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HPLC METHOD FOR THE QUANTITATIVE DETERMINATION OF
ACONITINE ALKALOID AND COMPARISON WITH
THE TITRATING METHOD

Dilnoza MUTALOV A (noza-gold@mail.ru), Obidjon JURAEV (Jurayevobidjan@gmail.com),
Alimjan SADIKOV (sadikov48@list.ru), Shomansur SAGDULLAEV (ixrv@mail.ru )
Institute Chemistry of Plant Substances, Tashkent, Uzbekistan

The aim of this study was to develop and validate the quantitative determination of titration and HPLC methods and compare
them in terms of reproducibility. The development of new approaches to quality control requires the standardization of pharmaceuti-
cal products using modern methods of quantitative analysis. An HPLC method);:br the quantitative analysis of akonitin alkaloids has
been developed and validated. Statistical processing of the obtained results showed tglat all the studied validation parameters are
within the selected acceptance criteria, therefore, the developed method is included in the regulatory technical document Ts
03535440-017:2020 and is used in quantitative analyzes in proaaction control. And also a comparison was made of the HPLC meth-
od with the method of anhydrous titration ofalkaloidz according to the Fisher criterion.

Keywords: standardization, alkaloid, aconitine, HPLC, method, validation, comparison

METOA Ba/KX ANA KOINYECTBEHHOI'O OIIPEAE/IEHHUA
AOKADOHAJA AKOHHTHHA N CPABHEHHE ENO C METOAOM
THTPOBAHHNA

Munnoza MYTAJIOBA (noza-gold@mail.ru), Oouoxncon KYPAEB (Jurayevobidjan@gmail.com ),
Anumocan CAJUKOB (sadikov48@list.ru), Illomancyp CAI'JIY/UVIAEB ((ixrv@mail.ru)
Hucmumym xumuu pacmumensnsix geuwjecms, Tawkenm, Y3o0exucman

Lenvio nacmoswezo uccredosanus cmanu paspabomra u 6aiuOAyus KOIUYeCmeeHH020 onpedeieHus Memodo8 MumposaHuz
u BOJKX u cpasnenue ux no eocnpouzgooumocmu. Paspabomka nogwix no0xo008 Kk KOHmMpo0 Kavecmsea mpedyem cmanoapmu3ayuu
papmayesmuyeckoll npOOYKYUU ¢ UCNOTbI0OBAHUEM COBPEMEHHBIX Memo008 KOIUYeCmeeHHo20 anaiusd. Paspaboman u eanuouposat
BIOJKX memoo xonuuecmeennozo ananusa anxkanouoa akonumuna. Cmamucmuueckas 06pabomra noiyyenuvlx pe3yibmanos nokasa-
aa, 4mo 6ce ucciredyemvle aIUOAYUOHHbIE NAPAMEMPbL HAXOOAMCS 8 NPedenax 6blOPAHHBIX KPUMePUes NPUEMIeMOCU, YN0 NO360-
JIUNO 8KAIOUUMY PA3PAOOMAHHYIO MEMOOUKY 8 HOPMAMueHo mexnudeckuti ookymeum Ts 03535440-017:2020. B nacmosiwee 8pems
MemoouKa UCHONb3Yemcs npu KOIUYECMBEHHbIX AHANUZAX 8 NPou38oocmeenHom konmpone. Ilpogedeno cpasuenue memooa BOXX c

Memooom 6e38600H020 MUMPOBAHUS ANKALOUO08 no Kpumeputo Puuiepa.

KimroueBble cll0Ba: CTaHAapTH3ALNS, ATKAION], akoHNTHH, BOJKX, MeTos, Banuaanus, cpaBHeHHe

YuSSX YORDAMIDA AKONITIN ALKALOIDINI MIQDORIY TAHLILI
VA UNI TITRLASH USULI BILAN TAQQOSLASH

Dilnoza MUTALOVA (noza-gold@mail.ru), Obidjon JURAEV (Jurayevobidjan
Alimjan SADIKOV (sadikov48@list.ru), Shomansur SAGDULLAE

O'simlik moddalari kimyosi instituti, Toshkent, O'zbekiston

mail.com),

(ixrv@mail.ru )

Ushbu tadgiqotning magsadi titrlash va YuSSX usullarini migdoriy aniqlashni ishlab chigish, validatsiyasi va ularni qayta ti-
klanuvchanlik mezoni bilan solishtirish. Sifatni nazorat qgilishda yangi yondashuvlarni ishlab chiqish zamonaviy miqdoriy tahlil usullaridan
foydalangan holda farmatsevtika mahsulotlarini standartlashtivishni talab qiladi. HPLC akonitin alkaloidini miqdoriy tahlil qgilish usuli
ishlab chigilgan va tasdiglangan. Olingan natijalarni statistik qayta ishlash shuni ko'rsatdiki, o'r, anilayolgan barcha tasdiglash parametr-

lari tanlangan

kiritilgan va ishlab chiqarishni nazorat qilishda migdoriy tahlillarda qo'llani

titrlash usuli bilan tagqoslash ham amalga oshirildi.

