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Ilpugedenwt pesyromameul peakyuil aiKuIuPOSanus napa-xaopgenona ¢ 1-memunyuxio-
nenmenom u Il-memunyuKi02eKceHoM 6 NPUCYMCMEUN YeOIUNICO0EPIHCAULES0 Kamanuzamopa
Ileokap-2 (TY38-101483-77). Bzaumooeiicmeue napa-xaopghenona (IIXD) ¢ 1-memunyuxioanke-
HaAMU OCYULeCMeasAnu Ha 1a0OPaAmoOpPHON yCMAHO6Ke nepuoouueckozo oeiicmeus. Ilpooykmut pe-
aKuuu omoensau om kamaauzamopa punomuposanuem 6 zopsuem suoe (40-50 °C) u noosepzanu
pexkmugpuxayuu. Cnauana npu ammocghepHom 0as1eHuu OM2OHAIU He 60UWLEOUWIUTl 8 PeaKyUio
MemuIyuKieH, a 3amem noo eaxkyymom (10 mm pm. cm.) gvidenanu nenpopeazuposasuiuil napa-
xnopgenon u yenesoit npodykm peaxyuu. C yeapio HaAX0IHCOEHUA ONMUMATLHBIX YCA06UIL, 00ec-
neUUBAIOWUX MAKCUMATILHBLIL 8bIX00 2-UYUKNOANKUN-4-XN0pghenonos, uzyuanu enusanue memne-
pamypul, RPOOOIHCUMETbHOCIU PEAKUUU, MOTbHO20 coomHouieHua IIX®D k 1-memunyukio-
QIKEHY U KOIU4ecmea Kamaauzamopa Ha eblxo0 u cenekmuenocms. Temnepamypy peakyuu ea-
pouposanu om 80 0o 140 °C, npooonricumenvHochs onvtmoe om 2 00 8 4, MOJIbHOE COOMHOUIEHUE
IIX® k I-memunyuknoanxeny om 2:1 0o 1:2 moav/mons, Koauuecmeo kamaauzamopa om 5 00
15% macc. B pe3ynvmame 0nsa peakyuu ankuiupoeanus napa-xaopgenona ¢ 1-memunyuxio-
anKeHamu 6 npucymcmeuu uyeonaumcooeprcauiezo kamanuzamopa ILleokap-2 naiidenvt onmu-
manvhole ycnosusn: memnepamypa peaxyuu 110-120 °C, npooonscumenvnocme — 4-6 u, moavHoe
coomnowenusn ILX® k 1-memunyuxnoankeny 1:1, konuuecmeo kamanuzamopa 12-15% (na 63a-
motit IIX®). IIpu 3mux ycnoeusax evixo0 2-yuknoankui-4-xnopghenonos cocmasnsem 68,2-73,6%
om meopuu Ha e3amotii IIX®D, a cenexkmuenocmo 89,3-91,8% no yenesomy npodykmy. Ilocne om-
OesleHus nepezoHKOll Om AiKUIama yeaesvlx nPOOyKmoe 0vliu onpeoenensl ux Quzuko-xumuye-
cKue ceolicmea, y1eMeHmHbLIL COCINAs, A MaKice cmpykmypnoe cmpoenue memooamu “H AMP u
UK cnexkmpockonuu.

