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MepcneKkTMBHbIMW MeTabonMTammn KapTtodens KaybHeHocHoro (Solanum tuberosum L., cem. Solanaceae) agnatoTcA
0-CONAHWUH, Q-YaKOHWH U UX alZIMKOH CONAHUANH.

Llenb. Pa3paboTka M Bannaauna MeTOAMKU KOMYECTBEHHOIO aHaAM3a O-COMAaHUHA, 0-4aKOHWHA WM CONAHWAMHA B CYXMX
JKCTPaAKTaX U3 KOXKYpPbl KNYy6HeN KapTodena KnybHEeHOCHOro METOAOM BbICOKO3DHEKTUBHOM KUAKOCTHOM XpomaTorpadum ¢
TaHAEMHbIM MacC-CeIEKTUBHbIM AeTeKTupoBaHuem (BIMHX/MC/MC).

Matepuanbl 1 meToabl. AHaN3 BbINOAHANCA B IPaANEHTHOM pexkMme Ha xpomaTorpade «Ultimate 3000» (ThermoFisher,
CLUA) c TaHAEMHbIM Macc-CeNeKTUBHbIM AeTekTopom TSQ Fortis M KonoHkon UCT Selectra C18 4,6 mmx100 mm,
3 mkm, 100 A. B paboTe MCNOoAb30BaCA INEKTPOCNPEN B MONOKUTENbHOM PEXMME MOHM3ALMKU. OAA KONUYECTBEHHOIO
aHaAM3a MPUMEHSANCL CleaytolimMe nepexoabl Macc: a-conaHuH — 868,4->398,3 m/z; a-4akoHuH — 853,4->706,3 m/z;
conannamH - 398,3->98,1 m/z. lNepexoabl macc A/ BHyTpeHHero craHaapta ¢ekcodpeHaguHa: 502,3->171 m/z wu
502,3->466,2 m/z. Bpems aHanu3a coctasuno 10 muH. PaspaboTaHHble ycnoBus xpomatorpaduposaHms 6biv NpoBepeHbl
Ha MPUroAHOCTb. Banuaauuio NpoBoAMAM MO CAeAylWMM MNapameTpam: cneuudUyHOCTb, aHaNUTUMYecKkas 061acTb,
JIMHEWHOCTb, NPaBUAbHOCTb, NMPELU3NOHHOCTb U HUXKHUIM Npeaen KoNMYeCTBEHHOIO onpeaeneHus.

Pe3ynbrartbl. [poLeaypa BaanaaLmm nokasana, yTo MeToAMKa bblaa CeNEKTUBHOM, AOCTATOYHO YYBCTBUTENbHOM B OTHOLLEHUN
0-CO/IaHUHA, O-YAaKOHMHA W CONaHWAMHA (HUMKHUI Npefen KONUYECTBEHHOrO OMpeaesieHWUA COCTaBUN COOTBETCTBEHHO
50, 10 1 2 Hr/mn), AMHENHa B MHTEpBasie KOHLLEHTpaLmit cooTeeTctBeHHO 50-5000, 10-5000 u 2—100 Hr/mn, obnagana
YA0BNETBOPUTE/IbHOM NPaBUAbHOCTbIO (RSD He npeBbiwanv 7% ANA KaXKA0ro U3 BELWECTB), AOCTAaTOYHOM NPE3nLUOHHOCTbIO
(ans a-conaHmHa RSD He npeBbiwano 5%, Ana a-4akoHMHa, coNaHMamHa — He 6onee 10%).

3akntoueHue. PaspaboTaHa M BanMAMpoBaHa METOAMKA KONMYECTBEHHOMO OMPeAeNeHUs Q-CONaHWHA, A-YaKOHWHA U
CONAHMAMHA B CyXMX SKCTPaKTax, MOJyYeHHbIX U3 KOXKypbl KaybHel kapTodens knybHeHocHOro, metogom BIXKX-MC/MC.
[aHHas MeToAuKa MOXKeT ObiTb MCMOb30BaHa B PYTUHHOMN MPaKTUKe KOJIMYECTBEHHOIO OMpeAeseHuUs IIMKOanKaionaos
NpY aHaNN3e UX COAEPIKaHWA B MULLEBbIX MPOAYKTaX U KOMOMHUPOBAHHbIX JIEKAPCTBEHHbIX CPEACTBAX.

KnioueBble cnoBa: BanvAaLMsA; [NIMKOAAKANONAbl; Q-CONMAHWH; O-YaKOHWH; CONAHWAWH; KapTodenb KAYBHEHOCHBIN;
BIXKX/MC/MC

CNUCOK CcoKpauweHuii: TA — mukoankanongbl; BIKX/MC/MC — BbicOKOIhdEKTUBHAA KMAKOCTHAA Xpomatorpadwus
C Macc-CeNeKTUBHbIM AeTeKkTupoBaHuem; AMCO — aumetuncynbdokcng;, OPC — obwaa dapmakonenHaa CTaTbs;
[® PO XV u3g. — locypsapcteeHHas dapmakonea Poccuiickor ®epepaumm XV uspanua; HMNKO — HukKHUI npepen
KOZIMYeCTBEHHOTO onpeaeneHuns; MPA — uMMyHODEPMEHTHbIN aHaNus.
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Promising metabolites of potato tuberosum (Solanum tuberosum L., f. Solanaceae) are a-solanine, a-chaconine and their
aglycone solanidine.

The aim of the work was to develop and validate methods for a quantitative analysis of a-solanine, a-chaconine and
solanidine in dry extracts from the potato tuber peels by a high-performance liquid chromatography with a tandem
mass-selective detection (HPLC/MS/MS).

Materials and methods. The analysis was performed in a gradient mode on an Ultimate 3000 chromatograph (ThermoFisher,
USA) with a TSQ Fortis tandem mass-selective detector and a 4.6 mmx100 mm, 5 um, 100 A UCT Selectra C18 column. An
electrospray in a positive ionization mode was used in this work. The following mass transitions were used for the quantitative
analysis: a-solanine, 868.4->398.3 m/z; a-chaconine, 853.4->706.3 m/z; solanidine, 398.3->98.1 m/z. The following mass
transitions were used for the internal standard fexofenadine: 502.3->171 m/z and 502.3->466.2 m/z. The analysis time was
10 min. The developed chromatography conditions were validated for a suitability. The validation was performed according
to the following parameters: specificity, analytical range, linearity, correctness, precision and a lower limit of quantification.
Results. The validation procedure showed that the methodology was selective, sufficiently sensitive for a-solanine,
a-chaconine and solanidine (lower limits of the quantification were 50, 10 and 2 ng/mL, respectively), the linear in the
concentration range of 50-5000, 10-5000 and 2-100 ng/mL, respectively; it was satisfactorily correct (RSD did not
exceed 7% for each of the substances) and sufficiently sensitive (RSD for a-solanine did not exceed 5%, for a-chaconine and
solanidine — not more than 10%).

Conclusion. A technique for a quantitative determination of a-solanine, a-chaconine and solanidine in dry extracts obtained
from potato tuber peels by HPLC/MS/MS has been developed and validated. This technique can be used in the routine
practice of the glycoalkaloids quantitative determination when analyzing their content in food products and combination
medicines.

Keywords: validation; glycoalkaloids; a-solanine; a-chaconine; solanidine; tuberous potato; HPLC-MS/MS

Abbreviations: Gas — glycoalkaloids; HPLC/MS/MS — high-performance liquid chromatography with a mass-selective
detection; DMSO — dimethyl sulfoxide; GPM — general pharmacopoeial monograph; SPh RF XV ed. — State Pharmacopoeia of

the Russian Federation, XV edition; LLQ — Lower Level of Quantification; ELISA — enzyme-linked immunosorbent assay.

BBEAEHUE

PacTuTenbHble OpraHU3Mbl ABISKOTCA YHUKAIbHbBIMU
npoayueHTaMy OMONOTUYECKM AKTMBHBIX BELLECTB C
LIMPOKMM cnekTpom dapmakonormyecknx 3¢odekTos,
a MMEHHO aHTUCENTUYECKOTO, MPOTUBOMUKPOBHOTrO,
npotusoonyxonesoro [1]. BTopuyHbIN MeTabonmam
pacTeHWit  NO3BOAAET  MOJAYYUTb  MPUHLMUMUANBHO
HOBble COEAMHEHWA, OTIMYalLWMEecs COBCTBEHHbIM

MEXaHN3MOM ,EI,EVICTBVIH. Komnnekc PaCTUTENIbHbIX
metabonuTtos - ¢dnaBoHOMAOB, ankanongos
M  TepneHoMaoB B CyYMMe C COMyTCTBYOLLMMM

BELLeCTBaMM, — OKasbiBaeT 3PpPeKTMBHOE U 3a4acTyto
OTHOCUTE/IbHO Ge3onacHoe TepanesTUYecKoe AelcTeume [2].

