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AnHoTtanusi. PapMarieBTHUECKHE IIpenaparsl, 00lIafaomue CllocOOHOCThIO BO3AECHCTBOBATh Cpa3y Ha He-
CKOJIBKO LeNIeH, HaXxoIiIT Bc€ Oojee MMPOKOe MPUMEHEHHE B KaUueCTBE MPOTUBOPAKOBHIX, IPOTHBOBOCIIATH-
TENBHBIX CPEJICTB, UCIIOJIB3YIOTCS B TEPAIIUH aTePOCKIIepo3a U BUpyca UMMyHoAehHuInTa yenoBeka. Kak mpa-
BIJIO, UX JAEHCTBYIOIIMMHU BELIECTBAMH SABIISIOTCS CIIOXKHBIE T€TEPOLUKINYECKUE COSIUHEHU, COJiep Kalye
HECKOJIbKO (hapmMako(opHBIX HeHTPOB. OmMHUM 13 3P PEKTUBHBIX METOJOB CHHTE3a TAKUX COCAUHCHUMN SBIIS-
€TCsl PeLUKIIN3alHs.

C npuMeHeHHeM JaHHOTO CHHTETHYECKOro M01X0/1a HaMU OblIa MOJTy4YeHa rapa perHoM30MEPHBIX MPOTYKTOB
peaxiuu N-apUIUTaKOHUMHUA, YHUBEPCAIBHOTO NPEAICCTBEHHUKA [T PsJIa TeTEPOLUKINIECKUX CUCTEM, U
(enmnrunpasuna. [lomyduennsie 2-(5-okco- 1 -pernnmupazomuana-4-mn)-N-apriane TaHuIu I ¥ 2-(3-0kco-1-
(ernnmupazonuauH-4-111)-N-apuiianeTaHWINABl MOTYT OOBEIMHATH B ce0e NPOTHBOBOCHAIIMTENILHBIE, AHTH-
GakTepuanbHbIe, 00e300IMBarOIIHe, TPOTUBOTYOCPKYIE3HBIE CBOMCTBA MHPa30II-COACPKAIINX COCTHHEHUN 1
MPOTHUBOPAKOBYIO aKTUBHOCTH, CBSI3bIBAEMYIO C HAJTMYMEM B MOJIEKYJIE alleTaHWIMIAHOTO (hparMenra.

OnHaKo BO3MOXKHOCTH JaJbHEHINET0 M3y4eHHs OMOJIOTMYECKOW aKTHBHOCTH, HMCIIOJIB30BAHUSI TTOJyYEHHBIX
CHCTEM B KayeCTBE JICKAPCTBEHHBIX COEANHEHUI HANPSMYIO CBSi3aHa C MPOCTOTON M JIOCTYITHOCTBIO UX CHH-
Te3a. [Io3TOMy COBepIIEHCTBOBAHHE CIIOCOOOB MOJTYYEHHUS MEPCIEKTUBHBIX COSAMHEHUH SBISETCA aKTyalb-
HOM 3a/1aueil. OueHka 3 PEeKTUBHOCTH MeTO 12 TPeOyeT OTCIISKUBAHUS COCTABA PEAKIIMOHHOW CMECH, CTEIIEHH
KOHBEPCHH PEareHTOB, CEJIEKTUBHOCTH, JJIsl 4ero BechMa yA00eH METO/| )KUAKOCTHON Xpomarorpaduu B co-
YeTaHUH C MacC-CIIEKTPOMETpHEH. B CBSA3M ¢ 3THM, 11eJ1bI0 HACTOSIIIETO UCCIISIOBAHMUS SABISAETCSA TO00P YCIIo-
BUH 151 TPOBEACHUS CHHTE3a 2-(5-0Kco- 1 -(heHunnupazonuant-4-mwi)-N-apunaneranuinaoB u 2-(3-oxco-1-
(ernmmmupazonuauH-4-1i1)-N-apuiane TaHWINA0B, 3 UMEHHO BBIOOP TEMIEPAaTypHOTO PEKUMa U CPEAbI Mpo-
BeJICHUs peakuuy, ¢ nomousio BOXX-MC.

