XUMHS PACTUTEJILHOT'O CBIPBSL. 2023. Ne3. C. 253-261.
DOI: 10.14258/jcprm.20230311441

YOK 615.07

KOJINYECTBEHHOE OMNPEAOENEHUE ANKANTOUWAOA OOHAKCUH
B CYBCTAHUUN OOHAKCUHA TMOPOXITIOPUOA

© JI.K. Mymanosa”, P.A. Bomupos, A.3. Caouxos, IILIII. Cazoynnaes

UHCcmumym xumuu pacmumernbHbix sewecms um. akad. C.FO. FOHycosa AH PY3,
yn. Mup3o Ynyabeka, 77, TawkeHm, 100170 (Pecnybnuka Y36ekucmaH),
e-mail: noza-gold@mail.ru

Pa3paboTka aHATUTHYECKUX METOAUK JUTS CTaHAApTHU3aIUK CyOCTAHINY, a TAKXKE JIEKapCTBEHHBIX ()OPM Ha eT0 OCHOBE
SIBISIETCS aKTyaJIbHOU 3a/1auei B IPON3BOACTBE (hapMaKOIOTHUECKUX MPEnapaToB. B cBs3u ¢ Bo3pacTaomumMy TpeOOBaHUAMHI K
Ka4eCTBY aKTUBHBIX (hapMaIleBTUUECKUX CYOCTAaHIMH IeJIeco00pa3Ho BKIIOYEHHE B HUX COBPEMEHHBIX XpOMAaTOorpaduIecKkux
MmetonoB. Hamsemuast wacts Arundo donax L. siBisiercst OCHOBHBIM CBIPBEM [UIsI TIPOMBIILIEHHOTO MPOM3BOICTBA CYOCTAHIHI
JloHakCHHA THAPOXIOPHIA, COACPIKAIIETO COMNb MHAOIBHOTO AJIKAJION/a JOHAKCHHA. Panee A7 KOIMYECTBEHHOTO OIPEISIICHIUS
JIOHAKCHHA THIPOXJIOpUIA B CyOCTaHIIMM OJHOMMEHHOIO IIpernapara ObUI HCIIONB30BaH METO TUTPOMETPHH, MO pe3ylnbTaTaM
KOTOPOro CoJeprKaHue JNeHCTBYroIero BemectBa 0bu10 He MeHee 98.0%. Llenbro HACTOSIIETO MCCIICIOBAHUS SBHUJIACh paspa-
00TKa M BaIHJAalUsl HOBOH COBPEMEHHON METOANKY, KOTOPask MPEBHIIIACT METO THTPOBAHMS 0 CEJICKTHBHOCTH, BOCIIPOM3BO-
JIIMOCTH ¥ To4HOCTH. Hamu pa3zpaboTaH 1 BammuaAnpoBaH HOBBIM METOJ KOJIMYECTBCHHOTO ONpeaeneHns JJoHaKCHHA THAPOXIIO-
pHUa ¢ MOMOIIBIO BBICOKOI(h(EKTUBHOM )KHAKOCTHOM XxpomaTorpadun (BOXKX). [lanHas MeToquKa MPOCTa W XOPOIIO BOCIIPO-
n3BoauTcs. PazpaboranHast METOAMKA BaJIMIHPOBAHA MO CIEAYIOIINM OKa3aTeNsIM: CHeNU(pUIHOCTD, TMHEHHOCTD, TOYHOCTH,
npezest oOHapyXEHHs U Ipesie] KOMMIeCTBeHHOTO OIpeeNieHus foHakcHHa. [IpoBeneHa cpaBHUTENbHAS OIEHKa pa3paboTaH-
Horo BOXKX MeToza ¢ THTpUMETPHIECKMM METOIOM, BKIIOUeHHBIM B BOC (BpemeHHast papMaKomneiiHas CTaTbs).

Kuiouesvie crosa: namzemuast yacts Arundo donax L., mureprieHonmsie ankanonasl, JoHakcnna ruapoxiaopun, BIXX,
KOJIMIECTBEHHOE OIpeJIeJICHHE, TUTPOBAHNIE, CPABHEHHE METOJIOB.

Beeoenue

OpHNM 13 TIOAXO/I0B K PAaCUIMPEHHIO aCCOPTHMEHTa (PUTONPENApaTOB ABJSIETCS MOTydeHNE U CTaHAapTH3a-
s papManeBTUUECKUX CYOCTaHIIMI PACTUTEIILHOTO TIPOMCX OXKIICHHUS, TAKUX KaK, HAIPUMED, aJIKaJIOUIbl, KOTOPBIC
00J1a/1a10T BBICOKOH (hapMaKoJIOTHYECKOH aKTUBHOCTHIO. OTHAKO BBEACHHE B OPUIMANBHYI0 MEIUIMHCKYIO TIpaK-
THUKY HOBBIX (papMalleBTUUECKUX CyOCTAaHIMI BOZMOXKHO TOJIBKO MOCIIE MX CTaHJapTH3ALMH, 2 IMEHHO KOMILIEKCa
HCCIICIOBAHUIA 110 BEIGOPY KPUTEPUEB M HOPM, KOTOPBIE XapaKTePHU3YIOT KAYeCTBO JaHHBIX MPOAyKToB [1, 2].