KiroueBble ciioBa: napa-xnoppeHon, 1-MeTHIIMKIONEHTEH, |-METHIIMKIOTEKCEeH, [TMKIOATKIITUPO-
BaHue, lleokap-2, 2-muknoankui-4-xiopdeHos
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The results of alkylation reactions of para-chlorophenol with 1-methylcyclopentene and 1-
methylcyclohexene in the presence of zeolite-containing catalyst Seokar-2 (TU38-101483-77) are
presented in the paper. Para-chlorophenol (PCP) interacted with 1-methylcycloalkenes on a labora-
tory batch setup. The reaction products were separated from the catalyst by hot filtration (40-50 °C)
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and undergone to distillation. Methylcyclene was distilled off at atmospheric pressure, then unre-
acted para-chlorophenol and the target reaction product were isolated under vacuum (10 mm Hg).
Optimal conditions ensuring maximum yield of 2-cycloalkyl-4-chlorophenols were determined by
studying effect of temperature, reaction time, molar ratio of PCP to 1-methylcycloalkenes, and
amount of catalyst on the yield and selectivity. The reaction temperature was varied from 80 to 140 °C,
duration of the experiments was from 2 to 8 h, molar ratio of PCP to 1-methylcycloalkenes was
from 2:1 to 1:2 mol/mol, amount of catalyst was from 5 to 15% mas. It resulted in determining of
the optimal conditions for alkylation reaction of para-chlorophenol with 1-methylcyclopentene and
1-methylcyclohexene in the presence of the zeolite-containing catalyst Seokar-2: reaction temper-
ature 110-120 °C, duration 4-6 h, molar ratio of PCP to 1-methylcycloalkenes 1:1, catalyst amount
12-15% (on the taken PCP). These conditions allow having 68.2-73.6% yield of theory for 2-cyclo-
alkyl-4-chlorophenols for the taken PCP, and 89.3-91.8% of selectivity for the target product. The
physicochemical properties, elemental composition and structure were determined by *H NMR and
IR spectroscopy after separation of the target products from alkylate by distillation.

Key words: para-chlorophenol, 1-methylcyclopentene, 1-methylcyclohexene, cycloalkylation, Seokar-
2, 2-cycloalkyl-4-chlorophenols
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B mnpencraBnenHoi paboTe TpHBENEHBI pe-
3yJIbTaThl MCCIIEJOBAHUS PEaKIMN LUKIOAIKHINPOBA-
Hust napa-xnopgenona (IIX®D) 1-MeTHIIHUKIONCHTEHOM
(MUIT) u 1-metrmmmknorekcenom (ML) B mpucyr-
CTBHH LICONUTCOACPKAIIEro Karanuzaropa Lleokap-2.

OKCIIEPUMEHTAJIbHAS YACTD

BBEJEHHUE

Cpenn xuMudecknx m00aBOK 0coboe MecTo
3aHUMAIOT AIKWI(EHOIbHBIE coequHenus [1-7]. Ounu
HIMPOKO TIPUMEHSIIOTCSI B CHHTE3€ BBICOKOI(PEKTHB-
HBIX XMMHAYeCKHX H00aBok [8-11].

B HacTosimee Bpems ankmimpoBaHue (eHoia
oJie(HAMH OCYIIECTBISIETCS C IPUMEHEHUEM Pa3iiny-
HBIX KaTaJH3aTOpPOB, POJIb KOTOPHIX BBHIMOJIHSIOT TPO-

B kadecTBe MCXOMHBIX MPOAYKTOB JJISI TOJTY-
yerust 2(1-MeTHIIUKI0AIKII)-4-XI0p(PEHOIOB  HC-