Bou1o ycraHOBIEHO, UTO MPOBEIEHUE peaky N-apuINTaKOHUMHJIOB ¢ (PEHUITHAPA3HHOM NPH KOMHATHOH
TeMIlepaType He IPUBOJIUT K 00pPa30BaHUIO 5-0KCOMMPa30InANH-4-nIaleTaHmInAa ¥ 3-0KCOMpPa3oIiIuH-4-
WIIAlETaHWIN/A. BBIABICHO, YTO NpH MOBBILIEHUH TEMIIEPATYPhl NPOBEAEHNS PEAKLIUU YBEINYUBAETCS CTe-
NIeHb KOHBEPCHH UCXOHBIX BemiecTB. OHAKO NPU NPHUMEHEHUH CIa00TIONISIPHBIX PAaCTBOPUTENIEH, TAKNX Kak
JTUATIIIOBBIN 3(Hp, TeKcaH, O€H30, TOIYOJI, INOKCAH, KOHBEPCHSI HCXOAHBIX COSAMHEHHNH B IPOIYKTHI peak-
MU OCTa&TCsl HU3KOM MO0 OTCYTCTBYET.

BrrsBiieHo, 94TO B3aMMOACHCTBHE PEareHTOB B CIIMPTOBOW cpejie MK KUIEHUH MPUBOAUT K 00pa3oBaHMIO 5-
OKCOTHMPA30IUANH-4-IapiiIaleTaHINAA U 3-OKCONMPa30IuInH-4-nianeTaHminga. MakcuManbHas KOHBep-
CHSI ICXOJHBIX BEIIECTB B MPOIYKTHI PEAKIINH 32 MPOMEKYTOK BpeMeHH 60 MUHYT HaOIroaeTcs Ipy KUIsTue-
HUH B OyTaHOIE.

Karouesbie ciioBa: BOXX/MC cnieKTpocKoIist, MMpa3oIuIuH-5-0Hbl, TUPa30IHANH-3-0HbI, THpa3oJIiale-
TaHWIU/bI, PACTBOPUTEIH.
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Abstract. Pharmaceutical preparations with the ability to act on several targets at once are increasingly used
as anti-cancer, anti-inflammatory drugs, and are used in the treatment of atherosclerosis and human immuno-
deficiency virus. As a rule, their active substances are complex heterocyclic compounds containing several
pharmacophore centers. One of the effective methods of synthesis of such compounds is cyclization.

Using this synthetic approach, we obtained a pair of regioisomeric products of the reaction of N-arylita-
conimide, a universal precursor for a number of heterocyclic systems, and phenylhydrazine. The resulting 2-
(5-oxo-1-phenylpyrazolidine-4-yl)-N-arylacetanilides and 2-(3-oxo-1-phenylpyrazolidine-4-yl)-N-arylacetan-
ilides can combine anti-inflammatory, antibacterial, analgesic, anti-tuberculosis properties of pyrazole-con-
taining compounds and anti-cancer activity associated with the presence of an acetanilide fragment in the mol-
ecule.

However, the possibility of further studying the biological activity and using the obtained systems as medicinal
compounds is directly related to the simplicity and accessibility of their synthesis. Therefore, the improvement
of methods for obtaining promising compounds is an urgent task. Evaluating the effectiveness of the method
requires tracking the composition of the reaction mixture, the conversion rate of reagents, and selectivity, for
which the method of liquid chromatography in combination with mass spectrometry is very convenient. In this
regard, the purpose of this study is to select the conditions for the synthesis of 2-(5-oxo-1-phenylpyrazolidine-
4-yl)-N-arylacetanilides and 2-(3-oxo-1-phenylpyrazolidine-4-yl)-N-arylacetanilides, namely, the choice of
temperature regime and reaction media, using HPLC-MS.