Bonee 90 pasnuuHbIX rMMKoankanongos (FA) 6biam
onucaHbl y 300 BUA0B pacTeHWN ceMeCTBa Nac/ieHOBbIe
(Solanaceae). B HayuyHOW nuTepaType ecTb CBeAeHUs
06 MX TOKCMYHOCTM, OLHAKO TaK¥Ke coobliaetca o
page nosesHbix GapMaKoIOrMYecKUx CBOWMCTB, B TOM
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yucne  NPOTMBOOMYXONEBbLIX,  MPOTUBOMMUKPOBHLIX,
npotMeBorpmbroBbix ¥ T.4. [3]. [JaHHbIn  daKT
aKTyanusmnpyet pa3paboTKy MeToauK 3KCTpakuuu TA,
WX aHa/n3 1 NOC/eAyIoLLY0 OLEHKY TeparneBTUYEeCcKoro
noTeHUMana ¢ MOCNEAylOWMM OnpeaeneHnem ux
aKTUBHOCTM.

B KauyecTBe WCTOYHMKA CbipbA AN MOAyYeHuUA
dapmaueBTUYeCcKOM cybcTaHuMM [A  NepcneKkTUBHO
MCMNO/Ib30BaHWE MNOMY/NAPHOrO MULLEBOTO PaCTeHUs —
KapTodens kKnybHeHocHoro (Solanum tuberosum L.),
KOTOPbIV COAEPKUT [IMKO3UIMPOBAHHbIE anKanouAbl
rpynnbl  CONAHMAMHA: O-CONAHMHA W QO-YAaKOHUHA,
NMPOLEHT OTXOAOB KOTOPOr0 3aHMMAIOT TPETbe MEeCTo
nocne 3epHOBbIX Ky/bTYP U MOJIOYHOM NpoayKumut,

[nsa BbIbOpa ONTUMANbHOW METOAMKM U3BNEYEHUA

* Cepnosa O.C., bopueHkoB J1.A. Pecypcocbeperatolime TeXHONOTUK
nepepaboTku KapTodens: HayyYHbIM aHanUTUYecKuin o63op. MockBsa:
PocuHdopmarpotex, 2009. — 84 c.
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A, a TakxKe nociegywollen  CTaHOAPTM3AUMWM  OCHALLEHHbIM  aBTOCAMMNEPOM WM Aeras’aTopom,
JKCTPAKTOB M OUEHKM UX dapmakonormyeckor  KosoHKol Selectra C18 4.6 mmx100 mm, 3 mKkm, 100 A

AdKTUBHOCTU HEO6XO,D,VIMa pa3pa60TKa LIyBCTBl/ITe}'IbHOl‘;i,

BOCI'IpOM3BO,CIMMOi;1 n ceNeKTUBHOM MeTo4UNKN
KO/IM4YeCTBEHHOIO onpeaeneHunAa Q-CONN1aHUHa,
Q-4YaKOHWHa, a TaKXe WX arIMkoHa COoNaHunAuHa B

COOTBETCTBYIOLLEM MaTpULe C [AOKa3aTeNbCTBOM eé
NPUrogHOCTU NYTEM aHanM3a €€ MeTPOSOrUYEeCcKmX
XapaKTEPUCTUK.

B nuTepatype onucaH psag MeToaMK KONMYECTBEHHOMO
onpegeneHna [A, OAHAKO 4acTb MCCNeAOBaHUM
nocesAleHa WHAVBUAYANbHbIM coeauHeHusm [4, 5],
ApyrMe MeTOAMKU C/IOXHbI B YacTM NpobonoAroToBKM
(Hanpumep, reteporeHHblin UPA) [6, 7], HeKoTopble
0bnafatoT HU3KOM cenekTUBHOCTbIO (BIXKX-YOP) [8, 9]
WU HeOCTaTOUYHOM aHanuTuYecKol obnacrteio [10, 11].
MocnefnHui KpUTepuii ocobeHHO BakeH nNpu noabope
METOAMKM IKCTPaKLUMK, TaK KaK ypoBeHb [A 3aBucut
KaK OT HaATMBHOMO COCTOAHMUS CbipbA (FeHeTUYecKM
3anporpammMmnpoBaHHas KOHLLeHTpaums, cTpecc-
daKkTopbl M T.4.), TaK U OT NPUPOAbI MUCMOAb3YEMOrO
3KCTpareHTa, peXkMma M30/MPOBaAHMA, SONOAHUTENBHO
BBOAMMbIX Mo UKALMNA.

Mpouenypa BanMZAUMM METOAMKM KOMMYECTBEHHOTO
onpeaeneHna UHAMBMAYaNbHbIX TA MpPU COBMECTHOM
MX MPUCYTCTBUM B IKCTPAKTE W3 KOXKYpbl KaybHel
KapTodens KaybHeHOCHOro, cornacHo TpeboBaHMAM
locypapctBeHHOM dapmaKkoneun Poccuiickoit Pegepaumnm
XV usganua (Mo PO XV u3g.), no3BOAUT O0AHO3HAYHO

CyguTb O MpPUMEMIeMOCTM BblbpaHHOro crnocoba
3KCTpaKLUW.

UENb. PaspaboTka W BaAvaauma MeTOAUKMU
KONMYECTBEHHOIO onpeaeneHun 0-CO/TAaHMHA,
0-4YaKOHMHA W CONAHMAMHA B CyXMX 3KCTpaAKTaXx,
NO/MlyY4eHHbIX M3  KOXYpbl  KnybHelt  KapTodens

KnybHeHocHoro (Solanum tuberosum, cem. Solanaceae),
MEeTOA0M BbICOKO3(pHEKTUBHOM KMAKOCTHOM
XpomaTorpadmm C TaHAEMHbIM MacC-CeNEKTUBHbIM
AeTexkTupoBaHunem (BIXX/MC/MC).

MATEPUAIbI U METOAbI

B pabote O6blIM  UCNONb30BaHblI  CleaytoLme
peakTUBbl M XMMWUYECKMe cybCcTaHLuMK: CTaHAapTHble
obpasupl  A-CONAHWMHA, O-YaKOHWHA, CO/MAHWAMHA
(Sigma Aldrich, CLUA), d¢ekcodeHaanHa (United
States Pharmacopeia Reference Standard, CLUA;
CAS No. 153439-40-8), meTaHon AAns rpagveHTHOM
BIXX (Xummepn, Poccua), KucnoTa mypasbuHas 98%-
A ana aHanutuku (Panreac, Micnanus), Boga BIXKX-MC
(VWR, ®paHuusa), aumetuncynbdokema (OMCO)
(OO0 HMNM MaH3Ko, Poccus), 5%-i pacTBOpP KMCAOTbI
yKcycHon (OOO TEXMJIAHT, Poccusa), XaHKca pacTBop
6e3 ¢eHonosoro KpacHoro (HBSS; OO0 HIMM MaH3Ko,
Poccus).

Pa3paboTKy MeToAMKM NPOBOAWAM MPU MOMOLLM
obopygoBaHua:  xpomatorpa¢  «Ultimate  3000»
(ThermoFisher, CLLUA) c TaHAEMHbIM MacC-CeNEKTUBHbIM
netektopom  TSQ  Fortis  (ThermoFisher,  CLUA),
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C npeaKonoHkoi Selectra C18 SLC-18GDC46-3UM (UCT,
CLUA). B kauecTBe BCnomoratesibHOro o6opyaoBaHusA
npumeHanncb: ueHTpudyra gna mukpokioset (Elmi,
NaTBus); Becbl aHanutuyeckme JIB 210-a (CapTorocm,
Poccus), sctpsaxueatens Vortex (Heidolph, Tepmanus).
YnpasneHve xpomaTtorpadpuyeckon cUcTemon, a TaKxKe
MaTeMaTUYecKyto 06paboTKy AaHHbIX MPOBOAUAN C
nomolbo nporpammbel  Thermo Scientific  Xcalibur
(ver. 4.2.47).

Paspabotka MeTOAoMKM 3aKnouanacb B nopbope
cnocoba  ¢dparmeHTaumn,  Bblbope  BHYTPEHHErO
CTaHZapTa M cocTaBa NoABUXKHOM dasbl.

MapameTpbl  ¢dparmeHTaumm nogbupann B
Mo/lyaBTOMaTMYECKOM  PEKUME  (3Heprun  dparmeHTaumm
noabupanucb aBTomatuyecku). [Ona  perncrpauuu
BblOMpanu aBa Haubosnee MHTEHCUMBHbIX dparmeHTa.
Moabop ycnoBuit dparmeHTauunM nNPOBOAUAU MpPU
nogave aproHa nog gasnenuvem 1,5, 2,0, 2,51 3,0 mTopp.