Kalit so'zlar: standartlashtirish, alkaloid, akonitin, YuSSX, usul, validatsiya, taqqoslash

Beenenue

OpHUM M3 TOAXOMOB K PACHIMPEHHIO ac-
COpPTUMEHTa (UTONpEnapaToB SBISETCS IMOJTyye-
HHE M CTaHJapTH3alus (apMaleBTHYECKUX CyO-
CTaHIIUI PACTUTEIHHOTO MPOUCXOKICHUS, TAKUX
KaK, HaIpuMep, alKaJloubl, KOTOPbIE MPEICTaB-
JSIFOT COOON BBICOKYIO (hapMaKOJIOTHUECKYIO aK-
TUBHOCTh. OJHAKO BBEACHHE B OQHUIMATIBHYIO
MEIUIMHCKYIO MPAKTHKY HOBBIX (hapMareBTHYE-
CKUX CYOCTaHLMI pacTUTENBHOIO HPOHMCXOXKIe-
HUSI BO3MOXKHO TOJIBKO IIOCIIE WX CTaHIapTH3a-
UM, a MMEHHO: KOMIUIEKCAa HCCJICIOBAHUN I10
BBIOOPY KPUTEPUEB U HOPM, KOTOPBIE XapaKTepH-
3YIOT KaueCTBO JaHHBIX MPOAYKTOB [1-3].

B MHOrooOpasum COBpeMEHHBIX (DHU3HUKO-

abul qilish mezonlari doirasida, shuning uchun ishlab chi7il an usul Ts 03535440-017:2020 me’yort’l);c—lexnik hujjatiga
a

I. HPLC usulini Fisher mezoniga ko ‘ra alkaloidlarni suvsiz

DOI: 10.34920/cce202239

XMUMHUYECKUX METOIO0B XpoMmaTorpagus 3aHUMaeT
OJTHO M3 BEAYIIMX MECT, TaK KaK IMO3BOJISIET OCY-
IIECTBUTH pa3JeliCHHE BEIIECTB, X MACHTH(]HKA-
U0 U KOJIMYECTBEHHOE onpeaenenne. Cpean Xpo-
MaTorpaguueCcKuX METOJ0B BBHICOKOI(PPEKTHBHAS
KHUJIKOCTHAasi Xpomartorpadusi 3aHUMAeT MPOYHbIE
MO3MLIUHU KaK CEJIEKTUBHBIN BHICOKOTOUHBIA METOJ
aHajIM3a MHOTOKOMIIOHEHTHBIX JIEKapCTBEHHBIX
TpenapaToB U OMOPEaKTHBOB [4-8].

AKOHHUTHH SBIISICTCS QJIKAJIOUAOM, TOTydae-
MBI U3 KIIyOHeBOrO pactenus Aconitum karakoli-
cum (Akonut Kapaxoinckuii) u Aconitum Soongo-
ricum (Axonut J[)XyHrapckwii), ceMeicTBa JIOTH-
KOBBIX — Ranunculaceae B KOTOpBIX colepixaHHe
aKOHHWTHHA cocTaBisieT B mpexenax 0,2- 0,9% or
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BO3/YIIHO CYyXOH Macchl CHIPbsS B 3aBUCUMOCTH OT
nepuojia BereTauu u Mecta coopa [9-13].

B IlenTpanbHoii A3uu pacTyT ABa BUJA pac-
TeHuid poma Aconitum — Aconitum karakolicum u
Aconitum soongaricum, coJep;Kallfe B CBOEM
AJKAJIOUIHOM COCTaBE aKOHUTHH. B cymme anka-
JIOUIOB 3TUX PACTCHUH TJIaBHBIM AJIKAJOUIOM SIB-
nsgercs akoHuTUH [14, 15]. Ho B 3aBucHMOCTH OT
BUJIa PACTUTEJILHOTO ChIPbs, OT UX MECTa MpOou3-
pacTaHus, OT MOYBEHHO-KIMMATHYECKUX YCIIOBHMA
COITYTCTBYIOIIMMU aJIKaJIOUJaMH MOTYT OBITh pa3-
HBIC aJKAJIOW[bI, TAaKUE KakK, KapaKOJIWH, ME3aKo-
HUTHH, 30HTOPHH, TUOKCHAKOHUTHH H JP.

C34H47011N

M.m. 645,33

Pucynok 1. CTpykrypHas popmy/ia aKkOHUTHHA.

Cy6cTranuysa AKOHUTHH NPUMEHSETCS B Ka-
yecTBE OMOPEaKTHBA MEIUIIMHCKON MPaKTUKE s
MOJYYEeHHUs] SKCIEPUMEHTAIbHOM MOJEIN pas3ind-
HBIX MATOJIOTHH cepaua y J1abopaTOpPHBIX KUBOT-
HbIX [16-18]. Taxke BXOJUT B COCTaB roMeonaTH-
gyeckoro mnpenapara «Aduyoun» (I'epmanus) [19-
21].