It was found that the reaction of N-arylitaconimides with phenylhydrazine at room temperature does not lead
to the formation of 5-oxopyrazolidine-4-ylacetanilide and 3-oxopyrazolidine-4-ylacetanilide. It was found that
as the temperature of the reaction increases, the degree of conversion of the starting materials increases. How-
ever, when using weakly polar solvents such as diethyl ether, hexane, benzene, toluene, dioxane, the conversion
of the starting compounds into reaction products remains low or absent.

It was revealed that the interaction of reagents in an alcoholic medium during boiling leads to the formation of
5-oxopyrazolidine-4-ylarylacetanilide and 3-oxopyrazolidine-4-ylacetanilide. The maximum concentration of
the starting substances into the reaction products over a period of 60 minutes is observed during boiling in
butanol.

Keywords: HPLC/MS spectroscopy, pyrazolidine-5-ones, pyrazolidine-3-ones, pyrazolyl cetanilides, solvents.
For citation: Zotova L.S., Karelina K.O., Kovygin Yu.A., Shikhaliev Kh.S. Investigation of the conditions of
recycling of N-arylitaconimides with phenylhydrazine using HPLC mass spectrometry. Sorbtsionnye i khro-
matograficheskie  protsessy. 2025. 25(2): 223-230. (In Russ.). https://doi.org/10.17308/sorp-
chrom.2025.25/12961
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Cxema 1.

(Cxema 1), pa3nenseMble B JaJIbHEHIIEM C
MOMOIUIBIO KOJIOHOYHOM XpomaTorpaduu.

[Tpon3BonHBIE MUpa3ona 00JaNaAI0T pa3-
HOOOpa3HON OMOJIOrMYECKON aKTUBHOCTBHIO
[8]: m3BecTHBI UX 00e300IMBAOIINE, AHTH-
OaktepuanbHbie [9,10] coiictBa. dTopmnu-
pa3oiibl IEMOHCTPUPYIOT MPOTUBOPAKOBYIO
U NPOTUBOBUPYCHYIO aKTUBHOCTH [11], Ok-
CHIHMPA30JIbl IPUMEHSIOTCS B O0pbOe C ca-
XapHBIM TuabeToM, ¢ JIErouHbIMH 3a00J1eBa-
HUSMH U B Ka4ECTBE MPOTHUBOBOCIIAIUTEb-
HbIX cpenctB [8]. Hekoropele mpeacTaBu-
TEJIU MHUPA30JIOHOB 00JIaJal0T IPOTUBOBOC-
nanuTeNbHbIM JeiictBueM [12]. Cpenu nu-
Pa30JIMHOB BCTPEUYAIOTCS COCAMHEHUs, 00-
Ja/ialolIre MOTEHIINAIOM ISl JIedeHusT 00-
ne3nu [lapkuncona [13]. IIpousBoanbie H-
Pa30IMANHOHA TPOSBISIIOT aHaJIbreTuye-
CKYIO, ’KapOIIOHMXAIOIIYI0, IPOTUBOBOCIHA-
nuTenbHyo [ 14] aktuBHOCTB. UX MOXKHO HUC-
MOJIb30BaTh KaK aHTHOAKTepuaabHbIC U aH-
TUTPUIIAHOCOMHBIE cpencTia [15].

Hanmuume B CcTpyKType HCCIIETyEeMBbIX
HaMU COEJUHEHUW HE TOJBKO MUPa30ib-
HOTO, HO M alleTaMUJIHOTO (parMeHTa, yBe-
JUYUBAET BEPOSATHOCTh MPOSBIECHUS IPOTHU-
BOPaKOBOM aKTUBHOCTH [16].

Kpome Ouomornyeckoil aKTHUBHOCTH,
BOKHBIM (DaKTOPOM, YBEIIMUMBAIOIIIUM BOC-
TpeOOBAaHHOCTh OWOJIOTUYECKH aKTHUBHOMN
MOJICKYJIBI, SIBJISIETCS HaJWU4he YI00HOTO
MeTroaa cuHTe3a. [loaToMy mouck nmoaxoms-
X YCIOBUHM JUIsi cuHTe3a 2-(5-okcomupa-
30U AnH-4-11)-N-apuiarneTaHuInIo0B U 2-
(3-okcomnupazonuauH-4-muin)-N-apunaneTa-
HWJINJIOB BEChbMa aKTyaJIeH.

