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Pestome

BBegeHune. OfHO 13 aKTyasilbHbIX HanpasieHni Pa3BUTUA COBPEMEHHON dapMaLun — MOUCK HOBbIX BbICOKOIGdEKTUBHBIX hapMaLeBTUYeCKUX
Cy6CTaHLMIA C WNPOKUM CMEKTPOM dapMaKonormuyeckoro AencTBiA U HU3KON TOKCMYHOCTbIO. B pesynbTaTte nmpoBefeHHbIX pALOM aBTOPOB
nccnefoBaHUi 6binv MOKa3aHbl NONOXKTESNIbHbIE Pe3yNibTaTbl TPUMEHEHNA FeHUCTerHa AnA NpodunakTUKM 1 Npu Tepanun cepaeYHoO-COCYANCTbIX
3a60neBaHNn 1 OCTEOMNOPO3a Yy KEHWWH B Nepunog meHonay3bl. OH NpoABAAeT rMnoxonecTeprHeMuyeckoe 1 aHTManabetTnyeckoe AencTeme, a
TakXe pafmo3almTHble CBONCTBaA. Bbina npoBefieHa cpaBHUTENbHAA OLEHKa FeHNCTEMHA M3 XMbIXa ceMAH con KynbTypHow [Glycine max (L.
Merr] n cuHTesuposaHHoro OrYM HIML «®apm3awmtay OMBA n kadbenpe XT/B, CMXDY. ViccnepoBaHna NPUPOARHOro reHNCcTenHa MeToLoM
I'X-MC nokasano Hanuuve B obpasle MpuUmecb POACTBEHHOro M3odnaBoHa — AarA3enH. CUHTE3VPOBaAHHBIN FeHUCTeNH Obin OLEeHeH Mo
nokasaTenAaM KayeCTBEHHOro aHanusa.

Llenb. Llenb Halero nccnegoBaHus ABAANOCH pa3paboTka MeTOAMKUN KONMMUYECTBEHHOTO ONpeAeNieHns TeHUCTerHa IS ero aTTecTaunm B KauecTse
CTaHAapTHOro obpasua.

MaTepuanbl u metogbl. O6bEKTOM MCCIefoBaHME ABNANCA reHncTenH 96 %, (@bcr. Gute Chemie, fepmaHus). KonnuectBeHHoe onpeaeneHne
METOAOM HEBOAHOMO TUTPOBaHWA NpoBoaunun Ha pH-meTpe nabopatopHom F20 (METTLER TOLEDO, CLA) B cpene aumetundopmamuaa (AMOA)
xM. (AO «9KOC-1», Poccus). MiccnepoBaHne metogom BIXKX BbINOMHANN Ha BbICOKOIPPEKTUBHOM KUAKOCTHOM XpomaTtorpade LC-20 Prominence
(Shimadzu, inoHwuA).

Pe3synbTaTbl n 06CcyxaeHne. 3a OCHOBY pa3paboTKN METOAMKM KOIMYECTBEHHOTO ONpeAeneHns reHUCTerHa NCMOoMb30Baiu PEKOMEHAOBAHHYO
[® PO XIV n3panna meton HesogHoro tTutposaHusa B cpeae IMOA, TutpaHT 0,1 M pactBopa rugpokcriaa Hatpua. KoHeuHas Touka TUTPOBaHWA
(KTT) yctaHaBnuBanacb C NOMOLbIO MHAMKATOpPa TUMONOBOro cuHero. OgHako Obina OTMeYeHa CINOXHOCTb B BM3yasibHOW duKcauum
N3MeHeHneM OKpacku MHAUKaTopa. bbiio npeanoXeHo ncnonb3oBaTb NOTEHLUMOMETPUYECKOE OnpeaesnieHNne KOHEYHOW TOUKM TUTPOBaHNA. [na
KONMYeCcTBEHHOro onpeaeneHnsa reHncTenHa B BAB 1 nekapcTBeHHbIX cpeacTBax npeanoxeHa metoanka BOXKX.