Bospacraromue tpeboBanust kK 6e30macHOCTH, 3()(EKTHBHOCTH M KauecTBY JICKAPCTBEHHBIX CPEACTB 00y-
CJIABIHMBAIOT HEOOXOANMOCTH pa3pabaThBaTh HOBBIE M COBEPLICHCTBOBATH CYIIECTBYIOIINE METOIBI MX aHAIN3A.
Kak mpaBuito, kagecTBo cyOCTaHIMI oOecneunBaeTcs KOMIDIEKCOM aHAJIMTHYECKUX METOIOB, O3BOJLIONINX IO/~
TBEPANTH UX IOUTMHHOCTb, OIPENENUTh YUCTOTY M KOJMIECTBEHHOE COJIEp)KaHMe JIEWCTBYIOIIEro BemecTna. Vc-
MOJIB3YEeMBbIE ISl 3TOr0 METOABI ¥ METOIUKH HYXK/Ia-
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MPUTOTOBJICHHBIC U3 JIUCTbEB pacTeHust A. donax, MpUMEHSIOT NpH Jie-
YeHHH 3a00JIeBaHKi MOYEBBIBOSIIIMX ITyTEi, MATKH U THHEKOIOrHH [8]. CHy
DKCTpaKT, MPUTOTOBJICHHBII U3 MOBEPXHOCTH, 00JIajaeT IpOTHBOTPUO- /
KOBOI#i aKTUBHOCTBIO [9]. | CH;

W3 nuTepaTyphl H3BECTHO, 4TO pactenue A. dONax conepKuT a0 T‘I']
44% xnervaTky, OEJKOB, XHUPOB, JUTHUHOB U aJIKAJIOWIOB. XUMHYE-
CKHH CcOCTaB, OMOJIOTMYECKasi aKTUBHOCTh M CHCTEMAaTHKa pPacTeHHUS
omucansl B padore [8]. Ankanoun noHaKcUH (3-AMMETHIAMHHOMETH- Puc. 1. CtpykrypHas dpopmyna
IMHION, puc. 1) NPHHAUIOKHUT TPYIIEC HHIONBHBIX ANKAIOUIOB U aJKaJionJia IOHaKCHHA
TIPE/ICTaBILIET CO0O0I Oeoe KpUCTaNTNUECKOe BEIECTBO C TEMIIEPATY-
poit mnasnenns 138-139 °C. Anxanoun JIerko pacTBOPHUM B cIIUpTe, d3hHpe, XI0podhopMe, Majlo pacTBOPHM B arie-
TOHE, He PAacTBOPHM B Boje U merpoieiinoM 3¢upe [10-12]. Beun npoBeaeH psj HCCIICNOBAHUIA 110 ONPEACICHUI0
(apMakoIOrH4IecKOil aKTHBHOCTH aJIKalonaa JoHakcuHa [13].

JonakcuHa ruapoxsiopu (3-AIuMeTHIaMAHOME THITHH/IOJ THAPOXJIOPHT), MOTyYaeMblil 3 Ha[3eMHOM 9acTH
TPOCHUKOBUIHOrO KaMbima Arundo donax, ucrmosip3yercs B Ka4ecTBe JICKAPCTBEHHOIO CPECTBA appOAU3ZHHHOTO
neiictus [14, 15]. s ka4eCTBEHHOr0 U KOJIMYECTBEHHOTO aHAIIM32 ATKATOUIOB B HACTOSIIICE BPEMs IPUMCHSCTCS
pa3nuYHbIC aHATNTHYECKHE MeTobl. OIHUM M3 PAcIpPOCTPaHEHHBIX METO/IOB ONpPEJIeNICHNs aIKaJION/I0B SBISETCS
METO/J] MOTEHIMOMETPHIECKOTO0 TUTPOBAHUS, KOTOPBI OCHOBAaH Ha THAPOJIM3E Ipenapara U THTPOBAHHH B Cpele
0e3BOIHOI YKCYCHO KHCIIOTH. METO/ He IaeT MOJHOro OMKMCAHUs COMYTCTBYOIIMX npuMecei [16].