XpomaTorpadumyeckyto MeToAMKYy HacTpamBanu Ha
BOAHO-MeTaHONbHOM dase c KonoHKoM C18. 3HayanbHO
MCMO/Ib30Ba/IM M3OKPATUYECKUIA PEXUM 31H0MPOBaAHMUA
c 25, 50 u 80% meTaHONa ANA OUEHKU BAUAHUSA
OpraHMYecKoro pacTBOpPUTENA Ha pasaeneHne BeLecTs,
MX BpEMEHa yAeprKMBaHMA W XpomaTorpaduueckue
napameTpbl cuctembl. [0 NosyYyeHHbIM pe3ynbTaTam
noabupanu npoduab TrpagUeHTHOro 3S1HOMPOBaAHMUA
AN ONTUMM3ALMM XpoMaTorpadpuyecknx napameTpos.
MOCKONbKY Ha [AaHHOM 3Tane yXe OblAn MNoayyeHbl
YAOBNETBOPUTE/IbHbIE  MapameTpbl  XxpomaTorpadpum
" YyBCTBUTE/NbHOCTD, TECTUPOBaHUe BOAHO-
AUETOHUTPUIbHOM asbl NPU3HAHO HeLenecoobpasHbIM.

MNopbop BHYTPEHHEro CTaHAapTa OCYLLECTBAAAN U3
6 BewecTts: dekcodpeHaaMH, aHACTPa30/, BanCapPTaH,
aMaHTagMH, aMAOANMNMNH, METOMNPOJION B KOHLEHTPALMAX
or 1 go 10 Hr/mn. Haunydywue pesynbtaTbl B naHe
BOCNPOM3BOAMMOCTM  PEe3ynbTaToB  OTMEYeHbl Y
deKkcopeHaamHa, KoTopbidi M BbibpaH B KayecTBe
BHYTPEHHErO CTaHA4AapPTa B KOHUEHTpauumn 1 Hr/ma.

XpomaTorpadumpoBaHme NPOBOAUAN B TPAANEHTHOM
pexume sntomMpoBaHua: pactsoputens A — 0,1%-A
BOAHAA MypaBbMHAA KWUC/IOTa, pacTtBoputenb B —
MeTaHoA cornacHo Tabanue 1.

Temnepatypa uccnegyembix obpasLos cocTasaana
20°C, TemnepaTypa XpomaTorpadpuyeckon KOMOHKM —
35°C; nopaepXuBanm ¢ NOMOLBHO TepmocTtaTa. CKOpoCcTb
NnoToka noABuKHOU da3bl 400 MKA/MUH. OB6BEM
BKa/ibiBaemol npobbl coctasnan 20 MK/, BBOAWUACA C
nomMoLLbto aBTocamnaepa npu Temnepatype 8°C.

MpoayKTbl  pacnaga  MONEKYNAPHOTO  WMOHA
dUKCMpPOBANM C MOMOLLBIO KBAaAPYMNOAbHOIO Macc-
JeTekTopa Mpu  BO34ENCTBMM  3neKTpocnpeAa B
NOJIOXKUTENILHOM PEXUME NOHU3ALLNN.

CKopocTb noToka obonoveyHoro rasa (Sheath Gas)
coctasnana 50 Arb, scnomoratensHoro rasa (Aux Gas) —
10 Arb, npoagysoyHoro rasa (Sweep Gas) — 1 Arb,
TemnepaTypa Tpybku ans nepeHoca moHos — 300°C,
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TemnepaTtypa ucnaputens — 350°C. [lna aetektmpoBaHna  metogom BIXKX/MC/MC c  nomollbid  Y4acTUYHO

MCNOMb30Ba/IM CNeaytoLLMe Nepexodbl Macc: O-COMAaHWH —
868,4->98,1 m/z, 868,4->398,3 m/z (aaHHbIN nepexos
MCMONb30BaNCcA AN KOAMYECTBEHHOrO onpeseneHus)
npu 3Heprum CToNKHOBeHWMA 60 B; 0O-YaKOHUH —
853,4->398,3 m/z, 853,4->706,3 m/z (aaHHbI nepexos,
MCNONb30BaNCcA AN KOAMYECTBEHHOIO onpeseneHus)
npu 3SHEeprun CcTtonkHoBeHna 60 B; conaHnanH -
398,3->98,1 m/z (maHHbIN nepexos WCNO/b30BaCA
ONA  KONMYECTBEHHOro OnpeAeneHua) npu 3sHepruu
cTonkHoBeHusa 43 B, 398,3->382,3 m/z npu 3sHeprum
CTonKHOBeHMA 48 B, ¢dparmeHTaumsa McTodHMKa 20 B,
CID raz 2 mTopp. MNepexoapl ana ¢ekcopeHaauHa:
502,3>171 m/z wn 502,3->466,2 m/z npu 3Heprum
CTO/IKHOBeHMA 27 B. Bpema opgHoro aHanusa
cocTtaBnano 10 muH.

CTpyKTYpHble $OpMYbl aHAZIM3UPYEMbBIX BELLECTB
M ¢dparmeHTaumsa WX MONEKYy/N MpeacTaBieHbl Ha
pucyHKax 1-4.

Bannpauuna aHaIMTUUECKON MeTOAUKH

Bannpaumsa XpomaTorpadpuyeckmx MeToAMNK
nofpasymeBaeT [0Ka3aTeNbCTBO MX  NPUIOA4HOCTU
ONA KOHKPETHbIX Ueneit U pernameHTUpyeTcs pagom
OTeYeCcTBEHHbIX HOPMATMBHbIX AOKYMEHTOB?.

OueHky MeTOAMKM npoBOAMAN
e P® XV wu3g. no cregywowym  napameTpam:
NpUrogHoOCTb Xpomatorpaduyeckoi cuctembl?,
cneumdurYHOCTb, aHaNUTUMYeCKan 061acTb, IMHENHOCTD,
NPaBUIbHOCTb,  MPELM3NOHHOCTb  (MOBTOPSAEMOCTb,
BHyTpunabopaTtopHaa MPEUUSUOHHOCTb) U HUNKHUN
npegen KoAnM4yecTBEHHOro onpeaeneHus.

cornacHo

MpurotosneHue pactBopos

CTAaHAAPTHbIX 06pasuoB

Mo TpeboBaHuam d PO XV u3g. 44A OUEHKM
Ba/IMAALMNOHHbBIX napameTpos AHANIUTUYECKOM
MeTOAMKM  (NPaBUABbHOCTb,  MPELM3NOHHOCTb  Ha
YPOBHAX MOBTOPAEMOCTM W  BHYTPUIabopaTopHON
NPEeLM3NOHHOCTN) HEOBXOAMMO MCMO/b30BaTb PAcTBOPSI
co 100% OT HOMWHANBLHOrO 3HA4YeHWA uccnesyemoro
BelecTBa, OAHAKO  AaHHble  KOHLUEHTpauuuM B
3KCTPAKTaX, MNOMYYEHHbIX Pa3IMYHbIMKU crnocobamuy,
MOTYT CyLLEeCTBEHHO BapbMpOBaTbCA. B cBA3M ¢ 3TUm
Ona noabopa TaKMX KOHUEHTPALM Oblo NpoBeseHO

npeasaputenbHoe uUccaegoBaHue, 3aKnk4varouleeca
B OLUEeHKe coaepXaHnAa a-CoJlaHUHa, 0O-4YaKOHWHa WU
CONNaHNAWHa, M3BNEYEHHbIX U3 VIHCOﬂVIpOBaHHOVI

KOXKYpbl KNy6Hel KapTodens ¢ NOMOLbIO PasaNYHbIX
3KCTPareHToB (NUPMAMH, METaHO/, 3TaHOA, YKCycHas
Kucnota 5%-A BoAHaA) B COOTBETCTBMM C (M3UKO-
XUMUYECKMMU CBOMCTBaMM BELLECTB. AHA/AIM3 NMPOBOAMIM

20dC.1.1.0012 Banmpaums aHanUTUHECKUX MeTOAMK. focyaapcTBeHHan
dapmakonen Poccuiickoii Peaepaumun XV msgaHve. — [INeKTPOHHbIN
pecypc]. — Pexum pgoctyna: https://pharmacopoeia.regmed.ru/
pharmacopoeia/izdanie-15/1/1-1/validatsiya-analiticheskikh-metodik/
3 0®C.1.2.1.2.0001 Xpomartorpadus. locymapcteeHHas dapmakones
Poccuiickoit ®epepaumnm XV uspaHue. — [DNeKTpoOHHBIN pecypc]. —
Pexum poctyna: https://pharmacopoeia.regmed.ru/pharmacopoeia/
izdanie-15/1/1-2/1-2-1/1-2-1-2-khromatograficheskie-metody-analiza/
khromatografiya/
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Ba/IMANPOBAHHOW METOAMKM (C YAOBNETBOPUTENBHOM
JIMHEMHOCTbIO M BOCMPOM3BOAMMOCTbIO). CoaeprKaHue
0-COMAaHMHA B 4-X NOJYYEHHbIX 3KCTPaKTax COCTaBWU/IO
252,61+182,85 Hr/mn, a-4akoHuHa — 451,33+100,33 Hr/mn,
conaHuguHa - 4,60£1,72 Hr/mn.  YcpeaHéHHble
KOHLEHTPALMW B Aa/IbHEMLLEM MCNOb30BA/IM B KayecTse
TeopeTuyeckunx (100%) ana pacyéta MeTposOrnyYecKmx
XapaKTepucTuk [12].

