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JK.K. Mamatos
PA3BPABOTKA METOJ1OB ONNPEAEJIEHUS NOJAJIMHHOCTHU
2-[1-U30BYTHUJI-3-METWJI-7-(1,1-TUOKCOTUETAHMNUJI-3)
KCAHTUHMJI-8-THO]YKCYCHOM KUCJIOThI
@I'BOY BO «bawxupckuil 20cy0apcmeerHblil MeOUYUHCKUL YHUBEPCUTNET»
Munzopasa Poccuu, e. Ya

Ha ocHOBe NpUPOAHBIX METHIKCAHTHHOB ITyTEM XUMHYECKONH MOJU(UKALIME CO3AaHbI H3BECTHBIC JICKAPCTBCHHBIC TIPENapaThl —
HEHTOKCH(DHIUINH, aMUHO(DUILINH, JIMHATIMNTHH U ucTpasedmuiH. Cpe CHHTETHYECKUX MPOM3BOIHBIX KCAHTHHA, B TOM YHCIIE
COZEPIKALINX THETAHOBBIIl LUK, BBISBICHBI COCIMHEHNUS, MPOSBISIONME IPOTHBOBOCIAINTEIBHYO, aHAIbICTHICCKYIO0, aHTH/E-
MPECCHBHYIO, AHTHINA0CTHYECKYI0O W AHTHOKCHIAHTHYIO aKTHBHOCTh. Hamu cunTtesupoBana 2-[1-uzobyrtun-3-mermn-7-(1,1-
JIMOKCOTHETaHII-3)KCAaHTHHIII-8-THO]yKcycHast kucioTa (1), mposiBIIsiioLIas BHICOKYIO aHTHOKCHAAHTHYIO aKTHBHOCTb B MOZCIIBHOM
CHCTEME TeHEepalluy aKTUBHBIX (hOpM KuciIopona (arountamMu Kpod. st nanpHeHnmx (GapMakoIOrHYEeCKUX HUCCICAOBAHMII CO-
enunenus | TpeOyercst pa3paboTka METOJOB ONPENENCHHUS MOUIMHHOCTH, SBJISIOMICHCS COCTaBHOM 4acThlO CTaHIapTh3auuu dap-
MalEBTHYECKUX CYOCTaHLHI.

Llenv pabomvi — W3ydeHHE XUMHUYCCKUX U (U3UKO-XUMHUYECKHX CBOUCTB 2-[1-m300yTmi-3-merii-7-(1,1-mumokcoTneran-
3)KCaHTHHII-8-THO|YKCYCHOM KHCIIOTHI ISl pa3paboTKH METOIOB OIMPENETICHHS €€ OUTHHHOCTH.

Mamepuan u memooOvi. OOBEKTaMH HCCICIOBAHMSI SBWIIMCH 5 ONBITHBIX maptuil  2-[1-n3o06yrmn-3-mermn-7-(1,1-
JIMOKCOTHETaHHII-3)KCAaHTUHHII-8-THO | YKCYCHO# KHCIIOTBI. PacTBOPHMOCTS XMMHYECKUX COCANHCHHI ONPECICHA B BOJC U Pas3ind-
HBIX OpraHuyeckux pactopurensx. 'H, *C SIMP-criekTpsl 3amucans! Ha pubope «Bruker AV-500%». MK-CrieKTpbI OpeieIcHbI Ha
criekrpodoromerpe «Uuppantom OT-02», VD-criiekrpsl — Ha pudope «Shimadzu UV-1800». B kauecTBe peakiuy onpeneneHus
HOJUIMHHOCTH HPOBOJMIIM MYPEKCUIHYIO TIpoOy M peakimio ¢ pactBopoM xeine3a (I11) xmopuna 3%. Temneparypa ruiaBieHus us-
MepeHa KalnuUIIPHEIM MeToIoM Ha npudope «SMP 30». [Toteps B Macce npu BeICYIIMBaHUK onpenerneHa no Crnocody 1.