Xpomarorpaduueckiue METOIbI LIUPOKO HCIIONB3YIOTCS B aHAUTHYeCKOW Xumuu [17-19]. B cBsi3u ¢ HU3KOM
CTOMMOCTBIO, YYBCTBUTEIBHOCTBIO M CENEKTUBHOCTBIO, MeTo[ TCX ObUT MCIIONB30BaH ISl OIPEJIENICHUS COITyT-
CTBYIOIIUX BEIIECTB JIOHAKCHHA. B KauecTBe MOABMKHOHN (Das3bl MCHONB30BaIM CMECh OPraHUYECKUX PACTBOPHUTE-
JIeH, UMEIoIINX cpoAcTBO K JoHakcuna runpoxiopuny [20, 21]. OgHako TOHKOCTOMHAs XpomaTorpadus odianaet
HHU3KOH CEIEKTHBHOCTBIO U YyBCTBUTEIHLHOCTHIO IO CPABHEHHIO C HHCTPYMCEHTAJIbHBIMU METOIAMH, XOTS SIBIISIETCS
HEOOXOIUMBIM JUTS [IPEIBAPUTENHLHOIO aHAIIM3a CHIPhsL U cyOcTaHmuu [22].

ens mannoro nccnenosanus — paspadorka BOXXX merona komnuecTBeHHOTO aHanu3a JloHaKCHHA THAPO-
XJIOpU/A, a TAKXKE ONPE/ICIICHUE M CPABHEHNE €TI0 BAJIMIAIIMOHHBIX XapaKTEPUCTHK: CIEU(UIHOCTD, JINHEHHOCTS,
MPENU3NOHHOCTD ¥ TOYHOCTb, C TAKOBBIMH TUTPHMETPHYECKOI'0 METO/a, BKJIIOUEHHOI'O BO BPEMEHHYIO (hapMaKo-
neiinyto crateio (BOC).

3l<cnepwnenmwlbua}l uacmo

Obvexmom uccnedosanusi SBIsieTCs cyocTanms «J{onakcuHa ruapoxiaopun». Jannyio cyOcTaHIuio ToITy-
qaloT Ha 0aze ONBITHOrO MpoW3BOACTBA MHCTHTYTAa XMMUK pacTuTenbHbIX BeniectB AH PY3 (Y36ekucran, Tam-
KCHT) U3 HaJl3eMHOI1 yacTu pactenus A. donax u coaepuT coiu ankanonsaa qoHakcuHa (>98.0%) [22].

IIpucomoenenue ucnvimyemo2o pacmeopa cyocmanyuu npenapama JJonaxcuna euopoxnopuoa. Hasecky uc-
neITYeMoro oopasia JloHakcuna ruapoxiopuaa okono 10 Mr nomernany B MepHyto koia0y BMectumocThio 100 mu,
no6asisiti 30 mit cMecH anetoHnTpuia 1 Bozbl (50/50), mepeMelnBay 10 MOIHOro pacTBOPEHHS, JOBOJMITH 00beM
JI0 METKH TeM € DPAacTBOPHUTEIEM M IEepEeMELIMBANM, IMOJydash MCXOIHBIH pPacTBOp C KOHIEHTpaIWeH OKOJIO
0.1 mr/ma. B cirydae BeICOKHX KOHIeHTpauuii JlonakciHa ruapoxiopuaa (6oxee 0.10 mr/mi) u3 oobema V (100 mu)
orbupanu anuksoty B 10 Mt 1 pazbaBisuin cMechio aneroHuTpria u Boasl B N pas. PaszbaBnenue yaursiBany npu
pacyere KOHILICHTPAIHH.

[TpuroroBnenune pacTBopa cTanaapTHoro odpasua Jonakcuna wim ['pamuna. HaBecky ankanonga I'pamun
(C11H14N2 «u» mo TY 6-09-055-42-74) 10 mr nomeiany B MepHyo koi0y BMectumocTthio 100 mit, mobassiim 40 mit
cMecH ateToHuTpriia U Bogsl (50/50), mepeMennBaii 10 MOJHOTO PACTBOPEHHS, JOBOIIIM 00BbEM JI0 METKH TEM
K€ PaCTBOPHUTENIEM U TIEPEMEINBAIIHN, TI0JTy4ast HCXOIHBIM pacTBOp ¢ KoHUeHTparmei okoso 0.1 mr/mir.

Memoo xonuuecmeenno2o onpedenenus [Jonaxcuna cudpoxnopuda mumpoganuem. Oxono 0.2 r (tounas
HaBecka) cyOcTaHuuu JloHaKCHHA THAPOXJIOPHU PacTBOPSIOT B 10 MIT KUCIIOTHI JIEASTHON YKCYCHOW M 5 MIT pacTBOpa
pTytH anerata okucHoi. Tutpytot pactBopom 0.1 MOMIB/JT XJTOPHOM KUCTOTHI 10 IIEPEX0/1a OKPACKH OT (PHOIETOBOM
B CHHIOIO (MHIMKATOP-KPUCTAIUTNYECKO-(HOIIETOBBIH). 1 M pacTBOpa XJopHOU kuciotel cootBerctByeT 0.02106 1
JIOHaKCHHA.
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Pacuer comeprkaHus JOHAKCHHA B TIpolieHTax (X) IPOBOAWIIH IO CIENyOLIeH hopmye:

X = v —VO)XKXO.OZlOGXlOO’
a

e 0.02106 — macca JloHakcHHA TMAPOXJIOPHL, COOTBETCTBYIoMmas 1 cM® pacTBopa XJIOpHON KUCIOTHI MOJISIPHOM
xoHuenTpamuu Touno 0.1 moss/amM3, T; a — Macca HaBecku B T; V — 00beM TUTpaHTa (MJ1), H3pacXOIOBAHHBINA Ha
THTPOBAaHKE B UCCIEAYEMOro pacTBopa; Vo — 00beM THTpanTa (MI1), H3pacXOIOBAHHBIN Ha THTPOBAHKE B KOHTPOJIb-
HoM omnbite; K — monpaBounsiii koagduuuent 0.1 M pacTBopa XJIOpHOH KHCIOTHI.

CozeprkaHHe IOHAKCHHA B ITepecyeTe Ha aOCOIIOTHO CyXOif mpenapat JoJbKHO ObITh He MeHee 98%.

BOJKX memoo konuuecmegennoeo onpedenenus JJonaxcun euopoxiopuda. JKUIKocTHast XpoMaTorpagus Ipo-
BOJMJIACH HA JKHIKOCTHOM Xxpomatorpade Boicokoro masimeHms Agilent 1100 series (Agilent Technologies Inc.,
CIIA), ocHareHHOM 4-TpaJIEeHTHBIM HACOCOM, JIETa3aTOPOM, TIETIIEBHIM HHXEKTOPOM H JIETEKTOPOM C TIEPEMEH-
Hot mmuoit Bomael (VWD), xomonkoit Supelco Discovery HS C18 4.6 x 75 mM, ocHalieHHas! HPEAKOIOHKOM
Discovery HS C18 (2 cm x 4 MM, 3 MM, 120A).

VYenosust BOXKXX ananmza JloHakCHHA THAPOXJIOPHIA. COCTaB MOABIKHON (a3l — A — 0.1% pactBop TpH-
dropykcycHoii kucnotel (TOYK) u b — aneronutpui; pexum aroupoBanust — u3okpatuaeckuii A @ B (20 : 80);
ckopocTh noToka — 0.6 Mi/mMuH, 006€M BBomMMOTo 00pasia 20 My, TemnepaTtypa konoHku 40 °C, Y® nerextupo-
BaHue — 270+2 uMm.

B xpomatorpad, BeIBeIeHHBIN Ha pabo4Mii peXXM, BBOJIT PacTBOpP CTaHIApTa WIN CyOCTaHIMH, ITOBTOPSS
aHAIN3 Ka)KI0ro 00pa3na B 5-KkpaTHOH moBTopHOCTH. Ha XpomMaTorpaMmax naeHTH(GUIMPYIOT IHK JJoHaKcHHA 1 oTpe-
JIeTSTFOT X TIIoma . Bpems mporecca xpomarorpaduu — X MuH, BpeMms yaepskuBanus JJoHakcuna okomno 4.38 MuH.

Omnpenenenne coaepxanus JJoHaKCHHA THAPOXIOPHAA B CyOCTaHIMK IpenapaTta JJoHaKCHH TPOBOIMIIN IO

¢dopmyme:

X = Syrmg XV xP
S xm, XV,

rre X — IpOIEHTHOE COACPIKaHNE JOHAKCHHA THAPOXIIOPUAA B CyOCTaHIINH; S1 — IDIOMAb KA HUCIBITYEMOTO pac-
TBOpa cyOcTaHmmu JloHaKCHHA THUAPOXIOPHI, So — IDIONIA]h KA CTAHAAPTHOTO PacTBOpa; My — Macca HABECKH
HCTBITYeMOro o0pasiia cyocranmm JJoHaKCHHA TUAPOXIIOPHI; Mg — Macca HABECKU CTaHAApTHOro oOpasma; Vi —
00BEM pacTBOpa HCHBITYeMOro oOpasna cydctannuu JloHakcuHa ruapoxiopun; Vo — 00beM pacTBOpa CTaHAApT-
Horo obpasma JloHakcuHa, P — cymmapHoe coepikaHue cTannapTHoro oopasima JloHaKcHHa.

0Obcyscoenue pe3yiomamos

Konuuecmeennoe onpeoenenue Jlonakcuna eudpoxiopuda 6 cyocmanyuu Memooom 6e3600H020 mumposa-
nusi. Kpurepusmun BbIOOpa ONTHMAaIBHOTO COCTaBa PACTBOPHUTEIIS CIYKWIO HaJIMYME YETKO BBHIPAKEHHOT'O CKAavKa
Ha KPUBOW MOTEHIIIOMETPHUIECKOT0 TUTPOBAHMS, & TAKKE KOJIMIECTBEHHOE COEPKaHNE OIIPEACIIEMOro BEIeCTBa,
paccunTaHHOE 0 Pe3yabTaTaM THTPOBAHUSL.