3aknioveHmne. Pa3pabotaHa mMeToAMKa HEBOAHOrO TUTPOBAHWUA FEHUCTEMHA C MOTEHUMOMETPUYECKUM OnpepeneHneM KOHEYHOW TOUKM
TUTpoBaHuA B cpefe OM®DA. WNHTerpanbHasa KpriBas NMOTEHLMOMETPUYECKOTO TUTPOBaHWA He obnajaeT JOCTaTOYHON MHGOPMATUBHOCTbLIO.
MosTomy pekomeHpayeTca cTpouTb AnddepeHLmanbHyo KpUBYIO TUTPOBaHNA ANA ONpeAeNeHna KOHeUHOM TOUYKM TUTpoBaHNA. BanmpaumoHHasa
OLleHKa MoyYeHHbIX pPe3y/bTaToB NoKasasna, YTo MeTofnKa ABnAeTcA npasunbHoi (RSD, % = 1,25), cxogumoit (RSD, % = 1,21) n BHyTpunabopaTopHo
npeum3noHHON (B nepBbilt AeHb RSD, % = 1,21, Bo BTOpOW AeHb RSD, % = 1,41).

KnioueBble c/10Ba: reHNCTENH, CTaHAAPTHbI 06pasel, HeBOAHOE TUTPOBaHMe

KOH¢J'IVIKT MHTEpecoB. ABTOpPbI AEKNapupyloT OTCYTCTBNE ABHbIX N NOTEHUWANbHbIX KOHd)J'IMKTOB NHTEpPECOB, CBA3aHHbIX C ny6n|/|Kau|/|e|7| HacTosLwen
CTaTbWn.
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Abstract

Introduction. One of the priority directions in the development of modern pharmacy is the search for new highly effective pharmaceutical
substances with a high spectrum of pharmacological action and low toxicity. As a result of studies conducted by a number of authors, positive
results have been shown for the use of genistein for the prevention and treatment of cardiovascular diseases and osteoporosis in menopausal
women. It exhibits hypocholesterolemic and antidiabetic effects, as well as radioprotective properties. A comparative evaluation of genistein from
soybean seed cake [Glycine max (L.) Merr.] and synthesized by SPC "Pharmzashchita" and the department of chemical technology of medicinal
substances, SPCPU was carried out. Studies of natural genistein by GC-MS showed the presence of an admixture of a related isoflavone, daidzein, in
the sample. The synthesized genistein was assessed in terms of qualitative analysis.

Aim. The aim of our study was to develop a method for the quantitative determination of genistein for its certification as a CRM.

Materials and methods. The object of the study was 96 % genistein (abcr. Gute Chemie, lepmanus). Quantitative determination by non-aqueous
titration was carried out on a laboratory pH meter F20 (METTLER TOLEDO, USA) in a reagent grade DMFA medium (JSC "EKOS-1", Russia). The HPLC
study was carried out on an Agilent 1200 Series high-performance liquid chromatograph LC-20 Prominence (Shimadzu, Japan).

Results and discussion. The method of non-aqueous titration in DMFA medium which recommended by the State Pharmacopoeia of the Russian
Federation XIV edition, titrant 0.1 M sodium hydroxide solution, was used as the basis for the development of a method for the quantitative
determination of genistein. The end point of the titration was set using thymol blue indicator. However, the difficulty in visual fixation by changing
the color of the indicator was noted. It has been proposed to use a potentiometric end-point determination. For the quantitative determination of
genistein in dietary supplements and drugs containing this substance a HPLC method was proposed.

Conclusion. A method for non-aqueous titration of genistein with potentiometric end-point determination in DMFA medium has been developed.
The integral curve is not very informative for a clear definition of the titration end point. It is recommended to use a differential curve. The validation
evaluation of the obtained results showed that the method is trueness (RSD, % = 1.25), precision (RSD, % = 1.21) and intermediate precision (on the
first day of RSD, % = 1.21, on the second day of RSD, % = 1.41).
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BBEAEHUE

OpHO 13 aKTyasbHbIX HamnpaBneHUn Pa3BUTUA CO-
BPeMeHHON papmauum — NOMUCK HOBbIX BbICOKOIPPeK-
TUBHbIX (apMaLeBTUUYECKUX CYOCTaHUWUA C LUMPOKUM
cnekTpom dapmaKkonormyeckoro [encTBuA M HU3KON
TOKCUMYHOCTbIO. Bonblwon wuHTepec, B CBA3U C 3TUM,
npeacTaBAlOT BelecTBa NPUPOLHOIrO MPOUCXOXLEHNS,

MpenapaTbl Ha OCHOBE COM COAEPKaT B CBOEM CO-
CTaBe KOMMMeKC 130(pnaBoOHOB, U MpPU MapKUPOBKe He-
KOTOpPbIX OMONOrMYeckn akTuBHbIX A06aBok (BA[l) He
YKa3blBaloT, Kakne 130¢pnaBOHbl BKIIOYEHDI, YKa3blBaeT-
CA TONbKO CyMMapHoe KonunuyectBo. OTCyTCTBME aTTeCTo-
BAHHOTO OTEYECTBEHHOrO CTaHAAPTHOro obpasua reHu-
CTeMHa 3aTPyAHAET NpoBefeHne npouenypbl OLEHKN Ka-
yectBa bAJl NN NekapCTBEHHbIX CPEACTB Ha OCHOBE re-