AKOHUTUH (CHCTEMATHYECKOE HAMMEHOBA-
nue lo,30,60,140,16p)-8-(amernnokcn)-20-3THi-
3,13,15tpuruapokcu-1,6,16-tpumerokcu-4-
(MeTOoKCUMETHI) aKoHUTaH-14-uma OeH30aT) -
OpraHnYecKOe COeANHEHNE, YPE3BbIYaiHO TOKCHUY-
HBI aJKaJOW] PacTeHUU pojaa akoHUT (Ooperr),
HelpoTokcuH (puc. 1). bmmsknit emMy 1o
cBoiictBam ankanons 3oHToprH CooH3 NO; 06m1a-
JTaeT CXOJHBIMHM CBOWCTBaMM, HO MEHbIIEH TOK-
CHYHOCTBIO [22-25].

Anxanoun AKOHUTHH - 3TO TOHKHUE, OeJibie
KpUCTAJLJIBI, PAaCTBOpPUMBIE B XJopodopme, OeH3o-
ne, cnmabo B ciupTe M 3pupe, 04eHb CiIabdo B BOJE
(226 mr/n mpu 22 °C). Temmeparypa niaBIeHH
202-203 °C [26].

Llenpl0 HaCTOSILEro MCCIEIOBAHUS CTAJIH
pa3paboTKa 1 BaMHIAIUs KOJMUYECTBEHHOTO OTpe-
nenaeHus: MetooM TuTpoBanus u BOXKX u cpas-
HEHHUE UX 10 BOCIPOU3BOJAUMOCTH.

MeTtoabl uccea0BaHus1

OOBEKTOM HCCIIEIOBAHUS CIYKUIT OMOpeaK-
TUB AKOHHWTHH, KOTOPBIH pa3zpabotan B MHTHUTYTE
XUMHM pacTUTENIbHBIX BellecTB. Paspaboranu
METOJl ompejeneHnss AKOHUTHHA B CyOCTaHIMSIX
METOJIOM TOTEHIIMOMETPUYECKOTO TUTPOBAHUS B
0e3B0THOM cepe.

Kpurepusimu BbIOOpa ONTUMAIBHOTO COCTA-
Ba PACTBOPHUTENS CIYXHIU HAJHMYUE YETKO BBIpa-
KEHHOT0 CKayKa Ha KPUBOM MOTEHLHOMETpUYe-
CKOTO TUTPOBaHUS, & TaKKe KOJUYECTBEHHOE CO-
JIep’)KaHue OTPEAESIEMOr0 BEIIECTBA, PACCUNUTAH-
HOE IO pe3yJibTaTaM THUTpPOBaHHs. TUTpoBaHUE
NPOBOJMIN C TIOMOILIbI0 MHKPOOIOPETKH, TOUYKY
HKBUBAJIEHTHOCTH (PUKCHUPOBAIIU MOTEHLIUOMETPHU-
YECKH.

0,1 t cyOcranmuu OuopeakTuBa (TOYHAS
HABECKa) MPEIBapUTEIbHO BBICYIIEHHOTO /0 TIO-
CTOSTHHOM MacChl, IOMENUIH B KOHHYECKYIO KO0y
co mrmudomM u 106aBmsIH 10 M IeASHONW yKCyC-
HOU KHCJIOThI, BCTPSIXUBAJIU 10 pacTBopeHusd. [o-
TOBBIH pacTBOp TUTpoBanu 0,1H pacTBopom xiop-
HOW KHCIIOTBI 70 Nepexoaa (puosieToBoil okpacku
B CHHIOIO, HCIOJB3Ysl MHAUKATOP - KPUCTAILTHYE-
ckuii  (uoneroBwid. I[lapamiensHO TPOBOIMIH
KoHTposbHbIM omnbiT. 1 M 0,1H pactBopa xmop-
HOM KHUCIOTB cooTBeTcTBYeT 0,06453 r akoHUTH-
Ha C34H47011N.

UroObl obecrednTh HAMOONBITYIO YyBCTBU-
TEJIBHOCTh pa3pab0TaHHON METOAUKHU IPHU OIpese-
JICHUH TpuMeceit, Obi1 cHAT Y D-CHeKTp moroie-
HUSl CTAaHAAPTHOTO pacTBOpa AKOHHUTHHA Ha CIIEK-
tpodoTomerpe Shimadzu UV-1800 ¢ kBaprieBbIiMH
KIOBETaMM TOJILIMHO0O 10 MM, CIIEKTpajIbHbIM JA1a-
na3oHoM BosiH 190-1100 HM.

Ilpueomosnenus cmanoapmuozo obpasya
Axonumuna: Oxono 0,1 T mopomka pabouero
CTaHJapTHOrO o00paslia MOMECTHJIM B MEPHYIO
ko0y BMecTuMOCThIO0 100 mut, mpubaBuimn 20 mi
NOJKHCIEHHOW  BOABI M IOMECTWIM B
yJIBTPa3ByKOBYIO BaHHY 10 pacTBopeHusi. Oobem
COJEPKUMOTO KOJIO TOBOAMIHM 10 METKU TEM JKe
pPacTBOPUTEIIEM U MIEpEMELIBAIIH.