Jy1s1 OLIeHKM TPUTOHOCTH Mpe/IaraeMoil METOANKHY Oblia MPOBEZeHa ee BAIMAAMs. B cooTBeTCTBIY C pe-
KOMEHIAIMSIMHU MTPOBOIMIN OJHOBPEMEHHOE H3YUCHHE JTNHEHHOCTH, MPABUIBHOCTH U MPELU3UOHHOCTH (CXOIMMO-
CTH) TIpe/iaraeMoii METOIMKH. BBl IPOBEICHBI BOCEMb KOJIMYECTBEHHBIX OIPE/ICIICHUI B TIpeeaX aHaIUuTHIC-
ckoii obmactu metoauku (80-120%). IonyueHHbIe HaHHbBIE MPUBEACHBI B TaOmuie 1.

Ha ocHOBaHWMYM TaHHBIX, TIPEICTABICHHBIX B Ta0IuMIe 1, MeTommka MOXKeT OBITh TIpU3HAHA MPABILTHHOM. Ync-
JIEHHOE 3HaveHue K03 (HUIMEeHTa HOPMUPOBAHHBIX OTKJIOHEHHH (Koad¢uimenTa CThIOEHTa), PACCIUTAHHOE 110
pe3yabpTaTaM aHanm3a, coctaBmwio t=2.35, uto Hke TabmuaHOrO 3HaUeHUs Koddduimenta CThIOCHTA, KOTOPBIHA
npu crererd cBoboas! f=7 u noBeputensuoit Bepositnoctd 95% pasen 2.37, T.e. tyu<trasn. TakuM 06pa3oM, pe3yiib-
TaThl, MOTyICHHBIE JAHHBIM METOOM, SIBJISIIOTCS TIPaBUIIBHBIMU 1 HE OTSTOIIEHBI CHCTEMAaTHIECKOH OITHOKOH.

I'padmk nuHEHHO 3aBHCHMOCTH 00beMa TUTPAHTA OT MACChI CyOCTaHIMK JJOHAKCHHA THIIPOXJIOpHIA TTPea-
CTaBJIEH Ha PUCYHKE 2.
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Konuuecmeennoe onpedenenue JJonaxcuna eudpoxiopuda 6 cyocmanyuu memooom BIIKX. BOXX obra-
JlaeT HanOOJIBIIEH CIIeN(UIHOCTHIO CPEIH METOIMK KOJIMYECTBEHHOTO ONPENENICHHsI, YTO ONpesieNsieTcs: 0coOeH-
HOCTSIMH JJAHHOTO aHAJMTHYECKOTO METOJa, OAHAKO TPeOyeT MCHONIb30BaHMs CTaHIapTHOro obpasua. B kauecTse
craHuapTHOro obpasua ucrons3osanu ankanonsa Jonakcun (CO) ¢ monekyssiproit popmyioii C11H14N2, B koTopoii
BenununHa (P) ssisiercs 99.8% [10]. B xauectBe ananuTuueckoit BeiOpana amHa BoHBL 270 HM, TOCKOJIBKY B JIaH-
HOIi 00JTACTH CIICKTPA M3y4aeMBbIC BEIIECTBA XapaKTePU3YIOTCs MAKCHMAIIBLHBIM TIOTJIONIeHneM (puc. 3), 9To B UTOTE
obecreunT HanOOIIBIIYI0 YYBCTBUTEIBHOCTh METOIMKH NP ONPEIeTICHUH ITPUMECEH.

CrienmuIHOCTh METOMKHU JI0Ka3aHa Ha OCHOBAHHWHM COIOCTABJICHMS MOTYyIEHHBIX XpOMAaTOTpaMM CTaHIapT-
Horo pactBopa Jonakcuna ruapoxiopuna (CO), MozenbHOM cMecH ¢ KoHIeHTpanueii Jonakcuna rumpoxiopuaa 0.1
MTI/MJI M HCTIONIb3YEMOT'0 PacTBOpHUTEIIS. B pesynbTrare aHanmm3a yCTaHOBIIIH, YTO BPEMsI yIep KUBAHUS pacTBOpa CTaH-
IapTHOTO JIOHAKCHHA THAPOXJIOPU/IA U aHAIM3UPYeMO# IPo0kl Ha XpoMaTorpaMmme oauHakoBsl (4.38 mun) (puc. 4).