B UaCTHOCTW reHUCTenH. B pe3ynbraTte npoBeaeHHbIX
PAAOM aBTOPOB UCC/IELOBAHMI ObIIO MOKa3aHO, YTO re-
HUCTEVH OKa3blBAeT MONOXMTENIbHOE [JeicTBre AsA
npodunakTukM 1 Npyu Tepanun cepaevyHo-CoCYAUCTbIX
3aboneBaHnii 1 OCTEOMNOPO3a Y XeHLWMH B nepuos Me-
HomMay3bl, MPOABAAET FMMNOX0NIeCTEPUHEMUYECKO., aHTV-
AnabeTnyeckoe OeNCTBUE M aHTUTPOMOOLMTAPHYIO aK-
TMBHOCTb [1-4]. B npoBefeHHbIX paHee nccieqoBaHUAX
OblI OOHAPYXKEHbl ero paAmMo3alluTHble CBOWCTBA, KO-
TOopble MaKCMManbHbl MPY ero BBeAeHUN Ao obnyyeHus.
Moka3aHa BO3MOXHOCTb CO3[aHMA Ha ero OCHoBe fe-
KapCTBEHHOro npenapara 15 CONpPOBOXKAEHUA Ny4yeBoi
Tepanuu onyxonewn [5, 6].

HUCTenHa. [NprMeHeHWe cTaHgapTHbIX obpasuos (CO)
ob6ecneyrBaeT METPOSIOFNYECKYI0 COMOCTaBUMOCTb U CO-
BMECTUMOCTb Pe3y/ibTaToB Il060ro aHanm3a, B TOM uncre
dapmauesTryeckoro [7, 8].

B npoBegeHHOM Hamn paHee paboTe Obina BbINOS-
HeHa CpaBHUTENbHAA OLEHKa reHUCTerHa U3 XMbixa ce-
MAH con KynbTypHow [Glycine max (L) Merr.] n cnHTe3u-
poBaHHoro ®OIYM HIML «®apmsawmTta» OMBA n kade-
4pe XUMNYECKON TEXHONOMUW JIeKapCTBEHHBIX BELLECTB,
CNXoY [9, 10]. NUccnepoBaHma NPUPOAHOro reHUCcTerHa
meTogom X-MC nokasano Hanuuve B obpasue nprumech
poacTBeHHOro n3odnasoHa — gangsevH [6]. CuUHTe3npo-
BaHHbI/ FTEHUCTEUH Obl1 OLIEHEH €ro NMokasaTenun KauyecT-
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Ba. bblo mopTBEpP)KAEHO €ro XMMUYeckoe CTPOeHue 1
onpegeneHbl CNekTpasibHble XapaKTepucTUKN MeTogamum
AMP, MK n pamaHOBCKOWN CMEeKTPOCKONUM, MONyYeHHble
JaHHble MoryT ObITb UCMONb30BaHbl B HOPMATUBHON [O-
KyMeHTaLmm gna attectaumm reHncrerHa kak CO [10].

TakiuM 06pa3om, CUHTETUYECKMIA METOA MOosy4YeHus
reHUCTenHa npegnoututeneH ansa paspabotkm CO un
ero ganbHewnwen atrectayumn.

Lienblo Hawero nccnepoBaHnA ABNANOCh pa3paboT-
Ka MEeTOAMKWN KONMYECTBEHHOro ornpeesnieHnsa reHncren-
Ha AnA ero atrectauymm B Kayectse CO.

