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CHUHTE3 U30AMUJIALIETATA B YCJIOBUAX
CBEPXBBICOKOYACTOTHOI'O OBJIYYEHMUSA

AnnazoB H.O., lllurenoBa A.C., AkbLi0exoB H.HU., Tyaenosa A.K.,
CeiiToBa A.A., Hapmanosa P.A., Hapenosa C.M.
Kuoizvinopounckuii cocyoapemeennsiii ynusepcumem um. Kopkeim Ama,
Kwvizvinopoa, e-mail: nurasar.82@mail.ru

Ipennaraercst CHHTE3 H30aMHIIALIETaTa PEAKIHSH IPSIMOIT dTepH(UKAINH YKCYCHOH KUCIOTHI H30aMIJIOBBIM
CIIUPTOM B YCJIOBHSAX CBEPXBBLICOKOYACTOTHOTO OOTydYCHHs B IIPUCYTCTBHU KHCIOTHOTO KaTanu3aTopa. HaiimeHsr
ONTUMAJILHBIE YCIIOBHS TPOBEJICHHs TPOLECCA: MOIHOCTb CBEPXBBICOKOUACTOTHOIO 00TyUYEHHMsI, IPOIOJKUTENb-
HOCTB IIPOIIecCa, COOTHOLIEHHE KaTajanu3aTopa OT OOIIeill MacChl pearupylolHX BEIeCTB, COOTHOIICHUE peart-
pyromux BemiecTs. HaiieHo, 4To onTUManbHBIM NIPU MPOBEACHUHU IIPOIECCA SIBIACTCS MONSPHOE COOTHOIICHHE
YKCYCHasl KHCJIOTa:H30aMUIIOBBIH crupT 1:1,1, MposomKuTenbHOCTb 3 MUH, COOTHOILIEHHE KaTali3aTopa oT o0meit
Macchl pearupylomux BemecTs 1%, mMomuocTs o0mydenns 450 Br. Bixon meneBoro mpomykra IpH 3THX yCIIO-
BUSX cocTaBisieT 76,17 %. Ilpu mpoBeneHn peakuuy HapsIy ¢ H30aMMIaneTaroM (3-MeTunOyTtunanerar) obpa-
3yercs 2-meTunOyTunanerar. [ToimydeHHbIe MPOIYKThl MACHTH(HUIMPOBAHBI C IIOMOIIBIO Ta30BOI XpOMaTo-Macc-
criekrpomerpun 1 MK-criexrpomerpun. Pe3ynsraTsl MOTYT HATH IPHMEHEHNE UL HOIYYSHHUS H30aMUIaneTara.

KiroueBble ci10Ba: H30aMHIALETAT, YKCYCHAsI KHCJI0TA, H30aMUJIOBbII CIIUPT, CBEPXBbICOKOYACTOTHOE 00/ IyYeHue,
cepHasl KHCJI0Ta, XpoMaTo-Mace cnekrpomerpus, MK-cnekTpomeTpusi, MOIHOCTD 00/ 1yYeHHs

SYNTHESIS OF ISOAMYL ACETATE IN CONDITIONS OF MICROWAVED

Appazov N.O., Shigenova A.S., Akylbekov N.I., Tulepova A.K., Seitova A.A.,
Narmanova R.A., Narenova S.M.
Korkyt Ata Kyzylorda State University, Kyzylorda, e-mail: nurasar.82@mail.ru

Proposed the synthesis of isoamyl acetate by direct esterification reaction of acetic acid with isoamyl alcohol
in microwaved in the presence of an acid catalyst. Were optimized conditions of the process: output of microwaved,
the duration, the ratio of the catalyst to the total weight of reacting substances, ratio of reacting substances. It was
found that during the process the optimum molar ratio is acetic acid:isopropanol 1:1,1, duration 3 min, the ratio of
the catalyst to the total weight of reactants — 1 %, the microwaved power — 450 W. Yield of the desired product under
these conditions is 76,17 %. When the reaction on a par with isoamyl acetate (3-methyl butyl acetate) is formed
2-methyl butyl acetate. The resulting products were identified by gas chromatography-mass spectrometry and IR
spectroscopy. The results can be used for the preparation of isoamyl acetate.

