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CHUHTE3 OTHJIBEH30ATA B YCJIOBUAX CBEPXBBICOKOYACTOTHOI'O

OBJIYYEHUA

Annazos H.O., HusizoBa JI./K., AxbuioexoB H.U., Omapos E.A.,
Ecneno6erosa I11.0., Hazapos E.A.
Koizvinopounckuii eocyoapcmeennwiii ynusepcumem um. Kopkeim Ama, Kvizvinopoa,
e-mail: nurasar.82@mail.ru

TIpennaraercs cunTe3 STHIOCH30aTa peakuuel npsMoi dTepuduKaniyu 6eH30WHOI KUCIOTHI STUIIOBBIM CIIHP-
TOM B YCJIOBHSIX CBEPXBBICOKOYACTOTHOTO OOJIyUCHHS B NMPHUCYTCTBUM KHCIOTHOTO Karanu3aropa. Haiinenst ontu-
MaJbHBIE YCIOBHS IPOBEIEHHUS POIECCa: MOIHOCTh CBEPXBBICOKOUYACTOTHOIO OOIyUYEHHsI, IPOJOIDKUTEILHOCT
mporecca, COOTHOLICHNE KaTaau3aTopa OT oOIIel MacChl pearHpyIOMUX BEIIECTB, COOTHONIICHHE PEarHpyIOMUX
BemiecTB. HaiiileHo, 4TO ONTHMaJbHBIM HPH TPOBEACHUM ITIPOLECCa SIBISIETCS MOJISIPHOE COOTHOIICHHE OEH30M-
Hasl KUCJIOTa:dTUIOBBIA CIIUPT 1:5, IPONOIDKUTENBHOCTE 12 MUH, COOTHOLICHHE KaTaau3aropa OT OOIIel Macchl
pearupyromux BemecTs 1%, MomHocTs 00mydenus 450 BT. Beixox meneBoro mpomykTa Ipu 3THUX YCIOBHAX CO-
crasiseT npakrudecku 100 %. ITomydeHHbIe TPOAYKTHI HASHTU(HHUIUPOBAHBI C TOMOILBIO IA30BOH XpOMAaTO-Macc-
criekrpomerpun 1 MK-criexrpomerpun. Ipemnaraemslii cioco6 mosry4eHust 3THIOBOro d(upa GeH30iHOIT KHCIOTH
10 CPABHEHUIO C U3BECTHBIMH METOAMH II03BOJISCT COKPATUTh IPOJO/DKHTEILHOCTh IPOIIEcca B HECKOIBKO JeCAT-
KOB pa3. Pe3ysbTarbl MOI'YT HAWTH IPUMEHEHHE JUIsl TTOJy4eHUs 3THI0eH30aTa.
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SYNTHESIS OF ETHYLBENZOATE IN CONDITIONS OF MICROWAVED

Appazov N.O., Niyazova D.ZH., Akylbekov N.I., Omarov E.A.,
Espenbetova SH.O.,Nazarov E.A.
Korkyt Ata Kyzylorda State University, Kyzylorda, e-mail: nurasar.82@mail.ru

Proposed the synthesis of ethylbenzoate by direct esterification reaction of benzoic acid with ethyl 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 benzoic acid:ethanol 1:5, duration 12 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 almost 100 %. The resulting products were identified by gas chromatography-mass spectrometry and IR
spectroscopy. The proposed method for producing a benzoic acid ethyl ester as compared with the known methods
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can reduce the process time of a few dozen times. The results can be used for the preparation of ethylbenzoate.

Keywords: ethylbenzoate, benzoic acid, ethyl alcohol, microwaved, sulfuric acid, chromatography-mass spectrometry,

IR-spectrometry, exposure rate

Dupsl OCH30MHON KHCIIOTHI COZIEPIKATCS BO
MHOTHX 3(DUPHBIX Macliax, TOTYaHCKOM H TIepy-
aHCKOM OaJib3amax, OeH30iHOM cMosie u .. [11].

OtunbeH3zoar o0NanaeT HMHTEHCHBHBIM
LBETOYHO-(PPYKTOBBIM 3aIllaxoM, SIBJISIETCS CO-
CTaBHOM 4acThi0 APUPHBIX Maced TyOepo3bl,
WJIAHT-WUJIaHTa, TBO3AUKUA U T.A. [5, 10]. Ilpu-
MEHSETCSl B MHIIEBOW MPOMBIIIIIEHHOCTH KaK
HaTypajbHbId WIH UACHTHUYHBIM HaTypaJlbHO-
My THIIEBOW apoMaTH3arop, HCIOIb3yeTCs
B nap(rOMEepHBIX KOMIO3ULIHMAX M OTIYHIKAX
npu po3upoBke 10 10% [6, 7].