MATEPUAJIbI U METOAbI

O6beKTOM nccneaoBaHne ABNANCA reHUcTenH 96 %,
(abcr. Gute Chemie, lTepmaHus). B kauectBe TUTpaHTa UC-
nonb3oBann Hatpua rungpokcmg, v.g.a. (OO0 «Bektop»,
PoccuAa), B KauectBe pacTBOopuTens Obina UCNONb30Ba-
Ha cmecb 6eH3ona, x.M. (TOCT 5955-75, AO «9KOC-1»,
Poccna) n metanona, x.u. (TOCT 6995-77, AO «BEKTOH»,
Poccua), ans cpenbl TUTPOBaHUA OblT UCMONb30BaH AU-
metunpopmamug (AMODA), xu., (AO «3KOC-1», Poc-
cvA), NHOMKAaTOPOM CIYXWA TUMONOBbIN CUHWIA, Y.A.a.
(OO0 «AO PEAXUM», Poccua). KonnuectBeHHoe onpe-
feneHve nposoaunu Ha pH-metpe nabopatopHom F20
(METTLER TOLEDO, CLLA) B cpepe AMODA.

lMpuzomoeneHue mumpanma 0,1 M pacmeopa
2udpoKcuda Hampus

0,4 r HaTpuA rugpokcuaa pacresopaT B 10 ma me-
TaHOJMa, Aanee nornepeMeHHo Jo6aBNAT 6eH30M U Me-
TaHON TakK, YToObl COOTHOLEHMe 6bI1o 1:4, He fonycKas
paccnanBanuA pacteopa [11].

Cmanoapmusayus 0,1 M pacmeopa
2udpokcuda Hampus

10 mn cBexeneperHaHHoii IMOA BHOCAT B nJo-
CKOAOHHYI0 Konby Ha 100 mn, fobaBnAT 2 Kannu NHAK-
Katopa TMMONOBOro cuHero, un tutpyT 0,1 M pacTtBo-
pPOM rMapoKcmMaa HaTpmUA [0 nNepexoda OKpacku B CUHUN
LBeT, yCTaHaBNMBalT 0Obem TUTpaHTa, nolwejwero Ha
HenTpanusauuo. [lanee 60peTKy CHOBa 3anoSHAIOT A0
HyneBol oTmeTKku. OTBewwnBatoT okono 0,05 r 6eH3ol-
HOWM KUCNOTbl (TOYHaA HaBeCKa) M BHOCAT B Ty e KOJ-
Oy Ons TUTPOBaHUSA, NePemMellnBaloT 4O PACTBOPEHUS U
BHOBb TUTPYIOT Tem xe 0,1 M pacTtBopom HaTpua rua-
poKkcmnga fo nepexofa OKpacku B CMHUI uBeT. na pac-
yeTa KOHLEHTpauun 6epyT 0ObeM TUTPAHTA, MOLUEALIEro
TONbKO Ha 6eH30MMHYyl0 KncnoTy. Pacuet BegyT B COOT-
BeTcTBUN C TD PO XIV nspanuna [11].

Memoouka Konu4ecmeeHH020 onpedesieHus
2eHUCmMeuHa Memooom He80OH020 MUMPOoBAHUSA
c npedeapumesnbHol Helimpanu3sayuel JMPA

10 mn IMOA BHOCAT B MepHbIli cTakaH Ha 50 mn, go-
6aBnAT 2 Kanau UHAMKaTopa TMMOJIOBOrO CMHEro U TUT-
pytoT 0,1 M pacTBOpOM rugpokcuaa HaTpua Ao nepexo-

Ja OKpacKu B CMHWI LBET C NCMONb30BaHNEM MAarHUTHOMN
Mewanku. [lanee 6i0peTKy CHOBa 3anofHAIOT A0 Hyne-
Bo oTmeTKkn. OTeBewwmBatloT okono 0,05 r reHucremHa
(ToyHaa HaBecKa) N BHOCAT MepHbI CTakaH Ha 50 mn, ne-
pemelnBaloT OO PacTBOPeHWA, YCTaHaBAMBAIOT JMeKT-
POXMMUYECKYIO AYelKy TaK, YTobbl anekTpofbl Obiny non-
HOCTbIO B pacTBOpPE, OXMAAKOT, KOrga Ha npubope ycra-
HOBUTCA paBHOBECUE 1 TUTPYIOT TEM >Ke TUTPaAHTOM Mpu
HenpepbiIBHOM nepemMelunBaHmn. Kaxabpin pas npu fo-
6aBNeHUN onpefesieHHOro obbema TUTPAHTA oXKuaanu
YCTaHOBJIEHVA PaBHOBECKA B AYENKe ONA 3anvcy MoKasa-
HUI Nprubopa. Ana pacyeta KOHUEHTPaUun 6epyT obbem
TUTPaHTA, NOLLELIEro TONIbKO Ha FeHUCTeunH (Tabnumua 1).