Keywords: isoamyl acetate, acetic acid, isoamyl alcohol, microwaved, sulfuric acid, chromatography-mass

spectrometry, IR-spectrometry, exposure rate

Wzoammanierar obnamaer peskuMm (Gpyk-
TOBBIM 3aITaXOM, HATOMWHAIOIIMM 3arax TPy,
BXO/IUT B COCTaB 3(PMPHBIX Macell, BBIJICIEH-
HBIX U3 00K, IPUMEHSETCS B ITUILEBOM Mpo-
MBIIIJIEHHOCTH KaK UJSHTUYHBIN HaTypajJbHO-
My IHUIIEBON apoMaTHU3aTop Il TPOU3BOJICTBA
HaIMTKOB, Kapamend, XJIeO0OyIOuHBIX H3J1e-
WA ¥ Ip., KaK PacTBOPHUTENh B JAKOKPAcOU-
HOH, KO)KEBEHHOW U JAPYTHX OTpaciixX Ipo-
MBIIIUIEHHOCTH, B MPOU3BOACTBE KHHOIIJICHKH,
uesutyfouaa, napgomepun 1 T.1. [5, 7, 9, 10].
MK nzoamunanerara 100 mr/v? [9].

Heas wuccaenoBanusi. Jlng nomyye-
HUS d(Upa YKCYCHOH KHCIOTHI TPUMEHSIOT
YKCYCHYIO KHCIIOTY, YKCYCHBIH aHTHUAPHUL
1 XJIODAHTUJPUJL YKCYCHOM KHUCIOTBL. [Ipu
9TepUPUKAIUN YKCYCHBIM aHTHUAPHIOM J0-
0aBISIOT WHOTNA TaKXKe YKCYCHOKHCIBIA Ha-
Tpuil. B KauecTBe KaTanuzaropa sl peakuuu
ANeTHIIUPOBAHMS WCIOIB3YIOT OOBIYHO KOH-
[EHTPUPOBAHHYIO CepHYIO KUCIOTy (1-60 %),
OCH30JICYIb(OKHUCIIOTY, TOIYOJICYIIb(HOKUCIIO-
Ty u Qochophyto kucnoty [4]. [lpu xunsue-
HUU B MOIISIPHBIX COOTHOIICHHUSX YKCYCHOH
KHCIIOTHl W30aMHJIOBBIM CIIUPTOM B TIPUCYT-

CTBHUU CEPHOU KUCIOTHI (~5 % 0T 00111e#i Macchl
pearupyronifx BEmECTB) MOIYYaroT W30aMH-
narnerat BeixomoM 61,7 % [6]. Taxke n3BecTeH
Croco0 MoJIydeHus W30aMujalerara MpoIry-
CKaHHUEM CyXOro Ta3000pa3HOro XJIOPUCTO-
ro Bomopozaa B Teuenue 1-1,5 4 yepe3 cmech
M30aMIJIOBOTO CHHpTa M M30BITKA JIEASHON
YKCYCHOM KHMCJIOTHI ITPM KOMHAaTHOW TemIepa-
Type, CMeCh OCTaBISIOT HA 12 4 1 TOcie 3Toro
KHITATAT 5—6 4, IPU 3TOM BBIXOJI IIPOJIyKTa CO-
crapisieT 51,6 % [8].

HenocraTkamu nepevnciaeHHbIX cioco00B
TIONyYEeHHsI M30aMuUIIaneTara SBISIOTCS JJTH-
TETBHOCTh TIPOIIECCa, MPUMEHEHHE BBICOKOM
TEMIIEPATyPbl ¥ HEBBICOKUI BBIXOJI ITPOIYKTA.

