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MHUKPOBOJIHOBASAA AKTUBALIMA B CUHTE3E U30ITPOBHUJIOBOI'O D®UPA
YKCYCHOM KHUCJIOTHI

lTynenmsa A K., 'CeiiToBa A.A., YIurenosa A.C., lHapMaHOBa P.A., lTleeFeHOBa r.y.,
'Anmazos H.O.
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Kwizoiiopoa, yn. Aiimexe 6u, 29a), e-mail: nurasar.82@mail.ru

B craTbe mpeasaraercs CHHTe3 H3ONPONMJIALETATA peaknueil MpsiMoil TepuUKAUUN YKCYCHOHl KHCJIOTBI
H30MPONMIOBBIM CIHPTOM B YCJIOBHAX MHKPOBOJHOBOTO 00JIy4eHHs] B MPUCYTCTBHH /1-TOJXYOJICYJIb(OKHCIOTHI.
Haiinenpl onTMMajbHbIE YCJIOBHSI NPOBEAEHHS] NMPOIECCca. MOIIHOCTH CBEPXBBICOKOYACTOTHOIO OOJIyYeHMSI,
NMPOIO/KATEIbHOCTh TMPOIEcca, COOTHOIIEHHE KATaJH3aTopa OT o0meid Macchl pearnpyloIIHX BelIecTB,
COOTHOIIeHNe pearupyrommux BenlecTB. HaiigeHo, 4To onTHMAaJIbHBIM NPH NPOBEAEHHH MpOIECCa SBJISIETCSH
MOJISIDHOE COOTHOIIEHHE YKCYCHasi KHCJI0Ta. m3onmpommioBblii cnupt 1:1, mpomosukurensnocts 0,5 mmuH,
COOTHOLIEHHE KAaTaJu3aTopa oT o0uieid Macchl pearupymromux BemecTB 1%, MomHuocTh 06ayuenus 900 Br.
BbIxoq peneBoro NpoayKTa NpH 3THX YCJIOBHAX cocTaBiasieT mpaktudeckn 100%. IlosxydyeHHBIH NpoayKT
UeHTH(UIHPOBAH C MIOMOLIBIO ra30Boii XxpomaTo-mMacce cnekrpomMerpuu U UK-cnexkrpomerpuu. Ilpennaraemorii
CMoco0d MoJy4yeHHs] M30MPONUIOBOro 3pHupa YKCYCHOH KHCJIOTBI MO CPABHEHHI0 € W3BECTHHIMH MeTOJAMHU
N03BOJIsSIeT COKPATUTH MPOJOJKUTEILHOCTD NPoLecca B COTHH pa3. Pe3yJbTaTbl MOTYT HAlTH NpHMeHeHHe AJIst
NOJIy4eHHs CJI0KHBIX 3GUPOB KAPGOHOBBIX KHCJIOT.

KioueBble clioBa: M30IPONMIIALETAT, YKCYCHAsh KHUCJIOTA, W3OIPOIIIOBBIA CIUPT, MUKPOBOJHOBAS AaKTHBAaLUS, 7-
TOJIYOJICYJIL(OKKCIIOTA, XpoMaTo-Mace crekrpoMeTpusi, UK-ciektpomMerpust, ciokHble d(HUPbl KapOOHOBBIX KHCIIOT,
MOIIHOCTb OOTyUCHHSI.

THE MICROWAVE ACTIVATION IN SYNTHESIS ISOPROPYL EST ER OF ACETIC
ACID
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The article proposes the synthesis of isopropyl atze by direct esterification reaction of acetic aid with
isopropyl alcohol under microwave irradiation in the presence ofp-toluenesulfonic acid. There were found
optimal conditions of conducting process: power ofmicrowave irradiation, the duration of the process,the ratio
of the catalyst in reactants’ total weight, the raio of reactants. There were found that the optimunin conducting
the process is the molar ratio of acetic acid: isoppy! alcohol 1:1, the duration — 0,5 min, ratio ofthe catalyst to
the total weight of reactants — 1%, the irradiation power — 900 W. Yield of the desired product undethese
conditions is almost 100%. The obtained product waglentified by means of gas chromato-mass spectromng
and IR spectroscopy. The proposed method for prodieg isopropyl ester of acetic acid in comparison ith the
known methods allows to reduce process duration sesal dozen times. The results can be used for prepag
esters of carboxylic acids.

Keywords: isopropyl acetate, acetic acid, isoprabamicrowave activationp-toluenesulfonic acid, chromatography-
mass spectrometry, IR-spectrometry, esters of gglicoacids, exposure rate.

