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AnHoTrauusi. Hudenunua — sxenThlii KpUCTATUYECKUN TTOPOIIOK ¢ TEMIEpaTypoll miiaBieHus 172-
174°C, ouenp xopomo pactBopumbiii B JIMCO, xmopodopme, IpakTUYECKH HEPACTBOPUMBIN B BOJE H
TPYAHO PACTBOPUMEII B 3TaHOJE. SIBIAETCS CENEKTHUBHBIM OJIOKaTOPOM «MEJICHHBIX)» KAJBIIUEBBIX KaHa-
JI0B, TIPOM3BOAHEIM |, 4-aurunponupuanta. Oxa3plBaeT Ba30AWIATHPYIONIEe, aHTHAHTHHAIBHOE M aHTHU-
TUIIEPTEH3UBHOE JICHCTBUE.

B xagecTBe H30IMPYIOIIETo areHTa Iyl H3BICUCHUS HU(QeTUMHHA N3 OHOJIOTHYECKOTO MaTepraia mpe-
JIOKEH alleTOH. YCTAHOBJIECHO, YTO ONTHMAJIBHBIC YCIOBHS M3BICUCHUS HU(PEIUTNHA U3 OHOIOTHIECKOTO
MaTepuaja JOCTHTAIOTCS yXKe MPH ABYKPATHOM HACTAUBAHUN OMOJOTHYECKOTO OOBEKTa C M3OIMPYIOLIIM
areHTOM, €CJI MacCOBOE COOTHOIICHHE M30JIMPYIOIIEH KUIKOCTH U OHoMaTepHraia Ha KakJOM JdTare Ha-
CTaWBaHUS COCTABISIET HE MeHee 2:1, a MPOJOHKUTETLHOCTh HACTanBaHUs - Kak MUHUMYM 30 MuHyT. Omn-
THMaJIbHBIE YCIOBHS OYUCTKU HU(ETUTHA JOCTUTAINCH B MAaKpOKoJIoHKe copoenTa «Cumacop6 C-18» 30
MKM BbIcOTOH 150 MM 1 quametrpom 10 MM IIpH 2FOMPOBAHUY BEIIECTBA TOJISIPHBIM 3TIOSHTOM alleTOHU-
Tpui-Bona (7:3).

Just uneHTuduKaum 1 KOJIMYECTBEHHOIO OINMPEACICHHs UCCISyeMOro COSIUHEHHS HCIIOIb30BaIN
METO/IbI TOHKOCJI0MHOM xpomarorpaduu (TCX), ra3oBoit xpoMartorpaduu B CO4ETAHUHN C MACC CIICKTPOME-
tpueit (I'’X-MC) u Y- ciekrpodoromMeTpun.

s onpenenenust Hupeaunuaa metonoM [ X-MC B NMpeIOKEHHBIX YCIOBUSAX 3HAYCHHE BPEMEHU
yaepkuBaHusi cranfapra HudenunuHa cocrasiser 9.18+0.08 muHyTH.. B Macc-crekTpe craHgapra HU-
(hemumnuHa OTMEYAETCs MPUCYTCTBHE CUTHATIOB XapaKTEPHBIX OCKOJIKOB (3apsKeHHBIX 4acTHIl), OCHOBHBIM
(macca xotoporo nprHIMaercs 3a 100 %) sBisieTcst 0CKOoK ¢ Maccoit 329.

KonmuecTBeHHOE conepxaHns HU(PETUNMHA TPOBOIMIA METOIOM DJICKTPOHHOW CHEKTPO(POTOMEPHH,
WCXOAS U3 MHTEHCUBHOCTH MOIVIOIMICHHUS STAHOJIBHOTO 3mfoata B oonactu 240 HM, HCIIONB3YS YpaBHEHHE
rpajlyupoBodHOro rpaduka. Kak CBHIETENBCTBYIOT JaHHbIE TAONHUIbI, POCT COAEPIKAHUS HUEIUITHHA B
MOJETBHBIX cMecsx oT 2.50 1o 50.00 mr B 25 r Gmomarepuaia COMpoOBOXKIAECTCS U3MEHEHUEM CTETICHU 13-

BJIEYCHUS, HE TpeBbIaomum 2.1 %.

KiroueBble cjioBa: HU(EIUITHH, H30JMPOBAHNE, OUOIOTHUECKHI MaTeprall, O4UCTKA, HACHTU(UKALIUS

1 KOJIMYCCTBEHHOC OIIPEACIICHUE.

Hudpemunun  (2,6-numernn-4-(2-aurpodeHnn)-
1,4-muruaponupuani-3,5-1uKapOOKCUIIAT) SBIISICTCS
CEJICKTHBHBIM OJIOKATOPOM «MEUICHHBIX» KaJbIlHe-
BBIX KaHAJIOB, POU3BOJHBIM 1,4-TUTHAPOTUPHINHA.
OxasplBaeT Ba30OMUIATHPYIOIIEE, AHTHAHTHHAIBHOE
U aHTHTUIICPTCH3UBHOE neiicTBue [1-4]. YMenbmaer
TOK HOHOB KaJbIIMsl B KAPJTUOMHOIUTHI M TIaIKOMbI-
IIEYHBIE KJIETKH KOPOHAPHBIX U MeprupepruIecKux ap-
Tepuii; B BBICOKHX JI03aX TO/IaBIISIET BEICBOOOKICHUE
HMOHOB KaJbIMs U3 BHYTPUKIETOUHBIX jerio [1, 5, 6].