Iean uccnenoBanmsi

OTUIOBBIN AQup OCH30MHON KUCIIOTHI TIO-
Ty4JaroT peakmued TMpsSsMod dTepruUKaIN
OEH30MHOW KUCIIOTHI ATUJIOBBIM CIIMPTOM TIPH
MOJISIPHOM COOTHOIIEHHUH 1:7 COOTBETCTBEHHO
B TPHUCYTCTBUM KOHIIEHTPUPOBAHHOW CEPHOM
KHCJIOTBI B KonmuuecTBe 5% OT o0Iei mMacchbl
pearupymronmx BeLIeCTB B TedeHHe 4 4 Ipu
KUIEHUHM PEAaKLUHUOHHOW CMECH, BBIXOH Ieie-
BOTO TIPOAYKTA MpPU 3TOM cocTasisieT 83 % oT
Teoperuueckoro [8]. DTuibeH30aT MONMydaroT

C BBICOKHM BBIXOJIOM TPH MPOITYCKAHUH CMECH
OCH30MHOW KUCIIOTHI M 3TUJIOBOTO CITUPTa HA
OKHUCBIO Topus Tipu Temmeparype 350°C [10].
Takoke u3BecTeH croco0 NMomyueHust STUI0SH30-
ara B3aUMOJICHCTBHEM OEH30J1a C YEeThIPEXXJIO-
PHCTBIM YTJICPOJIOM M 3TAHOIOM B armocgepe
aproHa B MPUCYTCTBUH METAJUTUYECKOTO KeJe-
3a 1 areTuianeTona mpu temmeparype 130°C B
TeUeHHe § U MPU MOJILHOM COOTHOIIICHUH [Ke-
ne30  (mer.)]:[anerunaneron]:[6enzon]:[CCL]:
[aTanon] = 10:1:20:200:200 ¢ BBIXOAOM IIEJIEBO-
ro nponykra 47 % [9].

HenocraTkamu mepevnciieHHbIX coco00B
MOJTY4eHUsI ATUIOCH30aTa SIBISIOTCS JUTHTEIb-
HOCTh TIpoOIiecca, NPUMEHEHHE BBICOKOH TEM-
neparypol, HUCHOJIb30BaHHUC JOPOrOCTOAIINX
KaTaJIn3aTOPOB, HEBBICOKUH BBIXOJI TIPOIYKTA.

CHHTE3 B YCIOBUSIX CBEPXBBICOKOUA-
CTOTHOTO OONYYCHHUS SIBISICTCS JUHAMUYHO
Pa3BUBAIONIMMCS METOJIOM B OPraHUYECKOM
CUHTE3€E, B OTJIMYHE OT KJIACCHYECKOTO KOHBEK-
IIMOHHOTO HArpeBaHMsi MUKPOBOJIHOBOE OOITy-
YECHHE MTO3BOJISICT B ICCATKH Pa3 YCKOPUTH OCY-
IIECTBIEHNE MHOTHX OPTaHUYECKHX PEaKIuH,
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MOBBIIIAET BBIXOJ IEJIEBOr0 Npoaykra [4].
W3BecTHBI METOABI CHHTE3a CIOXKHBIX IPUPOB
KapOOHOBBIX KMCIIOT PEAKINEN IPSIMOH dTepu-
(UKaIuu B yCIIOBUSIX CBEPXBBICOKOYACTOTHO-
ro obmyuenus [12, 13, 15]. Hamu panee ObLin
OIyOJIMKOBaHbl PabOTHI 10 CHHTE3y alleTaToB
HUBIIUX CITUPTOB B YCIOBHUSIX CBEPXBBICOKOYA-
CTOTHOTO OOJy4eHHs, HalZICHbI ONITHMANbHEIE
yCIoBHsI IpoBeAeHMSI mporiecca [1, 2, 3].

Hnst paboTbl OBITOBBIX MHKPOBOJIHOBBIX
meyei, a Takxe AJisi MPOMBIIUIEHHBIX MHUKPO-
BOJIHOBBIX PEAKTOPOB OIpe/elieHa YacToTa
2,45 I'T'n. dakTuuecky, AJsl peakTopoB B CUH-
TETHYECKOW XWMHH HCIOIB3YETCsl YacToTa
2,45 I'Tu (mmwmHa BoHEI 12,24 cm). B gncne
ONyOJIMKOBaHHBIX B JIUTEparype MPUMEPOB
MPOBEICHUS OPraHMYECKOTO CHUHTE3a KpaiiHe

COOH

+ CH,CH,OH

ITponyKT peakuyuu HACHTH(GHUIMPOBAH HA ra30BOM
xpomaro-macc-criekrpomerpe  Agilent  7890A/5975C
(CIIA) u UK-cniekrpomerpe IR-Prestige 21 dupmsbr Shi-
madzu (SImonus).

