢ MOrpewHoOCTLIO 3anmucy B pabounx ycnosuax He 6onee 0.5 %:

- KOMIOHKW ANIMHOA 250 MM, BHYTPEHHWUM guameTpom 4 unu 4.6 MM, 3anosiHeHHOW obpalleHno-da-
30BbIM COPGEHTOM C NPUBUTBIMWU OKTAZELWUNbHBIMWU TpYNnNamMmyu pasMepoM 4acTul, 5 MKM.

MuKpoLwnpuy, BMECTUMOCTbI0, 06ecneymBatoLLeil NONHOE 3amofIHEHWE METIN UHXKEKTOpa.

baHa BogsAHas, npurogHaa gns nogaepxaHus temnepatypbl (90+2) “C.

Konb6bl mepHble no MOCT 1770 BmecTumocTbio 50, 100 1 1000 cm5.

LUnnuugpel no FTOCT 1770 BmecTuMocTbio 250 1 1000 cm5.

PunbTpbl MeMOpaHHble pasmepom nop He 6onee 0.5 MKM.

Munetka no FOCT 29227 Tuna 2 ncnonHeuns 1, 1-ro knacca TOYHOCTU BMECTUMOCTbIO 2 1 10 cm5.

AMMOHUI W aBeneBOKUCAbIA 1-BOAHbIA (oKcanaT amMoHus) no FOCT 5712, x.u.

ALETOHNUTPUN AN XWAKOCTHON XpomaTorpadum |1], x.u.

OumeTtundopmamug no FOCT 20289, x.u.

Kucnota ykcycHad no FOCT 61. x.u.

Bopa gna nabopaTtopHoro aHanmsa no MCO 3696 kateropumn 1

HapuHIrnH (HapuHreHWH-7-HeorecnepHAo3na).

FecnepugunH (recncpupnH-7-pyTUHO3NL).

JlonyckaeTcs ncnonb3oBaHue Apyrux CpeacTB N3MepeHuin, nabopaTtopHOro 060pyA0BaHNS W peakTu-
BOB, N0 METPOSIOrNYECKUM W TEXHUYECKUM XapaKTepuCTUKam He yCTynalLuX NepeynucneHHbIM BbiLle.

5 OT6op 1 nogrotoska npob

51 OTt60p nNpob6 - no NOCT 26313.

5.2 MoparotoBka Npo6 K ucnbiTaHuam —no FOCT 26671.

KoHLUeHTpupoBaHHble NPOAYKTLI Pa3BoAAT BOAOW A0 3a4aHHOT0 3HaYeHNA OTHOCUTENBHON NAOTHOCTU
B COOTBETCTBUM C HOPMATUBHbLIM WAN TEXHUYECKUM AOKYMEHTOM Ha KOHKPEeTHbIA BWA npogykta. OTHO-
CUTENbHYK NAOTHOCTL pa3baBfieHHOW npo6bl onpegenstoT no FOCT P 51431 u HailieHHOe 3Ha4yeHue
YKa3blBalT B NPOTOKONE UCMbITAHWUNA.

6 lMoaroToBka K NPOBEAEHUIO UCMbITaHWUIA

[ns npuroToBneHUs pacTBOPOB, MCMONb3YEMbIX MPU MPOBEAEHUN UCMbITAHUA, U MOABUXHON (hasbl
ansa B3XXKX ncnonb3yroT TONbKO BOAY Ana nabopaTtopHoro aHanmsa kateropum 1no NCO 3696.