YHUBEpCATTbHBIM ~ UHCTPYMEHTOM  JJIA
oTpesieNieHUs] COCTaBa PEaKlMOHHONW CMecH
aprsiercss meron BOXX/MC [17]. Yautsi-
Basl 3TO, LIEJbIO0 HACTOSIIETO UCCIIEOBAHUS
SBIISICTCA TIOMCK MAaKCHMAJIbHO 3((EeKTUB-
HBIX YCJIIOBHM TpOBEACHUS cuHTe3a 2-(5-

oKkco-1-pennnmnupazonuann-4-mi)-N-apu-
JaneTaHuauaoB u 2-(3-okco-1-penmmmmpa-
301U auH-4-1i)-N-apuialneTaHuIn10B c
MPUMEHEHHEM XPOMaTO-MacC-CIIEKTPOMET-
PHUYECKOTO aHAIN3a.

3KCHepI/IMeHTaJIbHaﬂ 4acTb

Cunres N-(2-metwmi-3-xsopdenmn)-2-(3-
okco-1-penunnupazonuann-4-ui)aiera-
muna 3, N-(2-merun-3-xaopdenun)-2-(5-
okco-1-penunnupazonuann-4-ui)aiera-
muza 4. K 1 mmons penunruapasuna 1, pac-
TBOPEHHOTO B 5 MII UCCIIETyEeMOT'O PacTBO-
putelns (IUATHIOBBIN 3(Up, TeKCaH, AHOK-
caH, 6€H30J1, TOIYO0JI, METaHOJI, STaHOJI, IPO-
naH-2-on, Oytanon-1), mnpubasmsm 1
MMOJIb N-2-meTtun-3-x10ppeHnaTaKko-
HUMUA 2. PeakmoHHYI0 MacCy KUTISTHIIH B
KoJ10€ ¢ OOpaTHBIM XOJIOAUIFHUKOM B Teue-
Hue 60 munyT. Jlasiee mpou3BOAWIN yiaje-
HUE PacTBOPUTENS, 3aT€M OTJEJCHHE IMPO-
JTYKTOB PEAKIMU OT WUCXOJHBIX BEIIECTB,
pasaeneHre MPOAYKTOB PEakIuu TpU To-
MOIIIM KOJIOHOYHOM XpoMaTorpaduu.

J1J15 5TOT0 ONTyYEHHYI0 CMECh, COJIEpIKa-
YO MPOJTYKTHI PEAKIIUU U OCTATOYHBIC KO-
JTUYECTBAa HUCXOJTHBIX COCTUHEHHH, PacTBO-
psamu B 15 cm® xnopodopma, 3atem mepeHo-
CWJIA B KOJIOHKY uameTpoM 40 MM, BBICOTa
ciost copbeHTa coctamisuia 55 mm. Heno-
neuxHas daza (HO) — SiOz, 60-200 MM,
noasmxkHas ¢aza ([ID) — xmopodopwm,
MOKpo€ 3anonHeHue. CKopocTh 3II0UpOBa-
Hus cocrasnser 1.1 cm’/mun. Bpems BbI-
xoaa N-(2-metun-3-xnopdpenun)-2-(5-okco-
1-penunnupazonuaun-4-un)aneramuaa 4 —
14-22 wmwuH., N-(2-meTun-3-xmopdenun)-2-
(3-okco-1-henunmnupazonuann-4-ui)aiera-
muaa 3 — 27-35 muH. CtpoeHne MnoaydeH-
HBIX COEAMHECHHUN TOJTBEPKIACHO C TIOMO-
meio 'H, °C, NOESY SIMP-cnekTpocko-
07058
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Puc. 1. HTErpHpOoBaHHbIe CKAHNPOBAHHBIE XPOMATOIPAMMBI [IOJTHOTO HOHHOI'O TOKa s 3-
okco-1-pennnnupazonuani-4-nnaneranunuaa 3 (3.054 muH.) U 5-okconupazonuanH-4-nianeTa-
aunuaa 4 (3.764 mun.).