TOHHBIC W alpOTOHHBIE KUCIOTH [12-15]. IIpumene-
HUE KUCIIOTHBIX KaTallM3aTOPOB BCTPEUAET P/l TEXHU-
YECKUX TPYIHOCTEH, CBSI3aHHBIX C MOBBIIICHHON KOP-
po3ueii, 3arps3HEHUEM CTOUYHBIX BOJ, 00pa3oBaHUEM
OTXOJIOB, & TAKXKE OOJIBIIIMM PACXOJIOM KaTalln3aTopa.
Ucnons3oBanue CyiabUPOBAaHHBIX KATHOHOOOMEH-
HBIX CMOJI TTO3BOJISIET TIPOBOIUTH MPOIECCHl AJKHIIH-
POBaHMsI IO HEMPEPHIBHON TEXHOJIOTMH, HO U OHU HE
JUIIeHBl YKa3aHHBIX HemoctatkoB [16-18]. C aroit
TOYKHM 3PEHUS IICOJMTCOMCPIKAIIME KaTaIu3aTOPhI
UMEIOT PsIJT BAYKHBIX IPEUMYIIECTB TIepe] APYTUMH Ka-
Tanu3atopamu. lIpuMeHeHHWe JTHX KaTalu3aTOpOB
VIPOINAET M YICUICBIIICT MPOM3BOJACTBO anKuide-
HOJIa: CHMMaeT MpoOJIeMy CTOYHBIX BOJI, KaTaju3a-
TOPHI JIETKO PETeHEPHUPYIOTCS, padOTaIOT [UTHTEIHHOE
BpeMs W 3HAYHUTEIBHO JICUICBJIC IPUMEHSIEMBIX B
HacTosIee Bpems cyibdokatnoHuToB [19-21].
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MOJIb30BAIM Napa-XJaopheHo, 1-MeTHUIIIHUKIONCHTESH
" 1-MEeTHUIIIHUKIOreKCeH.

B kadecTBe KaTanm3aTopa MPUMEHSUIH MPO-
MBIIDICHHBIH 1eonuTcoaepxkamuii [eokap-2 (TY38-
101483-77) B pasmoniotoM Buje; lleokap-2 B mpo-
MBITIVICHHOCTH BBIITYCKAETCS B MIAPUKOBOM BHJIE, UC-
TI0JIB30BaTh €T0 B TPEXTOPIION KOJI0e HEBO3MOXKHO.

[MX® nepen ynorpebieHuEM OYHIIATH PEKTH-
¢ukanyeit: Temm. kur. 216-217 °C; np® — 1,5579; p,* —
1,2651; mon. macca 129,5.

MIIIT nosnyyanu u3oMepu3aluuend HHUKIOTeK-
CeHa, IMOJIyJaeMOro JCTHUIPATAINCH ITUKIOTeKCaHoIa
o uzBectHoMy Metoay. MUII umen cnexyromue ¢u-
3UKO-XMMHYECKHE ITOKa3aTeJau: TeMm. Kuil. -/5 °C;
np?® — 1,4340, ps*° — 0,7778; moin. macca — 82.

MIII' nony4anu mTyTeM KOHJEHCAIlUU H30-
IpeHa ¢ ATWIEHOM 1o JuiabCy-Anbaepy; OH UMEET
CIIETYIOIIHE XapaKTepucTUKy: Temil. kurr. — 109-111 °C;
np?® — 1,4500; ps® — 0,8200; mou. macca — 96.
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Peakiuro o-MKI0anKUIUPOBaHUS IPOBOANIH
B KPYTJIOJOHHOH KoOe, CHa0)KeHHO!H MEIIajIKoH, Tep-
MOMETPOM U KalleJIbHOM BOPOHKOH. B peakuuoHHYIO
K0JI0y oMeIai #-xJopgenod, karanmuzarop Lleokap-2
Y HarpeBaliu.

[Nocne moctmxenust TemnepaTtypsl 393-418 K
B CMECH M0 KaIUIAM J00aBWIH |-METHIIHUKIOTEKCEH B
teyeHne 30 MuH, MOcie Yero MepeMellnBaHUE U
HarpeBaHHUe MPOJIOJDKAIH €Ile B TeUeHue 2-6 .

[IpoaykTel peakuuy OTACIAIN OT KaTajlu3a-
Topa puiIbTpanunei u 3aTeM peKTUPHULINPOBAIIH.

CoctaB M CTpyKTypa HpPOILYKTOB pEaKLHUU
OTIPEIEJISUTUCH C TIOMOUIBIO CIIEKTPANBHBIX METOJIOB U
XpoMaTorpauuecKoro aHaumu3a.