[Mo ¢usnveckum cBOMCTBAM HUDEAUITHH — MKE-
ThI KPUCTAJUIMYECKUI TOPOIIOK C TeMIEpaTrypoit

© Kpauaxwus JI. JI., llopmanos B. K., [lopoxxkuna H. E.,
AmnanpeBa E. A., 2019
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rutaBienus 172-174°C, oueHb XOpOIIo pacTBOPUMBIIA B
JAMCO, xiopodopme, IPaKTUIECKH HEPACTBOPUMBII
B BOJIE ¥l TPYAHO PacTBOPUMEIi B 3TaHodie [5, 7-10].

JlaHHO€ BeIecTBO TOKCUYHO JIJISl TEIIOKPOBHBIX
KUBOTHBIX 1 YenoBeka. Ero LD,  npu BHyTprKey-
JIOYHOM BBEJICHHH JIa0OPaTOPHBIM KUBOTHBIM CO-
crapisieT 1022 mr/kr. U3BeCTHBI Cily4au JeTaibHOIO
OTpaBJICHUS JItojiel HUQETUITMHOM MIPH OIHO0YHOM
npuéme, 3aBbIIIEHNN 703 B MPOIECCe JISUSHUS HIIN
¢ menpio camoyOwmiicTBa. OTMEUEHBI MHOTOYHUCIICH-
HBIC JIeTaJbHbIE OTPaBICHUsI HU()EAUITUHOM JFOEH
Ha Tepputopun Poccuiickoit denepannu u 3a pyode-
koM [7, 12-16].

Tokcuueckne CBOMCTBA, IIMPOKOE IPUMEHEHHE
HU(EIUNIHA, HaJUYhe CIy4aeB JIeTaJbHOTO OTpaB-
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JICHHUS IeNIAl0T €T MOTEHIHAIbHBIM 00BbEKTOM Cye0-
HO - XUMHYECKOTO UCCIICI0BAHMS.
Bormpocsr onpenenenust HehuIunuaa B OMoIoruye-
CKHX MaTpuIiax pa3paboTaHsl HefocTarouHo [6, 16-20].
Llenbpto paboOThI SIBUJIOCH W3y4YEHHE OCOOEHHO-
cTell n3onupoBaHus HUupeaUITMHA 13 ONOIOTHYECKO-
ro Marepuaia.

METOJAUKA DKCIIEPUMEHTA

OObeKT uccnenoBaHus - CyocTaHIMsT HU(ETUITH-
Ha ¢ cofep)KaHHeM OCHOBHOTO BEIlleCTBa HE MEHee
99.9%, cootBetcTBytomas H/I [5].

Wzyyanu o0coOeHHOCTH H30IMpOBaHMs Hupeau-
MMHA 13 OMOJIOTHYECKOTO MaTepHrala pacTBOPUTEIs-
MU Pa3IMYHOM XMMHUYECKON IMPUPOIBL: BOJOU U BO-
JHBIMHM PACTBOpaMHU KHUCIIOM M ILEJIOYHOM peakLuu,
a Takke TUAPOPUIBHBIMUA M THAPOPOOHBIMU Opra-
HUYECKUMH KHUJIKOCTSIMH, MPUMEHSBIINMUCS paHee
IpU  XUMHUKO-TOKHKOJOTMYECKHX  HCCIIEIOBAHUIX
JIPyTUX OpraHUYecKHux coeanHenuit [16, 21].

J17151 5TOTO TOTOBHIIM MOJIEITbHBIE CMECH HU(EUITNHA
(pazmep vactuil 5-50 MKM) U MEITKOM3MEITBICHHOH (pas-
mep yactur] 0.2-0.4 MM) TKaHHM TIEUEHH C CONepXKaHuEeM
25 Mr BerecTsa B 25 T OHOIOrHUECKOr0 Marepuaa U Bbl-
nepxuBamu 1.5 vaca mpu 18-22°C. Kaxxmayro u3 Monens-
HBIX CMECEH 3aIMBAIU JABOMHBIM I10 MACCE KOJIMYECTBOM
TOTO WJIM MHOTO M30JTUPYIOIIETO areHTa 1 BhIICP/KUBAA B
TedeHne 45 MUHYT B YCIIOBHSIX MIEPUOIUUECKOTO MIepeMe-
mmBaHus. [1o ncTeuennn yka3aHHOTO BpEMEHH JKHIKYIO
YacTh CMeCH (M3BJIEUEHHE) OTIEISUIN OT TBEPIOTO OCTar-
Ka, a MpOoIecC HACTauBaHWs IOBTOPSUI B OINMCAHHOM
BhIIIE pexknme. [lepBoe 1 BTopoe M3BJIeUeHHs CITUBAIIA B
O/IHY BBITIAPUTENIBHYIO YallIKy, PACTBOPUTENb U OCTATKU
BOJIbI MCTIAPSUTH B TOKE BO3MMyXa (TEMIIEpaTypHbIA UHTEP-
Bai 18-22°C) o momyueHus cyxoro ocrarka [6, 16].