Fig. 1. Integrated scanned chromatogram of total ion current for 3-oxo-1-phenylpyrazolidine-4-
ylacetanilide 3 (3.054 min.) and 5-oxopyrazolidine-4-ylacetanilide 4 (3.764 min.).

N-(2-meTmn-3-xmopdenmn)-2-(3-okco-1-
(enmnnupazonuun-4-un)aneramuaa 3 'H
SIMP, ((8, m.1., J/Hz): 10.28 (1H, ¢, NH-2),
10.01 (1H, ¢, CO-NH), 6.90-7.65 (8H, M,
8CH-Ar), 4.15 (1H, nn, J = 8.3; J = 11.0;
CHz-9n00), 3.60 (1H, 1, J = 10.9, CH»-
9H00), 2.94-3.04 (1H, m, CH-4), 2.80 (1H,
an, J =4.0, J=15.9, CHz-9x30), 2.39 (1H,
an, J=9.9,J=15.9, CHz-9x30), 2.24 (3H, c,
CH3). 3C AMP (5, m.n.): 174.51, 169.17,
151.69, 139.12, 128.97, 128.72, 123.17,
121.36, 119.07, 115.69, 59.85, 36.87, 35.46,
19.34).

N-(2-metun-3-xnopdennin)-2-(5-okco-1-
benunnupazonuauH-4-un)aneramun 4 'H
SAMP, ((6, m.x., J/Hz): 10.05 (1H, ¢, CO-
NH), 7.00-7.75 (8H, m, 8CH-Ar), 6.31 (1H,
o, J=5.5;J=11.2; NH-2); 3.60-3.66 (1H,
M, CH2-5100), 3.20-3.26 (1H, M, CH-4), 3.08
(1H, nm, J=11.0, J=22.1, CHz-2100), 2.86
(1H, nn, J=3.9, J=15.9, CH2-9k30), 2.48-
2.55 (1H, m, CH2-5k30), 2.23 (3H, c, CH3).
BC AMP (3, m.z.): 172.88, 169.35, 139.26,
139.17, 128.75, 128.60, 123.50, 123.17,
119.10, 117.56, 49.07, 42.15, 35.77, 19.35).

Anamnz BOXX/MC npoBenén Ha ycra-
HOBKE, BKJIIOYAIOLIEH Xpomartorpad >Kui-
kocTHbIN Agilent 1260 Infinity u Bpemsinpo-
JIETHBIN JIETEKTOpP Macc BBICOKOTO pa3pelie-
Hus Agilent 6230 TOF LC/MS. Meroa
MOHU3AIIUH — TBOMHOE 3JIEKTPOPACIIbUICHHE.
Perucrparus criekrpa MpoBOAUTCS B IOJIO-
KHUTEIBHON MOJSPHOCTH, JHANa3oH peru-
crpupyeMbix macc 50-2000 [la, HanpsikeHne
Ha kanwuipe 4.0 kB, ckummepe +66 B,
dbparmenTope +191 B, OctRF 750 B. Ko-
nouka Poroshell 120 EC-C18 (4.6x50 mm,

2.7 mxm). [TpuMeHsioch TpaiueHTHOE JITI0-
HPOBAHUE, AIOEHT — alleTOHUTPHII-BOAA (C
no6asienuemM 0.1% MypaBbUHOM KUCIIOTHI),
CKOPOCTb MOTOKa cocTasiseT 0.4 cv’/MuH.
[IporpamMmmHoe obecneuenue g cOopa u
00pabOTKH pPEe3ynbTaTOB HCCIECIOBAHUS —
MassHunterWorkstation/DataAcquisition
V.06.00.