MpuroToBNEHNE PACTBOPOB CTAaHAAPTHbIX 06Pa3LoB
0-COMAaHMHA, O-YaKOHMHA M COJIAHUAMHA MNPOBOAUAU
cnepyowmm obpasom: 8 1 mn AMCO pacteopanun 1 mr
cybcTaHumu, Bblgepskusanu npu 50°C B yNbTPa3BYKOBOM
BaHHe 60 muH, pa3soamamn B 10 pa3 pactsopom AMCO,
3aTeM pacTBopom XaHkca (HBSS) 4o KoHueHTpauuit
50, 250, 300, 500, 1000 u 5000 Hr/mn (a-conaHuH);
10, 50, 400, 450, 500, 1000, 2000 u 5000 Hr/mn
(o-uakoHuH); 2, 3, 3,2, 4, 4,8, 5, 10 u 100 Hr/mn
(conaHnauH). MpobonoAroToBKY NPOBOAUAN NYTEM
passegeHua B 10 pa3s mMeTaHONOM, COAEpPKALLUM
BHYTPEHHMIA cTaHAapT — dekcodpeHaguH (1 Hr/mn) n
nocieayowmm ueHTpudyrnposaHnem npu 1500 g B
TevyeHne 10 MuH.

KonuyectseHHoe onpegeneHne  OCyLLEeCTBAAAM
no KanuMbpoBoyHOMY rpaduKy, a HOpMaAU3aLmio
QHANUTUYECKOrO OTK/IMKa NPOBOAMUAM NO BHYTPEHHEMY
CTaHZapTy:

[ananut]
’
[BH_ cTanaapr |

rpe K -
0/ .
OTKIMK, %; Sipuanm
KOMMNOHEHTa, %; S
cTaHaapTa, %.

HOpMaJ’IM3OBaHHbIVI aHaNUTUYECKUNIA
— naowadb nNuUKa onpegenAaemoro
— naouwaab NMKa BHYTPEHHErO

[BH. cTaHa]

MpurotoBneHue UCNbITYeMbIX PacTBOPOB

Ons anpobauun paspaboTtaHHoli BIXKX-meToamKu
6bl1 NpoBeA&H aHa/NM3 CyXOro 3KCTPaKTa KOXypbl
KnybHel KapTodens KnybHeHocHoro copTta [ana
(PazaHckasa obnacTb, KnenmkoBckuit palioH, n.r.1. Tyma).
MpeaBaputenbHas o06paboTka KaybHel BKAOYana
OBYXHEAENbHYI0 MHCONALMIO AHEBHbIM CBETOM AN
MaKCMMM3aLmm HakonaeHus M. lanee aHanM3Mposanu
CYXOM  3KCTPAKT, MNOJYYEHHbIA NYTEM  3-KpaTHOM
MaLlepaLmmn cyxol Koxypbl 5%-m BOAHbIM pacTBOpPOM
KMUCAOTbl YKCYCHOM.

1 mr cyxoro akcTpakTa passogmau 8 1 mn JMCO,
Bblaepkmeann 60 muH npu 50°C B ynbTpasByKOBOW
b6aHe, ueHTpudyrmposaan 10 mumH npm 1500 g,
HafocagoKk passognnm B 10 pa3 pactsopom AMCO,
3atem Takxe B 10 pa3 b6ydepHbim pactBopom HBSS.
MpobonoAroToBKyY 1 pacyéTbl NPOBOAMAN MO ONUCAHHON
BbllLe METOAMKE.

NoprotoBKa pabounx pacteopos

ONA BaANLaLUOHHOW OLEHKHU

Nno NoKasaTento «JIMHEUMHOCTbY

Ons  onpeaeneHus  Kputepua  JIMHEMHOCTU
MCMO/Ib30Ba/IM  PacTBOpPbl 6  KOHUEHTpauui anAa
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a-conaHmHa (50, 250, 300, 500, 1000 u 5000 Hr/mn),
8 Touek AnA a-yakoHuHa (10, 50, 400, 450, 500, 1000,
2000 1 5000 Hr/mn) u 7 gna conaHuguHa (2, 3, 3,2, 4,
4,8,5,10 1 100 Hr/mn) COOTBETCTBEHHO MO 3 MOBTOPEHUA
O1A Kaxaon ¢ nocneaytoueit npobonoaroToBKOM.

MoaroroBkam pabounx pacTBopoB

ANA BaANSALMOHHOM OLEHKM MO NoKasaTensam

«NPEUU3MOHHOCTbY, «BHYTpUnabopaTopHas

NPeLU3NOHHOCTbY, KMPaBUAbHOCTb Y

MpoBepkKa NpeLm3noHHOCTH BKAtOYANA
NPWroToBAEHWE PACTBOPOB CTaHAAPTHbIX 06pasLoB
o-conaHmHa (250 Hr/mn), a-yakoHuHa (450 Hr/mn) u
conaHugmnHa (4,0 Hr/mn) B 6 NOBTOPHOCTAX KaxKaoM
KOHUEHTpaLuu.

PacTtBopbl ana OLEHKM noKasarens
«BHYTPMIAabOPaATOPHOWN MPELU3MOHHOCTUY» FOTOBUAUCH
APYrMM nccnepoBaTesieM Mo aHaNOrMYHON METOAMKe.

[na OueHKM npaBuabHOCTM BblAM BbIGpPaHbI ANA
0-CO/MlaHMHa KoHueHTpauun 200, 250 u 300 Hr/mn
MCMbITYEMbIX  PacTBOpPOB.  PacTBopbl  Q-YaKOHWHA
rotoBUAM B KOHUeHTpaumax 400, 450 n 500 Hr/mn;
conaHuanH — 3,2, 4,0 n 4,8 Hr/mn. Bce pactBopbl
roTOBU/AM B TPeX NOBTOPHOCTAX. TakMm obpa3om, Bcero
aHaNM3y NoABepPIIUCL No 9 paboumnx PpacTBOPOB KaKA0ro
BellecTBa.

CraTuctMyeckas obpaboTtka

CtaTucTuyeckyto 06paboTKy [AaHHbIX NPOBOAWUAM
Cc npumeHeHumem oducHoro naketa Microsoft Office
2019 (Microsoft Inc., CLLA) n nporpammbl Statistica 13.0
(StatSoft, CLUA). Xapaktep pacnpegeneHva AaHHbIX
onpegenannM ¢ nomouwpbto KpuTepua Lanupo-Yunka.
OnAa OUEHKN NUHENHOCTU NPUMEHANN KO3IPOUUMEHT
Koppenauuun [lupcoHa. [nAa nocTpoeHuA ypaBHEHUA
B3BELEHHOM perpeccMm MCNonb3oBaauM Mporpammy
MS Excel 2019 c pacwupeHuem PKSolver. OaHHbIl
napameTp NpMMeHann ana 6onee TOYHOro NOCTPOEHUA

KanMbpoBoyHOro  rpaduka B palioHEe  HU3KKX
KOHUEHTpaLMi.

Ona  pfoKkasaTenbcTBa  OTCYTCTBMA  pas/ivuuvAa
aMcnepcuii  Npu aHanuse  BHyTpuaabopaTopHOM

NPeLyM3noOHHOCTU UCNONb30BaAM KpuTepun duwepa. C
nomoLubio Kputepusa CTbloAEHTa CPaBHUBANM CpeaHue
3HaYeHWA pe3yNbTaToB aHaNN3a, NOYYEHHBIX PA3HbIMM
uccneposatenamu. B Tabnuuax  npeactaBneHsl
MeTpOo/IorMyeckune XapaKTEPUCTUKN: cpenHee
apudmeTnyeckoe (X), aucnepcua (S?), craHgapTHoe
OTK/NOHeHue (SD, SS), OTHOCUTEeNbHOe CTaH4ApTHOoe
oTKknoHeHue (RSD, Ss,%)' NONYLWMPUHA AOBEPUTENBHOIO
WUHTEepBana BeNMYMHbl (AX), OTHOCUTE/IbHblE OLUNMBKM
pe3ynbTaTa OTAENbHOTO onpefeneHus (g), rpaHUYHbIe
3HaYeHWs [OBEPUTE/NIbHOTO WHTEpBasa pesynbrata
oTAenbHOro onpegeneHuns (xtAx).

B cBA3M C Tem, YTO MOAy4YEHHble AaHHble MMENn
HOPManbHOE pacnpegeneHne, pesynbTaTbl B TeEKCTe
6blIM NpeacTaBieHbl B BUAE CPEAHEro apudpmMeTnyecKoro
(cpenHee 3Ha4YeHune 3-x napannenbHbix
M3MepeHni) £ cTaHAapPTHOE OTKNOHEHME.