Metonuka BIXKX obnagaer nHanbomblieit
Ccneu(pUIHOCTBIO CPEAN METOJUK KOJINYECTBEH-
HOTO OIPENENICHHs], YTO ONMpPEIeINseTCs 0COOCHHO-
CTSIMH JAHHOTO aHAJUTHYECKOTO METO/a, OJHAKO
TpeOyeT HCIONIb30BaHUsI CTAaHIAPTHOTO 00pa3Ia.
B kauecTtBe crangapTHOro obpasua B3sT oOpaszer
Axonutuna, karajor pupmel «LATOXAN» Ho-
Mep npoaykra 302-27-2.
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Taoauna 1

Ycaosus BOKX anann3a AKOHUTHHA

ITapameTpsl

Hacoc

-COCTaB MOJIBMIKHOM (hazbl

A-OydepHslit pacTBOp
(Optodochopras kuciora)
B-aneronnpui

-pEXXUM ITIOUPOBAHUE

Uzokparudeckoe amronpoBanue A:B (65:35)

-CKOPOCTH ITOTOKA 1,0 Ma/mMuH
Nnxexrop
-00B€M BBOZIA 20 MKII

JerextupoBanue

Y®-cnekrpodoromerprdeckoe mpu A=230+2 HM

Xpomarorpaduaeckue XapakTepUCTUKN METOANKI

—TMIPIMEPHOE BpeMsl YACP)KUBaHUs, MUH. (tr)

4,6 MuH

XKunkoctHas xpomarorpadus MpoOBOIUIACH
Ha JKUAKOCTHOM XpoMaTorpade BBICOKOTO JaBiie-
Hust Agilent 1100 series (Agilent Technologies
Inc., CIIA), ocHaiieHHOM 4-TpagueHTHBIM Haco-
COM, JIera3aTopoM, METJIEBBIM MHXEKTOPOM M Jie-
TEKTOPOM C MepeMeHHOH anuHoi BomHbI (VWD),
kononkoi Zorbax Eclipse XDB C8 4,6x150 FR
1,0, B ciiemytonmx yCIIOBUAX, MPEACTABICHHBIX B
Tabymmue 1.

Ilpuzomoesnenue noosusicroii ¢azvl. Ilpu-
2omoenenue 0,1% 6oonozo pacmeopa opmodghoc-
gopnoii kucnomst. B xon6y 500,0 mi Bogo# kari-
nssMu ipubaBsm opToochopHy0 KHUCIOTY 10
pH=2 u nepememmBanu. [{ns nerazanuu nomemia-
71 KoJ0y B YIBTPa3BYKOBYIO OaHIo.

B cayuae BbICOKOW KOHIEHTpaUuu AKOHH-
tuHa (6onee 0,10 mr/mi) u3 obvema V (100 mur)
otOupanu anukBoTy B 10 M u pa3baBisui cMe-
CBIO alleTOHUTpMIIA U Bojbl B N pa3. Pazbarnenue
YUUTBIBAJIM IIPU pacueTe KOHIEHTPALUH.

Onucanue memoouxu. B xpomarorpad, BbI-
BEJICHHBI Ha pabouMii pexuM, 5 pa3 BBOAAT HC-
MBITYeMBbIN pacTBop. Ha XxpomarorpaMmax HIeH-
TUPUIHUPYIOT MUK AKOHUTHHA M OIPENENIIOT HX
wiomaab. Bpems yaepxuBaHHs COCTaBIseT MpU-
MepHO 4,6 MUH.

OnpenensioT napaMeTpsl MPUTOJHOCTH CHU-
CTEMBI.

1) xoadpdpumment emrxoctu (k') = 2,83
(6omee 2,0);

2) 3¢ (heKTUBHOCTL (YUCIIO TEOPETUUECKUX
tapenok) (N) =2116 (6onee 2000);

3) daxrop acummerpuun nuka (As) = 0,87
(ue 6onee 1,5).

4) paspemenue (Rs) He ompenensercs, Tak
KaK B CHCT€M€ HaOJI0JaeTCsl TOJIBKO OJIUH THK.

Ilpucomosenenue cmanoapmuozo pacmeopa
cybocmanyuu 6uopeakmusa Axonumuna. HaBecky
CTaHAapTHOTO oOpa3na AKOHUTHHA OKojJo 10 mr
(TouHass HaBecka) MOMEINAIX B MEPHYIO KOJOy
BMecTuMOCThI0 100 M, gobapmsim 30 M1 cMecH
AlETOHUTpUIA W BOAbl (MOJKHCIEHHAs BOJAA)
(50/50), MepeMeIuBaIH bi (0] MTOJTHOTO
pacTBOpEHUS, TIOBOJIUIA O0BEM JI0 METKH TEM XKe
pacTBOpUTElleM H  TepeMENIMBAIIM, IOJIy4Yas
MCXOJIHBIN pacTBOp ¢ KoHIEeHTpauuend okoio 0,1
MT/MIL