O6cyxaeHne pe3yJbTaToOB

JUis yCTaHOBJIEHHSI COCTaBa pPEaKIMOH-
HBIX cMecel ObUIM CHATHI ATAJOHHBIE CHT-
HaJbl PETMOM30MEPOB — 3-OKCOMUPA30JIU-
nuH-4-unanerannauaa 3 (3.054 muH.) 5-0k-
conupazonuauH-4-mnaneranminia 4 (3.764
MUH.) (pUCYHOK 1).

BaxHbIM ycroBUEM B3aMMOJEHCTBUS SB-
J€TCsl TEMIIEpaTypa MPOBEIEHUS PEAKIIHH.
Tax, ycTaHOBJIEHO, UTO HE3aBUCUMO OT pac-
TBOpPHUTENS, MPU KOMHATHOW TemIeparype
KOHBEPCUM pPEAareHTOB HE HalJI01a10Ch.
Hamu ObUT0 NpUHATO perieHue MpOBOJUTH
HarpeBaHue cMecH B TeueHne 60 MUHyT, 11o-
CKOJIbKY MIpH Ooyiee MPOAOKUTETHHOM
HarpeBaHWU B BBICOKOKHITAIINX PAaCTBOPH-
TEJIIX B CUCTEME HAKaIUIMBAJIKMCh MPOLYKTHI
MOOOYHBIX peakuil ¢ OOJBIIMMU MOJIEKY-
JSAPHBIMA MaccaMH, CHIJIBHO YCIIOXKHSIO-
Ml Xpomarorpammy. IIpo6sr 06bEMoOM
0.05 cM> OTOUPANHCE C UCTIONB30BAHUEM aB-
tomatuueckoit munetku (HTL lab solutions
discovery comfort DV200/20-200 mxi1) u
paz0aBisIMCh anleTOHUTPIIIOM B 50 pas.

B kauectBe pacTBOpuTENEl ObUIN HCCIIe-
JIOBaHbl JUATUIIOBBIN 3¢up, rekcaH, IUOK-
caH, O€H30JI, TOJIyOJ, ¥ CIIUPTHI - METaHOI,
ATaHOJI, IPOITaH-2-0J1, Oy TaHOJI.
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Puc. 2. aTerpupoBanHble CKAHUPOBAHHBIE XPOMATOIPaMMBI ITOJTHOIO HOHHOTO TOKa
U pEaKIIMOHHOM MacChl HCCIENYEMOTO Ipoliecca B JUATHI0BOM ddupe (cneBa, Tim=36.4"C)
u rekcane (cmpaBa, Twn=68.7°C) uepe3 60 MUHYT KUTISTICHUS.
Fig. 2. Integrated scanned chromatograms of the total ion current for the reaction mass of the
process under study in diethyl ether (left, Tv=36.4°C) and hexane (right, Tp=68.7°C)
after 60 minutes of boiling.
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Puc. 3. laTerprupoBaHHble CKaHUPOBAaHHBIE XPOMATOTPAMMBI ITOJIHOT'O HOHHOT'O TOKa IS pe-
AKIIMOHHOM MacChl HCCIIEyeMOro npoiecca B quokcane (cneBa, Twn=101.0°C) u Tonyoie
(cupaBa, Twn=110.6°C) uepe3 60 MUHYT KUTITYCHHUS.
Fig. 3. Integrated scanned chromatograms of the total ion current for the reaction mass
of the process under study in dioxane (left, Ty=101.0°C) and toluene (right, Ty=110.6°C)
after 60 minutes of boiling.

Ha wunTerpupoBaHHBIX CKaHHMPOBAHHBIX
XpoMaTorpaMMax IIOJIHOTO HMOHHOIO TOKa
PEaKUMOHHBIX Macc Hanbojee Ba)KHbI CHUT-
HaJIbl COECIMHEHUH, COOTBETCTBYIOIUE HC-
XogHOMY (peHunruapasuny 1, 3-okcomupa-
30JIMIMH-4-nnaneTanuianay 3, S-okconupa-
3onuauH-4-unaneranuanay 4. Curnans 5,
6, 0OYEBHIHO IPUHAJIEKAT HUHTEPMEIUATAM.
IIo cooTHOMIEHUIO TUIONIAIEW CUTHAJIOB HA
KKIOH XpOMaTrorpaMMe MOYKHO CYIHTb O
MOJIHOTE NMPOTEKAHUS PEaKIUH.