6.1 lMpuroToBfieHVe CTaHAAPTHbLIX PacTBOPOB recrnepuivHa v napuilmHa

HaBecku recnepufnHa N HapuHruHa maccoin 120 Mr kaxgas nepeHocAaT B MepHble Konbbl BMECTU-
mocTbio 100 cm5. B kon6bl BHOCAT no 20 cm5aumeTtundopmamuga. CogepXxmmoe Konb nepemellnsaroT 4o
MOMIHOTO PacTBOPEHUS KPWUCTanioB recnepuMavHa W HapuHruHa, 3ateM 06beM COAEPXUMOro B Konbax
[0BOAAT A0 OTMETKM PacTBOPOM YKCYCHOW KMcNnoTbl KoHueHTpauum c(CH,COOH) = 0,01 monb/gm5,
codep>Xxmmoe Konb TuiaTesbHO MepeMellnBatoT. 3 nonyyeHHbIX OCHOBHbIX PacTBOPOB recnepuanHa u
HapUHIMHa MaccoBOi KOHUeHTpauum 1200 Mr/gm5roToBAT paboyne pacTBOpPbl recnepuinHa u HapuHTIHa
MaccoBoli KoHueHTpayuy 120. 60, 30 u 15 Mr/gM5 TOYHbLIM pa3BefeHWEM OCHOBHbLIX pacTBOPOB B COOTBET-
CTBYlOLLEE KONMYECTBO pa3 CMeCbl pacTBOpa YKCYCHOM KWCNOTbl KOHUeHTpauun c(CH,COOH) =
= 0.01 monb/gM5u numeTnndopmammga (8:2 no o6vemy). CpoK rofHOCTU OCHOBHbIX WU paboymnx pacTBOPOB
recnepuivHa n HapuHruHa — 30 cyT npu XpaHeHUu npu TemnepaTtype okono 4 "C.

6.2 1lpuraroHneHvie pacTBopa OKcanata aMMOHUA KoHueHTpauumn c[(NH4)2C2()4 H20J = 0,025 monb/am-'
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HaHecKy oKcanaTa aMMOHWUSA Maccoil 3.55 I MepeHOCAT B MepHYt Konby BMecTMMOCTbH 1000 cm3,
pacTBopstoT B 100 — 200 cm5BOAbI, 06bEM COLEPXKMMOTO B K016 AOBOAAT BOALOW A0 OTMETKM.

6.3 [MpurotoBneHne NOABWMXHOW (hasbl gna BIXKX

MopgsxHyto a3y ana BOXKX rotoeat cMmewBaHvem 200 cm3anetoHmntpuna, NOOcm1sogbl 1 0.5 cm3
YKCYCHOM KUCMOThI.

7 [MpoBeaeHUe UCMbITaHWI

7.1 JKCTpakuua recnepufHHa U napuHruHa us npobbl coka

MpoBoAAT ABa napannenbHblX OnpeseneHus.

B mepHyt Konby BmecTumocTblo 50 cm3 nuneTkoi BHocAT 10 cm3 uccnegyemoii npobbl, 10 cm3
pacTBopa OKcanaTa aMMOHMA KoHueHTpayun 0,025 monb/gm3 mn 10 cm’ gumeTundopmammuga. Obbvem co-
AepXXMMOro n Konbe AOBOAAT BOLOV A0 OTMETKM, COAEPXXMMOe KONbbl TLiaTeNbHO nepemelunsatoT. Mocne
3TOro Ko/iby C pacTBOPOM BbIAEPXMBAKOT Ha BoAAHON 6aHe npu Temnepatype 90°‘C B TeyeHue 10 MUH,
3aTeM Konby C pacTBOPOM OX/IaXAatT [0 KOMHaTHOW TemnepaTypbl W COLEPXMMOe Konbbl QuabTpytoT
yepe3 MeMbpaHHbI (MAbTP. PUNLTPAT UCMONL3YIOT ANS XPOMATOrpagMyecKoro aHanusa.

7.2 Xpomatorpauyeckuii aHanm3

Xpomatorpagmyecknin aHanus paboumx cTaHAApPTHbIX PacTBOPOB recnepujHHa W napTuiiHa u
3KCTPAKTOB M3 NMPo6bl, MPUroTOBEHHBLIX NO 7.1, MPOBOAAT NpY CNeAYHOLWMX YCI0BUAX:

CocTaB NOABVXHOW (hasbl —no 6.4;

CKOpoCTb NOTOKa NOABUXHOW hasbl — 1.0 cMIMUH;

OnunHa BONHLI feTekTopa — 287 HM N5 feTeKTopa C NepemMeHHOW AAUHOW BONHbI;
280 HM fAnsa feTeKkTopa ¢ (OUKCUPOBAHHOW ANUHON BOMHbI;

YyBCTBMTE/NbHOCTL AieTeKTopa —0,05 —0,2 efWHUL, ONTUYECKON MAOTHOCTA Ha MOJHYIO
LKany;

O6bem aHanM3MpyeMoro pactsopa — NOJIHOE 3aroJiHeHNe NEeTNIN MHXEKTopa.