Volume XlI, Issue 2, 2024

PE3Y/IbTATbI

MpurogHocTb xpomaTtorpaduyeckoii cuctemol

[nAa oueHKM npurogHocTM Xxpomatorpaduyeckomn
CMCTEeMbl  MOCNeAOoBaTe/IbHO  aHANUM3UPOBaNM B
LIECTUKPATHON MOBTOPHOCTU PacTBOPbl O-CONAHUHA,
0-4YaKOHMHA U COMaHMAMHA B KOHUeHTpaumax 250, 450
1 4,8 Hr/M/1 COOTBETCTBEHHO.

OCHOBHble  XapaKTEPUCTMKM  MWUKOB  LEeneBblxX
BEeLLEeCTB Ha XPOMATOrpammax pacTBOPOB CTaHAAPTHbIX
06pasuoB npeacTaBneHbl B Tabavue 2.

Mcxopga u3 npepactaBieHHbIX [aHHbIX, BEWUYMHBI
RSD ans nnowaser NMKOB Kaxa0ro U3 aHa/IM3npyemblx
BELLECTB W BHYTPEHHEro CTaHZapTa He NpeBbllanu
2%. Yucno TeopeTnyeckmx Tapenok npesbiwano 2000.
PaKTOpbl ACUMMETPUN COOTBETCTBOBA/IM AOMYCTUMOMY
AvanasoHy —0,7-2,5 [13].

Takum  obpasom,
cootBeTcTByeT TpeboBaHuam [
0®C.1.2.1.2.0001 XpomaTorpadpusn*.

pa3paboTaHHas  cucTema
P® XV wu3g.

BanupaunoHHana oueHKa

paspaboTaHHOII MeToAUKN

Banvaaumto MeTogMKM aHavM3a KOAMYEeCTBEHHOTO
onpeaeneHns a-conaHuWHa, O-4aKOHMHA, COJIAHWAMHA
metogom BIMX/MC/MC B 3KCTpakTe npoBoAMAN B
cooTBeTcTBMU ¢ TpeboBaHuamu e PO XV nsga,

B KauyecTBe BHYTPEHHEro CTaHZapTa BblbpaH
dbekcodpeHagnH B MeTaHo/e C KOHUeHTpaumein 1 Hr/mn
M3-33 Hauayywen BOCNPOU3BOAMMOCTM pPe3y/bTaToB
aHanusa.

BpemeHa yaep)KMBaHWA O-COMAHWHA, O-YAaKOHWHA
M CONaHMAMHA MNPU  aHaAM3e CyXoro 3KCTPAKTa,
cofepKallero Lenesble BeLeCcTBa WM MCMNOAb3yeMOro
ANA anpobauMm MeToaMKW, COBMAZanu C TaKOBbIMM
Ha XpomaTorpammax CTaHAapTHbIX pacTBopos (Puc. 5).
ConyTcTByOLWMX BELLEeCTB, aNoUpYyOLLMXCA B
COOTBETCTBYIOLWIEE Bpemsa, He Habnwganocb, 4TO
NoATBEPXKA3AN0 cneundUYHOCTb METOLMUKM.

Cnepyet OTMETUTb, YTO MPU aHaAn3e NOJYYEHHbIX
pacTUTENbHbIX  3KCTPAKTOB  Ha  XpoOMaTorpammax
HabntofancA MUK BELWECTBA CO BPEMEHEM YAEPKMBAHMA,
COBMAJAloWMM C TAKOBbIM ANA  O-COJIAaHMHA MU
a-4yaKkoHuHa (t.=4,7910,02 muH n t.=4,78+0,015 muH),
a MO MOJNIEKYNIAPHOM Macce — COOTBETCTBYHOLLUM
arIMKoHy — conaHnaunHy (m/z=398,3). Mpu atom Bpemsa
YAEPXKMBAHWA AN conaHnamHa npu t.=5,38+0,0098 muH.
BepoaTHee Bcero, B npouecce WoHu3aumm [A B
MacC-AeTEKTOPEe MPOUCXOAMN  PaspbiB  [NIMKO3UAHOM
CBA3W C BbICBOOOXAEHMEM arMKoHa. CoaepikaHue
COMaHMAMHA OTHOCUTENbHO COAEPKaHWA B npobe
CYMMbl  [IMKO3WZOB COCTaBAAno He 6Gonee 2%
no macce.

JINHEMHOCTb  MEeTOAMK  YyCTaHaB/AMBajiacb B
OManasoHe npeanonaraemoi aHanauTuyeckon obnactu
KOHLEHTPAUMI LeneBbiX BELWLECTB, BK/AKOYalOWEN OT

4 Tam sxe.

121



OPUTMHAJIbHAA CTATbA

Hay4Ho-npakTudeckuii xypHan

APMALIVA N

ISSN 2307-9266 e-ISSN 2413-2241 (DAg)MAKOJ-lTlOFMH
(PHARMACY & PHARMACOLOGY)

80 mo 120% copep:kaHMA KarKAoro KOMMOHEHTAa B PacTUTENIbHOMO  CbipbA  TpebyeT npeaBapuTe/ibHOM
3KCTPaKTax KOXypbl KAybHel KapTodens, COMacHO  CTaHZapTM3auuu - B nepayto ouepesasb,

Tabnmue 3. KanmbpoBouHble rpadmKM 3aBUCMMOCTMU
njaowaan MMKOB OT KOHLEHTpauunu KOMMOHEHTOB,
ypaBHeHUA perpeccun n KoaddULMEHTbl Koppenaumm
npeacTaBaeHbl HA PUCYHKax 6—8.

Mony4yeHHble Ko3pPULMEHTDI
npesbiwann 3HadvyeHme 0,99, utO
TpeboBaHuam e PO XV usa,.

HWKHUI npegen KoAMYecTBEHHOro onpeneneHus
(HNKO) paccunTbiBanca nyTém CpaBHeHUA
MaKCMMANbHOW MHTEHCMBHOCTM OTKAMKA AETEKTopa npu
MHMKEKLMKN XonocTon npobbl (5% AMCO, 95 mn pactBopa
HBSS, 10 mn meTaHona C BHYTPEHHUM CTAaHAAPTOM) U
npobbl ¢ MUHUMAIbHBIMU KOHLEHTPALMAMM aHANUTOB.
3a HMKO npuHMManun KOHUEHTPaLMK LeneBbiX BeLecTs,
KOTOpble AaBann OTKAWK OETEeKTopa He MeHee, Yem B
10 pa3 npeBblLAOWMIA YPOBEHDb LYMa Ha NMPOMEXKYTKe
BpemMeHn t = aHanuTailiMpuUHa MUKa y OCHOBaHWA,
NONYYEHHOTO NOC/Ie UHMKEKL MM NPODbI C MAaKCUMANbHOM
KOHUeHTpaunelr  paboyero  gManasoHa. Kpome
TOro, MOBTOPAEMOCTb WM MPABWUABHOCTb 5 WHMKEKLUI
pPacTBOPOB C KOHUEHTpauuei, cootseTctaytowein HMKO,
He npesbiwanm 20%. HMNKO ana o-conaHnHa cocTaBun
50 Hr/mA, ana a-4yakoHuHa — 10 Hr/mA, conaHuamnHa —
2,0 Hr/mn.

MpeunsnoHHOCTb  (MOBTOPAEMOCTb)  METOAMKM
oueHMBanacb NO 6 TOYKAM OAHOW KOHLLEHTpaLmMy,
paBHol 100% oT HOMMHaNbHOM (Tabn. 4).

Ona a-conaHMHa B KoHUeHTpauuu 250 Hr/mn
BennyunHa RSD He npesbiwana 5%. [nA o-4aKoHWHA
B KOHUEHTpauuu 450 Hr/mn © conaHuguHa B
KOHUeHTpauun 4 Hr/mn RSD He npeBblwana 10%.

BHyTpunabopatopHasn NpeLmn3noHHOCTb
oueHMBanacb nNo 6 Toykam 100% OT HOMWMHANbHbIX
KOHLEHTPaLMI McCneayemblX BELLECTB, MPUrOTOBAEHHbIX
ABYMA MUCCnefoBaTeNsMM B OAHOM nabopaTtopuu, c
MCMNONb30BaHMEM OLHOro 060pyA0BaHMA U MATEPMANOB.
[JaHHble npeacTaBneHbl B Tabnuue 5.

Kputepuun duwwepa, paccintaHHble A8 A-CONAHMHA,
0-YaKOHMHA M CoNaHMAMHA, BblM MeHbLle TabaAnYHbIX
n cocrasuam 1,18, 1,19 wn 1,15 coOOTBETCTBEHHO.
BblumcneHHble KpuTepun CTblogeHTa A5 BELWeCTB 6b1an
paBHbl cooTBeTcTBeHHO 0,46, 0,42 1 1,41 npu ypoBHe
3Haummoctn 95%, umcne cteneHen csoboppl 10, yto
TaK¥Ke 6bl/I0 HUXKE TabANYHbIX 3HAYEHUNA.