CuHTE3 B yCIIOBUSAX CBEPXBBICOKOYACTOT-
HOTO OOJIyYeHHUsl SBJSICTCS JUHAMUYHO Pa3BU-
BaIOIIMMCSI METOZIOM B OPTaHUYECKOM CHHTE3E,
B OTJIMYHE OT KJIIACCUIECKOTO KOHBEKIIMOHHOTO
HarpeBaHHsi MUKPOBOJHOBOE OOJIy4deHHE TpPo-
BOJIUTCS B 3HAUYUTEIHHO KOPOTKOE Bpems [3].
W3BeCTHBI METO/IbI CUHTE3a CIIOKHBIX I(PUPOB
KapOOHOBBIX KUCIIOT PEaKIMel IPsSIMOi dTepu-
(huKaIMu B YCIOBUSAX CBEPXBBICOKOYACTOTHO-
ro obmydenus [12, 13, 15]. Hamu panee Obimn

B OVHJIAMEHTAJIBHBIE UCCIIEAJOBAHUS Ne8,2014 W



1076

B CHEMICAL SCIENCES H

OTYOJIMKOBAHBI PAOOTHI 0 CHHTE3Y CIIOKHBIX
9pUpOB KapOOHOBBIX KHUCIIOT B YCIIOBHSX
CBEPXBBICOKOYACTOTHOTO oOyueHus [ 1, 2].
Jiiss paboThl OBITOBBIX MHUKPOBOJIHOBBIX
redel, a Takke NI MPOMBIIUICHHBIX MUKPO-
BOJTHOBBIX DPEAKTOPOB OTpe/eleHa YacToTa
2,45 I'T'. dakTHdecky, s peakTOpOB B CHH-
TETHYECKOM XHMHUH HCIIONIB3YETCsl 4acToTa
2,45 T (mmuua BosHbl 12,24 cM). B yucie
OIyOJIMKOBaHHBIX B JIUTEpAType IPUMEPOB
MIPOBEICHUS OPraHUYECKOTO CHHTE3a KpalHe
pPEeIKO BCTPEYArOTCS YIIOMHHAHUS IPYyTro da-
CTOTHI, KpoMme BhITeynomsiHyToi [11, 14].
[pennaraemplii HaMH  CIOCOO  TIOMyUYEHHS
H30aMMIIaLIeTaTa MO3BOJSIET COKPAaTUTh MPOAOI-

JKHUTEIILHOCTh PEaKIMU B JICCATKU Pa3, YTO JKO-
HOMMT 3aTparhl Ha AEKTPO- MK TEIUIOBYIO SHEp-
THIO ¥ COOTBETCTBEHHO BKITFOYAET MPOM3BOCTBO
W30aMUJIALIETATa B OOIACTH «3EJICHOM XUMUH.

MaTepI/la.]'ll)I U METOAbI UCCJICAOBAHUA

CuHTe3 HW30aMHMIaleTaTa OCYILIECTBIISAIN
MpsIMON 3TepudUKanmell YKCyCHON KHCIIOTHI
M30aMWJIOBBIM CIIUPTOM IPU CBEPXBBICOKOYA-
CTOTHOM 00mydeHnn Ha ObiToBOM CBY-meumn.
IIpu mpoBeseHnN ONBITOB B Ka4eCTBE KaTalu-
3aTopa HCIOJIb30BAJIN KOHIIEHTPUPOBAHHYIO
CEpHYyIO0 KHCIIOTY. B KauecTBe MCXOIHBIX pe-
areHTOB MHCIOJIb30BAIN JICASHYIO YKCYCHYIO
KHCJIOTY U M30aMUJIOBBIH CIIMPT.

H,SO,, hv
CH,COOH +CH3(|3HCHZCH20H 2—4>CH3COOCHZCH2|CHCH3 +H,0

CH

3

[Iponykt peakunu MACHTU(HULIUPOBAH HA
ra30BOM XpOMaTo-Macc-crieKkTpoMmerpe Agilent
7890A/5975C (CHIA) wu UK-cnekrpomerpe
IR-Prestige 21 ¢upmbr Shimadzu (Anonwus).

VYenoBus xpomarorpadupoBaHus: Ta30BbIid
xpomarorpad 7890A c Macc-CeNeKTHBHBIM Je-
texkTopoM 5975C ¢upmer Agilent; monBrkHasS
(haza (Ta3 HOCHTEIN) — TEJIHIA; TeMIIepaTypa uc-
naputenst 160°C, copoc nmoroka (Split) 1000:1;
TeMIepaTrypa TepMocTara KOJIOHKH, Hadajo
40°C (1 mun), noxbem Temneparypsl 5 °C B Mu-
HyTy, koHer| 150°C, mpu 3TOi Temmeparype
yaepxuBaercsi | MuH, oOluee Bpems aHaIu3a
24 MAH; pEeXUM HMOHH3AIMU Macc-IeTeKTopa

CH,

METOIOM 3JIEKTPOHHOro yhapa. KamwuispHas
xpomarorpaduueckas kojaonka HP-SMS, mmaa
kostoHKH 30 M, BHyTpeHHH auametp 0,25 mm,
HeroABIKHAs (paza JUMETHUIIIONUCHIOKCAH.