Pesynromamei. Bee cuHTesnpoBanHble naptin 2-[1-u300ytui-3-mermn-7-(1,1-auokcoTreranmi-3)KcaH THHIII-8-THO | yKCyCHOM
KHCJIOTBI — 3TO OeJIble KPUCTAJUIMYECKHE MOPOIIKY Oe3 3amaxa, pa3IndHOH pacTBOPUMOCTBIO B BOJIE M OPTaHUYECKHMX PAaCTBOPUTE-
nsx. Crpyktypa kuciotst | moarsepsxaena "H SIMP-criekTpoM, T/ie PEerHCTPUPYIOTCS CHTHAIBI POTOHOB H300YTHILHOIO 3aMECTH-
TS, METUIIBHOM IPYIIIBI KCAHTHHA, THETAHJMOKCUIHOTO LIUKJIA U CUTHAJIBI MPOTOHOB OCTATKa THOTJIMKOJIEBOW KHCIIOTHI, a TaKKe
nanEbIMIC SIMP-criekTpa, Iie, KpOMe XapaKTEpPHBIX CHTHAJIOB YIJIEPOIOB KCAHTHHA, aNKHIBHBIX 3aAMECTHTENEH M THETAHIHOK-
CHIHOTO LMKJIA, PETUCTPUPYIOTCS CUTHAIIBI YIJICPOAOB OCTATKA THOTIMKOJIEBOH KHUCIOTHL. OmnpeeneHne MOMTHHHOCTH KUCIOTHI |
nposoauii UK-criektpamu, rie perucTpipyoTcs HHTEHCHBHBIEC MOJIOCHI TIOTIOIICHHS BANCHTHBIX Konebanuii csaseit SO, — rpynn
tuetanauokcuaHoro mukina 1 C=0, C=N — cBs3eli KCaHTHHA, a TAKXKe IIMPOKas 110JI0CA TOTIOIICHHS BaJIeHTHBIX Kosnebanuii O-H —
CBSI3M OCTAaTKa THOIJIMKOJICBON KUCIOTHI; Y ®-CHEKTpaMi, KOTOPIC XapaKTEPU3YIOTCsl HAINYUEM IBYX MaKCHMYyMOB ITOTJIOLICHHS
npu 219,8 HM, 294,7 HM ¥ OTHOr0O MHHUMYMa HOIJIOMEHUS 1pu 259,4 HM B uHTEepBase AauH BosH oT 210 HM 10 350 M. IIpu npo-
BEJICHUM MYPEKCHIHOW NpoOkl Ha kucioty | Habmogan kpacHo-(HoIeTOBOE OKpalInBaHUE B PE3YJIbTaTe XapaKTEPHOH peaKLuy ¢
pactBopoM >xene3a (I11) xmopuna 3% BrImazaeT cBeTIO-KOPHYHEBEII 0caloK. MHTepBa 3HaUeHUH TeMIlepaTyphl IIaBICHHUS COCTa-
Bi1 234,6-235,5°C. [ToTteps B Mecce Npy BBICYIIMBAHUE cocTaBisieT He Gosee 0,2%.

Buwi6oowi.  OnpepernieHsl  omucaHue ¥ pacTBOpUMOCTh  2-[1-n306yTrn-3-mernin-7-(1,1-quokcorneranmn-3 )KcaH THHIII-8-
THO]YKCYCHOW KHUCIOTBL. VI3ydeHbl XuMuuecKre U (PU3HKO-XUMHUYECKAE METO/IbI OLPEACICHHUS IIOJIMHHOCTH KUCIOTHI |, 110 pe3yis-
TaTaM KOTOPBIX JUIsl ONpeAelIeHUs ToJIMHHOCTH npennoxensl MK- n YV ®-criekTpockomnus, MypeKcuHas po0da, peaKius ¢ pacTBO-
pom xenesa (I11) xnopuaa 3% n usmepenue temneparypsl miasieHns. OnpezeneHa noTepst B Macce NPy BbICYITMBAHUH.

Knrouessie cnosa: KCaHTHHBI, TUETAHbI, OUIMHHOCTD, HH(PPAKPACHAs CIIEKTPOCKOIHS, yIbTPa(HOIETOBAsT CIEKTPOCKOIHSI.

Zh.K. Mamatov
DEVELOPMENT OF METHODS FOR DETERMINING THE AUTHENTICITY
OF 2-[1-1SOBUTYL-3-METHYL-7-(1,1-DIOXOTHIETANYL-3)
XANTHINYL-8-THIOJACETIC ACID

The well-known drugs pentoxifylline, aminophylline, linagliptin and isradephylline have been created on the basis of natural
methylxanthines by chemical modification. It has been identified that some synthetic derivatives of xanthine including thietane con-
taining xanthines exhibit anti-inflammatory, analgesic, antidepressant, antidiabetic and antioxidant activity. We have synthesized 2-
[1-isobutyl-3-methyl-7-(1,1-dioxothietanyl-3)xanthynyl-8-thio]acetic acid (I) which exhibits high antioxidant activity in the model
system of generation of reactive oxygen species by blood phagocytes. Further pharmacological studies of compound | require the
development of methods for determining the authenticity which is an integral part of the standardization of pharmaceutical sub-
stances.

The aim of this research is to study the chemical and physicochemical properties of 2-[1-isobutyl-3-methyl-7-(1,1-
dioxothietanyl-3)xanthynyl-8-thio]acetic acid to develop methods for determining its authenticity.

Material and methods. Objects of research are 5 experimental batches of 2-[1-isobutyl-3-methyl-7-(1,1-dioxothietanyl-
3)xanthynyl-8-thioJacetic acid. Solubility has been determined in water and various organic solvents. *H, *C NMR spectra were
recorded on a Bruker AV-500 instrument. IR spectra were taken on a spectrophotometer «Infralum FT-02», UV spectra - on a
«Shimadzu UV-1800» device. As a reaction for determining the authenticity a murexide test and a characteristic reaction with a so-
lution of iron (111) chloride 3% were carried out. The melting point was measured by the capillary method on an SMP 30 device.
Weight loss on drying was determined according to Method 1.