Ta6nuua 1. PesynbTaTbl HEBOAHOrO TUTPOBAHUA FreHUCTENHA
C NOTEHLMOMETPNYECKMM onpepeneHneM KOHeYHON TOUKN
TUTpOBaHMA

Table 1. Results of non-aqueous titration of genistein
with potentiometric determination of the end point
of the titration

Homep o6pasua

Sample number G %
1 97,2
2 97,82
3 97,88
4 98,27
5 98,66
6 99,29
7 100,28
8 100,76

Ins onpepeneHna BAB Ha ocHoBe reHuncTenHa 6bina
pa3paboTaHa MeToAMKa KONMNYECTBEHHOE onpefeneHune
meToaom BIXKX.

Okono 0,02 r (ToyHas HaBecCka) reHMUCTenHa nome-
WaloT B MepHYIo Konby BMeCTMMOCTbio 50 mn, pacTBo-
psatoT B 50 mn metaHone (HPLC for Gradient Analysis,
CAS Ne 75-05-8, CLLUA) n poBopatT ob6bem pacTtBopa fo
METKM 1 nepemellnBaloT. XpomaTtorpadupyoT UCMbITy-
eMblll pacTBOP M onpefendAlT Miowaab nNuka uccnegy-
emoro ob6bpasua. OnpepeneHrie NPOBOAWIA B pPeEXUME
N30KPaTNYEeCKOro 3MoMPOBaHMA, NPU 3TOM WCMOMb30-
Banu cnefyolee obopynoBaHme: BbICOKOIDDEKTUBHDIN
KUOKOCTHBIM  Xpomatorpad LC-20 Prominence (Shi-
madzu, ANoHWA), CHaGKeHHbIN OUOAHO-MATPUYHBIM fe-
TekTopoMm (YO-getektop Mmogenb SPD-M20A). Henop-
BMXHaa ¢asza - konoHka C18 u3 HepkaBelowen cTanuv
(25,0 cmMmx 4,6 MM), 3anofiHEHHasA OKTaJeuuncunnkare-
nem 3epHeHnem 5 MKM. [MoasrKHas $asza — aueTOHUTPUN
(HPLC for Gradient Analysis, CAS N2 75-05-8, Thermo
Fisher Scientific, CLLUA), n 0,1%-1n pacTtBop MypaBbKHOW
KUCNOTbl. YCNoBMA XpoMaTorpadupoBaHusa: CKOpPOCTb No-
ToKa — 0,5 mn/MnH; TemnepaTypa TepMocTaTa KOMOHKN —
400 °C; pnnHa BOJIHbI AETEKTUPOBAHNA — 264 HM; 06bem
npo6bl — 10 MKN; Bpems aHanmsa - 20 muH [12, 13].

PE3YJIbTATbl U OBCYXAEHUE

OpHVM 13 NOAXOAO0B K KOIMUECTBEHHOMY onpeaene-
HMIO BeLecTBa Kak CTaHAApPTHOro obpasua ABNAeTcs Uc-
nosib3oBaHWe abCOMITHOrO MEeTofda, Takoro Kak TUTpu-



MeTpus. [JaHHbIn MeTof HeobxoauM AJiA BKIIOYEHUA B
HOPMAaTMBHYIO [JOKYMEHTauuMio no nokasatento «Konu-
yecTBeHHOE onpefeneHne». 3T0 OTHOCUTENIbHO ObICTPbIN
MeToA, NMO3BOJIAET OUEHMBATb Cofep»KaHne ¢ 6osbLoi
TOYHOCTU 1 He TpebyeT Hanmume CO. FeHncCTeMH Mo
cBOel npupope n3odpnaBoH, KOTOPbIA He PacTBOPUM
B BOJe, U ABNAETCA oueHb cnabon Kucnoton. Mcxopa ns
3TUX OCOBEHHOCTEN ero CBOWCTB, OblI0 BbIOpaHO HEBOA-
HOe TUTPOBAHME C NOTEHLMOMETPUYECKMM onpeaeneHun-
€M KOHEYHOW TOYKM TUTPOBaHUA. HeBogHoe TUTpoOBaHue
¢$naBoOHOMAOB peKoOMeHAyeTCcA NPoBOAUTb B cpefe Au-
MeTundopmamnia, TOUKY SKBUBANIEHTHOCTU YCTaHaBAU-
BalT MO MHAMKATOPY WU MNOTeHUMoMeTpuyeckn. Tak,
B YACTHOCTW, A4N1IA KOJIMYECTBEHHOIO onpefeneHus cyb6-
ctaHummn pytosmpa B O PO XIV usgaHua npepnoxed
MeToA HeBOAHOro TUTpoBaHuA B cpepe AMODA, TuTpaHT
0,1 M pactBop TeTpabyTunamMMoHuA rMAPOKCUAa, C No-
TEHUNOMETPUYECKOW TOUKOWN onpefenieHma KOHLUa TUTPO-
BaHuA [11].