Ilpucomosnenue ucnvimyemozo pacmeopa
cyocmanyuu buopeakmusa Axonumuna. HaBecky
UCTIBITYeMOro oOpasna AKOHUTHHA OKOJo 10 mr
(TouHass HaBecka) MOMEIAIM B MEPHYIO KOJOY
BMecTUMOCTEIO 100 M, moOasmsanu 30 Mu1 cMmecu
aleTOHUTpUIAa W BOABl (MOJKHCICHHAs BOJA)
(50/50), nepeMenTnBaIn pi(e) ITOJTHOT'O
pacTBOpEeHUS, TOBOIMWIA O00BEM 10 METKH TEM Ke
pacTBopuTeNneM W TEepeMElINBald, IOIydas
HCXOJHBIA PacTBOp ¢ KoHUEHTpauuen oxoio 0,1
MT/MIL

KonnuecTBeHHOE cojepkaHue aiakaiouaa
AKOHWUTHHA METOJIOM THTPOBAHHS B MPOIICHTAX
(X) paccuuranu o cienyromei Gopmyiie:

(Vv — V,) XK X 0,06453 X 100
X =

a

]

r7ie: a — Macca HaBecKd B T; V — 00beM TUTpaHTa
(mu1), ©3pacxoJOBaHHBIN Ha TUTPOBAHHUE B OCHOB-
HOM OIbITe, B MJI,; V — 00bEeM TUTpaHTa (MJ1), U3-
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pacXoJ0BaHHBI Ha TUTPOBAHUE B KOHTPOJIHHOM
ombiTe, B MiT; K — monpaBounsiii koagdunment 0,1
M pacTBOpa XJIOPHOH KHCIIOTBI;

Conepxanvie AKOHUTHHA B CyOCTaHIUSX
BapbupoBaics oT 96,0 no 101,0%.

Pacuer onpenenenus amkanonna AKOHUTH-
Ha MetomoM BOXX B OuopeakTuBe MpOBOIMIN
no popmyae:

Sien XM XV XP

X
Ser XMy en X Vg
b

rae: X — MPOLEHTHOE COJep’KaHWe aKOHUTHHA;
Siien — TUIOIIAAB TTHKA UCHBITYEMOTO PAacTBOPa; Sc;
— IIOUIa/b MHUKAa CTAHJAPTHOTO PACTBOPA; My, —
Macca HaBECKH HCHBITYeMOro o0pasmua, B T; Mg, —
Macca HaBEeCKU CTaHJapTHOro o0pasua, B I Ve, —
00BeEM pacTBOpa UCIBITYeMOTo 00pa3iia, B Mi; Ve,
— 00beM pacTBopa craHzapTHoro odpasua, B mir; P
— IPOLIEHTHOE COJIepKaHUE CTaHIAPTHOIO o0pas-
na, B %.

Bamnmpanmuio  aHaauTHYECKOM  METOINKH
npoBoaunu B coorBerctBuu ¢ OPC 1.1.0012.15
«Banmupanusa aHAIUTHYECKOH METOINKH,
«Cratuctryeckass 00paboTKa pe3ysbTaTOB XHMH-
yeckoro skcnepuMenta» I'® XII.

Pe3yabTaThl M 00Cy:KAeHUE

JUist OLIEeHKM NPUTOAHOCTH IpeasaraeMoi
METOAWKHU OblIa TMpoBeAcHa ¢€ Badumamus. B
COOTBETCTBUU C PEKOMEHIAIMSMHU MPOBOIUIU
OJTHOBPEMEHHOE H3y4YeHUE JMHEWHOCTH, Ipa-
BIWJIBHOCTH M TPEIU3HOHHOCTH (CXOIUMOCTH)
NnpeajgaraeMoi MeETOIMKHU. bbeiin npoBeAeHBI
BOCEMb KOJIMYECTBEHHBIX OIpEJEIeHUN B Ipe-
Jlellax aHaAJUTHYSCKOW oOjacTu MeToauku (80-
120%). [TonyueHHble 1aHHBIE TPUBEICHBI B Ta0-
auie 2.

Ha ocHOBaHWM MaHHBIX, TIPEICTABICHHBIX
B Tabnuile 2, METOJMKa MOXET OBITh NMPHU3HAHA
npaBwiIbHOU. UnclieHHOe 3HaYeHue Kod(pduim-
eHTa HOPMHPOBAHHBIX OTKJIOHEHUH
(ko3ppunuenta CtprofieHTa), paCCUUTAHHOE IO
pesyibTaTaM aHanu3a, coctaBuio t = 2,35, 4yTo
HIOKE TaOIMYHOrO 3HAadeHHs KodpdummenTa
CrproieHTa, KOTOPBIM NHpH CTEHEHU CBOOOIBI
f=7 u nosepurtenbHOl BeposTHOCTH 95% paBen
2,37, T.€. tyyy < trgn TaKUM 00pa3oMm, pe3yibTa-
Thl, HOJIy4YEHHbIE JaHHBIM METOJOM, SIBISIOTCS
MPaBUIBHBIMA W HE OTATOLICHBI CHUCTEMaTHYe-
CKOH OIHOKOH.