Results. All synthesized batches of 2-[1-isobutyl-3-methyl-7-(1,1-dioxothietanyl-3)xanthynyl-8-thioJacetic acid are odorless white
crystalline powders with different solubility in water and organic solvents. The structure of acid I is confirmed by the *H NMR spectrum
which shows the presence of proton signals of isobutyl substituent, methyl group of xanthine, thiethane dioxide ring and thioglycolic ac-
id residue. The structure of acid I is also confirmed by **C NMR spectrum which besides characteristic carbon signals of xanthine, alkyl
substituents and thiethane dioxide cycle contains carbon signals of thioglycolic acid residue. Determination of the authenticity of acid |
was carried out by IR and UV spectra. Intense absorption bands of stretching vibrations of SO, bonds of thiethane dioxide groups and
C=0, C=N bonds of xanthine as well as a wide absorption band of stretching vibrations of the O-H bond of thioglycolic acid residue
were found in IR spectra. UV spectra are characterized by the presence of two absorption maxima at 219,8 nm, 294,7 nm and one ab-
sorption minimum at 259,4 nm in the wavelength range from 210 nm to 350 nm. When carrying out a murexid test for acid | a red-violet
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coloration was observed. As a result of a characteristic reaction with a solution of iron (I11) chloride 3% a light brick precipitate is
formed. The range of values of the melting point was 234,6-235,5 °C. Weight loss on drying makes up no more than 0.2%.

Conclusions. The description and solubility of 2-[1-isobutyl-3-methyl-7-(1,1-dioxothietanyl-3)xanthynyl-8-thio]acetic acid have
been determined. Chemical and physicochemical methods for determining the authenticity of acid | have been studied. According
to obtained results IR spectroscopy, UV spectroscopy, murexide test, reaction with a solution of iron (I1l) chloride 3% and meas-
urement of the melting point have been proposed to determine the authenticity. Weight loss on drying was determined.

Key words: xanthines; thietanes; authenticity; infrared spectroscopy; ultraviolet spectroscopy.

OrpomHbIll  apceHan  JICKapCTBEHHBIX
CPEACTB, MPUMEHSIEMBIX B MPAKTHUECKOW MeIu-
LUHE, COCTaBISIOT TE€TEPOLUKIMYECKHE COEeAu-
HEHMS, NOJIYy4EHHbIE IIyTeM XMMUYECKOHl moau-
(uKaMM U3BECTHBIX MPUPOAHBIX OMOJIOTHMYECKH
aKTHBHBIX coequHEeHU. OTHUM U3 TaKUX OOBEK-
TOB SIBJISIFOTCSl TIPUPOJIHBIC METHIIKCAHTHHBI, 00-
JaaloNiie MIUPOKAM CHEKTPOM (hapMaKoJIOTH-
YEeCKOM aKTHMBHOCTH, Ha OCHOBE KOTOPBIX CO3/a-
HBI JIEKAPCTBEHHBIE TIpenaparbl — NeHTOKCUPUII-
JUH, aMUHOQWUIMH, JHHATJWITAH ¥ HCTpaje-
¢unmmH (Hypuann) [ 1,2].

Cpeny npou3BOAHBIX KCAaHTUHA, MOJTY4EH-
HBIX IyTEM XWMHYECKOTO CHHTE32, BBISBICHBI
COCAMHEHHS, TNPOSABIIOIINE MPOTHBOBOCHIATH-
TENbHYI0, aHaJbreThuueckyto [3,4], antunpenpec-
cuBHYM [5,6], anTuauabetuueckyto [7,8] u aH-
THOKCHJIAHTHYIO aKTUBHOCTS [9,10,11].

W3BecTHBI THETaHCOAEp)KAIME MPOU3BOJ-
Hble 2-(3-MeTHUIKCAaHTHHIII-8-THO ) YKCYCHOM KHC-
JIOTHI, 00JIa/Ial0Ie aHTHATPeralnonHoi [12,13],
npoarperantHoil [14] u antugenpeccuBHou [15]
AKTHBHOCTBHIO.

Cpeny CHHTE3MPOBAHHBIX HAMH TPOU3-
BOMHBIX  2-[1-n300yTHI-3-METHIKCAHTHHMUII-8-
THO|YKCYCHBIX KHCJIOT, COAEP)KAIIMX TUETAaHO-
BBIW IIMKJI, BbIsiBICHA 2-[1-u300yTHi-3-MeThi-7-
(1,1-nuokcoTueTaHmiI-3 )KCAHTHHIII-8-THO | yK-
cycuas kuciora (1) (puc. 1), nposiBisitoras Bbi-
COKYI0 AHTHOKCHIAHTHYIO aKTUBHOCTb B MO-
JIEIbHOW CHUCTeME T'eHepalul aKTHBHBIX (popm
kucnopona (aronuramu KpoBu. s manbpHei-
X (hapMaKoJIIOTHUYECKUX HCCIEIOBAaHUM COean-
HeHus | TpeOyloTcs ero cTaHgapTH3anus U KOH-
TPONb KauecTBa CHHTE3UPOBAHHBIX MapTHH.
Omnpenenenue NONIMHHOCTH ABJSIETCS. COCTABHOM
YacThl0 CTaHAAPTH3aLUHM  (papMaleBTHYECKUX
cyOCTaHIMA.
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Puc. 1. CtpykrypHas ¢popmyna 2-[1-u306yrun-3-mernn-7-(1,1-
JTMOKCOTHETAHUII-3 )KCAHTHHUII-8-THO | yKCYCHO KUCIIOTHI

OCHOBHBIMH METOZaMU IJIsl ONpeNeICHUs
HNOAJIMHHOCTU CyOCTaHIMK OOJBLIMHCTBO (apma-
Koreil pexkoMeHayI0T: nHppakpacHyro (UK) crek-
TPOMETPHIO, CIIEKTPOGOTOMETPUIO B YIbTpaduo-
neroBol (YD) o61acT, CIIEKTPOCKOIHUIO SISPHO-
ro marHutHoro pesoHanca (JIMP), mpoBenenue
00IUX ¥ criel(UUECKUX PEaKIUH, sl TBEPIIBIX
BEIIECTB OINpe/eleHNe TeMITePaTyphl IIaBJICHHUS.
Meton UK-criekTpoCKOIuM SIBISIETCS PUOPUTET-
HBIM MPH WACHTUPHKAKU cyOcTaHIuii [16].