Ha ocHoBanmm rpaduka 3aBUCHMOCTH TUTOIIAIM MOTYYEHHBIX ITUKOB OT KOHIEHTPAIMH CTAaHAAPTHOTO 00-
pasia B MOZIENIBHBIX CMecsX ObliIa JIOKa3aHa JIMHEHHOCTh METOVMKH B AWara3oHe KOHIEeHTparwi JloHakcuHa ru-
poxiopuza (CO) ot 0.107 mxr/mit o 1.720 mxr/mut. TTomydeHHbIe pe3yIbTaThl OKA3aIlH, YTO CYIIECTBYET JIHHEHHASL
3aBHCHMOCTh MEXIY IUIOMIA/IbI0 TIMKA ¥ KOJIWYECTBOM ankajonaa JloHaKCHHA THAPOXJIOpUAA, HAHECEHHOTO Ha KO-
JIOHKY, 4TO MOTBEPK/IaeTCs 3HaueHneM Koddduuuenta koppensumu: R?=0.9999 (puc. 5).

Ta6m/1ua 1. PeByJ'H)TaTI)I KOJIMYCCTBECHHOI'O OMPCACIICHUS I[OHaKCI/IH TUAPOXJIOpUJIa MECTOAOM 6€3BOHHOFO
TUTPOBAHUA U €TO MCTPOJIOTUICCKAA XaPAKTECPUCTHUKA

YpoBeHb Ne Hasecka, r O0beM TUTpaHTa, M Haiigeno, r Haiineno, %
1 0.1735 5.84 0.1725 99.45
1 2 0.1840 6.19 0.1833 99.65
3 0.1920 6.47 0.1919 99.98
4 0.2005 6.75 0.2009 100.02
5 0.2100 7.06 0.2083 99.21
) 6 0.2255 7.60 0.2239 99.31
7 0.2355 7.92 0.2337 99.25
8 0.2460 8.27 0.2438 99.11
Vo=1.71; K=1.005
[TapameTpsl THHEWHOH 3aBUCIMOCTH «HAaBECKa-00beM TUT- | MeTponorndeckas XapakKTepHCTHKA Pe3yIIbTaTOB OIpeiere-
panTa» HUHR
KonuuectBo onpenenennii: n=8, f=7
Cpennee 3nauenue cogepxanus: Xep=99.50
Jucnepcus: $2=0.123
Crangapraoe otkionenune: S=0.60
Vpasuenue perpeccun: y = 33.866x — 0.0369 JloBepurenbHas BepostHOCTh: P, %=95
Koadpunuent nerepmunaimu: R2 = 0.9989 Kosdduument Creromenta: t(P,f)=2.37
Koadpunpent xoppemsiimu: 1 = 0.9994 Kpurepnit ®umrepa: F(P,f1,2)=4.21
I'pannuHbie 3HaueHue: +AX=0.50
OrHocuTenpHas omnoka: €, %=1.41
OtHocuTenbHas ommbKa cpeHero pesyipsrara: €, %=0.50
Koadpunment Bapuarmu: RSD, %=0.35
85
¢
8 e P 3
g5 75 ad
E "
265 ¢
¢
55 Puc. 2. I'paduk nuHEHHOH 3aBUCHMOCTH 00beMa
g TUTPAHTA OT MAacChl cyOcTaHIMH JloHaKCHHA

0,15 0,17 0,19 021 0,23 0,25 0,27 ruapoxJjopuaia

HABECKA.T
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1,048 T T T T
Peak Pick
Ho. | PN | Wavelength nm. | Abs.
1 @ 396.40 -0.116
- — 2 @ 285.20 0.257
e 3 @ 275.40 0.351
4 @ 26960 0.353
I ] 5 @ 213.80 2616
68 @ 336.80 -0128
70 306.00 -0.130
i ] 8 @ 28280 0220
9 O 27280 0.345
e ) , , , 10 @ 23720 -0.034
200,00 300,00 400,00
Puc. 3. Y®-cnekTp noriomenuns pacTBopa cTaHiapTHoro oopasua Jlonakcuna
VWD1 A, Wawe ength=270 nm (17FEB22\.51G-DS17.0)
il = —or T
14 =
13 =
14
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& =
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Puc. 4. XpomaTtorpamma pacTBopoB cTaHaapTHOro JloHakcuHa (@) 1 aHaTM3UpyeMOoi IPOOBI CyOCTaHIIMN
Jonakcuna runpoxiopuna (6) (B.y. 4.38 Mun).

Area = 59.3700967*Amt +0.304771

AT€a {26l Res%(5): -4.64346-2

100{
80—:
60—:
40—:

20

Puc. 5. I'paduk nuHEHHON 3aBUCUMOCTH TUTOIIAIN

nka (S) ot koHuenrpanuu (C) pactBopa 07 Correlation: 0.99999

CTaHIapTHOro 00pasna JIoHaKCHHA THAPOXJIOpHIA 0 05 1 1.5 Amountfug/m

Pe3ynbTaThl KOJIMYECTBEHHOTO OMpeieeHust JJoHakcHHa THAPOXIIOpUIa B CyOCTaHINMK npenapara «/loHak-
CHHA THUJIPOXJIOPHI» TIOKa3aHbI B Tabmuiie 2.