Taoauma 2
Pe3yabTaThl KOTHYECTBEHHOT0 ONpeAeseHHs AKOHHTHHA H ero MeTPOJIOrH4ecKasi XapaKTepHuCTHKA
YpoBeHb Ne Hagecxka,r OO0beM TUTpaHTAa, Haiineno, r Haiineno, %
MIT
1 0,1120 5,40 0,1111 99,21
1 2 0,1220 5,98 0,1216 99,75
3 0,1301 6,36 0,1287 99,00
4 0,1415 6,92 0,1401 99,05
5 0,1500 7,32 0,1500 100,02
2 6 0,1605 7,79 0,1605 100,00
7 0,1705 8,36 0,1687 99,00
8 0,1804 8,80 0,1788 99,12

Vo=1,55; K=1,002

HapaMCTpLI JINHEWHOU 3aBUCUMOCTH MeTpOJ'IOFI/I‘-ICCKaH XapaKTCPUCTHKA PE3yJIbTATOB
«HaBecKa — 00beM TUTpAaHTa» OHPGHCHGHI/Iﬁ
5=49,195 n=s, =7
a=0,06 ch =99,39
y =49,195x - 0,06 S°=0,159
R>=0,9992 S5=0,6715
1=0,9995 P,%=95
t(P,f)=2,37
F(P,fl ,fz) :4,21
+Ax=0,56
£,%=1,6
£,%=0,56
RSD,%=0,45
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95
9 vy =49,195x-0,06
R?*=0,9992..-""
C ! =
g 8,_) .
o 8
= -9
o 7,5
= 7 X B8
2 6,5 |
¥ B,L
\g .
O 6 Lo
55 o
5
0,1 031 0,12 0,13 0,14 0,15 0,16 0,17 0,18 0,19 0,2
Hasecka, r

Pucynok 2. I'padpuk JiuHeliHOM 3aBUCHMOCTH 00beMa TUTPAHTA OT MACChl CYOCTAHUMU AKOHUTUHA.

I'paduk nuHEHHON 3aBUCUMOCTH 00BEMa THT-
paHTa OT Macchl CyOCTaHIIMM AKOHUTHHA MIPE/ICTaB-
JIeH Ha pUCYHKe 2.

ITo pesynpraTtam Y ®-crieKTpomMeTpuu B Ka-
YecTBE AHAJUTUYECKON BOJHBI BBIOpaHa JUIMHA
BOoJIHBI 230 HM, TMOCKOJIbKY B JIaHHOW 0O0IacTu
CIEKTpa M3y4yaemble BELIECTBA XapaKTEPU3YIOTCS

1,046

0225}

Abs

-0,596 1 L L L
200,00 300,00
nm

400,00

CUMAJIBHBIM TOTJIOUIeHreM (puc. 3), 4To B UTOTE
o0ecrieynT HanOOJBIITYIO YyBCTBUTEILHOCTD.
CnenmuIHOCTh METONWKH JI0Ka3aHa Ha
OCHOBAHMUHU COTIOCTABJICHHUS MOJIYYEHHBIX XpOMa-
TOrPaMM  CTaHJAPTHOIO pacTBOpa CyOCTaHIMU
AKOHUTHHA, MOJIETIBHOW CMECU C KOHLIEHTpaluen
AxonutuHa 0,1 MI/MJI U HCIIOIB3YEMOTO PacTBO-
purens. B pesynbraTe aHanmm3a yCTaHOBWIH, YTO
BpeMs YAEPKUBAaHHS PacTBOpa CTAaHIAPTHOTO 00-
paslia AKOHUTHHA W aHAIM3HPYEeMOH MpPOOBI Ha
XpoMaTorpaMMme OJIMHAKOBHI (4,6 MUH) (puc. 4).

Peak Pick
No. | PNV | wavelengthnm.|  Abs.
1 @ 398.80 0.012
2 @ 275.20 0.068
3 @ 233.80 0.666
i O 262.00 0.058
5 O 211.00 0182

PucyHnok 3. Y®-cneKTp NorjioueHusi pacTBopa AKOHUTHHA.

Mak-

VT N, GhE 202 e (TDAPRT IS A G NG D)

maA I

] 2 - o

" 10 12 14 rfin

PucyHnok 4. XpomaTtorpamma pacTpopa cyOCTaHUUH AKOHUTUHA (B.y. 4,67MuUH).
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ATER i pel Res %(1): -3.675

1000

800

Correlation: 1.00000

0 20

: . .
40 Amountl uas mi

Calibration Table

Enter | Insert... I Print | 0K Help I
" BT Signal Comp d Lvl Amt[ug/ml] Area Rsp.Factor Ref ISTD #
1 4.540|vwD1 A | Aconitine 1 1.563 33.013 4.7345e-2| Mo Mo
2 3.125 67.966 4.5979e-2
3 6.250 136.000 4.5954e-2
4 12.500 273.650 4.5679e-2
5 25.000 545.630 4.5818e-2
6 50.000 1086.600 4.6014e-2

PucyHok 5. I'padux jiuHeiiHol 3aBucHMOCTH 10 nuka (S) ot koHueHTpauuu (C) pacTBopa 6MopeakTHBa AKOHUTHH.