Cyxoit octatok pactBopsiid B 10-15 M amero-
Ha, MEPEHOCs TOIyYSHHBIH PacTBOP B MEPHYIO KOJI-
Oy BMecTUMOCTBIO 20 MJI, M JIOBOJIUJIM COACPKHMOE
KOJIOBI 10 MeTKH arieToHoM. 0,2-0,6 MJI aleToHOBO-
r0 pacTBOpa HAHOCHIIM Ha JIMHUIO CTapTa IUIACTHHBI
«Copodpunm» ITCX-AD-A-YO. Pagom Ha ITUHHIO
crapra HaHocwin 5-10 mxi 0.08% pactBopa (B 3Ta-
HOJIE) BellecTBa-CBUAETEINS. XpoMarorpaduposaiy,
HCIIONB3Ysl MHOEHT XJopodopm-auokcan (2:8). Ilo-
JTy4aeMble TOHKOCJIOMHbBIE XpOMAaTOTPaMMBI ITPOSIBIILS-
M, o0nydast ux Y®-CBETOM C JUIMHOM BOJTHBI 254 HM.
Hudenunun mposBisiics Ha XpoMarorpaMmmax B BHJE
nsatHa ¢ Rf, coorBercTByromum Rf BemecrBa-cBue-
Tens. HacTh XpoMaTorpaMMbl ¢ HAXOASIIMMCS Ha HER
MSITHOM HCCIIElyeMOro BEUIeCTBA BbIPE3alii, BHOCHU-
JIU B TPayUPOBAHHYIO MPOOUPKY BMECTUMOCTHIO 10
MJI U DITIOUPOBAIIM BELIECTBO M3 COPOCHTA B TEUCHUE
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15 munyt 5 (10) M1 aTaHONa B pexXUMe Tepuoye-
CKOro rnepememuBaHus. [[oay4eHHBIM 3TaHOJBHBIN
ITI0AT OTAEISUIN B KBApLEBYIO KIOBETY C JJIMHOM OII-
TU4ecKoro myTu 10 MM U IPOBOJWIN HCCIIeIOBaHNE
€ro CBETONOIVIONICHHs B JIMara3oHe JJIMH BOJH OT
200 mo 500 uM Ha cnekrpodoTomerpe moxaenn CD-
2000. Ecnu ontudeckasi INIOTHOCTH 3JI0aTa MPEBBI-
miana 1.2, ero pa30oaBiisiiv STaHOIOM.

Hudenunun wnentudunmposamn mo Qopme
CIEKTPAJIbHOW KPHUBOW U IIOJOXKEHUI0 MAaKCHUMyMOB
noJoc mnornomenus B oonactu 240 M u 325 HM.

KonmnuectBenHHoe omnpexneieHne HUQeIUNUHA
MIPOBOJIMIIN 10 MHTEHCUBHOCTH TOIVIOIIEHHUS €ro 3Ta-
HOJIBHOTO pacTBopa B oOnactu 240 HM, MCHONB3YS
ypaBHEHHE TPalyHpOBOYHOrO rpaduka W Mepecdu-
THIBAJIM HA HABECKY, BHECEHHYIO B MOJIEIIbHYIO CMEChH.

OnTUManbHBIA U30JMPYIOMUN areHT OIpeaess-
JIM TI0 HAaUOOJTbIIEMY 3HAYCHUIO CTCTICHH U3BJICUCHHS
BEIIECTBA U3 MOJIEJIbHBIX CMECeH.

Hcnons3ys npuBENEHHYHO BBILIE CXEMY H30-
JMPOBaHMsSI, OYUCTKU W ONpEACICHUs] HU(PEIUTIHHA,
WCCIIEZIOBAJIM 3aBUCUMOCTh CTENEHHM W3BJICUEHUS
JAHHOTO BelIecTBa M3 OHMOIOTMYECKOTO MaTepHhaia
ONTUMAJILHBIM H30JMPYIOLIMM areHTOM OT IMPOMOJI-
JKUTENIBHOCTH KOHTAKTa M30JUPYIOIIEH KHUIKOCTH C
OromaTepHraaoM, KpaTHOCTH HACTAUBAaHUS M KOJIHYe-
CTBEHHOTO COOTHOIIEHHUS H30JIMPYIOLIEro areHra u
OHMONIOrMUecKOro 00beKTa.

Wzyuensl 0COOCHHOCTH OYHMCTKM HH(EAHUITUHA,
BBIJICJICHHOTO M3 OMoMarepuaia, METOJI0M O0paniéH-
HO(A30BON KOJIOHOYHOUM Xpomartorpaduu (KOJOH-
ka copbenta «Cumacopo C-18» 30 mMkM pasmepa-
Mu 12011 MM). AHaJIUT DIIOUPOBAIM U3 KOJIOHKU
JBYXKOMIIOHEHTHBIM TIOJISIPHBIM DJIFOCHTOM alleTo-
HUTpui-soza (7:3). dpaxkuuu moara, UCTEKaroIle-
r0 M3 MaKpOKOJOHKH (10 2 MJI Kaxjaas), cooupaiu
B TpaxyupoBaHHble npoOupku. Hudeaunun obOHa-
pyxuBanu Bo dpakuusix merogoM TCX (IiacTHHBI
«Copodum» [ITCX-AD-A-YD; snroeHT Xs10pohopM-
JIMOKCaH (2:8); HAHOCUMBIN Ha IIACTHHY 00BEM Kax-
JOW (ppakiuu - 5 MKII).