Pe3ynbTarhl necenoBaHus
U UX o0cy:KIeHne

Hamu Obun MPOBCACHBI CCPUA OIBbITOB
AJIs1 OIIPEACIICHUA ONTHMAJIbHBIX YCJ'IOBI/Iﬁ
IIPOBCACHUS ITpoLIecca, T.€. BIUAHNEC HAa BbIXO/
IMpoaAyKTa MOIIIHOCTHU O6JIy‘IeHI/I$I, IIPOaO0JIKHN-
TCJIBHOCTHU ITpoHecca, COOTHOLICHUA KaTaIn3a-
TOpa OT 06H_ICI>'I MACChbI pCarupyromnux BCIeCTB
1 COOTHOIICHUN pearupyromux BCIICCTB.

HaxoxieHne ontuManbHbIX YCIOBUM MPOBEAEHUS Mpolecca

cxfgggi%;e Mommocts | TTponon- Karamusarop, % Beixon mponyxra, %
Nen/m| pearupyro- | oOmyuye- | >KUTETb- OTez)me' r)acg)’: 3-metn 6y- | 2-Merwn Oy- | O6wmit
ugll)é BeHIjIE:(T:B uist, Br | Hocts, mun | P BeHI;ZCTI]I: TUI-alleTaT | TUI-aleraTr | BBIXOJ
1 1 1 450 2 1 72,10 23,07 95,17
2 1 1 450 3 1 76,07 20,31 96,38
3 1 1 450 4 1 75,75 20,69 96,44
4 1 1 450 5 1 73,94 21,08 95,02
5 1 1 300 3 1 71,85 22,69 94,54
6 1 1 600 3 1 73,64 21,10 94,74
7 1 1 450 3 0,5 75,64 20,33 95,97
8 1 1 450 3 1,5 72,28 21,48 93,76
9 0,9 1 450 3 1 73,44 21,07 94,51
10 1 1,1 450 3 1 76,17 20,64 96,81
11 1 1,2 450 3 1 75,85 21,23 97,08
12 1 1,3 450 3 1 75,70 22,11 97,81
HaiineHo, 4YTO ONTUMaJbHBIM COOT-  KHCIOTa:M30aMMIOBBIA cnupt — 1:1,1, mponon-
HOIIICHWEM pPEAarupyIoMNUX BEIIECTB SBIA- JKATEIHLHOCTH 3 MHH, COOTHOIIICHNE KaTaln3a-
€TCS MOJIIPHOE COOTHOIICHHE YKCYCHas  TOpa OT 0OIIeii MACChl pearupyoUX BEIIECTB
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1%, mommuocTs 00mydenus 450 BT, mpu atux
YCIIOBHUSIX BBIXOJI IIETIEBOTO MPOJIYKTa COCTaB-
nsiet 76,17 % (tabnuia). UHTEpeCHO OTMETHUT,
YTO HapsAy ¢ u3oamuianeraroM (3-metuily-
THITANleTaT) o0pasyercs 2-MeTHIIOyTHIIAIIEeTaT.
Hcnonb3yeMblil UCXOAHBIA CHOUPT MO Pe3yJib-
TaraM Xpomarorpa@MuecKux HCCIEIOBAHUI
COCTOUT TOJBKO W3 HW30aMHUIJIOBOTO CITUPTA.
HaunOonpmmii BBIXOH CyMMBI 3-METHIOYTH-
Janerara W 2-MeTHJIOyTWiIaneTara COCTaBIIs-
et 97,81%, mpu yciIoBHSIX MOJSPHOE COOT-
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= B .075
e
= 1'.-107; |
Ze+O7|
1 Baso7 |
S
al 7':‘-007?
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7‘3000(\4:\
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4000000,
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1z00

HOIIIEHNE YKCYCHAsl KHCJIOTa:M30aMUIIOBBII
criupt — 1:1,3, mpOAOKUTENEHOCTS 3 MUH,
COOTHOIIICHUE KaTajau3aropa OT 00IIed Macchl
pearupyronux Bemiects 1 %, MOIITHOCTh 00Ty~
yenus 450 Bt.