B Hauyane Hawero uccnegoBaHMA KOHEYHasd Touka
TutpoBaHuA (KTT) ycTtaHaBnvMBanacb C NMOMOLbIO UHAW-
KaTopa TuMosioBoro cuHero. OpgHako 6blla OTMeuYeHa
CJIOXKHOCTb B BM3YyaJibHOM QrKcaLMn N3MEHEHUEM OKpa-
CK/ VHAMKATOpa: TEeHUCTEMH OYeHb Cabas Kucnota
(PK,=7,63; pK_=9,67; pK_ =10,80), pe3koro n3meHe-
HMA pH B pacTBOpEe Npu TUTPOBAHMMN HE MPOUCXOANT, NO-
3TOMY C/IO’KHO YCTaHOBUTb, 40 KaKOW OKPacKuM NHAMKa-
TOpa HeEO6XOAUMO TUTPOBATb.

Bbino npepnoXxeHo UCNonb3oBaTb MOTEHUUOMETPU-
yeckoe ornpegeneHnie KOHEYHOW TOYKN TUTPOBaHuA. [pu
NpoBefeHUN TUTPOBAHUA C KOHTPOSbHbIM OMbITOM Obl-
nn obHapyXeHbl CKauKy Ha KpMBbIX TUTPOBaHUA, TakK Kak
cpega AMOA BnuseT Ha xop TUTPOBaHWUSA, ANA HUBENU-
|POBaHUS AAaHHbIX CKAUKOB OblfIO NPeanoXKeHo TUTPOBATb
C npepBapuTenbHon HenTpanuzaumen JMOA 6e3 KOHT-
PONBbHOrO OnbITa.

V, ml

PucyHok 1. O6wuii BUA WVHTerpanbHOW KpuBOW TUTPOBaHUA
reHucTemHa

Figure 1. General view of the integral titration curve of genistein

Mo pe3ynbTaTam TUTPOBAHUA NOCTPOEHbI MHTErpasib-
Hble 1 auddepeHLmanbHble KprBble (PUCYHKN T 1 2).

Kak BMOHO 13 MpencTaBneHHOro puUcyHKa 1, npwu
TUTPOBAHMM CKAYOK M3MeEHeHUs noTeHumana (E, mV) He-
YeTKWUi, NO3TOMY MHTerpanbHas KpuBasa ABASETCA Ma-
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PucyHok 2. O6wmii Bup auddepeHymnanbHol KpMBOI TUTPOBaHNA
reHucTenHa

Figure 2. General view of the differential titration curve of
genistein

noviHdopmaTtusHon ana onpepeneHuns KTT. PekomeH-
ayetrca ctpoutb pgubdepeHumanbHylo Kpusylo (pucy-
HOK 2).

Cratuctnyeckaa obpaboTka AaHHbIX (Tabnuua 2) 6bl-
na nposepneHa B cootseTcTBun ¢ O XIV OOC.1.1.0013.15
«CraTucTnyeckaa obpaboTka pe3ynbTaToB 3KCMepUMEH-
Ta». MeToguka Obina BanuAMpoBaHa B COOTBETCTBUM C
o XIv O®C.1.1.0012.15 «Banupauna aHanUTUYeCcKkux me-
TOOAWK» MO MOKasaTeNAM MNpPaBUIbHOCTY, NMOBTOPSEMO-
CTM 1 BHyTpunabopaTopHoW npeumsnoHHoctn [11, 14,
15]. Bce BbIOOPKMU OblIM NPOBEpPEHbl Ha HOPMasnbHOe
pacnpeneneHune u 6bin caenaH BbIBOA, YTO MacCUB aHa-
NUTUYECKUX AaHHbIX 630K K HOPManbHOMY, MO3TOMY
BCE pacyeTbl MPOBOAMANCL NMapaMeTPUYECKMU MeTofa-
Mun. CpegHee 1 MegnaHa NPUOGIM3UTENIbHO PaBHbl. JKC-
Lecc no moaynio MeHble 1, KO3bdUUMEHT acuMmeTpun
no mMmopynto MmeHblue 0,5, yTo B Npeaenax HopMbl.

MpoBeneHa cTaTUCTMYECKas 06paboTKa AaHHbIX, NO-
NnyyYeHHble pe3ynbTaTbl NpeAcTaB/eHbl B TabnmLpbl 2.