Koppenaunm
cooTBeTcTByeT

[Ona  OUEeHKM NpPaBUAbHOCTM  aHANU3UPOBAU
napameTpbl 9 Touyek (Tabn. 6). PaccumTbiBanm
OTKPbIBAaEMOCTb, cTaHAapTHOE OTK/IOHEHMeE,

cpeaHEeKBaAPATUYHOE OTKIOHEHME.
B pesynbraTte RSD He npesBblwanu 7% ANA Kaxaoro
13 BeLLecTB.

OBCYXXOEHUE

A ABNAKOTCA NEPCMNEKTUBHBIMM HapMaKONOrMYECKMMM
areHTamM B CBA3M C LUMPOKMM CMEKTPOM B1ONOTNYECKMX
addekToB [14, 15]. Wcnonb3oBaHWE 3SKCTPAKTOB U3
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[OKa3aTenbCTBa MNPOLLEHTHOTO COAEPMKAHUA LieNeBbIX
BeLLEeCTB.

B nuTepaTtype onwucaH
onpepeneHuna cofepxkanma TA B KapTodenbHbIx
NpPoAyKTax: BbICOKO3bbEKTUBHAA TOHKOCNOMHas
xpomatorpadua [16, 17], uMMMyHOPEPMEHTHbIN
aHanus (MU®PA) reteporeHHbii [6, 7] U roMOreHHbIN B
COYETaHUM C KanuAnapHbIM 3nekTpodopesom [18],
BbICOKO3GGEKTUBHAA  KMAKOCTHAA  XpomaTtorpadus
C npumeHeHvem Y®-pgetektupoBaHua [8, 9] wuau
TaHAEMHOM Macc-cnekTpomeTpum [19-21].

MuHycammn  TBepaodasHoro  UPA  asnaoTca
HW3Kan BOCMPOM3BOAMMOCTb, 3HauuTeIbHasA
ONVUTENIbHOCTb, @ TaK¥Ke BbICOKaA CTOMMOCTb aHa/nu3a.
BbICOKO3DDEKTUBHBINA  KaNUANAPHBLIA  3n1eKkTpodopes
B CoYeTaHUM c nasepHo-pnyopecueHTHOM
AeTeKumMen orpaHMYeHHO NPUMEHSEeTcA Mpu aHanause
MasiopacTBOPUMbIX B BOAE W  BOAHOCMUPTOBbLIX
pacTBopax BellecTB. TaKKe MpPUMEHEHWE Jla3epHo-
dnyopecuLeHTHoro AeTekTopa nogpasymesaeT
MHOFOCTaANMHYIO MOAFOTOBKY K aHanu3y (BblaeneHue,
ouYncTKa, MeTka) [19].

A uMmeloT OAM3KME MAKCUMyMbl MOMNOLLEHMSA,
nexauwme B agmanasoHe 200-208 HM, B CBA3M C 4yem

pag, MeToa08B

CHW)KAETCA  CeNEeKTMBHOCTb M YyBCTBMTENbHOCTb
KO/IMYECTBEHHOTO  OMNpPeAeneHns C  NpPUMEHeHUem
ynAbTpadMoNeToBoro  AeTekTopa. C  nomouibto

BbICOKO3()DEKTUBHOM TOHKOC/NIOMHOM XpomaTtorpadum
BO3MOXHO OTKpPbITb 10 HFr ankanompos, Toraa Kak
yyBCTBUTE/IbHOCTb BIMX/MC/MC 3avacTyto CyLIecTBEHHO
Bbllwe [22, 23]. TakKe ANA OMMCaHHbIX MeToAoB (3a
WUCKNIOYEHMEM  MacC-AeTeKTUpOoBaHuMa) npobiemont
ABNAETCA pasfesneHne 6aM3KMX Mo GU3UKO-XMMUYECKUM
CBOMCTBAM  BELLECTB, HAnpumep, O-CONAHMHA MU
0-4YaKOHMHA, YTO CHUXKAET MUX CENEeKTUBHOCTb.

Takum 06pa3om, aKTyasbHbIM ABAAETCA paspaboTtka
BbICOKOYYBCTBUTE/IbHOM  METOAMKM,  MO3BOASAIOLLEN
aHaNM3MpPOBaATb OAHOBPEMEHHO O-CONAHUH, O-HYAaKOHUH
M UX ar/IMKOH B MHOTOKOMMOHEHTHbIX PacTUTENbHbIX

SKCTpaKTax C MMHMManbHOM  NpPobonoAroToBKOM
" YAO0BNETBOPUTENbHbBIMM MEeTPOI0rMYeckumMm
XapaKTepUCTUKaMMU.

OuckytabenbHbiM  ABNAETCA  pAd,  BOMPOCOB,

a MMEHHO O npoBeAeHUU BaaMAaAUUN METOAMKM,
KOTOpYtO npeanonaraetca ncnonb3oBaTb ona
KO/IMYECTBEHHOrO Onpefe/ieHns BeLiecT8 B 0bpasuax
C  MNOTEHUMaNbHO  WMWPOKMM  AMANasoHOM  UX
KOHUEHTpauun  (npwu npUMeHeHun pa3InYHbIX
3KCTPAreHTOB UM METOAMK IKCTPAKLMK).

YcTaHoBneHue npeaena KO/IMY4ECTBEHHOIO
onpeaeneHua He pernameHTupyetca d PO XV wusg,,
O4HAKO, BBMAY aHa/M3a HEU3BECTHbIX KOHLEHTpaLuii
LeneBblx BEWECTB B Xo4e nopbopa METOAMKM
3KCTPaKLUMM Heobxoammo 6bino onpegeneHne AaHHOMO
KpuTepus.

Tom 12, Beinyck 2, 2024
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Tabnuua 1 — CooTHOLWEHNE KOMNOHEHTOB NOABUMKHOM da3sbl
no o6bemy B 3aBUCUMOCTU OT BPpEeMEHU 3/1I0MPOBaHUA

Bpems aHanusa, 0,1%-s BoAHasA
MeTtaHon
MUH MypaBbMHaA KNCAOTa
1-5 65% 35%
6-8 30% 70%
9 10% 90%
10 1% 99%

Tabnuua 2 — laHHble OLLEeHKU NPUrO4HOCTM XpoMmaTorpaduyuecKoit cuctembl

MapameTp
AHanusumpyemoe B ® y
BeLIECTBO pemsa yaepxuBaHusa, D S Y, AKTOP aCMMMETPUU, MCNI0 TEOPETUYECKMX
MWH A, Tapenok, N
dekcodpeHagnH 5,27+0,037 1,67 1,42 15620,64
Q-COIaHUH 4,85+0,0033 1,85 0,96 8827,11
Q-4aKOHWH 4,83+0,013 1,73 0,96 8790,29
ConaHnaunH 5,38+0,0098 1,74 0,87 10644,34

Tabnaunuya 3 — UcxogHble KOHUEHTPALUKN BELLECTB ANA OLEHKU IMHEMHOCTU METOAUKHU

KoHueHTpauuma pacteopa  Mnowaab nuka Mnowaap NuKa ctaHgapTHOro PaccumMTaHHAA KOHUEHTpaLuma

CcTaHAapTHOro obpasua, CTaHAQPTHOro obpasua B nepecyére Ha CTaHZApPTHOro obpasua, R, %

Hr/MA ob6pasua, MAUXMUH BHYTPEHHUI cTaHAapT, % Hr/Mn

Q-COIaHUH 50 8003 0,24 54,91 109,82
250 20994 0,90 237,72 95,088
300 25957 1,16 308,52 102,84
500 40719 2,13 573,15 114,63
1000 72572 3,95 1072,42 107,24
5000 295813 17,73 4855,96 97,12

Q-4aKOHWH 10 124 0,04 8,50 85,00
50 799 0,04 50,08 100,16
400 5339 0,29 399,62 99,91
450 6103 0,32 435,51 96,78
500 8024 0,40 544,31 108,86
1000 14759 0,84 1142,53 114,25
2000 22347 1,44 1949,54 97,48
5000 52103 3,60 4879,91 97,60