Ilocne mpoBenmeHUs peakUu TPOXYKTHI
aHAJM3MPOBAIA  C TIOMOIIBIO ~ XpOMAaTo-Macc-
CIIEKTPOMETPHUH, BpPEeMsl yACp)KaHHS HW30aMUia-
1erara u 2-MeTUIOy THIIaleTara, CoCTaBsier 7,2
1 7,3 MUH, COOTBETCTBEHHO. XpOMaTorpaMmma
TIOTyYeHHBIX TPOIYKTOB MPUBEJIeHA Ha pHC. 1.

e — s ) o —
1400 1500 1m.00 =000 =z o0

Puc. 1. XpOMamoepaMMa usoamuiayemama, nOay4eHH02c0 C6epxXeblCOKOYACMOMHbIM 06ﬂy1l€H7/l€M

[lomy4yeHHBIi TPOAYKT HACHTH(OULUPOBAH
C TIOMOLIBIO ~ MAacC-CEJICKTUBHOIO  JICTEKTOPA,
MAacC-CIIeKTPbl M30aMMJIALeTaTa COOTBETCTBYET

Abundance
| 701

BOOU:

7000|

Bg.1
sl . 1%1433.0 1559 1770

miz—= 30 40 60 BD 100 120 140 160

20?.1 251.0
180 200 220 240 260 280 300 320 3240 350 380 400 420

JaHHbIM Oubmoreynoit 6aspr NISTO8 (puc. 2),
B Macc-CIEKTpax MPUCYTCTBYIOT MOJICKYIISIPHBIN
FOH ¥ Macc ()parMeHThI MOTyYSHHOTO POIYKTA.

281.1 3270 350 4052 4292

Puc. 2. Macc—cnekmp uzoamuirayemama, nojiy4eHHoco0 C6epxeblCOKoOUACMOMHbIM 06/lyll€HM€M
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Puc. 3. HK—cneKmp usoamuiayemama, nOly4eHH0c0 C6epxXeblCOKOYACmOmHbIM 06]ly'l8Hu€M

B UK-cnexkrpax mMoiy4eHHOTO MPOAYK-
Ta HaAOMIOAeTCS XapaKTEPUCTUYHAS MOJIO-
ca TIOMVIOMICHUs KapOOHWIIBHBIX TPYMI IPH
1740 cm!, Taxke B obmactu 1053, 1231 cm™!
MPOSIBIISIIOTCS. MHTEHCUBHBIC J(UPHBIE TOJO-
cbl, Bbi3BaHHbIe Kostebanusimu C—O—C (puc. 3).

BriBoabI

Takum oOpa3oM, HaMH OBIT CHHTE3UPO-
BaH M30aMujaleTaT npsMoi dtepudukauei
YKCYCHOW KHCIJIOTBI M30aMHJIOBBIM CIIHPTOM
B YCJIOBHSIX CBEPXBBICOKOYACTOTHOTO OOIy-
YeHUS B MIPUCYTCTBUH cepHOU Kuciothl (1%
oT 00mIell pearupyromux BemecTB). Haii-
JI€HBl OINTHUMAaJbHBIE YCJIOBHS TPOBEICHUS
rpoliecca, MaKCUMaJbHBIM BBIXOJ MPOAYKTa
coctaBisieT 76,17 %. IlonydeHHBI NPOOYKT
OB UACHTH(PUIIMPOBAH C ITOMOIIBIO0 Ta30BO-
ro xpomarorpada c Macc-CeleKTHBHBIM JIe-
TEKTOPOM M HH(PPAKPACHONH CHEKTPOMETPHUH.
[Ipemmmaraemplii HamMu  croco0  MOTYUYESHHUS
r30aMujaleTaTa o CpaBHEHUIO C U3BECTHBIM
CIocoOOM I03BOJISIET CYIIECTBEHHO COKpa-
TUTB TIPOAOKUTEILHOCTH TIpOIecca.
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