XpomartorpaduaecKuil aHaIN3 OCYIIECTBIISUIA
Ha Xpomatorpade «JIXM-72» ¢ IeTeKTOpOM IO Tel-
JIOTIPOBOAHOCTH. JJIMHA KOJIOHKU — 2 M, TBEPABIA HO-
cutenb — xpoMaToH-N-AW-DMC, mpoMBITEII KHCITO-
TOM W CHJIAHHW3UPOBAHHBIM JUMETHIXJIOPCUIAHOM,
¢paknus 0,2 + 0,25 mm. HenmoxemxHas daza — 5%-i
MeTHIIcuIoKcaHoBbIN 3mactomep SE-30. HavanmbHas
teMriepaTypa kojoHku 50 °C, koneunas — 280 °C, cko-
pocth mporpammupoBanus — 10 °C/MuH, CKOpoOCTh
raza-HocuTens rens — 50 MII/MUH, TeMIlepaTypa Hucma-
purens — 355 °C, temneparypa aerekropa — 300 °C, cko-
pOCTh uarpaMMHOU JieHThl — 60 MM/4. [[iist pacyera nc-
MOJIb30BAJIM METO/1 BHYTPEHHEH HOpMalIHu3aluy, OCHO-
BaHHBIM Ha mpuBeaeHnd K 100% cymmbl TuTOmIanei
IIHKOB.

CTpyKTypy CHHTE3MPOBAHHBIX 2-(1-METHIIHK-
JIOAITKUI)-4-MeTHII(EHOIOB onpenessuin Metogom MK-
u 'H SIMP-cniexrpockonuu. UK criektpsl o6pasua pe-
ructpupoBai Ha UK ®ypre-criekrpomerpe «Alphay»
(¢pupma Bruker, 'epmanus) B nuama3oHe BOJHOBBIX
uncen 600-4000 cm®. Criextpsr *H SIMP caumanu Ha
npubope «Bruker WP-400» (*H 400 MI'u, BHyTpeH-
HUI CTaHIApPT — TETPAMETUIICUIIAH ).

PE3VJIbTATBI U NX OBCYXJIEHNE

HuxnoankunupoBanue [IXD ¢ MUIT u MU
B TIPUCYTCTBUHU IEOIUTCOJEPIKAIIETO KaTalu3aTopa
Ileokap-2 mpoTeKaeT mo CIeayIOeH cXxeMe:

CH;3
OH CH;
+
OH —
cn, Cl
OH CH;
Cl +

Cl
Puc. 1. Cxema peaxnun nuknoankummposanns [IXD ¢ 1-me-
THIIHUKIOAJIKCHAMHU
Fig. 1. The reaction scheme of cycloalkylation of the p-chlorophe-
nol with 1-methylcycloalkenes
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Puc. 2. 3aBucumMocTb Bbixoza (1) u cenextuBHocTH (2) 2-(1-Me-

TUJILHKIIONEHTHI )-4-X10pdeHosa 0T TeMrepaTypsl peakun (a),

BpeMeHH (6), MOJBHOTO COOTHOIICHHS UCXOJHBIX KOMIIOHCHTOB
(B) ¥ KONMMYecTBa KaTanuzaropa (T)

Fig. 2. Dependence the yield (1) and the selectivity (2) of the 2-
(1-methylcyclopentyl)-4-chlorophenol on reaction temperature
(a), time (6), molar ratio of initial components (8) and amount of
catalyst (r)
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C 1enplo HaxOXIEHHUsI ONTUMAJIBHOIO YCIIO-
BUSI I HUKIoankuiaupoBanus [1X®D ¢ 1-meTuniuk-
JI0AJKEHaMH B MPUCYTCTBUH LIEOJIUTCOEPHKAIIETO Ka-
tanuzatopa lleokap-2 wu3ydanu BIMAHHE TeMIIEepa-
Typbl, BPEMEHH pPEaKLUH, MOJBHOTO COOTHOLICHHUS
TIX® x METUILUKIIEHY ¥ KOJIMYECTBA KaTAIM3aTOpa Ha
BBIXOJl U CEJIEKTUBHOCTH IIEJIEBBIX MPOAYKTOB. Peak-
UM OUKIOAIKWINPOBAHUS UCCIEA0BAIN MIPH TEMIIe-
parype 80-140 °C, BpemeHu peakiyu 2-6 4, MOJILHOM
cootHouieHUH [IX® Kk METWILUKIIEHY B UHTEPBAJIE OT
1:2 no 2:1, konuyecTBe Karanuzaropa 5-15%.