ConanuamH 2,0 1355 0,05 2,54 117,00
3,2 2840 0,11 3,48 111,88
4,0 2924 0,12 3,65 93,75
4,8 4093 0,18 4,39 93,54
5,0 4064 0,19 4,68 95,40
10,0 13746 0,46 8,62 87,10
100,0 138737 6,75 101,64 101,37
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Tabnuua 4 — Pe3ynbTaTbl OLEHKU NPELU3MOHHOCTU METOAMKN KONNYECTBEHHOTO onpeaeneHus o-CONaHuHa,
0-4aKOHWHa, coNaHuANHa (ypoBeHb NOBTOPAEMOCTH)

n n PaccuntaHHasn
AHanusnpyembli VeRap T el s AL CT?HAapTHoro KOHUeHTpauua  MeTposiormyeckme
CTaHAQAPTHOro o6pa3u,a B nepec4yeTte Ha
KOMTOHEHT, HI/M o CTaHAAPTHOro XapaKTepUCTUKN
o06pasua, MAUXMUH BHYTPEHHWI CTaHAAPT, %
obpasua, Hr/mn
O-CONAHWH, 21945 0,92 242,33 X=249,18 Hr/mn
250 22258 0,90 237,49 $2=136,33 Hr/mn
22453 0,92 243,98 SD=11,68 Hr/mn
20138 0,92 243,41 RSD=4,69%
23007 1,00 264,98 Ax=£10,12 Hr/mn
21626 0,99 262,88 £=44,06%
X+Ax=249,18+10,12 Hr/mn
Q-4aKOHMWH, 7790 0,36 484,60 X=456,52 Hr/mn
450 7997 0,35 476,16 $2=1165,93 Hr/mn
7532 0,33 455,45 SD=34,15 Hr/mn
7562 0,36 487,76 RSD=7,48%
5339 0,29 399,62 Ax=%£29,59 Hr/mn
6103 0,32 435,51 €=16,48%
X+Ax=456,52+29,59 Hr/mn
ConaHnauH, 3562 0,15 4,08 X=3,89 Hr/mn
4,0 2288 0,13 3,89 $2=0,13 Hr/mn
4093 0,18 4,49 SD=0,36 Hr/mn
3483 0,12 3,65 RSD=9,35%
3615 0,12 3,75 Ax =%0,32 Hr/mn
4799 0,19 4,77 €=18,11%

X+Ax=3,89+0,32Hr/Mmn

Tabnunuya 5 — Pe3ynbTaTbl OLLEHKU NPELU3MOHHOCTU (YPpOBeHb BHYTPMUAa6opaToOpHOI NPeLnu3MoHHOCTH)
METOAMKMU KONMYECTBEHHOIO onpeesieHns a-co/laHuHa, o-YaKOHUHA, CONaHUANHA

2 2 = 2 2 =
':o': ':o': © X E IJO—: g © §
g 3z :3 0§ 3¢ 9
g g0 o ol = 9o o=
I I T :'q-_, © T © I I T :5 © T ©
© = © 2 O I a © S © 5 o I Q
5 2 Gozx oV 5 2 5 @) g ow
© X © 8_ E x o © é © g (IE = ©
= ?( ao? e g ao? s o MeTponornyeckune xapakTepucTmukmn
cC g == o cC g = B o
o - o @ T =2 o - o @ T ==
[S] g o T E Qo go g0 T E o
57 g8 3%s %7 %38 3%s
o3 85 BFE 28 285 8z:z
c'8 28 5 £55 c£9 8% &bE=%
| nccneposatenb Il nccneposatenb
0-CONaHMH
t,.,=0,46 <t (95%; 10) F,,,,=1,18 <F (95%; 5, 5) — pasnuunsa mexay pesynbratamu CayvaiHbl
21945 0,92 242,33 22848 0,97 257,67  X=249,18 ur/mn X=245,91 ur/mn
22258 0,90 237,49 22635 0,96 253,65  $?=136,33 Hr/mn $2=115,097 Hr/mn
22453 0,92 243,98 22164 0,89 235,62 SD=11,68 Hr/mn SD=10,73 Hr/mn
20138 0,92 243,41 22258 0,90 237,72 RSD=4,69% RSD=4,36%
23007 1,00 264,98 22935 0,89 235,32 AX:;-flO%;Z Hr/mn Axg%gg Hr/mn
21626 0,99 262,90 22872 0,97 255,51 &=¥4,Ub7% £=13,/07%
X+Ax=249,18+10,12Hr/mn X+Ax= 245,91+3,78 Hr/mn
0-4aKOHMH
t,,,.=0,42 <t (95%; 10), F,,..=1,19 <F (95%; 5, 5) — pas3nuuua mexay pesynbratamu ciyyaiiHbl
7790 0,36 484,60 8343 0,37 505,77  X=456,52 Hr/mn X=465,14 ur/mn
7997 0,35 476,16 6103 0,32 503,51  $?=1165,93 Hr/mn $2=976,47 Hr/mn
7532 0,33 455,45 7532 0,33 435,51  SD=34,15 Hr/mn SD=31,25 Hr/mn
7562 0,36 487,76 2823 0,38 445,61 RSD=7,48% RSD=6,72%
5339 0,29 399,62 6318 0,33 444,99 _ Dx=%29,59 Hr/mn Ox=%27,08 Hr/mn
—_ [ - 0,
6103 0,32 435,51 7418 0,37 455,46 £=16,48% £=15,82%
X+Ax=456,52+6,48Hr/Mmn X+Ax=465,14+6,48 Hr/mn
ConaHnaunH
t,n=1,41 <t (95%; 10), F,,..=1,15 <F (95%; 5, 5) — pas3nuuua mexay pesynsratamu ciyyaiiHbl
3562 0,15 4,08 3615 0,118 3,653 X=3,89Hr/Mmn X=3,86 Hr/mn
2288 0,13 3,89 3483 0,120 3,681 $%=0,13 Hr/mn $2=0,13 Hr/mn
4093 0,18 4,49 3155 0,110 3,540  SD=0,36 Hr/mn SD=0,36 Hr/mn
3483 0,12 3,65 4697 0,147 4,075 RSD=9,35 % RSD=9,16 %
3615 0,12 3,75 4093 0,175 4,486 Ax=%0,32 Hr/mn Ax=%0,31 Hr/mn
4799 0,19 4,77 2921 0,124 3,749  £=18,11% €=17,94%
Xx+Ax=3,89+0,32mr/mn Xx+Ax=3,86+0,31Hr/mn
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Ta6nuu,a 6 — Pe3ynbraTtbl OLEHKU NPaBUNIbHOCTU METOAUKU KONUYECTBEHHOrO onpeaeneHusa
Q-COJIaHUHA, O-YaKOHWUHA, COIaHUAUNHA

Mnowaab nuka [lnowaab NMKa

RouuerTpauus CTaHAAPTHOrO  CTaHAApTHOro obpasua MeTponoruyeckue
CTaHAAPTHOro " HaiaeHo, Hr/mn R, %
o0bpasua, B nepecyéTte Ha XapaKTePUCTUKM
pacTtBopa, Hr/mn N
mMAUXMWUH BHYTPEHHWI CTaHAAPT, %
0-CONAaHUH
200 18565 0,817 214,44 107,22 Xx=98,23%
200 19026 0,743 194,24 97,12 SD=5,43
200 19411 0,723 188,69 94,35 RSD=5,53%
250 21945 0,918 242,33 96,93
250 20138 0,922 243,41 97,36
250 22453 0,924 243,98 97,59
300 42062 1,154 307,01 102,34
300 23007 1,001 264,98 88,33
300 25957 1,160 308,52 102,84
0-4aKOHWH
400 6407 0,290 394,69 98,67 x=101,25%
400 6545 0,285 388,71 97,18 SD=4,52
400 5339 0,293 399,62 99,91 RSD=4,47%
450 7532 0,334 455,45 101,21
450 8063 0,370 503,51 111,89
450 7002 0,320 435,51 96,78
500 8343 0,371 505,45 101,09
500 8223 0,371 504,89 100,98
500 8027 0,381 517,86 103,57
ConaHnanH
3,2 3626 0,092 3,27 97,98 x=96,81%
3,2 3278 0,082 3,12 102,60 SD=6,28
3,2 3455 0,082 3,13 102,33 RSD=6.49%
4,0 4987 0,147 4,075 98,17 ’
4,0 3615 0,118 3,65 109,51
4,0 3483 0,120 3,68 108,67
4,8 4064 0,194 4,77 100,59
4,8 6965 0,210 5,01 95,80
4,8 4697 0,147 4,075 117,81
m, /Z=868,4
CH,OH
O O
OH
O O © =398,3
CH3 r.nl/z_ ’
GH20R1 o OH
OH 0
OH HNZ
OH OH m,,=98,1

CHs

PucyHoK 1 — CTpyKTypHas ¢opmyna a-coflaHUHA U GpparmeHTaLmA ero MoieKy/bl
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m,,=853,4

CH,OH
QO

HO

HO O CH,
HO OH

OH

PucyHOK 2 — CTpyKTypHaa ¢popmyna 0-4aKOHMHA U PpparmeHTaLUA ero MOJIeKy/ibl

m,,=398,3 E’H3I;| CHayy

m, /Z=98, 1

CHs

PucyHok 3 — CtpyktypHasa ¢popmyna conaHuagmuHa u pparmeHTaLmsa ero MoaeKybl
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m,,=502,3
OH;