B naHHBIX YCIOBUSX MPOBOAWIN KOHTPOJIHHOE
XpomarorpaupoBaHue Ha KOJIOHKE W3BJICUCHUS W3
25 r TKaHM TICUCHH, 3aBEJIOMO HE cojieprkaliei Hude-
qunyH. Opakiun 71r0aTa, B KOTOPBIX TEOPETHYECKH
BO3MOXHO IIPUCYTCTBHE aHAJIM3UPYEMOTO BEIIECTBA,
00BEeTMHSIIN, UCTIAPSIN U PACTBOPSUIN OCTATOK B 5-7
MJI 3TaHOJIA, KOJIMYECTBEHHO MEPEHOCUIN B MEPHYIO
KOJI0y BMECTHUMOCTBIO 10 ML, IOBOIMIIU STAHOJIOM JI0
METKU U U3MEPSAIN ONTHYECKYIO MJIOTHOCTh PacTBO-
pa mpu 240 HM (yCIOBHSI KOJMUECTBEHHOTO OIpee-
nenus HueaunuHa).
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N3ydeHbl OCOOCHHOCTH WJICHTH(UKAIIMKA pPac-
CMaTpHBAEMOTO BEIIECTBA COYETAHUEM METOJNIOB ra-
30BOi xpomarorpduu u macc-crnekrpomerpun (I'X-
MC). B pabore ucnons3oBanu xpomarorpad Gupmsr
Agilent Technologies (CILIA) mogenu 6890N ¢ macc-
CEJIEKTHBHBIM KBaJPYIOJIbHBIM AETEKTOPOM MOJACIH
5973N (Agilent Technologies). [Ipouecc xpomaro-
rpadupoBaHusl OCYHIECTBISUIM B KosnoHke DB-1MS
(J&WScientific, CHIA) ¢ HENOABMKHOM KUIKON
(hazoll ITUMETHITIONNUCUIIOKCAaH (JUTMHA KOJIOHKH 30
M, BHyTpeHHUH nuametp 0.25 MM, TOJIIIMHA TIJIEH-
ku ¢azer 0.25 MxMm). B kauecTBe raza-HOCUTENS HC-
nosib3oBaiica requid. Ilogaya rasa-HocuTens Mpous-
BozMiIach co ckopocthio 39 cm/c. Ilpoda BBOmMIIaCh
B pexuMme 0e3 JeneHusl MOTOKa, 3aJepiKKa 3 MUH.
@parmeHTanusl MOJIEKYJ aHAJIUTA B HOHU3ALIUOHHOU
KaMepe OCYIIECTBIISUIACh C HCIOIBb30BAaHHUEM OJIIeK-
tponHoro yaapa (70 3B). OOHapyxeHue BeliecTBa
MIPOBOAMIIOCH B PEKHME PETHUCTPALUU IO TIOJHOMY
HOHHOMY TOKY (Iriana3oH ckanuposanus 40-550 m/z).

OBCYXJIEHUE PE3VJIbBTATOB
NCCIEJOBAHUSA
Pesynbrarel  m3onupoBaHus HUDeAMITUHA U3
TPYNHOM TIEYCHU pa3NUYHBIMUA PACTBOPUTEISIMH
MIpeICTaBJIEHbl Ha puc. 1.
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Puc. 1. 3aBucumocTh crerieHu uspnedeHus (R,
%) HudeaunruHa u3 TKaHU MedeHH (n=>5) OT NPUPOIBI
H30JIMPYIOLIETO areHTta (JBYKpaTHOE M30JIMPOBAHUE,
COOTHOLICHUE «U30JUPYIOLUIMN areHT — OHMoMaTepu-
an» 2:1 (mo macce))

CpaBHeHHE pe3ylbTaTOB M30JUPOBAaHUS TOKa3a-
JI0, YTO HAuOOJIbINAsl CTEIECHb U3BIcucHUs (85+4.65
%) mocTuraeTcs Ipu UCTIOIH30BAaHUH B KaUeCTBE U30-
JUPYIOLIETO areHTa aleToHa.

Pesynbrarel wccnenoBaHus 3aBUCHMOCTH BEJH-
YHHBI CTETICHW H3BJICUCHHS paccMarphBaeMoOro Co-
eIMHECHNUST U3 OMOJIOTHYECKOTO MaTepHualia aleTOHOM
OT TIPOAOJKUTEIILHOCTH KOHTAKTa H30JIUPYIOICH
KHUJIKOCTH ¢ OMOJIOTHYECKUM MaTEPUaIOM MPEACTaB-
JICHBI Ha pHC. 2.

Ocobennocmu u301UpoBanUs Hueoununa

R, % R, %

45 MuH 60 MuH 75 MuH

30 mun

Puc. 2. Pe3ynbrarhl U3y4eHus: 3aBUCIMOCTH CTe-
NeHW W3BICUCHHsT HU(pEIUNMHA M3 OuomMarepuana
areToHoM (n=5) OT MPOAOLKUTEILHOCTH KOHTAKTa
M30JIMPYIOIIETO areHTa ¢ OMOJIOrHYECKUM 00BEKTOM

Kak BugHO M3 puc. 2, OonTUMAaJIbHBIE YCIOBHUSA
M30IIMPOBAHUS TOCTUTAIOTCS MPH MPOIAOIDKUTEITHEHO-
CTU HacTauBaHMs He MeHee 30 MUHYT.