B dapmakoneitnpix crathsax (OC) mis xo-
¢enna  DC.2.1.0116.18, mneHTOKCHUPHIUIHHA
@®C.2.1.0155.18 u Teopmmmua ©C.2.1.0183.18,
npuBeICHHBIX B ['ocyaapcTBeHHOH (apmakoriee
XIV (I'd XIV) uzganus it OnpeneneHus moji-
JUHHOCTH  mpuMmenstorcs  merogsl  UK-
crekTpockonuy, Y ®-CIEeKTpOCKONMM,  Kaye-
CTBEHHBIC PEAKIIMU U METOJBI ONPE/CIICHHS TeM-
nepaTypsl miasiaeHus [16].

Lenbto maHHON pabOTHI SIBISETCS H3Yyde-
HUE XUMHUYECKMX U  (DU3HKO-XMMHUYECKUX
cBoicTB 2-[1-u300yTHin-3-metii-7-(1,1-auokco-
THUETaHWII-3 ) KCAHTHHUII-8-THO[yKCYCHOM  KHCIIO-
TBI JUIS pa3pabOTKH METONOB OMpEICICHHS e
MOJTHHHOCTH.

MarepuaJ 1 MeTOAbI

OOBEeKTaMH ~ WCCIICIOBaHUS  SIBUIMCH 5
OMBITHBIX MapTuii 2-[1-n300yrun-3-mermn-7-(1,1-
JTMOKCOTHETAHMUII-3 ) KCAHTHHHIII-8-THO |YKCYCHOU
kuciotsl (1).

CrpykTypy KuciaoTel | ycraHaBmuBamu
NaHHBIMH 'H u BcC SIMP-cnekTpockonuu Ha
npubope «Bruker AV-500» ¢ paboueii yactoToit
500 u 125 Mr1i cOOTBETCTBEHHO.

Omnucanue, pacTBOPUMOCTb, OIpEIEICHHE
MOJUIMHHOCTH yCTaHaBJIMBAIN METOAAMHU:
«CnektpoMeTpusi B HH(GPaAKpPacHOH 00JacTh»,
«CnextpodoromeTpusi B ynbTpaduoneToBod u
BUAMMOM o0sactu», «TemmnepaTypa miaBiecHUs»;
«JloTeps B Macce NMpH BBICYIIMBAHUU» COTJIACHO
obmmM dapmakoneiHbiM craThsiMm (ODC), npu-
BeneHHbIM B ['D XIV usganusa. PeaktuBnl mis
NPOBENEHUS KAauYeCTBEHHBIX PEaKUid TOTOBHIIH
o OPC «Peaktupbi» ['® XIV nznanus [16].

PactBopumocts kuciotsl | ompenensiin B
BOJIE, 3TaHOJIe, XJIopodopMme, alleToHe, alleTOHHU-
Tpuie U TuMeTuIhopMamMue.

HK-cniextpsl kuciotel B obmacta ot 4000
no 400 et YCTaHOBJICHBI B JUCKax C KaJlus
Oopomuzom Ha mpubope «Uudppamom DT-02».
Y®-cnexktpel KHCIOTHI | ¢ KOHIIEHTparuei
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0,002% B 95% ortanone u 0,1 M B pacTtBOpe
HaTpus TUAPOKCHIA 3aUKCHPOBAHBI Ha Ipudope
«Shimadzu UV-1800» B oGnactu IIMH BOJH OT
210 o 350 aMm.

Peakumu ompeneneHusi MOJUIMHHOCTH KHC-
notsl |, mpoBOmIITH IO IBYM MeTomuKkam: 1. Obrmast
peakiysi Ha MPOU3BOAHBIE KCAHTUHA — MYPEKCH[-
Has npoba. K 10 mr kuciorel |, momemieHHOH B
(hapdopoByro vaiky, npudasisitor 0,5 M1 BOIOpO-
Ja nepokcrga 1 0,5 M pa3BeCHHOM XJIOPUCTOBO-
JIOPOTHOM KHUCHOTHI 8,3%, 3aTeM CMECh yNapUBarOT
Ha BOJAsHOM OaHe mocyxa. Cyxoi OCTaTOK cMayu-
BaroT 0,1 M1 pacTBOpa aMmmuaxa, OSIBJISIETCS] Kpac-
HO-(puosieToBoe OKpammBanue. 2. Cnenuduyaeckas
peakius ¢ pactopoM sxenesa (1) xmopuma 3%. K
50 mr xuciote! | mobassror 1 mit 0,1 M pactBopa
THAPOKCH/A HATPHUS, MHTCHCUBHO IIEPEMEIIHBAIOT,
3aTeM CMech (QUWIBTPYIOT uepe3 OyMaKHBIH
dwisTp, K QunbTpary 100aBISIIOT 3-5 Karenb pac-
TBOpa >xene3a (I) xmopuna 3%. B pesynbrare BbI-
najaer CBETIO-KOpUYHEBBIH ocanok. [Ipu moGas-
JIeHHH XJIOpoopMa OCaJOK MEePEXOJUT B XIIOPO-
(hopMHBIH CIIOH.