AHanns paboumx CTaHAapTHbIX PAcTBOPOB MPOBOAAT HEMOCPeACTBEHHO Mepej aHanM3oM Kaxaoii
Cepun 3KCTPaKToB.

PernctpupyloT naowann NUKOB U BpeMs yfepXUBaHUA recnepufHHa u MapuHruHa.

Ecnu nnowaTe Nyka aHann3vpyemMoro BeLLecTBa B 3KCTpaKTe M3 Npobbl MpeBbilaeT naowarth nuka
3TOro BelecTBa B paboyeM CTaHAApTHOM pacTBOpe HavbOnblUeid KOHLeHTpauuu, 3KCTPakT u3 npobbl
pa3BoOAAT BOAON, MCMOMb3YA MUMETKY M MepHYK Konby nofxoasuieil BMeCTUMOCTM, M NPOBOAAT €ro
MOBTOPHbIV XpomaTorpauyeckuii aHanus.

MN3-3a orpaHnyYeHHO cTabuibHOCTW 3KCTPaKTOB MPOAO/MKUTENbHOCTE NPOBEAEHNA UCMbITAHUS He
[0/KHa npeBbiwaTh 24 y.

8 O6paboTka 1 ohopmieHNe pe3y/bTaToB

O6paboTKy pe3ynbTaToB UCMbITAaHWA MPOBOASAT MO METOAY BHELUHEro CTaH4apTa, UCXOAS N3 TMHENHOI
3aBMCMMOCTU M/iowagyn nuKa oT KOHUEHTpaUnUy recnepugHHa U napuHruHa.
MaccoByo KOHLUEHTpaLuto recnepugHHa UAM MapuHTUHA X, MT/4M3, BLIUMCAAIOT MO Gopmyne

S-V
X=TrT- ()

rge S — nnowafb NUKa recnepuaHHa UNM MapuHrMHa Npy aHannse aKcTpakTa u3 npobsl, ed. NNoT.;
Y, —o06beMm, 0 KOTOPOro 4oBefeHa NMpoba Npu NPUroTOBAEHUN 3KCTPaKTa, CM3;
V, —o06bem npobbl, B3ATbIA ANS NPUTOTOBMEHUA IKCTPaKTa, CM3;
K — rpaflyMpoBOYHbI/i KOI(MHULMEHT COOTBETCTBEHHO ANA WAPUHTUHA WAW TeCnepuiHHa, ef. naowy. X
XAM’/MT, paccunTbiBaeMblil Mo gopmyne

K (2)

rge 5, —nnowaas NuKa recnepufjHHa UM napuHruHa npu aHannse paboyero ctaHAapTHOro pacTsopa,
ef. nnow.;
C — KOHLeHTpauusa recnepufiHHa uim napuHrnHa s paboyem ctaHfapTHOM pacTsope, Mr/gm3.
MpumevyaHune —Ilpn Heo6XoAMMOCTN OMpefeNneHns MapuHIHa W recrepuiiHHa B HaBECKe MacCOBYHO
[0N0 3TUX BELLECTB B NPOAYKTe X|, MI/Kr. BbIYUCAKOT MO opmyne
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£ U

TK )

rge T —macca HaBeckw, T.

BblumcneHns NPoOBOASAT O NEPBOH AECATUYHONO 3HaKa.

OTHOCKTENbHOE PacXoXAeHne Mexay pesynbTaTamMmu AABYX ONpefeneHni, BbINONHEHHbIX OAHUM Ofe-
paTopoM Mpu aHanu3e OfHOM U TOW e Mpobbl, C UCNOMb30BaHNEM OLHUX U TeX Xe CPeACTB U3MepeHuii 1
peakT1BOB, B TeYeHME BO3MOXHO MUHMMANbHOIO MHTEpPBana BPEMEHU, He JO/MKHO NpeBblwaTb HOpMaTKBa
0MepaTUBHOIO KOHTPONS cxoaumoctn 6 % (P= 0,95). Mpu cobn04eHUM 3TOr0 YCN0BUA 32 OKOHYATENbHbIN
pesynbTaT UCMbITaHWUA NPUHUMAIOT cpefHee apudMeTNUYeCcKoe pe3ynbTaToB ABYX NapanfieflbHbiX onpegene-
HWUIA. OKPYreHHOe [0 LieN0ro 3HaveHus.