IIpoBenénHoe M3yHUeHNe 3aBUCHMOCTH CTETIEHH H3-
BIICUEHHS] aHATTM3UPYEMOTO BEIeCTBA N3 OMOIOTHIECKO-
TO Marepraia areToHOM OT KPaTHOCTW HAaCTaMBaHUS U
KOITTYECTBEHHOTO COOTHOIIIEHUSI M30JIMPYIOIIEro areHTa
1 OMONOTMYECKOW TKAaHW TIOKa3alio, 9TO ONTHMAITbHBIC
YCIIOBUSI MOTYT OBITH IOCTUTHYTHI YK€ TIPH IBYKPaTHOM
HACTaWBaHWH U MaCCOBOM COOTHOIIIEHHH N30JIUPYIOIIEH
KHUAKOCTH U OMOIOTHYIECKOTo 00hekTa 2:1.

IIpn unenTHdUKAIIE B TOHKOM CIIO€ COpOCHTA HHU-
(heTIITIH TIPOSIBIISIICS Ha XpoMaTorpammax B YD-cBeTe B
BHJIE TEMHBIX PO30BO-(PHOJICTOBBIX ITITEH Ha OOJICE CBET-
JioM o0r1eM (poHe MIacTUHBL. B BHIMMOM CBETE TISITHO
HU(eTUITIHHA TIMENO KENTYIO OKpacKy. AHAIM3UPYeMOoe
BEIIECTBO MACHTU(HUIMPOBAIN Ha OCHOBE COBIAIICHUS
3HAYCHUS €70 a0COFOTHON XPOMAaTOTPanIeCKO ITOf-
BkHOCTH (Rf) B TOHKOM CITO€ CHTMKATesIs CO 3HAUCHH-
em Rf BemectBa-cranmapra (0.85+0.03).

Ilo pesymeraram uaeHTHGUKAINA HUDETUITHHA
METO/IOM DIIEKTPOHHOW CIEKTPO(POTOMETPUN OTMeE-
YaeTcsl COBMajJieHne (OPMBI CIIEKTPATBHBIX KPHUBBIX
aHaJNTa, U3BJICYEHHOTO U3 OMOMATPHIIH, @ TAKXKE TT0-
JIOXKEHUST B HUX MakcuMyMoB (ripu 240 u 325 HM) ¢
STHMH K€ XapaKTEepPUCTUKaMH BEIeCTBa-CTaHAAPTA.

ITo BenmmuMHE ONTUYECKOM INIOTHOCTH 3TAHOIBHO-
TO 2IIr0aTa, u3MepeHHol B obmactu 240 HM, paccun-
THIBAJIM KOJIMYECTBEHHOE COfIepKaHWe HHU(ETUNrHa,
WCTIONB3ysl YpaBHEHHE TpPaIyHpOBOYHOTO Tpaduka,
KOTOpOE B HACTOAIIEM CIydae WMEJNO CIEAYIONIHi
Bum: A=0.062517-C+0.025457 (xod>pdumment xop-
pemsmuu 0.99955), B koTopoM A - onTHUecKast TUTOT-
HOCTBH (hOTOMETpHpyeMoTo pacTBopa, C — comepkanue
HudenunuHa B (OTOMETPUPYEMOM pacTBope (MKT/
Mi1). [lomydeHHbII pe3yapTaT mepecunThIBaIN Ha He-
00XOMMOE KOITMYECTBO TOH MITH MHON OMOMAaTPHIIEI.

MogenupoBaH#e OYUCTKH HA(DEAUTHHA METOIOM
obpaméanoda3zoBoil KOJIOHOYHOW XpoMaTorpaduu B
3a/IaHHBIX YCIOBUAX TTOKA3aJI0, YTO BEIIECTBO JITFOH-
pyercs ¢ 7 mo 12 M amroata (ppaxium 4-6).
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[penyiokeHs! ycnoBus onpeneieHus: HudeTuiHa
metonoM ['X-MC: HauanbpHas Temreparypa TepMOCTa-
Ta KoJIoHKH cocTapisiia 80°C (3aep)kka Ha 2 MUHYTY),
Temrieparypa nporpamMmuposaiack ot 80°C go 250°C
co ckopocThio 40°C B MUHYTY € BBIJIEP’KKOM ITPH KOHE-
HOHM Temreparype 6 MUHYT, TeMIeparypa WHKEKTopa
cocrapisiia 280°C, remmnieparypa untepdeiica — 300°C.

B mpemioskeHHBIX YCIOBUSX MPOBEICHHUS HICH-
tupukauun merogoM ['X-MC 3HaueHHE BpeMEHHU
yACP)KUBAHUSL CTaHIApTa HU(PETUNHHA COCTABISET
9.18+0.08 MUHYTBI.

B macc-cnektpe cranaapra HUpeIunuHa oTMeda-
eTcs IPUCYTCTBUE CUTHAIOB XapaKTEPHBIX OCKOJIKOB
(3apsyKEHHBIX YacTHll), HanOoJIee MHTEHCUBHBIMU U3
KOTOPBIX SIBIISIIOTCS YaCTHLBI ¢ Maccamu (m/Z): 224,
284 1 329. OcHOBHBIM (Macca KOTOPOTo MPUHUMAETCS 32
100 %) sBiIsIeTCS OCKOIIOK C Maccoit 329.

METOJAUKA OINPEJAEJEHUS HU-
OEJUITNHA B BUOJIOT''HYECKOM
MATEPHAJIE

W3onmuposanue. B kaxaom ciaydae 25.00 r Menko-
M3MEJIBUCHHON TKaHW TNEeYeHH, CoaeprKaliel orpene-
JeHHoe konmuuectBo Hudenunuua (ot 2.50 mo 50.00
Mmr), 3anuBaiu S0 T alleToHa U BBIACPKUBAIINA B TEUEC-
Hue 45 MUHYT TpU TIEPHONYECKOM TepeMeIINBaHHH.
W3Bneuenue cimBanm, a mporecc HacTauBaHHsI IOBTO-
psIn 110 OIMMCAHHOM BHIIIE CXEME. OTILCHBHLIC HU3BJIC-
YeHust 00beIUHSIH B GapopoBoii Hallke U yrnaprpa-
JIM B TOKe Bo31tyxa npu 18-22°C o cyxoro ocrarka.