VenoBust xpomarorpadupoBaHus: ra30BbIi Xpoma-
torpad 7890A ¢ macc-ceneKTHBHBIM jieTekTopom 5975 °C
¢upmer Agilent; moasmxkHast daza (raz-HocuTeNb) — Te-
nmii; Temmeparypa ucnapurens 230°C, cOpoc moroka
(Split) 500:1; Temmneparypa TepMocTara KOJIOHKH, Hada-
10 40°C (1 mun), nogsem Temneparypst 10°C B MuHY-
Ty, koHen 215°C, npu 3Toi Temmneparype yaepKUBaeTcs
1 muH, obmiee Bpems aHanuza 19,5 MUH; peXUM HOHH-
3a[ Macc-IEeTEeKTOpa METOOM AJIEKTPOHHOTO yaapa.
Kammisprast xpomarorpaduueckas koiaonka HP-5MS,
JuinHa KostoHkU 30 M, BHyTpeHHu# auametp 0,25 MM, He-
MOJBIKHAS (Da3a TUMETHIIONHUCHIOKCAH.

Pe3yabTaThl Hccjie10BaHus
U UX o0cy:KIeHne
Hamu Ob1a mpoBeeHa cepusi ONBITOB ISt

OIIpeACJICHUS OINTUMAJIbHBIX YCJIOBI/Iﬁ IIpoBE-
JOC€HUA Iponecca, T.€. BIMAHNUEC Ha BBIXOO IIPO-

H,SO,, hv
—_—

PEAKO BCTPEYAIOTCSl YIIOMUHAHUS JIPYrod ya-
CTOTBI, KPOME BBIMICYTIOMSHYTOH [14].
IIpenyaraemplii HaMH CIIOCOO TTOTYYICHIS
3TWIOCH30aTa TO3BOJIIET COKPATUTh IPOIOJI-
JKUTCJIBHOCTh PE€AaKIMKU B HCCKOJIBKO JACCATKOB
pa3, 4TO IO3BOJIUT COKOHOMUTH 3aTpaTbl Ha
SJICKTPO- WUJIN TCIUIOBYIO SHEPIrUt0 U COOTBET-
CTBCHHO BKJIFOYHUTH IIPOMU3BOJCTBO THJIOEH30-
aTa B 00J1aCTh «3€JIEHOW» XUMHH.
MarepuaJjibl M METOABI HCCICAOBAHUSA
CunTe3s STIIIOeH30aTa OCYIIECTBISIIN IPSIMOIT 3Tepu-
¢ukanmelt GeH30MHOI KUCIOTHI STUIIOBBIM CITUPTOM HPH
CBEPXBBICOKOYACTOTHOM 00My4yeHHH Ha ObIToBoii CBY-
neur. [Tpy MPOBEICHUH OIBITOB B KA4ECTBE Karaan3aropa
HCIIOJI30BAJIM KOHIIEHTPHPOBAHHYIO CEpPHYIO KHCIOTY. B
Ka4eCTBE HCXO/HBIX PEAreHTOB HCIIOIB30BAIN OCH30HHYIO
KUCIIOTY 1 a0COTIOTHPOBAHHBIN 3THIOBBIN CIIUPT.

//O

C
NOCH,CH,
+ H,0

JIYKTa MOIIHOCTU OOJTyYEeHHs], TPOTOIIKUTEIIb-
HOCTH TIPOIIeCCa, COOTHOLIEHHSI KaTaln3aTopa
OT o0uiell Macchl pearupyroliux BELIECTB U
COOTHOILIEHHH pearupyrommx BEIECTB.

Haiineno, 4YTo oONTUMajIbHBIM COOT-
HOIIEHWEM pearupyrommx BeIIeCTB SBIs-
eTcsl MOJSIPHOE COOTHOIIEHHE OeH30iHas
KUCIIOTA:3TUIOBBIA criupT — 1:5, mpoaoKu-
TEIbHOCTh 12 MHH, COOTHOILIEHHE KaTallu-
3aTopa OT O0IIei Macchl pearupyromux Be-
mectB 1%, MomHocTh obOmyuenus 450 Br,
IIPH 3TUX YCJIOBHSAX BBIXOJ LIEJIEBOIO MPOIYK-
Ta 0 pe3yJbTaraM ra3zoxpomarorpadudecko-
ro a"anusza cocrasiser npaktuyecku 100 %
(Tabmuma).