J171st OLIEHKH MPEIM3UOHHOCTH (CXOAMMOCTH) Pe3yabTaToB ObLI paccuntan Kodddunuent sapuanun (RSD),
He npebirarommmi 1% (0.029%).
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Tabmuma 2. Pe3yiapTaThl KOIMYIECTBCHHOTO OonpeaeicHus JJorakcnHa ruapoxiopuaa Mmerogom BOXKX
B cyOcTaHIMH mpenapata JJoHakcHH

. Ab6comorHas OTtHOCHTENBHAS . Mertponorudeckue xapak-
Bazsro, Haiineno, Haiineno,
Ne 2 ommoOKa, MI/MIT ommoka, % % TEPUCTUKH™
wier/ut (CL) - wer/wr (C2) (d=c2-c1) | (Y=d-100/C1) 0 (P=95%, n=7)
1 10.20 10.06944 -0.13056 -1.28 98.72 Xep=98.71
2 10.50 10.368 -0.131 -1.25 98.75 $2=0.0103
3 10.50 10.361 -0.138 -1.32 98.68 $=0.1711
4 10.20 10.067 -0.132 -1.3 98.70 P, %=95
5 10.60 10.463 -0.136 -1.29 98.71 t(P.f)=2.78
6 10.70 10.558 -0.141 -1.32 98.68 F(P,fif2)=4.21
7 10.50 10.368 -0.131 -1.25 98.75 +Ax=0.140
€, %=0.41
&, %=0.145
RSD, %=0.029

* — HAaNMEHOBaHUE METPOJIOTMUECKIX XapaKTEPUCTHK cM. B Tabumme 1

Ipenen obuapyxenus (LOD) Nonakcuna rugpoxiopuna 6sut ycranosier Ha ypoae 0.047 mxr/mur. Ipemen
kommuectBenHoro onpeneieans (LOQ) cocrasmn 0.106 mir/mu. Ilpenenbl yCTaHABIMBAINCH COTIIACHO OTKIIOHE-
HUSIM CHTHAJIA ¥ YITIOBOMY KO3(h(HUIMEHTY KaIuOpOBOYHOTO rpaduka.

IIpy cpaBHEHHH BOCHIPOM3BOIMMOCTH JIBYX METOJI0B aHAIN3a C OLEHKAMH JUCTIEpCHit $12 1 S22 ($12>57%) BbI-
yucsiy kpurepuit @umepa F:

Frasn. 4.21 (P=95%, f1=7 u f,=6)
Fpaces. =$12/5,%=0.1232/0.01032=11.94

Ipu pasenctse F(P,f1,f2)<Fpaccs pasnmune mucniepenii $12 u S22 IPU3HAETCS CTATUCTHYECKHM € BEPOSTHOCTHIO
P, 4T0 mo3BOMIAET CENaTh 3aKITI0YCHUE O 00JIee BEICOKOH BOCIPOM3BOIMMOCTH BTOPOT'O METO/A.

BHyTprnabopaTOpHyI0 TNPEIM3WMOHHOCTh OICHUBAIM TI0 pe3yabTaTaM omnpeacicHus JloHakcwHa
THIPOXJIOPHIA: 2 pacTBOpa, MPUTOTOBICHHBIC PA3HBIMA XUMUKAMHU-aHAIATHKAMH. AHAIN3 MIPOBOIMIN TI0 METO-
JTUKE KOJMYECTBEHHOTO oTpe/eneHus JJoHakcrHa ruipoxiiopuia B cyoctanmmu MetogoM BOXXX. Kaxkaprit xumuk
XpomartorpadupoBai ucclieayeMbpie 00pasnbl 7/ pa3 Mo TPHU MOBTOPHOCTH, B IPUBEACHHON HIDKE Tabmuie 3 mpuBe-
JIEHbI CPEITHUE 3HAYCHUS PE3YJIbTATOB.

Tabnuma 3. Pacuer onpenenenust BHyTprui1abopaTopHOH MPELEeH3NOHHOCTH KOJINYECTBEHHOT'O ONpeIeTICHUs
ankanona JloHakCHHA B CyOCTaHIMU IpernapaTa JJoHakcHHa THAPOXJIOPHAA METOIOM
BBICOK03()(DEKTHBHOM KHUIKOCTHOH Xpomarorpadun

CpenHee 3Ha- Ornocu- | Monyss pazHo-
. | Cranmaprroe | I'pannansie V27 (0.95 )” Sy

yeHue cozep- | Aucnepcus: . .| TembHas CTH CPETHUX (0.95; ) in
KaHUS: Xo S? OTICIOHCHHE. || SHAUCHHC. | @ Gca: 3HAYCHHIA: "
- Acpy . .