TemmnepaTypy maBieHUs H3MEpPsIM Ka-
MWUISIPHBIM METOJI0OM Ha mpubope «Stuart SMP
30». IIpubop HarpeBaau CO CKOPOCTHIO HarpeBa-
Hus 2 °C B MuHyTy mocie goctikenus 225 °C
(mpumepno Ha 10 °C HmKe mpeanonaraeMoit
TeMIlepaTypsl IUIaBieHus). M3mepeHus nposo-
UK He MeHee 3 pa3 B KaXJI0W MapTuu ¢ Mocie-
IOYIOLUIMM BBIYHCIICHUEM €€ CPEIHErO 3HAUCHHUSI.

Ilorepto B Macce MpH BbICYIIMBaHUU
ompenesu 1Mo crmocody 1 C ToOUYHOM HaBeCKOU
~1,0 r kucaoTsI I.

Pe3yabTaThl M HX 00CYKIEHHE

Maptun  2-[1-u300yTmn-3-metmi-7-(1,1-
JIMOKCOTUETAHUII-3 ) KCAHTUHUIIT-8-THO |yKCYCHOM
kuciotel (l) CHHTE3MpOBaHBI B3aMMOJACHCTBHEM
8-6pom-1-m300yTria-3-metmi-7-(1,1-
JUOKCOTHETaHWI) KCAaHTHHA C THOTJIHKOJIEBOH
KHUCJIOTOH B cpezie Bozia — 3TaHoJ (00bEMHOE COOT-
HomreHne 1:1) B MPUCYTCTBUM THUAPOKCHIA KaJlUs
Npy KUISTYeHUH B Tedenue 1,5 waca. CTpykTypa
CHHTE3HPOBaHHOM KHUCIOTHI | monTBepkaeHa naH-
e H SIMP-criekTpa, Tlie PErucTpUpyrOTCS
CUT'HaJIbl IPOTOHOB M300yTHIIBHOIO 3aMECTHUTENIS B
Buge aymiera (CHs), rpynmer npu 0,85 m.a. ¢
KCCB 6,7 I'm u mynsrumiera CH rpynms!l npu
2,02-2,09 m.a. u aymnera 1-CH, rpymmst ipu 3,73 ¢
KCCB 7,4 T'u. CuHrner mpoTOHOB METWIBHOM
TpYINBl KCAHTUHA perucTpupyercs mpu 3,39 m.a.
XapakTepHble CHI'HAJIbl IIPOTOHOB THUETAHIHOK-
CHUJIHOTO IIMKJIa PETUCTPUPYIOTCS B BUZE MYJBTHU-
wietoB aByXx S(CH), rpymn npu 4,52-4,57 m.x.,
4,98-5,03 m.a. coorBercTBeHHO, u 7-CH rpymmbl
npu 5,43-5,51 m.a. Hanmmane ocraTka THOTIIMKOJIE-
BOM KHCJIOTBHI MOATBEPXKIAETCS CHHIJIETOM IPOTO-

HoB 8-SCH, rpynmer npu 4,09 m.a. Crpykrypa
kucnothl | Takke MOATBEpAICHA MaHHBIMH -C
SIMP-criexTpa, r1e KpoMe XapaKTepHBIX CHIHAJIOB
YIIIEPOAOB KCaHTHHA, aJKWIBHBIX 3aMECTHTENICH U
TUETAHIUOKCHUIHOTO LUKJIA, PETUCTPUPYIOTCS CHT-
HaJlbl YIJIEPOAOB OCTaTKa THOIIMKOJIEBOI KUCIOThI
8-SCH, rpynmet npu 36,32 m.a. u C=O rpynmsl
mipu 169,82 m.11.

Bce cuHTE3upoBaHHBIE — HAPTUU
m300yTII-3-MeThi-7-(1,1-mrokcoTne TaHmI-
3)KCaHTHHHUI-8-THO |yKCYCHOM KHCIOTBI MPEICTaB-
JAI0T coOOH Oernble KPHUCTAJUTMYECKUE IOPOIIKU
0e3 3amaxa.

PactBopuMocTs kucioTsl | ompenensiu B
PasHbIX PACTBOPHUTEISIX PA3IHMYHON TOJSIPHOCTH
C NENBI0 0XBaTa IUPOKOTO WHTEpBalia PacTBO-
puUMocCTH. Pe3ynbraTsl 3KCTIeprUMEHTa IPUBEACHBI
B Tabm. 1.

2-[1-

Tabmuua 1
Pacteopumocts 2-[1-u306yTii-3-meruin-7-(1,1- muokcorneranu-
3)KCaHTHHMII-8-THO]YKCYCHOM KHMCIIOTHI B Pa3HBIX PACTBOPHTENSAX

PacTBOpurens PacTBOpHMOCTH
Jumernnpopmamun Jlerko (pacTBopuma)
Aneron Mao (pacTBOpuMa)
ALICTOHUTPUIT Mauio (pacTBOpUMA)
Oranon Ouenp Mazo (pacTBOpUMA) (MEIIEHHO)
Xropohopm Ouenp Mazo (pacTBOpHUMA)

WJTH IPAaKTUYECKU HEPAaCcTBOPUMA

Bona IIpakTHuecKu HepacTBOpUMA

[lo pesympraTtam ompenescHUs] pacTBOPH-
MOCTH PEKOMEH/IyeM HCTIOIh30BATh BOAY, 3TAHOI
U aIleToH.