Ilocne mpoBeneHHUs pEAKIMH TPOTYKTHI
AQHAJIM3UPOBAIIU C IOMOIIBIO Fa30BOM XpOMaToO-
Macc-CIIEKTPOMETPUH,  BpeMsl  yJepKaHUs
strnoensoara 10,7 muH. XpomarorpamMma 1o-
Jy4YEHHOT0 MMPOAYKTa IPUBEJEHA Ha puc. 1.

HaxoxieHne ontuManbHbIX YCIOBUI MPOBEAEHUS MpoLecca

MounsipHO€ COOTHOIIEHUE

Ne pearupyroumunx BeIiccTs MomHuocTh I;Iep;ﬁfggg' ggfuaﬂhzlsgg;p > ;)/E(I)I“(;IT— Brixon
n/n Eﬁﬂiiﬁ?gﬂ 3TCPII_JI1P?;TLH?I o0nmyueHus oracTh pylc;umx BelﬂeCTB HPOLYyKTa

1 2 3 4 5 6 7

1 1 5 100 2 1 25,42

2 1 5 180 2 1 29,87

3 1 5 300 2 1 31,39

4 1 5 450 2 1 43,04

5 1 5 600 2 1 35,34
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OxoHuyanue Taoda. 1

1 2 3 4 5 6 7

6 1 5 900 2 1 36,37
7 1 5 450 4 1 21,78
8 1 5 450 6 1 90,00
9 1 5 450 8 1 98,32
10 1 5 450 10 1 98,53
11 1 5 450 11 1 98,92
12 1 5 450 12 1 100,0
13 1 5 450 14 1 97,33
14 1 4 450 12 1 96,42
15 1 3 450 12 1 94,22
16 1 5 450 12 0,5 99,84
17 1 5 450 12 1,5 95,51

Puc. 1. XpomamozpaMMa 3mwz6en30ama, NOJIYYEHHO20 C6EePX6blCOKOUACOMHbIM 06/lyll€HM€M

[NomyyeHHbIi MPOAYKT HAeHTUGHULIMPOBaH ¢ OubnmoteuHoit 6a3el NISTOS (puc. 2), B Macc-
[IOMOILBIO MacC-CeJIEKTUBHOTO AETEKTOPa, Macc-  CIIEKTPax MPUCYTCTBYIOT MOJICKYJISIPHBIN HOH U
CIIEKTPBI STUIIOEH30aTa COOTBETCTBYET JJAHHBIM ~ Macc ()parMeHTHI ITOTyYEHHOTO TPOYKTA.

Abundance Scan 1844 (10.655 min): ETHYLBENZOATE_1_5_1H2S04_12MIN_450W.D\data.ms
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Puc. 2. Macc-cnekmp 3mwl6eH30ama, NONYYEHHO20 C68epXeblCOKOUacmontHobim 06lell€Hu€M
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Puc. 3. UK-cnekmp smunbenzoama, noiy4eHHo20 c8epX8blCOKOUACTNOMHbIM 00.IyYeHueM

B MHK-cnekrpe mMOIy4eHHOTO MPOIYK-
Ta HaOJrOmaeTcsd XapakTepHCTHYHAs Iojoca
NOTIONICHUST KapOOKCWIIBHOW TpyMIbl MpH
1716 cm', Taxxke B obactu 1070, 1090, 1107,
1175 u 1273 cm™! IpoOSIBIAIOTCS HHTCHCUBHBIC
3(upHBIE TTONIOCH, BRI3BAHHBIE KOJICOAHUSIMHU
C-0O-C (puc. 3).

BriBoabI

Taxum 006pa3om, HaMH OBIJT CHHTE3UPOBAH
9THIOEH30aT PSMOH dTepUPHKaILueis OeH30M-
HOM KHCIIOTHI STUJIOBBIM CITUPTOM B YCJIOBHUSX
CBEPXBBICOKOYACTOTHOTO OOJIy4YeHHUs] B MpU-
cyrcTBud cepHoil kucnoTsl (1% or obmeit
MacChl pearupyromnux BemecTs). HafineHsr om-
TUMaJIbHBIE YCIIOBHUS TPOBEICHHS Ipolecca,
MaKCHUMAaJIbHBIA BBIXOJ TNPOAYKTa COCTaBISET
npaktruueckn 100%. IlomdydeHHBIN mpomyKT
ObUI HACHTU(PHULIUPOBAH C TOMOIIBIO Ta30BOT0
xpomarorpada ¢ Macc-CeJIeKTUBHBIM JETEKTO-
poM U MH(pAKpacHOH criekTpomeTpu. [Ipen-
JlaraeMblii HAMH CTIOCO0 TIONYYEHHSI STHIOCH-
30ara 1Mo CPaBHEHHIO C M3BECTHBIM CIIOCOOOM
M03BOJISIET CYIIECTBEHHO COKPATUTh IMPOAOJI-
JKUTEIBHOCTH Ipolecca.
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