Ouncrtka u3BnedeHHoro coenuHeHus. Cyxol ocra-
TOK TIoBEprajay oopaborke 2.1 MII alleTOHUTPIIIA, MPH-
Oapmsm 0.9 M1 BOIIBI, TIOTy9aeMBbIid pacTBOpP BHOCHIIH B
Makpokosoky (120x11 mm) copbenta «Crmacopd C-18»
30 MKM. AHAIUT BBIMBIBAT M3 KOJIOHKH JBYXKOMIIO-
HEHTHBIM TOJISIPHBIM JTFOSHTOM alleTOHUTPIII-Boma (7:3).
@Opakuyy AMroarTa, UCTEKAIOIIET0 W3 MaKPOKOJIOHKH (10
2 MJI KaxJasi), CoOMpasId B rpalyupOBAHHBIC TIPOOHPKHU.
Cepuro (pakimii ¢ 4 1Mo 6 cIMBaIM B BBIIAPHTENIBHYIO
YaIlKy, 8 paCTBOPUTENHN YIAISUTH U3 YaIlKH, TIOMeIas ¢
B IIOTOK BO3yXa KOMHAaTHOU Temrieparypsbl. [locie storo
OCTaTOK 00padarThIBa/IK 5-7 MJI ATAHOJNA, KOJIMYECTBEHHO
MIEPESHOCUIIA B MEPHYO KOJI0Y BMECTUMOCTBEO 10 MIT 1 J10-
BOJIMITH 3TAHOJIOM JI0 METKHU (MCXOIHBIN PACTBOP).

B nBe dapdoposbie BrimapuTenbHble yamky (No
1 u Ne 2) BrHocumu o 1.0-4.5 M1 UCXOTHOTO pacTBOpa
W yJalsuld M3 Hero pacTBOPUTENh B TIOTOKE BO3IyXa
KOMHATHOH TeMIIEpaTyphl.

WUnentudukanms B TOHKOM CJIO€ COpOCHTA.
Ocrarok, Haxojsiuiics B yaiike Ne 1, oOpabarbiBa-
¥ HeOONBIIUMH NOpUMsAMH dTanona 1mo 0.2-0.3 mi,
KOJJMYECTBEHHO TEPEHOCS] PacTBOP B BHJE IOJOCHI
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Ha JIMHUIO CTapTa XpOMaTorpaQuyecKoil IIaCcTHHBI
«Copodpum» [TCX-AD-A-YO. Psnom Ha IHUHHIO
crapra Hanocuiu 5-10 mxa 0.08% pactBopa (B 3Ta-
HOJIE) BellecTBa-CBUAETENs. XpoMarorpadupoBaiy,
UCHOJIB3Ys MOCHT XJopodopm-auokcan (2:8). Ilo-
Jy4aeMble TOHKOCJIOMHBIE XPOMAaTOTPaAMMBI TIPOSIBIISI-
11, 06mydas ux YO-CBETOM C JJIMHOMN BOITHBI 254 HM.
Hudenunun, naentuduuuposanu mno Bennunne Rf.

WnenTndukamust ¢ MCIONTb30BaHUEM BIIEKTPOH-
HOU crekrpodoTomMeTprn. YacTh XpoMaTorpaMMbl €
HaXO/SIIMMCSl Ha HEeW IMATHOM HCCIIeTyeMOro Bellle-
CTBa BBIPE3aJIi, BHOCWIIN B IPayHPOBAHHYIO TPOOHP-
Ky BMECTMUMOCTBIO 10 MJT M SITFOMPOBAJIHM BEIIECTBO U3
copbenTa B Tedenue 15 munyt 5 (10) mi stanona B
peXHIMe eprorYecKoro nepeMenianus. [lomyuen-
HBII 3TaHOJIBHBIN 3J110aT OTAENSIN B KBapLEBYIO KIO-
BETY € JUIMHOM onTuyeckoro myt 10 MM 1 mpoBoamIn
HCCIIeIOBaHHE €ro CBETOIOIVIOIIEHUsI B JIHara3oHe
quirH BosiH ot 200 1o 500 HM Ha criekTpodoTroMeTpe
mozenn CD-2000. Ecian ontudeckas IIOTHOCTh JITH0-
ara npesbiiaia 1.2, ero pa30aBIsiid STaHOIOM.

Hccnenyemoe BemecTBo UASHTH(OUIMPOBAIH 110
XapakTepy MONIOIEHHS STAaHOJIBFHOTO PACTBOPA B BbI-
OpaHHOM MHTEpBaJe JJIMH BOJIH (MAaKCUMYMBI TIOTJIO-
menns npu 240+3 uM, 32542 Hm).