Ta6nuua 2. CraTuctnyeckas o6paboTKa faHHbIX pe3ynbTaToB
HeBOAHOro TUTPOBaHNA reHNcTenHa
cnoteHunomeTpunyeckum onpepenennem KTT

Table 2. Statistical processing of data from the results
of non-aqueous titration of genistein
with potentiometric determination of final point of titration

MeTponoruuyeckne xapakTepucTuku
Metrological characteristics

X P | fn-1) S s? X+AX | €% |RSD, %

98,8 | 95% 7 1,25 | 1,56 1,04 1,06 1,26

Mocne npoBeaeHMA CTAaTUCTUYECKOW 00pPaboTKU AaH-
HbIX COofleprkaHue BeLecTBa coctasuo 98,8 % = 1,04.

OueHKy MpaBUIbHOCT METOAMKM NOATBEPAMNN pe-
3yfbTaTaMy aHanmM3a MofesibHbIX PacTBOPOB, pe3ysbTa-
Tbl NpefCcTaBneHbl B Tabnuue 3 u 4.

Kputeprem oueHKn npu onpepeneHny npaBusibHoO-
CTW CAYXWNO pacCyMTaHHOE 3HayeHue KoadduureHTa
BapvaLmu, KOTOpoe, COrMacHO MeXayHapogHbim Tpebo-
BaHMAM, [OMKHO ObITb He 6onee 2 % [11].


https://www.multitran.com/m.exe?s=final+point+of+titration&l1=1&l2=2
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Ta6nuua 3. OueHKa NPaBUWIbHOCTUA MEeTOANKMN
HEBOAHOro TUTPOBaHNA reHNCTENHA C NOTEHLMOMETPUYECKNM
onpepenennem KTT

Table 3. Evaluation of the correctness of the method
of non-aqueous titration of genistein with potentiometric
determination of the end point of the titration

eHTa Koppenaummn coctasBnaetr 0,9981, uto oTBeuaer
YCNOBUIO KpUTepna npuemnemoctu (He meHee 0,99) [11,
17]. Ha pucyHke 4 noka3aHa XpomaTorpamma reHuc-
TenHa (0,0805 mr/mn), BpemMA yaepnBaHue COCTaBUIO
11,59 muH.

6 N Koa¢dpuunenr Ta6nuua 5. OueHKa cxogumocTu
Homep o6pasua | Beeneno, r| Haitaewo, r oTKpbiBaemoctu, % 1 BHYTPUNabopaTopHON NPeLn3NOHHOCTII MeTOANKI
Sample number | Entered, g Found, g Open Rate, % KONINYeCTBEHHOro onpepeneHns reHncTenHa
1 0,0505 0,0506 100,20 Table 5. Evaluation of the accuracy and intermediate precision
5 0,0521 0,0506 97,12 of the method for the quantitative determination of genistein
3 0,0503 0,0491 97,61 O6bem TUTPaHTA, |  Macca Haseckn
Macca HaBecKn Mn reHUCTEMHA
4 0,0517 0,0520 100,58 reHncrenHaB 1 AeHb, T | Titrant volume, ml BO 2 leHb, T
Mass of genistein o
0,0 ,04 7,
5 506 0,0495 97,83 in1day, g 1peHb | 2penn Mas.s ofgenlstem
6 00504 | 00495 98,21 1day | 2day in2day, g
7 0,0502 0,0495 98,61 0,0506 2,05 1,8 0,0498
8 0,0511 0,0507 99,22 0,0504 2,05 1,75 0,0505
0,0502 2,05 1,75 0,0501
Ta6nuua 4. CtatucTnyeckana o6paboTka faHHbIX
No OLeHKe NPaBUNbHOCTU METOANKI HEBOAHOIO TUTPOBAHNSA 0,0511 2,1 1,75 0,0496
reHnCcTenHa c noTeHynomeTpunyeckum onpegenenem KTT X 21 18 X
Table 4. Statistical processing of data on the assess.men‘t S 0,025 0,025 S
of the correctness of the method of non-aqueous titration
of genistein with potentiometric determination RSD, % 1,21 1,41 RSD, %
of the end point of the titration — —
X+ AX(P=95 %) 0,0398 0,040 X+ AX(P=95%)