CHj
HO

OH

HsC o m,=171,0

m,,=466,2

PucyHok 4 — CtpyKtypHaa ¢opmyna pekcopeHagmHa u hpparmeHTaLua ero MoieKy bl

RT: 0.00-9.80 SM: 3G _ RT: 0.00-9.78 SM: 16
Solanin NL: 2 33E4 Ghaconin NL: 5.37E3
RT:4.80 Base Peak miz= RT:4.78 Base Peak m/z=
00 AA141310 397.80-398.80 F: + ¢ ESI AA36253 705.80-706.80 F: + c ESI
SRM ms2 868.400 100 SRM ms2 853.400
20 [98.099.98.101, o0 [398.299-398.301,
< 398.299-398.301] MS ICIS 706.299-706.301] MS ICIS
% 80 Extract_N19 ® g Extract_N19
= F N
g 70+ g 70q
’g il ,E 60-{
3
50 3 50
E E 50
3 404 5 40
g 304 3
8 g 304
5 204 & 20+
10 104
o 2.57 5.60 8.26
T A T T
1 2 3 4 5 6 7 8 9
Bpema, muH Bpems, MuH
RT: 0.39-10.01 SM: 1G
NL: 1.93E4
RT: 5.39 Base Peak m/iz=
100+ MA: 2409 97.60-98.60 F: + ¢ ESI
SRM ms2 308.300
90 [98.0998-98.101,
382.299-382.301] MS
X 80 Extract_N19
£
5 70
2
5 60
=
3 50
3
5 a0
£
§ 30
£ 20
S Solanidin
10 RT:5.39
258 ME2409 677 784 001
O AR o L A Rmme ]
1 2 3 4 5 6 7 8 9 10

Bpems, MUH

PucyHoK 5 — O6pasubl XpomaTorpamm 3KCTPaKTa, COAEPKALLErO 0-CONAHUH (1), a-4aKoHUH (2), conaHuauH (3)
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PucyHok 6 — lpad1K 3aBUCUMOCTU HOPMA/IM30BAHHOTO OTK/IMKA OI-CO/IAHUHA OT €ro KOHLLEeHTpaLuum

4

w
[

y=0,0007x-0,002
R?=0,9967

w

N
[

=
w

[any

HopmannsoBaHHbIM OTKAUK, %
N

o
[

o

0 1000 2000 3000 4000 5000 6000

KoHLeHTpauua a-4akoHWHa, Hr/mn

PucyHoK 7 — padmK 3aBUCUMOCTN HOPMANIM30BAHHOFO OTK/IMKA O-4aKOHMHA OT ero KOHLEHTpauumn

~N
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KoHueHTpauua conaHnamnHa, Hr/mn

PucyHok 8 — Fpacbm( 3aBUCUMMOCTU HOPMA/IN30BAHHOIO OTK/IMKA COJIaHUAUHA OT ero KOHUeHTpauuu
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MeTtos, [06aBOK, K/JacCUYEeCKM WCMOb3yeMbli
npv BannaaLMmM MHOTOKOMMNOHEHTHbIX cucTem [24], He
NPUMEHANCA B JAHHOM UCCNeL0BaHUM, TaK KaK KOXypa
KNybHel KapTodens KNybHEeHOCHOro, He NoABepPrHyTan
MHCconAuMM (NpegnonaraemMas MaTpuua), copeprkana
uccneayemble  Beuwlectsa:  30,74+26,0017  Hr/mn
0-CoNaHuHa, 39,19+5,86 Hr/mn a-4akoHWHa, 1,71+0,37 Hr/mn
conaHuamHa. Tlpu 3TOM UCXO4HbIM ypoBeHb [A
B KOXype KNybHel pasHblXx COpTOB KapTodens
3HAUMUTE/IbHO BAPbUPYET U MOMKET M3MEHATbCA MOoA,
aevictBveM GaKTOpOB OKpY»KatoLLel cpeabl (BNaXKHOCTb,
TemnepaTtypa v T.A4.) [25]. YKasaHHble ocobeHHOCTM
MCMNONb3YEMOrO CbipbA MOCNYXWAW OCHOBAaHWEM ANA
BblbOpa aNbTePHATUBHOMO METoAa C MPUMEHEHUEM
BHYTPEHHEero cTaHgapTa.

OrpaHuyeHna uccnepoBaHua

M3meHeHMe  ycnoBuiA  XpomaTtorpapuyeckoro
onpeaeneHua (Hanpumep, WCNONAb30BaHWE APYroin
KOMOHKM WAW  pEeXMMa 31I0MPOBaHMA) CNOCOBHO

CyWwecTBeHHbIM 06pasom MOBAUATL Ha pesynbraTbl
nccnenosaHua. B ceasu ¢ yem, 6onee paumoHaNbHbIM
6b1710 Bbl NPOBEAEHME MEXKNabopaTOPHOM BaAUAaALNN.

B Hawem wuccnegoBaHuu 6Bbina  nposeaeHa

anpobaumsa BaAMAMPOBAHHON METOAMKM Ha IKCTPAKTAX,
NOMYYEHHBbIX U3  KOXypbl  KnybHeil  KapTodens
KnybHeHocHoro copTta lana. B ciyyae mMcnonb3oBaHusA
apyroro  6onee BbICOKONPOAYKTMBHOTO  COpPTa
KapTodens BO3MOMKEH BbIXOZ, 3HAUYEHWUI KOHLEHTpauuu
lA 3a npegenbl paboyero guvanasoHa paspaboTaHHOM
METOAMKM.

3AK/NOYEHUE

Takum obpasom, paspaboTaHa W BanMgMpoBaHa
aHaNUTMYecKas MeToAMKa KO/IMYECTBEHHOTO
aHaNM3a 0-COMaHWMHA, Q-YaKOHMHA W CONaHUAMHA
B OKCTPAKTax, MONYYEHHbIX W3 KOXypbl KaybHew
KapTodensa knybHeHocHoro (Solanum tuberosum, f.

Solanaceae), metogom B3IKX/MC/MC. MetoauKa
yoosnersopset TpeboBaHUAM HOPMaTUBHOM
[OKYMEHTaUMM Mo  MoKasaTeNaM  crneumduyHoCTM,

JIMHEHOCTM B aHaNUTUYecKol 06a1acTu, NpaBUabHOCTH,
NPeumMsmMoHHOCTb  (Ha  YPOBHAX  MOBTOPAEMOCTH,
BHYTPW/1ab0OpPaTOPHOM NPELU3UOHHOCTH).

[aHHaa meToamMKa MOXeT ObiTb MCMNONb30BaHa B
PYTMHHOW MPaKTUKE KO/MYeCTBEHHOro onpeaeneHus A
NPy aHanM3e UX COAEPMKAHMA B MULLEBbLIX NPOAYKTAX U
KOMBUHMPOBAHHbIX IEKAPCTBEHHbIX Npenapartax.

®UHAHCOBAA NOAAEPXKA
[aHHoe nccnefosBaHne He MeNo GUHAHCOBOW NOAAEPHKKM OT CTOPOHHWUX OpraHM3aLmii.

KOH®/IUKT UHTEPECOB
ABTOpPbI 3a51BNAIOT 06 OTCYTCTBUM KOHDAMKTA MHTEPECOB.

BK/IA[, ABTOPOB
T.0. OcTpuKOoBa — NpOBeAEHUE IKCNIEPUMEHTAIbHOM YacTK PaboTbl, CTaTUCTUYECKas 06paboTKa NonyYeHHbIX
pe3ynbTaToB, MOArOTOBKA NpPeABapuTeNIbHOrO BapuaHTta pykonucu; H.I. boromonos — nposegeHue
3KCMEepPUMEHTANIbHOW YacTu PaboTbl, 0630p AUTEPATYPHbLIX UCTOYHUKOB MO TEME UCCe0BaHU;

M.}0. MblIbHUKOB — NPOBEAEHME IKCMEPUMEHTANIbHOM YacTu paboT, cTaTUcTMYeckana 06paboTKa NoNyYeHHbIX
pe3ynbTratos; A.B. LLLyNbKWH — yTBEPXKAEHWE OKOHYATENLHOTO BapmaHTa pykonucu; W.B. YepHbix — paspaboTka
KOHLEeNUUN nccnefoBaHuns, yTBepXaeHne OKOHYaTeNbHOro BapmaHTa pykonucu. Bece asTopbl noaTBepKaatoT
COOTBETCTBME CBOEr0 aBTOPCTBA MeXAYyHapoaHbIM KpuTepuam ICMIE (Bce aBTOpbl BHEC/IN CyLLLECTBEHHDbIN BKAAA4,
B pa3paboTKy KoHLenumu, NpoBeaeHne nccaefoBaHmA U NOAFOTOBKY CTaTbK, NPOYIM U 0J06puav GUHaANbHYIO
Bepcuio nepes nybavMkaumen).
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