B UK-criektpax kucnotsl |, CHITBIX B JTuc-
Kax ¢ Kajaus OpOMHJIOM, PETUCTPUPYIOTCS WHTCH-
CUBHBIE TOJIOCHI TIOTJIOUICHHUS BaJICHTHBIX KOJIe-
Gannit ceaseii SO, rpymmn B o6mactu 1127 em™ u
1312 CM'l, HUHTCHCHUBHBIC IIOJOCHI IMOIJIOIICHUS
BanieHTHbIX Konebanmii C=0- u C=N-cBsizeii B
obnactu 1642, 1701 u 1744 cm™ u mmpoxas mo-
JI0Cca TOTJIONICHUS BaJCHTHBIX KosieOanmii O-H-
csi3u B uHTepBae 3100-3400 cm™ (puc. 2, map-
s 1).

B HK-criektpax Bcex 00pa3ioB MOJIOKESHHS
Y MHTEHCUBHOCTHU TIOJIOC TIOTJIONICHUS BaJICHTHBIX
KoJieOaHMH XapaKTePHbIX (YHKIIMOHAIBHBIX TPYIII
kucinothl (1) ObUIM MPAaKTUYECKU MICHTUYHBI, YTO
JlaeT BO3MOXKHOCTh Hcronb3oBanus MK-crmexrpo-
CKOITUHM JIJISI OTIPEAEIICHHS IO TMHHOCTH.

B kadecTBe pacTBOpUTENS VIS H3YyUCHHS
CHEKTPOB moromeHus B Y ®- obmactu Kucinotsr |
ucrionbp3oBa 95% ostanon u 0,1 M pacTtBOp
HATpUs TUAPOKCHIA. MaKCUMyMbI TOIJIOIICHHUS
WCIIBITYEMBIX PacTBOPOB PETUCTPUPOBAIH B 00-
nactu g BoaH oT 210 go 350 M.

Y CTaHOBJICHO, YTO CIIEKTPHI MOTJIOMICHHS B
Y®-o6nmactu 0,002% pactBOopoB Kuciotel | B
95% stanone u 0,1 M pacTBOpe HaTpus T'MAPOK-
cuga B uHTEpBase JH BoiH oT 210 mo 350 HM
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XapaKTepU3ylOTCAd HAIWYHEM IBYX MaKCHMYMOB
MOTJIOMICHUS W OJTHOTO MUHUMYMa TOTJIOIIECHHSI.

EEEil
:\Mﬂ\m M/H }U AM } hl\

| 4 3 i ' i
000 000

Crektpsl nornomenust B 95% sranone 6pu1a 60-
Jiee CTaOWIBHBIME (puc. 3, maptus 3).
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Puc. 2. UK-criextp 2-[1-m306yTri-3-metri-7-(1,1-amoKcoTneTatit-3 JKCaH THHII-8-THO | yKCYCHOM KHCIIOTBI, CHSTBIN B IUCKE C KATHS OPOMHIIOM

1121 T

~

1.000

0,000

-0.108
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1
210,00 250,00

300,00 350,00
nm.
No. PV Wavelength Abs. | Description]
1 @ 204,70 0.837
7 @ 210,80 1,018
3 B 259,40 0.137

Puc. 3. YO-crextp 0,002 % pactsopa 2-[1-u300yTrn-3-meTiut-7-(1, 1-mokcoTreranu-3 )KCaH THHIIT-8-THO | yKCYCHO# KUCIOTHI B 95 % 3TaHone

Pesynpratel uccnemoBanust Y O-cekTpoB
BCeX MapTuil KUCIOTHI |, cHATHIX B 95% 3TaHoIE,
MIPEACTABIICHBI B TA0I. 2.

Jis ompenencHUs MOUIMHHOCTU JIeKap-
CTBEHHBIX CPEJICTB METOJIOM a0COpPOIMOHHOMN
cnektpodoromerpun B Y ®D-00iactu corjacHo
O®dC.1.2.1.1.0003.15 «CnektpodoTomerpusi B
yIbTPaQHONETOBOW U BUIAMMON OONACTAX» pac-
XOXKICHUE MEXIy HAOJI0JaeMbIMU U yYKa3aHHBI-
MU JJIMHAMH BOJIH B MAKCHUMyMax W MHUHHMYyMax
MOTJIONICHHS HE JOKHO OOBIYHO TPEBHIMAThH +2

HM. [lonydyennsie HaMu gaHHble Y D-CIIEKTPOB HA
5 ONBITHBIX MAPTHUSAX KHUCIOTHI |, yka3aHHBIE B
Ta0JI. 2, TOKa3bIBAIOT, YTO PACXOXKICHHS B MaK-
CMMyMax ¥ MUHHMyMaX TIIOTJIOIIEHUS HE Tpe-
BbImatT 0,6 HM, 9TO TOXE IO3BOJISIET PEKO-
MeH10BaTh MeTon Y D-criekrpodoroMeTpun s
ompeieNICHUS TIOITMHHOCTH BEIIECTRA.

B pesynbrate mpoBeneHUS MYpPEKCHIHOM
npoObl (0Omiel peaknuy MOUIMHHOCTH TPOU3-
BOIHBIX  KCaHTHHA)  HaOJomamu  KpacHoO-
(hroNeTOBOE OKpAaIlIMBaHHE.