Wnentuduxanus meronom ['X-MC. Cyxoii octa-
TOK, HAXOJSIIUICS B BBIMAPHUTENbHON uamike Ne 2,
o0OpabaThIiBaiK 2 MJT TPUXJIOPMETaHa. 4 MKII, B35ThIC
U3 MOTYYCHHOTO PAacTBOPA, BBOIWIN B XpoMaTorpad
¢dupmbr Agilent Technologies (CLLA) moxenn 6890N
C Macc-CeJeKTUBHBIM KBaJAPYMOIBHBIM JI€TEKTOPOM
monenn 5S973N  (Agilent Technologies). [Ipouecc
XpoMmarorpaupoBaHusl OCYIIECTBISUIA B KOJOHKE
DB-IMS (J&WScientific, CIIIA) ¢ HemomBmxHOU
KUIKOH (ha3ol JUMETHIIONUCUIIOKCAaH (IJIMHA KO-
nouku 30 M, BHyTpeHHu# auamerp 0.25 MM, TonIm-
Ha meHkd (asbl 0.25 MKM) B YCIOBHSIX, OMMCAHHBIX
BhIIIE. AHAIM3UPYyEeMOE COEIWHEHWE WACHTH(UIU-
pOBaIM Kak 1O 3HAYCHHIO BPEMEHHU YACP’KUBAHUS,
Tak ¥ IO COBHAJEHHUIO €ro Macc-CIeKTpa C Macc-
CIIEKTPOM cTaHAapTa Ha 86% u Ooree.

B mpemiokeHHBIX YCIOBUSIX TPOBEICHUS MIICHTH-
¢ukarmu metonom ['X-MC 3HaueHre BpeMeHH YIepKU-
BaHMsl HU(EIUIHMHA, W3BJICUEHHOTO M3 OMoMarepuaa,
COBIIAJAJIO0 C TAKOBBIM BEILIECTBA-CTAHIAPTA U COOTBET-
ctBOBasIO MHTEpBATyY 9.18+0.12 MunyTHI (pHC. 3).

[Ipu cpaBHEHMH XpPOMAaTOrpamMM HCCIEIyEeMOro
COCAMHEHHS C XpOMaTorpaMMOi BellleCTBa-CTaHaAap-
ta (I'’X-MC) He HabmonanoCh NPUCYTCTBUE OO
HUTEJIBHBIX MMKOB M 3aMETHOTO CMEIICHUs 0a30BOi
JIMHUY B 30HE, COOTBETCTBYIOIIEH POMEXKYTKY 3Ha-
4eHUH BpeMeHH ynepkuBaHus 8.50-9.50 mun.
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Macc-criekTpbl HUeAUTUHA U HUQETUNIHA, 13-
BICUEHHOTO U3 OMOJIOTMYECKOrO Marepuaia Tpej-
CTaBJICHBI HA puC. 4.

CpaBHEHHE MacC-CIIEKTPOB BEIIECTBA-CTaHIaApTa
Y HU(EIUIUHA, BBIICJICHHOTO U3 OMOMATpHIl, MOKa-
3BIBAIOT, YTO B MACC-CIIEKTPE CTaHIapTa HU(ETUIH-
Ha, TaK K€ KaK U B MacCC-CIEKTPE UCCIEAYEMOTO Be-
[[ECTBA, U3BICUEHHOTO U3 OMOIOTHYECKUX OOBLEKTOB,
OTMEYAETCSl TMPUCYTCTBUE CUTHAIOB XapaKTEPHBIX
3apsKCHHBIX YacTHUll, HauOOJiee MHTEHCUBHBIMU W3
KOTOPBIX SIBJISIFOTCS YacTUIBI ¢ MaccaMu (m/Z): 224,
284 u 329. OcHoBHOI1 HOH — 329.

KonuuectBennoe ompenenenne. OIEHKY KOJIH-
YECTBCHHOTO COJICpKaHHs HU(PEIUITUHA TTPOBOIMIN
METOIOM JIEKTPOHHOM CHIEKTPOPOTOMETPHUU, HCXOJIS
13 UHTEHCUBHOCTH TMOTJIOMICHHS ATAHOJIBHOTO DJII0a-
Ta B obnact 240 HM (KBapueBas KioBeta, [ = 1 cm),
HCIIOJIBb3Ysl yPAaBHEHHUE IPaIyHPOBOYHOIO TpaduKa.

Pe3ynpraThl KOJIMYECTBEHHBIX ONPENEICHUN HHU-
(enunvHa B MOJICJIBHBIX CMECSIX C €r0 Pa3IndHbIM
CoJIepKaHUeM TIPeJICTaBIIeHbI B Tabnuiie 1.

Tabmuna 1
3asucumocmo cmenenu uzeneuenust (R, %) nugeoununa
U3 mKaHu nedyeHu om Koauvecmea HM¢€0MI’[MHG 6 buono-

euneckom mamepuarne (no macce) (n = 5; P =0.95)

Bueceno nu-
Haii % (n=5, p=0.
(eumma (vr) aitneno, % (n=5, p=0.95)
Ha 25 I TKaH! < S S AX Sr. %
[IEYCHHU x
2.5 85.47 | 3.62 1.62 4.49 4.23
5.0 83.63 | 3.31 1.48 4.12 3.96
12.5 85.29 | 3.10 1.39 3.86 3.63
25.00 84.24 | 2.68 1.20 3.33 3.18
50.00 85.73 | 2.36 1.06 2.94 2.75

HHTCHCHBHOCTB, yca. en.

9000000+

A

6000000+

3000000

. : A

4,00 6,00 8,00 1000 1200 1400
Bpems ynepxuBanus, MuH

Kax cBHIETENbCTBYIOT aHHBIE TAOMMIBI, POCT CO-
JieprKaHust HU(EUITIHA B MOJICNTBHBIX cMecsix oT 2.50 110
50.00 mr B 25 T GnoMarepurasa COpoOBOKIACTCS N3MEHE-
HHUEM CTETICHU U3BJICUCHUS, He peBbiiatormm 2.1 %.