Ha puc. 2. npuBeneHsl pe3yabTaThl UCCIENO-
BaHMS PEAKITHU HUKIOANKuUIHpoBanus [IXD ¢ 1-me-
TUJILHUKIIOTIEHTEHOM.

W3 puc. 2. BUAHO, 4TO € MOBBILIEHUEM TEMIIE-
patypst ot 80 mo 110 °C BbIXOA LIENEBOrO MPOAYKTa
yBenmnumnBaetca oT 42,7 no 68,2%; npu manpHewemM
yBenuyeHun temnepatypsl 10 140 °C BbIxox yMeHb-
maetcst. Kak BunHO u3 rpaduka, CeleKTUBHOCTD IIPO-
necca npu remneparype 110 °C cocrasnser §9,3% no
neneBoMy mpoaykry. C MOBBIIIEHHEM TEMIIEPaTyphl
CEJICKTUBHOCTh TagaeT — 84,6%. DTo 00bICHIETCS
YBEJIMYEHUEM KOHUEHTpalUUM Ju-3aMelieHHbIX [I[XdD
IpY BBICOKHX TEMIIepaTypax.

OaHMM U3 OCHOBHBIX KHHETHUYECKUX TTapaMeT-
POB SIBIIIETCS MPOJIOJDKUTEIBHOCTE Tpoluecca. Bpems
peakuuu 2 9 HEAOCTaTOYHO AJsl NMPOTEKaHWs Mpo-
necca. [Ipu 3ToM BBIXOJ LIENIEBOTO MPOIYKTA COCTAB-
nset 38,7% ot Teopun. Ilpu noBeIIeHUN BpEMEHH pe-
aku 10 4 9 BeIxo# 2-(1-METHIIMKIONMEHTH)-4-
xyopdenona cocrasisier 68,2%. C noBblIeHHEM IIPO-
JOJKUTEIHHOCTH OIBITa BBIXOJ IENEBOr0 MPOAYKTa
M3MEHSETCS] HE3HAUNTENBHO, a CEJIeKTUBHOCTh Ma/laeT
10 83,6%. C MOBBIIEHHEM BPEMEHHU PEAKIIMH BTOpast
MoJieKysa |-MEeTHIIUKIONEHTeHa BCTYINaeT B peak-
1o ¢ 2-(1-metunukinonenT)-4-xnopdeHonom, 00-
pasyst 2,6-1u-(1-MeTHIIHKIONneHTHI )-4-XI10p(heHOIT.

OH CH, oH CHs CH, CHy o, CH;
0.0 —&0 -0 —dg0
cl cl [e]]

Puc. 3. Cxema peakunn muknoankumuposanust [1Xd ¢ MLIT
Fig. 3. Reaction scheme of cycloalkylation of p-chlorophenol with
methylcyclopentene

Kax BumHO U3 puc. 3, mpu MOJIBHOM COOTHO-
mennu [IXD xk MIII B 0,5:1 peakuns IUKI0ATKIIN-
pOBaHUsl MPOTEKAeT B OCHOBHOM C 0Opa3oBaHUEM
2,6-nu-3ameineHHbix [1X®d; ecTeCTBEHHO, IIPH 3TOM
YMEHBIIIAETCS BBIXOJ| IIEJIEBOI0 MPOIYKTa U COCTaB-
et 47,3%.
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CH
OH 3
cl cl

Puc. 4. Cxema peaxnuu nuxtoankuuposanus [1Xd ¢ MIII
(ipu m36sITRKEe MLIIT)
Fig. 4. The scheme of the reaction of cycloalkylation of p-chloro-
phenol with methylcyclopentene (with an excess of methylcyclo-
pentene)