Ta6uuua 2

Jannsie YO-ciekrpodoromerpun 2-[1-m300yTrin-3-mermi-7-(1,1-auokcotrneranui-3 )KCaH THHII-8-THO | yKCYCHOM KHCIIOTBI, CHSATBIX B 95 % 3TaHone

Maprus | Amaxl, uv | Amax2, v | A min, um HHT?;Z?(;’“‘:{:;““ HHT?;ZJ;SH‘:{:;H"’Z HHTeg’LB;?n?’T;eH"ﬁ
1 2202 2953 2601
2 2193 295,9 260,7
3 2198 294,7 2594 219,640, 295,206 260,0£0,5
z 2195 294,9 259,7
5 219.1 295,1 259.9

Hnst oOHapy)KeHUsI XapaKTepHOH peakiuu
OIIpeeNICHUs [IOUIMHHOCTH KUCIIOTHI |, peakiuto
MPOBOJWIN PA3IUYHBIMU COJNSMHU TSDKENIBIX Me-
TajVIOB C IIpPEeIBapUTEIbHON HEHTpaau3anuei

kucaotsl | 0,1 M pacTBopoM HaTpusi THOPOKCH-
na. IIpu mpoBeneHuMu peakuuM C pacTBOPaMU:
Oapus xmopuaa 5%, kanblus xyopuma 7,35%,
kobanbTta xmopuna 5%, maraus cynsgata 10% u
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nuHKa cyibpara 1% — aHamutmuecknx 3¢dexToB
He HaOmoamu. B peakimu kuciots! | ¢ pactBopom
cepeOpa HuTpara 2% o0Opa3oBasics OCCIBETHBIN
CTYICHHUCTBIH OCaJoK. AHAIUTHYECKU SPQeKT B
BUJIE OENBbIX KPUCTAUIMYECKUX OCAIKOB TaKKe
HaOMrOMaM TP B3aUMOJICHCTBUM KHCIOTHI | ¢
pactBopom Menu (Il) cynedara 5%, HO ocagok BbI-
mafial TOJBKO MO HcTedeHun 25-30 MUHYT Tocie
npoBeieHus peaknun. HawOornee crienmduyeckoit
peakimei 11 onpeneieHus NOAIMHHOCTHA KUCIO-
ol | Ob1Ta peakms ¢ pactBopoM xenesza (111) xmo-
puna 3%. B pesynbprate 3TON peakuuy BbINAJACT
CBETJIO-KOPHYHEBBII OCaZOK, KOTOPBIH pPacTBOpS-
ercsi B XJIOpohOpMHOM cJI0€ P T0OABICHUH XJIO-
podopma. ITapasiebHO POBOIUIN KOHTPOIBHBIH

OITBIT, B KOTOpoM mipu noGasnenuu k 0,1 M pac-
TBOPY THApOKcUIa Hatpusi pactBopa sxenesa (I11)
xnopuna 3% BBINAAAET CBETIO-KOPUYHEBBIM Oca-
JIOK, HO TIPH 3TOM OH HE MEPEXOAUT B XJI0pOodopM-
HBI CJIOM Kak B HMCCIEAYEeMOM OmbITe. Peakiuio
kucioTel | ¢ pactBopom xenesa (1) xmopuna 3%
npeyiaraeM Kak XapakTepHYIO PEaKLHIO.

Omnpenenenne TeMmmeparypbl IUIABICHUS
MPOBOIMIIN KaMJUIAPHBIM METOJIOM TOCTIe Mpe/l-
BapUTEJILHOTO BBICYIIMBAHUS KUCIIOTHI | B Teue-
Hue 2-x 4yacoB npu temnepatype 105°C. Io pe-
3yJbTaTaM CpPeIHHUX 3HAYEHUH TeMIepaTypbl
riaBiaeHust KucaoTel |, (Tabn. 3), BEIYMCICHHBIX
U3 TpeX HM3MEPEHHMH KaKOOW MapTHH, UHTEPBAj
3HaueHn# cocrasisieT 234,6-235,5°C.

Tabmuua 3

Pe3ynbTaThl ONpeeneHUs TEMIIEPATyphl IUIABICHHUS U OTEPU B MECCE MPH BBICYIIHBAHUI
2-[1-u306yTrn-3-metnin-7-(1,1- mrokcoTreTanui-3 )KCAaHTHHIII-8-THO | YKCYCHOM KHCIIOTHI

Taprus Cpenuue 3Hagenns T.mn. mo pesynsrataM Tpex | VHTtepan 3Hauenuit T.mr. no pesynsratam | IloTeps B Macce mpu
n3MepeHui kaxaoii naptuu, °C u3MepeHui Beex naptui, °C BBICYLIMBaHUH, Y0
1-s1 234,7 0,12
2-5 235,3 0,13
3-s 2355 234,6-235,5 0,11
4-5 2349 0,10
5-1 234,6 0,13

OnpeneneHne MOTEpU B Macce NMPH BHICY-
MMBaHUKA KUCIOTHI | mpoBommimm mo crmocoly 1
O®C.1.2.1.0010.15 «IloTepst B Macce IpH BBICY-
muBaHuu». 1o pe3ynbraTaM HCOBITAHUN KaKIOH
HapTUU KUCIIOTHL | moTepst B Macce MpH BBICYIIU-
BaHUU cocTaBmia He 6oiee 0,2% (tabdmn. 3).