YcTaHOBIIEHO, 4YTO JUIsl PEAKLMOHHOMN
CMeCH B IUATUIOBOM 3(pHpe MHTEHCHBHO-
CTH IIMKOB PEareHTOB U NPOJIyKTa 3 Haxo-
JTCSL HA YPOBHE (POHA, CUTHAJIBI COEIUHE-
Huil 4, 5, 6 He IpOSABIEHBI HA XpPOMATO-
rpamMMe. KonBepcusi He3HauuTeNbHA, MpPU-
YUHOM 4Yero SBJSETCS HU3Kasg pacTBOPH-
MOCTb peareHToB. Peakiusi B rekcane npu-
BOJUT K 0Opa3oBaHHIO Ma)XOPHOTO IpO-
nykTa (Bpems Bbixoja — 3.844 MuH), HE COB-
[a/IA0IeTo MO XapakTepy (pparMeHTaIlH ¢
HCCIIeTyeMbIMU COSTMHEHUSIMU (pHC. 2).

Ha xpomarorpamMmax peakiiMOHHBIX CMe-
ceil B AMOKcaHe, OeH30J1e U TOIyoJe PUKCH-
pyercs MaKOpHBIM NUK GeHuaruapasuta 1.
[Inomaau curHaioB COeIMHEHUS 3 U UHTEP-
MeauaToB 5, 6 yObIBaIOT OT AUOKCAaHA K O€H-
3011y ¥ Tosryouy. HecMoTpst Ha HauboIbIIyIO
W3 TAaHHOTO psiia CKOPOCTh MPOTEKAHUS pe-
aKIIMM, KOHBEPCHUS UCXOJIHBIX BEIIECTB CITy-
ctst 60 MUHYT KUISTYCHUS B TMOKCAHE OCTa-
€rcd HU3KOU. B TO ke BpeMs BelMKa IUIO-
aJb MMKOB MHTEPMEINUATOB S5 U 6, UTO MO-
JKET yKa3blBaThb Ha 3aTOPMOKEHHOCTH pe-
nuku3anuu (puc. 3).

[Ipu mpoBeneHMM peakUMu B CHOUPTaxX
MBI, HAIPOTUB, HAOIIOaEM TIOUYTH TTOJIHYIO
KOHBEPCHUIO MCXOIHBIX coeauHeHuit. [lpu-
CYTCTBYIOT XOpPOIIO pPa3pelIEHHbIE CUTHAIBI
3-oKconupazonuauH-4-uinaneTaHuianga 3,
S-okconupazonuauH-4-unaneranmimaa - 4
(puc. 4-5). Ilnomaau cUTHAIOB UHTEPMETHU-
aToB 5, 6 YMEHBIIAIOTCA B PSAY: METAHOJ,
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Puc. 4. aTerpupoBaHHbIe CKAHUPOBAHHBIC XPOMATOTPAMMBI MTOJTHOTO HOHHOTO TOKA JIJISl peaK-
[IMOHHOI MacChl HCCIIEyEeMOTO Iporiecca B MeTaHode (cieBa, Twn=64.7°C) u sTanone (cmpasa,
Tm=78.4°C) uepe3 60 MUHYT KUTISTYCHHSL.

Fig. 4. Integrated scanned chromatograms of the total ion current for the reaction mass of the
process under study in methanol (left, Ty, =64.7°C) and ethanol (right, Tv=78.4°C) after 60 minutes

of boiling.
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Puc. 5. MHTErpUpOBaHHBIE CKAHUPOBAHHBIE XPOMATOIPAMMBI IIOJIHOT'O MOHHOT'O TOKA JUISl PEaK-
IIMOHHOM MAacChl HCCIIEyEeMOTO mpoiiecca B npomanoiie-2 (cneBa, Twn—=82.3°C) u Oyranoe-1
(cupaBa, Twn=117.7°C) uepe3 60 MUHYT KUTITIYCHHUS.
Fig. 5. Integrated scanned chromatograms of the total ion current for the reaction mass of the
process under study in propanol-2 (left, Ty =82.3 °C) and butanol-1 (right, Ty=117.7 °C) after 60
minutes of boiling.