S +AX,% . t(P,f)=2.45

% ’ 8% Xepl~Xer2] ((P.N=2.45)

3uaucHue
COZIepIKaHHUSA .
Xi, %

98.84
98.69
98.78
1 98.80 98.79 0.018 0.22 0.202 0.205
98.82
98.80
98.80

98 84 0.03 0.56

98.79
98.82
2 98.79 98.82 0.010 0.16 0.152 0.154
98.80
98.85
98.85
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Ha ocHOBaHMM NaHHBIX, IPEACTABICHHBIX B TA0MHIE 3, METOANKA MOKET OBITh IIPH3HAHA MTPAaBUILHOM. Unc-
JICHHOE 3Ha4eHue Ko3(PHUIMEeHTa HOPMUPOBAHHBIX OTKJIOHEHHUH (Koad¢uimenTa CThIOEHTa), PACCIUTAHHOE 110
pe3ynbTaTtaM aHajm3a, cocTaBmwio t=2.12, yro Hmwxe TabmyHOro 3HaYeHUs Ko ¢uuuenta CThIOCHTa, KOTOPHIH
npu crerneHn cBoboabl =6 n noBepurenbHol BeposiTHOCTH 95% paBeH 2.45, T.€. tyyu<trasn.

Takum 00pa3oM, pe3yabTaThl, MOTYUYCHHBIC TaHHBIM METOJIOM, SBIISIFOTCS NIPABHWIIBHBIMHM M HE OTSTOILICHBI
CHCTEeMaTHYECKOM OIINOKOM.

Buoieoowt

1. TIpoBeneHa oOlleHKa KOIMMYECTBEHHOI'O OIpeAeiceHus JJoHakCHHa THAPOXJIOPUIA B CyOCTAaHIIMM METOJIOM
0e3BO/IHOTO TUTPOBAHMS. B pe3ynbrare BaMIaiy yCTaHOBJIEHBI INHEHHOCTD, MPELEH3NOHHOCTh U METPOJIOTHye-
CKHE XapaKTEPUCTUKH METOAA.

2. Pazpaboran BOXXX mMeTox KonnaecTBeHHOTo onpeieneHus JJonakcuHa ruipoxiiopuaa. Y CTaHOBIICHBI €T0
cnenupuIHOCTD, THHEHHOCTH, MPEM3HOHHOCTh U MPAaBWIFHOCTh. HU3Kas oTHOCHTENbHAsT OMIMOKAa KOJIMIECTBEH-
HOro omnpenenenus JlonakcuHa B cyocTaHImy npenapara MerogoM BOXKX yka3siBaeT Ha €ro BBICOKYIO TOYHOCTb.

3. CpaBHEHHE BOCTIPOM3BOJAMMOCTH JIBYX METOIOB KOJIMYECTBEHHOTO OnpeseieHus JJoHakCHHa THIPOXII0-
puna mo kpureputo durrepa mokasaino, 4To paspadoranusii BOXX meron 6onee sdhdexrtusen, uem meron 6e3Boa-
HOTO TUTPOBaHMS, BKJIIOYeHHBIH B BOC.
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Mutalova D.K.", Botirov R.A., Sadikov A.Z., Sagdullaev Sh.Sh. QUANTITATIVE DETERMINATION OF THE
ALKALOID DONAXIN IN THE SUBSTANCE DONAXINE HYDROCHLORIDE

Institute of Bioorganic Chemistry of the Uzbek Academy of Sciences, ul. M. Ulugbeka, 83, Tashkent, 100125 (Republic
of Uzbekistan), e-mail: ibchem@uzsci.net

The development of analytical methods for the standardization of a substance, as well as dosage forms based on it, is an
actual task in the production of pharmacological preparations. In connection with the increasing requirements for the quality of
active pharmaceutical ingredients, it is advisable to include modern chromatographic methods (HPLC and GLC) in them. In
addition, the prospect of introducing drugs into medical practice determines the need to develop highly sensitive methods for
determining active substances in substances for pharmacokinetic studies. The aerial part of Arundo donax L. is the main raw
material for the industrial production of the drug substance Donaxin hydrochloride. Donaxin is an alkaloid of the indole group
and has the chemical structure of 3-(dimethylaminomethyl) indole. Previously, for the quantitative determination of donaxin
hydrochloride in the substance of the drug of the same name, the titrometry method was used, according to the results of which
the content of the active substance was at least 98.0%. The aim of this study was to develop and validate a new modern technique
that exceeds the titration method in selectivity, reproducibility and precision. We have developed and validated a new method for
the quantitative determination of Donaxin hydrochloride using high performance liquid chromatography (HPLC). This technique
is simple and well reproduced. The developed method was validated according to the following indicators: specificity, linearity,
precision, limit of detection and limit of quantitation. A comparative evaluation of the developed method for the quantitative
determination of Donaxin hydrochloride in the substance by HPLC with the method included in the temporary pharmacopoeia
article (titrimetric) was carried out in terms of the Fisher criterion.

Keywords: aerial part of Arundo donax L., diterpenoid alkaloids, Donaxin hydrochloride, HPLC, quantitative determina-
tion, titration, comparison of both methods.
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