OTHOCKTENbHOE PaCXOXAEHNEe MeXAY pe3ynbTaTamMmu [BYyX ONpeAeneHni, BbINONHEHHbIX B ABYX na6o-
paTopusx Npu aHanuse OfHOW W TOW >e Mpo6bl, He AO/DKHO MpeBblaTb HOpMaTMBa OMepPaTWBHOIMO
KOHTPONs BocnpoussBogmMmocTu, 16 % {/* = 0.95).

Mpegensl OTHOCUTENbHON MOrpelwHOCT OMpefeNneHns MacCoBON KOHLEeHTpauuu recrnepuguHa u
HapUHTMHA NpU COGMIOAEHUN ycnosui, PEFNAMEHTUPYEMbIX HACTOAWMM CTaHAApTOM, HE MpeBbILAT
+11 % (P = 0,95).

B npoToKOne NCNbITAHWI YKa3bIBAOT:

- MH(opMaLuio, He0OXoAMMYIO AN NAEHTUDNKaLUN nccnefyemoro npogykra (sng npogykra, npo-
NCX0XAeHne, wWudp);

- CCbINKY Ha HacTOALWWI CTaHAapT;
faty n cnocob ot6opa npob (Mo BO3MOXHOCTK);

- JaTy nonyyeHus npo6bl ANns UCNbITaHWA;

[aTy NpoBefeHNs UCMbITaHWiA;

pesynbTaT UCMbITAHUIA C yKa3aHWEM MOTPELIHOCT U eAUHWLbI U3MEPEHWA;
cobnoeHne HopMaTBa KOHTPOAA CXOAUMOCTW Pe3y/bTaTos;

- 0COBEHHOCTW NpPOBeAeHUs UCMbITaHWI (pa3BefeHNe KOHLLEHTPUPOBAHHOW NMPo6bl, 0THOCUTENbHYHO
NAOTHOCTb pa3BefeHHol Npobbl v np.);

- OTKNOHEHMWS YCNOBMIA NpPOBeLEHWUA WCMbITaHWA OT ONMMCAaHHbIX B CTaHAapTe, KOTOPble MOI/M
NoBNUATbL Ha pe3ynbTar.
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MPUNOXEHUE A
(cnpaBoyHoe)

bubnunorpadums

|1] TY 6-09-06-1092—S3 AUETOHTPWUA ANSA XUAKOCTHOW XpomaTtorpadum

YK 664.863.001.4:006.354 OKC 67.160.20 H59 OKCTY909

KntoueBble CMOBa: LUTPYCOBbIE COKMW, FecrnepuiHH, WapUHTWH, MaccoBas KOHLEHTpaLus, MEeTOA onpege-
NeHUsA. BbICOKOIP(MEKTUBHAS XKUAKOCTHAS XpomaTorpadus



MPUMEYAHWNE oI'yYNn «CTAHOAPTUH®OPM»

YKasaHHbIli B pasgene 2 «HopmaTusHble cCbinku» K FTOCT P 51427—99:
FOCT 24104—88 3ameHeH Ha TOCT 24104—2001 Becbl nabopaTopHble. O6LW e TeXHUYECKMe Tpe-

60BaHuA

PepgakTtop P.I'. Foscpamacas
TexHuyecknii pegaktop W.C. MpuwaHosa
KoppekTop J1.C. Yepnoycoaa
KomnbtoTepHas nepcrkn J1.W. 3aoTapeeoa

MopnucaHo B neyaTb 27.0S.200S. ®opmaT 60x84°‘/k- Bymara otpceTHas. [apHuTypa Tailime. MeyaTb ohceTHas. Yen. med. n. 0.93.
Yu.-um. n. 0.67. Tupax 104 m 3ak. 616.

oryn CTANANPTUH®OPM.. 123995 MockBa. [paHaTHbI nep.. 4
«ww.goxlinro.ru infoirgotlinto.ru
Habpano Bo ®ryn .CTAUANPTUH®OPM» Ha M3BM.
OTtneyaTtaHo B hunnane ®ryn «CTANANPTUHDOPM» —Tun. «MOCKOBCKMUIA neyaTHUK», 10S062. MockBa. J1anuH nep.. 6.
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