Ha ocHoBanum rpaduka 3aBUCHMOCTH
TUTOIIAIM TTOJTyYEHHBIX MUKOB OT KOHIIEHTpa-
IIUHM CTAHJAAPTHOTO 00pasiia B MOACIbHBIX CMe-
csiXx ObUTa JOKa3aHa JMHEHHOCTh METOAUKU B
JMana3oHe KOHLEHTpaluid AHTHAPUTMHHA OT
1.56 mxr/ma go 50,00 mxr/mi. IlomxydeHHsie
pe3ynbTaThl  MOKa3alHM, YTO  CYIIECTBYET
JWHEHHasT 3aBUCHUMOCTb MEXAY IUIOINAIbIO
NUKa W KOJMYECTBOM alKajouIa TpaMUHa,
HaHECCHHOTO Ha KOJIOHKY, 91O
TIO/ITBEPIK/IACTCA  3HAUCHHEM k03¢ purmeHTa
xoppesun: R>=1 (puc. 5).

Pe3ynbraThl KOJIMYECTBEHHOTO OIpeie-
JeHuss AKOHUTHMHA B OMOpeakTHBe AKOHHTHUH
HoKa3aHbl B Tabnuie 3.

Jns OLIEHKHU NPEU3UOHHOCTH
(cX0AMMOCTH) pEe3yJabTaTOB OBUT paccuuTaH
k03 Puuuent Bapuaruu (RSD), He nmpeBbIa-
foruit 1% (0,046%).

IIpenen obnapyxenus (LOD) Axonu-
THHA ObUT ycTaHOBJIEH Ha ypoBHe 0,153 Mkr/
mi. Ilpenen KOIMYECTBEHHOIO OIpEEsICHUs
(LOQ) cocraBun 0,473 wmkr/min. Ilpenenst
YCTaHaBJIMBAJIM COIJIACHO OTKJIOHEHUSIM CHI-

Taéauua 3
Pe3ynbTaThl KOJIMYECTBEHHOT0 ONpPeeIeHAS AJKATONIA AKOHUTHH CYyOCTAHIMHA OHOPeaKTHBAa AKOHHTHH
MetoaoM BIKX
B3sro, . AbcomroTHas OTHOCHUTETBHAS . MerTpomnormdaeckue
Haiineno, o Haiineno,
Ne MKT/MJI wKr/r (C2) ommuoOKa, Mr/mi ommwuoka, % 9 XapaKTEPUCTUKU
(CD) (d=C2- C1) (Y=dx100/C1) ° (P=95%, n=7)
1 10,00 9,9770 -0,023 -0,23 99,77 ~99 81
2 10,25 10,238 -0,011 20,11 99.89 °f ~0.017
S 0,131
3 10,12 10,106 -0,013 -0,13 99,87 P %=95
4 10,54 10,521 -0,018 -0,18 99 82 t(P,H)=2,78
’ F(P:flsfz) :4921
5 10,15 10,127 -0,022 -0,22 99,78 +Ax=0,122
%=0,323
6 10,10 10,079 -0,020 -0,20 99,80 g";Z:O’ID
7 10,00 9,9790 20,021 20,21 99.79 RSD,%=0,046
68
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Taoauua 4

Pacder onpenesieHusi BHYTPHJIa00paTOPHOIi MPEIEH3HOHHOCTH KOJHYECTBEHHOT0 ONpeeeHAs ATKaJI0nIa
AKOHHUTHHA B CyOCTAHIIMH OMOPEeaKTHBA AKOHHTHH METOJ0M BbICOK03(eKTUBHOIT KHIKOCTHOM
xpomartorpaduu

Xi, % Xopy %o s? S

+AX,% £,%

— LS9
v2x(0,95; f) x —=

Xepl-Xep2
Kool -Xer2

(t(P,D)=2.45)

1-i1 99,81
99,82
99,79
99,80 99,80 0,0048 0,11
99,82
99,81
99,79

0,1044

0,1046

2-1 99,84
99,86
99,85
99,85 99,83 0,007 0,14
99,80
99,82
99,83

0,1332

0,03 0,56

0,1334

Hala U YriaoBoMy kodhduimeHty kamudpo-
BOYHOTO Tpaduka.

BuyTtpunabopatopHyio  Nperu3UOH-
HOCTh OLIEHUBAJIM MO pe3yJibTaTaM oIlpee-
JIeHus: AKOHMTHHA: 2 pacTBOpa, MPUTOTOB-
JIEHHBbIE Pa3HbIMU XUMUKAMHU-aHAJIUTUKAMHU.
AHanu3 TpOBOJWIM MO METOAMKE KOJIhYe-
CTBEHHOT'O OIpEACNICHUs alKalouaa aKOHH-
TuH B cyOcrtanmuu metogom BOXKX. Kax-
IBIA XUMHUK XpoMartorpaduposan 7 pa3 1o
TPU TOBTOPHOCTH, HA TPHUBEICHHOW HIKE
TabNuIle MPUBENEHBI CPEJIHUE 3HAUEHHUS pe-
3yJbTaTOB.