ATAHOJI, MIPOIMAH-2-0JI, OyTaHOJ, YTO B JaH-
HOM CITy4ae TOBOPUT O MaKCUMaIbHON KOH-
BEPCUU HCXOJHBIX BEIIECTB IMPHU IMPOBEIE-
HUU peakiuu B OytaHosue. O4eBUIHO, TIOBbI-
[IEHUE TEeMIIepaTyphl YBEJIMYUBACT CKO-
pPOCTh KOHBEPCHM HCXOIHBIX BEIIECTB B
MpoayKThl peakuuu. OHAKO IJis Mpernapa-
TUBHOTO TMOJYYEHHS 3-OKCOMUPA3OIUINH-
4-ynaneTaHmuaa 3 U S-OKCOMMPa30IuIuH-
4-unaneTanunuaa 4 urpaet pojb HE TOIBKO
OBICTpOTA MPOTEKAHUS peaklnu, HO U yJ100-
CTBO pabOThl C KOHKPETHBIM PacTBOpPHUTE-
nem. bosee Bbicokas TemMneparypa KATICHH
OyTraHomna jienaer 0ojee CIOKHBIM BhIIeTe-
HUE TIPOTyKTOB.

CooTHolIeHUE IIoIaAeh curHanos 3 u 4
HEOJMHAKOBO JIJIs1 pa3HbIX cnupToB. B OyTa-
HOJIE COOTHOIIEHHE ITomaad muka N-(3-
xJj0po-2-meTmindenun)-2-(3-okco- 1 -henun-
nUpa3oNuanH-4-un)aneramMmuga 3 K IUIO-
maan nuka N-(3-xyopo-2-meTundeHunn)-2-
(5-okco-1-hennnnupazonuauH-4-un)aneTa-
Muaa 4 cocrasiset 5:4, nponaH-2-omue — 5:3,
B 3TaHoje — 4:1, B Meranone — 5:2. OnHako,

MOCKOJIBKY MO ucTedeHun 60 MUHYT peak-
LUsI HE IPOXOJUT 1O KOHIIA, MBI HE MOXEM
CpPaBHHMBATh CEJIEKTUBHOCTH IPOTEKAHUS
poliecca sl pa3HbIX PaCTBOPUTEIIEH.

3akjaoueHue

Takum 06pa3omM, HAaMH YCTaHOBJIEHO, UTO
penukim3anuio N-apuInTaKOHUMHUIOB (e-
HUWITHIPA3HHOM C 1eNbio nmoxydeHust N-(3-
xJopo-2-metmindenun)-2-(3-okco- 1 -penn-
nupazoauauH-4-wn)aneramuaa u - N-(3-
xJ0po-2-metmindenun)-2-(5-okco- 1 -penun-
MUPa30IUANH-4-1T)alleTaMuia PaluoOHaAb-
HO MPOBOAMTH B CIIUPTOBOU cpene. PacTo-
puTeneM, B KOTOPOM CTENeHb KOHBEPCUU
HCXOJHBIX BEIIECTB B TPOAYKTHI PEaKIIUU
1o ucredeHnu 60 MUHYT KHUITSTYCHUSI MaKCH-
MasbHas, siBisieTcs: Oytanou. [Ipu mpoBene-
HUU PeaKIMK B allPOTOHHBIX U CIA0OTOJISIp-
HBIX PAaCTBOPHUTEISX KOHBEPCHS HCXOJHBIX
BEIIECTB B MPOIYKTHl PEAKIUU OCTaETCs
HU3KOH MO0 OTCYTCTBYET.
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