Hcnonb3oBaHne B KauecTBE M3OJIMPYIOIIETO areH-
Ta aleToHa, MPEJIOKEHHBIC YCIOBUS H30JUPOBAHUS
Y OYHCTKH TIO3BOJISIFOT JIOCTHYD JIOCTaTOYHO BBICOKOH
CTETIEHN W3BJICUCHHSI aHAJIM3MPYEeMOIO BEIIECTBA M3
TKaHU TiedeHn TpymoB (83.63-85.73%). OTkpbiBacMbIit
MuHUMYM coctaBisier 1.6:10* r audemumuna B 100 r
Ouonornyeckoro marepuana. [IpemnokenHas metonu-
Ka JTOCTaTOYHO XOPOILIO BOCIIPOMU3BOIMMA, OTIIMYaeTCs
MPOCTOTOH BBITIOJIHEHHS, TOUHOCTHEO, HEOOXOAUMOM JTst
uenel cyneOHO-XMMHYECKOTO aHan3a, He TpeOyeT 3Ha-
YUTENBHBIX 3aTpaT BpeMeHU Ha BocrnponsBezieHue. OHa
MOJKET OBITh HCIIONB30BaHA B MPAKTHKE IPH TPOBEICHUH
9KCIEPTHU3bI B CITy4yae OTPaBICHUS HU(ETUITHHOM.

3AKJITIOYEHUE

O0ocHOBaHa 11eJIeCO00Pa3HOCTh MCIOJIb30BAHUS
alleToHa B KaueCTBE H30JMPYIOIIETO areHTa IpH XHMH-
KO-TOKCHUKOJIOTMYECKOM UCCIIECJOBaAaHUN HI/Iq)eI[I/IHI/IHa.

OrnpenieneHs! ONTUMAITBHBIE YCIIOBHS H30JMPOBAHUS
paccMarpuBacMOro COCIMHEHHS alleTOHOM U3 OMOJIOTH-
YeCKOro Mareprasa i OYMCTKH TOTy4aeMbIX U3BIICYCHUH
B KosioHke copOenTa «Crnacopd C-18» 30 MkM.

ITokazaHa BO3MOKHOCTh WICHTU()HUKAIUU U KO-
JMYECTBEHHON OIIGHKU COAepKaHUsl HHU(eTUNuHa
B MOJACJIBHBIX CMECAX C TKAHBIO II€CUHCHH MCTOdaMH
TCX, snexrponHoli cnekrpodoromerpun u ['X-MC
MOCJIE €ro M30JUPOBAHUS ALETOHOM U OYUCTKH IO
[IPEeIaraéMon cxeMe.

HHTEeHCHBHOCTD, YCII. €.

9000000
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Puc. 3. Xpomartorpammsl ctanapra HudenunuHa (A) n HudeTunuHa, H3BJICUEHHOTO W3 OMOIOTHIECKOTO

marepuaina (b)
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Puc. 4. Macc-cniektpbl Hudeaununa (A) u HudemuniHa, n3BiIeu€HHoro n3 ouonormyeckoro marepuania (b)
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FEATURES OF NIFEDIPINE ISOLATION FROM BIOLOGICAL
MATERIAL

L. L. Kvachakhiya, V. K. Shormanov, N. E. Dorozhkina, E. A. Ananjeva

FGBOU VO «Kursk State Medical University»

Abstrakt. Nifedipine is a yellow crystalline powder with a melting point of 172-174 ° C, very soluble in DMSO,
chloroform, practically insoluble in water and difficult to dissolve in ethanol. It is a selective blocker of "slow"
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calcium channels, a derivative of 1,4-dihydropyridine. It has a vasodilating, antianginal and antihypertensive effect.

Acetone has been suggested as isolating agent for extraction of felodipine from biological material. Found
that the optimum extraction conditions of nifedipine from biological material achieved already at twice infusion
biological object with an insulating agent, if the weight ratio of the insulating liquid and biomaterial at each stage
of the infusion is at least 2:1, and the duration of infusion - at least 30 minutes. Optimal purification conditions for
nifedipine were achieved in the macrocolumn sorbent of the «Silasorb C-18» 30 um in height 150 mm and 10 mm
in diameter with elution of the substance with polar eluent acetonitrile-water (7: 3).

For identification and quantitative determination of the test compound were used thin layer chromatography
(TLC), gas chromatography combined with mass spectrometry (GC-MS) and UV — spectrophotometry. For
the determination of nifedipine by GC-MS under the proposed conditions, the value of the retention time of the
standard nifedipine is 9.18 & 0.08 minutes. In the mass spectrum of the standard nifedipine, the presence of signals
of characteristic fragments (charged particles) is noted, the main mass (which is taken as 100%) is a fragment with
amass of 329.

The quantitative content of nifedipine was performed by the method of electronic spectrophotometry, based on
the intensity of the absorption of ethanol eluate in the region of 240 nm, using the equation of the calibration graph.
According to the data in the table, an increase in the content of nifedipine in model mixtures from 2.50 to 50.00 mg
per 25 g of biomaterial is accompanied by a change in the degree of extraction, not exceeding 2.1%.

Keywords: nifedipine, isolation, biological material, purification, identification and quantification.
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