Pe3ynbTarsl IPOBENEHHOTO OIpeeIie-
HUs1 00001IeHBI B TabMUIIE 4.

3Hauenuss X - s pa3iauYHBIX JHEH
JOJI2)KHBI OBITh CTATUCTUYECKHU HCOTIIMYUMBI, YTO
P OTCYTCTBHU TPyOBIX MOTPEIIHOCTEH CBHUIE-
TENBCTBYET 00 yIOBIIETBOPUTEIBHON BHYTpHIA-
00OpaTopHOI MPEIU3NOHHOCTH.

JIisi  TpoBepKH  BHYTPHIA0OPATOPHYIO
OPELEH3UOHHOCTh  PAaCCYMTHIBAIOT  CpEIHe-
B3BEILICHHOE CTAHAPTHOE OTKJIOHEHHUE Sy:

So = J(5:1+5,)/2

9

rae: S| — CTaHIapTHOE OTKJIOHEHHE PE3yJIbTaTOB
MEPBOTO XMMHKA; Sy — CTAHIAPTHOE OTKJIIOHCHUE
pe3yIbTAaTOB BTOPOTO XMMHKA;, 2 — KOJUYECTBO
JTHEU U3MEPEHUM.

Moaynb pa3HHIBI MEXAY CPETHUMU 3HA-
YEHUSIMU X— JIJIs1 pa3JIMYHbIX JHEH JOJDKEH YI0-
BJIETBOPSITH COOTHOIICHHIO:

| Xep1 — Xepa| = V2 X £(0,95;f) x 52
0,03<0,56,

rae f=4 (n-1), n — 9rcno mapannenbHbIX U3Mepe-
HUIA.

W3 npuBenenHelx B Tabmuue 4
pe3yabTaTOB MOXKHO CIENaTh BBIBOJ O TOM, YTO
JaHHAs METOJMKAa XapaKTepU3yercss YAOBIIET-
BOPUTEIHLHOW BHYTPHIA00OPATOPHOH MPEICH3NOH-
HOCTBIO.

[Ipu cpaBHEHHH BOCHPOU3BOAMMOCTH
JBYX METOJOB aHaju3a C OLEHKAMHU JUCIEpPCUI
si” 1 8y° (517 > $,°) BRIUMCIAIOT KpuTepHii Pu-
mepa F:

FTa6n. 4,21 (P:95 %, f1:7 u fz = 6)
Fpaccq.: s12 / 522:0,159/0,017:9,35

IIpu pasenctse F(P, £}, £)<Fpucca paziu-
Yyhe JUCTEepPCUil §;° U S;” NPU3HAETCA CTaTUCTH-
YEeCKUM C BEpOSATHOCTHIO P, uTO mo3Bosser cre-
JaTh 3aK/II0UeHHe O OoJiee BHICOKOM BOCIIPOM3BO-
JUMOCTH BTOPOT'O METOJA.

OTtHOcuTeNbHAS omunoOKa MeToj1a
KOJMYECTBEHHOTO  ONpeJeNieHus]  allkaJouJa
AKOHHTHH B CyOCTaHIIMU OMOpEaKTHBA METOIOM
BOXX Hu3ka, YTO YyKa3bIBa€T Ha BBICOKYIO
TOYHOCTH METOJIA.

3akiarouenne

PazpaboTana MeToIMKa KOJTUIECTBEHHOTO
omnpeneneHuss AKOHUTAHA B CyOCTaHITUU METOJIOM
BOXX. B pesynpraTe Banmmanud yCTaHOBIICHA
ee CHerupUIHOCTh, IJTUHEHHOCTh, NPEINU3HOH-
HOCTh, TPaBWILHOCTb. OTHOCHUTENbHAS OIIMOKA
MeTo/a KOJIMYECTBEHHOTO omnpeneaeHus
AKOHWTHHa B CyOCTaHIIMM TIperapara METOIOM
BOXX Hu3ka, YTO yKa3blBaeT Ha BBICOKYIO
TOYHOCTh METO/A.
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OcylIecTBIEHO CpaBHEHHWE BOCHPOM3BO-  paspaboranHas Meroguka BDOXKX mnpessimaer

JMMOCTH JIBYX METOJIOB KOJIMYECTBEHHOIO OIpe-  METOAUKY O€3BOJHOIO THUTPOBAHHMS, BKIIOYEHHYIO
neneHuss AkoHuTuHA 1o Kpureputo @umepa. [To B TY, ¥ MOXeT HUCIONL30BaTbCS B KauyeCTBE
BOCIIPOM3BOJMMOCTH TIOJY4aeMbIX pE3YyJbTaTOB  aIbTEPHATHBHOMN.
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