Takum oOpa3zoM, Mo pe3ynbTaTaM HccCie-
JOBaHUSl XHMHYECKUX M (PHUIUKO-XUMHUYECKHX
CBOWCTB IS ONpeAeTIeHns TOMIHHHOCTH 2-[1-
1300y THI-3-MeTHI-7-(1,1- THOKCOTHE TAH I
3)KcaHTUHUI-8-THO|yKCYCHOM KHCIOTHI Mperia-
raeM cieayromue Mmetoasl: UK-cnekrpockonus B
JIUcKax Kanmus Opomuzaa, YD-CHEKTPOCKONHMHA B
Buae 0,002% pactBopa B 95% sTaHone, Mypek-
cunHas npoba, XapakTepHasi KauecTBEHHAasl peak-

uust ¢ pactBopoM xenesa (1) xnopuna 3% u us-
MEpEHHUE TEMIIEPATYPhI ILIABICHHS.

BriBoabI

1. OnpenerneHsl onMcaHue U PacTBOPUMOCTh
2-[1-u300yTHn-3-MeTrin-7-(1,1-nnokcoTHe TaH -
3)KCaHTHHUI-8-THO |yKCYCHOM KUCIOTHI .

2. HW3ydyeHsl xumudeckue © (HU3HUKO-
XMUMHYECKHE METOAbI ONpeleeHHs] NOMTMHHOCTU
KUCTIOTHI |, 110 pe3ynbTaTaM KOTOPBIX I Ompeze-
JIEHUS OOIMHHOCTHA MPEJIOKEHBI K-
criekTpockonusi, Y ®-creKTpocKonus, MypeKcu-
Has 1mpo0a, peakims ¢ pactBopoM xkenesa (I11) ximo-
puna 3% u u3MepeHue TeMIepaTypbl IUIaBISHHUS.

3. Onpenenena notepss B Macce IOPH BbI-
CYLIMBaHUH.
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A.P. AxmetpsiHOBa, P.P. Illakuposa, H.B. Kynamxkuna
BAJIMJAIUA METOAUKHU KOJIMYECTBEHHOI'O OIIPEJAEJIEHUSA
®JIABOHOUJIOB B CBOPE, OBJIAJIAIOIIEM I'MITIOT IMKEMWYECKOM
AKTUBHOCTBIO
@I'EOY BO «bawkupckuili 20cy0apcmeenHblil MeOUYUHCKULL YHUBEPCUMEN»
Munszopasa Poccuu, 2. Ya

Bamuparwst papMakoneiiHbIX METO0B aHAIN3a IPOBOJAUTCS Ha JTale pa3pabOTKH HOPMATHBHOMN JOKYMEHTAI[MH Ha HOBBIC JIe-
KapCTBEHHBIC CPE/CTBA C IIEJIbIO MOATBEPXKICHUS 0OOCHOBAaHHOCTH BHIOOpAa METOZA JUIs ONpEENCHUs MOKa3aTelel KauecTna Jie-
KapCTBEHHOTO CPE/ICTBA.

Llenbro MCCIe0BaHUN SBWIACH BAaIMAALMS pa3pabOTaHHON METOAMKN KOJIHYECTBEHHOTO OIpPEACICHHs (IaBOHOHMIOB B Iepe-
cueTe Ha JIFOTEONHH B cOope, 00JIaatoIeM THIIONIMKEMUYECKOi aKTHBHOCTBIO.

Mamepuan u memoovr: 0ObEKTOM HCCIIEOBAaHUs SBHIICS PACTUTENBHBINA cOOp, 00NaJAOMUN THIIONIMKEMUYECKOH aKTUBHO-
CThIO, pa3paboTaHHbIN Ha Kadeape GapMakorHO3MH ¢ KypcoM O0TaHUKH U OcHOB (utorepanuun ®I'6OY BO BI'MY M3 P®. Konu-
YECTBEHHOE ONPE/CICHNUE MPOBOAMIN CHEKTPOPOTOMETPHIESCKIM METOZOM C HCIIOJIb30BAaHUEM KOMILIEKCOOOPA3yIOIIEero KOMIIO-
HeHTa. Belm mojo0paHHbl ONTHMAIBHEIE YCIOBHS JUIS CIEKTPO(GOTOMETPHUYECKOTO ONPEEICHUs] CYMMBI (pJIaBOHOHIOB B Iiepecye-
Te Ha JIOTCOJINH U MPOBEACHA BaTUIALNS TIPEUIOKCHHOH METOIUKH.

Pesynvmamyl ucciedoganuii IOKa3alld MPaBHILHOCTD, JIHHEHHOCTh W NMPEIU3HOHHOCTD Pa3pabOTaHHONH METOIHKHU CIIEKTpodo-
TOMETPHYECKOTO ONPEACNICHHS CyMMBI (hJIaBOHOHIOB B ITepecyueTe Ha JIIOTCOIHH.

Bei600b1: pazpaboTaHHas METOJMKAa MOXKET OBITh MCIIOJNB30BaHA Ul CTAaHAAPTU3aLMK cOOpa, 00JaJaloIIero runoriIuKeMuye-
CKOI aKTUBHOCTBIO.

Knrouegvie cnosa: Bamupanysl, IeKapCTBEHHOE PACTUTEIIBLHOE CHIPbE, TIOTCONNH, (DIIaBOHONIBI, CaXapHbIH JualeT.
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