W3onponuioBeiii 3¢Up yKCYCHOH KHCIOTHI 00JIaAaeT NPUATHBIM 3()UPHO-PPYKTOBBIM
3aI1axoM, IPHMEHSETCSl B KOHAUTEPCKOM IIPOU3BOACTBE (JUIsl TOJTyYCHHSI MTUIEBBIX apOMaTHISCKUX
ICCEHIIHI), SIBISICTCS WACHTUYHBIM HAaTYpabHOMY MMHUILEBBIM apOMaTH3aTOPOM U 3apEruCTPHPOBAH
KaK BKyCOapOMaTHYEeCKOEe XMMUYECKOE BEIIECTBO ISl IIPOU3BOJICTBA MHUILEBBIX apOMaTH3aTOPOB [5,
6]. HaxoguT mnpuMeHEHHE B KayeCcTBE pPACTBOPUTENS S(UPOB IIEIUTIONO3bI, JKHUPOB, MHOTHX
CHHTETHYECKUX ITIOJIMMEPOB, MACTHK, MCIOJIb3YeTCS B MPOU3BOJCTBE JIAKOKPACOUHBIX H3ACIHN U

1.1. [11, 13].11JK usonpormnauerara 200mr/m° [11].



Heans uccaenoBanms. [lomydaroT u3ompomnuianeTaT peakmuedl sTepuduKaiuu  YKCYCHON
KHCJIOTHI M30IPOIUIOBBIM CIIUPTOM B MPUCYTCTBHU cepHOM KucioThl (~13% oT o0mieir Macchl
pearupymomux BEUIECTB) MPH TeMIIepaType 140PC B Teuennn 2 4, BHIXOZ MIPOAYKTA IIPU 3TOM
cocraBmsier 70% [8, 12]. Umeercs cmoco0 TMOMy4eHUST H3OMpONMALeTaTa pearupoOBaHHEM
YKCYCHOM KHCJIOTHI TIPONIEHOM B MPUCYTCTBUU CYJIb(OKaTHOHUTHOTO KatanuzaTopa KY-20I1I1 npu
TEeMIIEpaType 120C u MOJISIPHOM COOTHOLICHMH YKCYCHasi Kuciorta: mpomeH = 1,2:1,mpu 3Tom
KOHBepcus mporieHa cocrapisier /5% [7]. HemoctaTkamu mepedYrCICHHBIX CIIOCOOOB MOJYYCHUS
M30MponuialneraTta SBISIOTCA UIMTEIBHOCTh Ipoliecca, MPUMEHEHUE BBICOKON TeMIepaTyphl U
HEBBICOKHH BBIXO/J] POIYKTA.

MuKpOBOTHOBASI AKTHBAIUS OPTAHUYECKUX PEAKIUN SBISETCS NUHAMUYHO Pa3BUBAIOIIUMCS
METOZOM B OPraHMYECKOM CHHTE3€, B OTJIMYHME OT KJIACCHYECKOTO0 KOHBEKIIMOHHOTO HarpeBaHHUs
MHKPOBOJIHOBOE OOJIydeHHE MPOBOIUTCS B 3HAYUTEIBHO KOpoTKoe BpeMms [4]. Hamu panee ObuiH
OMyOJIMKOBaHbI PAbOThI MO CHHTE3Y CJIOXKHBIX J(PHUPOB KapOOHOBBIX KHCIOT B YCIOBHSIX
CBEPXBBICOKOYACTOTHOTO oOiydyenus [1, 3]. Takke HamMu paHee ObLUTH MOJTYYEHBI CIIOKHBIC d(PUPBI
peaknueld KapOOHWIMPOBAHMS OJe(PUHOB MOHOKCHAOM YIJIepoAa M CIHPTAMU B HPUCYTCTBHH
bochUHOBBIX KOMILIEKCOB MepexoaHbIX MeTayuioB [9, 10, 14].

Croco6 momydeHus: HW30MpOIMJIaIerara, MpeyiaraéMbli B JTaHHOW paboTe, MO3BOJISET
COKpAaTHUTh MPOJOJDKUTENIHOCTh PEAKIMM B COTHU pa3, YTO SKOHOMHUT 3aTpaThl Ha JIEKTPO- WU
TEIUIOBYIO DHEPTUI0 M COOTBETCTBEHHO BKJIIOYACT MPOM3BOJCTBO M3OIpPONHIIAIETaTa B 00JIACTbh
«3eJICHOW» XUMUM.