CH,
n=23

+ n —_—

W3 puc. 4. BUAHO, YTO C TMOBBIIIEHUEM KOJIH-
YecTBa KaTanmsatopa oT 5 1o 7% BBIXOJ IEJIEBOTO
IIpoAyKTa yBennuusaercs ot 59,8 no 68,2%. Ilpu yse-
JIMYEHUU KOJMYecTBa KaTanu3aropa 10 15% BBIXOX
OCHOBHOTO MPOJYKTa YBETNYNBAETCS HE3HAUUTENIBHO,
HO TPU 3TOM CEeJEeKTHUBHOCTH HaaaeT Ao 86,2% mo ue-
JIEBOMY MPOAYKTY.

TaxuM 00pa3om, HaliIEHbI ONTUMAJIBHBIE YCIIO-
BUS U peakiuu ukioankuwinpopanust [IXD ¢ 1-me-
TUJILHUKIJIOIIEHTEHOM B IIPUCYTCTBUU LIEOIIUTCOJIEpIKa-
iero karanusaropa Lleokap-2 Ha ycTaHOBKe NEPUOIN-
yeckoro nedcTBus: Temneparypa — 110 °C, Bpems pe-
akiuu 4 4, MoibHOe cooTHomenue [1XD k MIIIT 1:1,
KOJNUYeCTBO KaTaiu3zaropa 7% Ha B3aTbiil [IXD. [Ipu
3TOM BBIXOJI LIEJICBOI'O MPOAYKTa cocTaBisier 68,2%, a
CENIEKTUBHOCTh 89,3% 10 LiesIeBOMY MIPOAYKTY.

AHanoruyHo OBUIM WCCIENOBaHBl PEaAKIUH
B3aumojercTeus [1XD ¢ MUI'. Pe3ynpTatsl uccneno-
BaHMSI IPUBEJICHBI HA pUC. 5.

Kax BugHO U3 puc. 5, ¢ NOBBILLIEHUEM TEMIIE-
patypsl peakimu oT 80 g0 120 °C BBIXOA 1I€TIEBOTO
npoaykra yeenuuusaercs ot 40,8 no 73,6%, a cenek-
TUBHOCTB OT 83,7 10 91,8% 1o neixeBoMy NpoOayKTy.
Ilpu nanpHelilleM yBEIWYEHUM TEMIEPATyphbl peak-
UK HaOJroaeTcss YMEHbBIICHHE BBIXO/IA M CENICKTHB-
Hoctu. U3 puc. 5 BUIHO, YTO MPOJOIKUTENBHOCTD pe-
aKIMK 6 4 MOXHO CUMTATh ONTUMAJIBHOM; T.K. IPU
3TOM BBIXOJI LIETIEBOTO NPOAYKTa cocTaBisieT 73,6%, a
cenekTUBHOCTE 91,8%. JlanpHeliee yBe1ndaeHne Bpe-
MEHH peaklMy He AAeT MOJI0KUTEIbHBIX Pe3yIbTaTOB.

Momnbaoe cootHomeHus [IXD x ML 1:1
CUUTAETCS] MO3BOJIMTENBHBIM JUIsl MOJYYECHHs Leie-
BOT'O MPOAYKTA C XOPOIIMMH BBIXOJAMU U CEJICKTHUB-
HocThio. C yBenmuuenueM koHreHTpanuu ML B peak-
LMOHHOM CMECH KOHEYHBIX MPOAYKTOB HaOJIOIaeTCs
YBEJMYEHNE KOHIIEHTparmu 2,6-11-3aMereHHbx [1XO.

W3 puc. 5. BUIHO, YTO C MOBBIIIEHHEM KOHIIEH-
Tpauuu [IX® B peakIMOHHONW CMECH BBIXOJ U CEJNEK-
TUBHOCTb YBEJIMYMBAOTCS HE3HAUUTENBHO. DTO SIBJIE-
HUE C SKOHOMHUYECKHUI TOUYKH 3pEHUS HE BBITOJIHO.