MeTponornyeckne xapakTepucTmkm
Metrological characteristics

X P | fin-1) S s? X+AX | €% |RSD, %

98,7 | 95% 7 1,24 1,53 1,04 1,05 1,25

CXoAMMOCTb MeTOAVKN OLleHUBanacb no pesysnbTa-
Tam aHanu3a YeTbipex OTAENbHO MPUrOTOBNIEHHbIX pacT-
BOpPOB, cooTBeTCTBYOWMX 100 % paboueit KOHLEHTpa-
LUMKN FreHncTenHa u3 ogHoro obpasua cybcTtaHUmMy npu
OAVHAKOBbIX YC/IOBUAX MPOBefAeHUs aHanusa (Tabnu-
ua 5). CornacHo TpeboBaHMAM, 3HaueHne KO3IhPULMEH-
Ta BapuaLum Npu oLeHKe CXOAUMOCTU AOMKHO ObiTb He
6onee 2,0 %. CornacHo Tabnvue 5 MeTofrKa XxapakTepu-
3yeTcA yAOBETBOPUTENbHON CXOLMMOCTbIO. 3HaueHue
KoapduuymeHTa Bapuauyum coctasuno 1,21 %, 4to meHee
2% [11].

MpomexyTouHasi NPeLn3NoOHHOCTb METOANKN OLe-
HUBanacb Npy NpoBeAeHUWN aHann30B B pa3Hble AHU
M C WUCNONIb30BaHWEM Apyron nocyabl (tabnuua 6).
CornacHo ycTaHOB/IEHHbIM TpeboBaHUAM, KpuTepnem
OLeHKM NMPOMEXYTOUYHOWN MPEeUnu3noHHOCTU MeTOAMKU
aBnAeTcs KoapPpuUMeHTa Bapuauum, Npu oLeHKe Mpo-
MEXyTOUYHOWN MPeLU3NOHHOCTU JOMKHO ObiTb He 6onee
2,0% [11].

CornacHo Tabnuue 5 MeToAMKa XapakTepusyet-
CA YOOBIETBOPUTENIbHOM MPOMEXYTOUYHOW MpPeLn3nNoH-
HOCTbIO.

Mpy npoBefeHnn BIXKX 6Gbina onpepeneHa NvHen-
HOCTb METOAMKM Ha 5 MopenbHbIX pacTBOpax pa3HoW
KOHLIEHTpaLUN reHUCTenHa, MoCTpoeH rpaduk nuHen-
HOWM 3aBUCMMOCTM (pUCYHOK 3). 3HauyeHue Koadouuwm-

3AKNIOYEHUE

Takum o6pa3om, Obina pa3paboTaHa MeTOoAMKa He-
BOAHOIO TUTPOBaHMA FEHUCTEMHA C MNOTEHUUOMETPU-
YecKMM ornpefeneHnemM KOHEeYHON TOUYKU TUTPOBaHUA B
cpepe OM®DA. YcTaHOBNEHO, YTO MHTErpanbHas KpuBas
NOTEHLMOMETPUYECKOrO TUTPOBaHUA He obnafjaet po-
CTaTOYHOM UHPOPMATUBHOCTLIO, TaK Kak OHa He MO3BO-
nAeT onpefenvTb CKayok noTeHumana. loatomy pe-
KomeHzyeTca cTpouTb AnddepeHUmanbHylo  Kpusyto
TUTPOBaHWA ANA onpefeNieHNa KOHEeUYHOW TOYKM TUTPO-
BaHMA. BanupauunoHHas oueHKa MOonyYeHHbIX pe3ysib-
TaTOB MOKasasa, YTo MeTofuKa ABNAETCA MpaBUSIbHON
(RSD, % = 1,25), cxogmmolii (RSD, % = 1,21) n BHyTpunabo-
paTopHO npeLn3noHHon (B nepsbiit geHb RSD, % = 1,21,
BO BTOpow aeHb RSD, % = 1,41).

OnpepeneHo, UTO MeTOAMKa HEBOZHOIO TUTPOBAHUA
C MHOMKATOPOM He MO3BONAET MONYUYUTb KOPPEKTHble
pe3ynbTaTtbl, Tak BU3yalbHO C/IOXKHO YCTaHOBUTb KOHEY-
HYI0 TOUYKY TUTPOBAHUA U3-3@ HEUYETKOro N3MeHeHue
OKpacKu.

boina paspaboTtaHa metogumka BIXKX konuuectBeH-
HOro onpepeneHna reHUCTeMHa ANA pafbHenwero uc-
cnepoBaHna BALl n nekapCTBEHHbIX MpPenapaToB Ha ero
OCHoOBe.
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