Panee Hamu ObUl TPOBENEH CHHTE3 H3OMPONMIIALETATa B YCIOBUSX MHKPOBOJIHOBOTO
o0JIydeHUs] B TPUCYTCTBHHM CEpHOM KHUCIOTHI [2]. TIpu Tex YCIOBHSX ONTUMAJBHBIM SIBJISUICS:
COOTHOILIEHHE YKCYCHAasi KHCIOTa: 30mponanon — 1:1, mpogomKuTeNnbHOCTh 3 MUH, COOTHOIIICHHE
Karanu3zaropa (KOHII. CepHast KHMCJIO0Ta) OT OOIIeld MacChl pearupyromux BemecTB 1%, MOIIHOCTD
ob6myuenuss 450 BT, nmpu 3TuX yCIOBHUSX BBIXOA IesieBoro mpoaykrta cocraBmi 97,49 %.1lpu
NPUMEHEHUH B KayeCcTBE KaTalnM3aropa A-TOIXYOJCYIb(OKUCIOTY MPOIOJDKUTEIHHOCTh IMpolecca
coKpainaercs B 6 pa3 1o CpaBHEHHMIO C HCIIOJIb30BaHUEM CEPHOM KHCIIOTHI.

Martepuanabl ¥ MeTOABI HCCJIETOBAHUS

CuHTe3 wu3omponuianeTara OCYMISCTBISUIM TMPSMON 3TepuduKanueidl YKCYCHOH KHCIOTHI
M30MPOINAHOJIOM TPH MHKPOBOJIHOBOM 00nydeHun Ha ObitoBoii CBY-meun. Ilpu nposenenun
OTBITOB B Ka4ECTBE KaTaJM3aTOPa MCIIOJIB30BAIN /-TONYOJICYIb(OKUCIOTY. B KadecTBe HCXOIHBIX

peareHTOB MCIOIb30BANIN JEIIHYI0 YKCYCHYIO KUCIOTY U U30MPOIUIOBBIN CIIUPT.

p-TsOH, hv
CH3;COOH +CH3(|3HOH —_— CH3COO|CHCI-§+ H,O
CH3 CHS



[Mponykr peakuumu uUIeHTHUGUIMPOBAH Ha XpoMaTo-mMacc chektpomerpe Agilent
7890A/5975C CIIA) u UK-cnekrpomerpe IR-Prestige 2hupmer Shimadzu fnonus).

YcnoBus xpomartorpadupoBaHusi: ra3oBeiii xpomatorpad 7890A ¢ Macc-CeleKTHBHBIM
nerekropom 5975C dupmer Agilent; moaBmwkHas ¢asza (ra3 HOCHUTENIb) — TEIH; TeMIeparypa
ucnapurens 100C, c¢Gpoc noroxa (Split) 500:1;Temneparypa TepmocTara KonoHKH, Hadano 40PC
(1 muH), moaBEM TEMIIEPATYPbI 5°C B MHHYTY, KOHELl 10dc, IIPY 3TOM TEMIIEPATYPE YAEPKUBACTCS
1 muH, obmiee BpeMst aHanu3a 14 MUH; peKUM HOHHU3AIUN MacC-IE€TEKTOpa METOIOM SJIEKTPOHHOTO
ynapa. Kammnsipaas xpomatorpaduyeckas kojmonka HP-5MS, nnimuaa kononku 30 M, BHYTpeHHUN
muametp 0,25MMm, HenoaBMKHAS (Da3a AUMETHUITIOIUCHIIOKCAH.

Pe3yabTaThl HCCJIEI0BAHUS U UX 00CY:KIeHHE

Hamu Obutn TIpOBENEHBI CEpHsl OMBITOB JJIsi  ONPEACNCHUS ONTUMAIBHBIX YCIOBUHN
MpOBEJEHUsI IMpoliecca, T.6. BIUSHUE HA BBIXOJ MPOAYKTa MOIIHOCTH  OOJYy4YeHHs,
MPOJOJKUTENIFHOCTA TpOIlecca, COOTHOIICHMsI KaTaiau3aTopa OT OOILIeil Macchl pearupyromnx
BEIIECTB U COOTHOIICHUH pearupyroIiX BEIIeCTB.

Haiineno, 4ro onTUMaabHBIM COOTHOIIEHHWEM PEAardpyIOMINX BEIIECTB SBISETCS MOJSPHOE
COOTHOIIICHUE YKCYCHasl KucaoTa: u3onpomnanon — 1:1,mpopomkurensHocTs 0,5 MUH, COOTHOIIICHHE
KaTaim3aTopa OT 00IIe Macchl pearupyromux BemiecTB 1%, moutHocTs obmyderus 900 Bt, mpu
ITHX YCIOBUSX BBIXOJ IIEJIEBOT0 MpoIyKTa cocraniser npakrndecku 100 % [abnura).

HaxoxneHne onTuManbHbIX YCIOBUM POBEAEHUS IIpoLiecca

Ne MosnsipHO€ COOTHOLIEHUE Momnocts | IIpomomxku- | Karanmuzatop, % Brixong
pearupyrommx BEMIECTB o0nydeHust, | TEIbHOCTh, | OT OOII. MacChl | MPOJIYKTA,
VYkcycHas | M3onponanou Br MHH pearupyromux %
KHCJI0Ta BEIIIECTB

1|1 1 100 1 1 59,62

2 11 1 180 1 1 59,86

3|1 1 300 1 1 60,09

4 |11 1 450 1 1 60,74

511 1 600 1 1 61,38

6 |1 1 900 1 1 100

7 11 1 900 0,5 1 100

8 |1 1 900 0,25 1 54,29

9 11 1 900 0,5 0,5 88,49

[locne mpoBeaeHUs: peakUUU MPOAYKThl AHAIU3UPOBAIM C TIOMOIIBIO XPOMATO-MacC
CHEKTPOMETPHUH, BpeMs yIep:KaHus u3omponuianerara cocrapiser 3,0 muH. XpomaTorpaMmma

MOJIYYEHHOT0 MPOIYKTa MpUBeeHa Ha pUCYHKe 1.



Abundance TIC: ISOPROPYLACETATE_1_1_1TsOH_SO0OW_S30SEKUND.D\data.ms
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Puc.1. XpomaTorpamma H30IpONMIIAIETaTa, TOJYYEHHOTO MUKPOBOIHOBBIM OOJIyYeHUEM B
IPUCYTCTBUH 11-TOJIYOJICYIb()OKUCIOTHI
[Tomy4eHHBIH MPOIYKT UACHTUDHUIIMPOBAH C IIOMOIIBIO MacC-CEIEKTUBHOTO JIETEKTOpa, Macc-
CIIEKTPBI U3OMPOIUIIAIIETaTa COOTBETCTBYET JaHHBIM OnOanoTeunoi 6a3er NISTO8 pucynok 2), B

Macc-CHeKTpax MPUCYTCTBYIOT MOJIEKYJISIPHBIM HOH U MacC (parMeHThI OJTYYEHHOTO MPOAYKTA.

Abundance Scan 506 (2.999 min): ISOPROPYLACETATE_1_1_1TsOH_900W_30SEKUND.D\data.ms
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Puc. 1. Macc-criekTp H30MpoIuianeTara, moJfydeHHOTO CBEPXBBICOKOYACTOTHBIM O0Ty4EHUEM B
IPUCYTCTBUH 71-TOJIYOJICYIb()OKUCIOTHI
B HK-cnekTtpax TOIYy4eHHOTO TPOAYKTa HAOMIOJAETCS XapaKTePUCTHUYHAS II0J0ca
MOTJIOMICHUST KapOOKCWIbHBIX Tpynn npu 1708 em?, Tawke B obmactm 1107, 1244 cm*

NPOSIBIISIFOTCS. MHTEHCUBHBIE A(UPHBIE MMOJIOCH, BhI3BaHHas kojebanusmu C-O-C (pucyHok 3).
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Puc. 3. UK-cniekTp m3onpomnuianerara, moJxydeHHOr0 MUKPOBOJIHOBBIM 00JIy4eHUEM

Takum oOpa3oMm, HamMH OBUI CHHTE3MPOBAH H3O0NPONMIIAIIETAT MPSIMOI 3STepuHUKaImen
YKCYCHOW KHCIIOTBI M30INpPONAHOJIOM B YCIOBMSX CBEPXBBICOKOYACTOTHOIO OOJYy4EHHUS B
MPHUCYTCTBUH 1-TONyoNCyabhokuciorsl (1% ot 00mieit Macchl pearupyromux Bemiects). HaiieHs
ONTUMAJIbHBIE YCJIOBUS MPOBEACHUS NPOIECCa, MAKCUMAIbHBIM BBIXOJA MPOAYKTA MPAKTUUYECKU
100%. [TomyuyeHHBII NPOAYKT ObUT MAESHTH(HUMPOBAH C MOMOILIBIO T'a30BOro xpomarorpada c
Macc-CeJIEKTUBHBIM JIETEKTOPOM U MH(pakpacHOi cnekTpomerpuu. IIpemiaraemelii HaMmu crnoco®
MOJyYEHUs M3O0INPONMIALETaTa 110 CPABHEHUIO C M3BECTHBIM CIIOCOOOM IO3BOJISIET COKPATHTh

MIPOJIOJKUTENIBHOCTD Tiporiecca B 240pas.
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