113



C.T. laxmypanos, Y.K. Pacynos, A.M. Mammanos

=

© o

o o
T T

/\2

w A O O N
o O O O o o
T T T T T T

[uN

Boixon (1) - CesiekTHBHOCTD (2),%

80 100 120 140
Temnepnarvoa. °C

(1-6 u; TIX® : 1-MIII" = 1:1, kar.-10%)

a
100 )
] [
< 901 »

5

2 80, /

2 1
£ 70

g

2 60,

© 504

= 404

=

g 301

= T T T
= 0,5:1 11 1:0,5

M[X® : 1-MIT, Mosb/MoIb
(t-120 °C; 1-6 u; xar.-10%)
B

=
w A O D N ® O O
S © O & o & © o
T n n n T ;
N N

Brixox (1) - CeaexkTuBHOCTSD (2),%

2 4 6 8
Bpems, u

(t-120 °C; IIX® : 1-MITI = 1:1, xat.-10%)

=
A 0O O N 0O © O
o O O O O O o
! ! ! ! ! ! ;
[l N

w
o
!

5 10 15
KOH“‘IQCTBO KaTa.JI]/BaTOpa, %
(t-120 °C; 1-6 w; [TX® : 1-MIIT' = 1:1)

T

Boixox (1) - CenexkTuBHOCTS (2),%

Puc. 5. 3aBucumocts Beixoza (1) u cenektuBHOCTH (2) 2-(1-MeTHIIMKIOreKCHIn)-4-XI0pdeHoIa 0T TEMIIEPaTyphl peakiuu (a), BpeMeHH
(6), MOTIBHOT'O COOTHOLICHUS UCXOTHBIX KOMIOHEHTOB (B) ¥ KOJIWYECTBa KaTanu3aropa (T)
Fig. 5. Dependence the yield (1) and the selectivity (2) of the 2(1-methylcyclohexyl)-4-chlorophenol on reaction temperature (a), time (6),
molar ratio of initial components (8) and amount of catalyst (r)

90 95
1

85
1

Transmittance [%)]

70
1

65

|

o
2
@
b
&
&

C>)

BRUKER

(>}

\
7
=

973.48 —
S T

B
654.74 — ———————————— |

73.3.
132231
27.

1114.85 —
879.96
7

1245.39 —

1171.20 —

1!
s
2|l e
E

809.03 —

1450.01

T T

T

T T T

3500 3000 2500 2000 1500 1000
Wavenumber cm-1
Puc. 6. UK criextp 2(1-MeTHIIHKIOTeKCHI)-4-X10pheHona

Fig. 6. IR spectrum of 2-(1-methylcyclohexyl)-4-chlorophenol

B peaknusax nuknoankunupoBanus [IXD ko-
JMYECTBO KaTaJM3aTopa UrPacT HEMAIOBAXKHYIO POJIb.
W3 puc. 5. BUIHO, YTO NpH KOJIMYECTBE KaTaau3aTtopa
5% BBIXOJI IIEJICBOTO MPOTyKTa cocTanisieT 54,1%, a ce-
nekTuBHOCTE — 93,9%. [lpu yBennyeHnn KoiaudyecTBa
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karanmzatopa 10 10-15% na B3sTe1il [IXD, BRIXOA 1IE-
JIEBOro MpoAyKTa cocrapisieT 73,6-75,1%. Ognako, nmst
YBEJIMYEHHS BbIXOJAa M CeleKTUBHOCTH Ha 2-3% wuc-
TT0JIb30BaHUE KOJIMYECTBA KaTan3aTtopa Ha 5% O6obie
C SKOHOMHYECKOM TOYKH 3pEHHSI HEIEIeco00pasHo.
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Tabnuua 1
PesyabraTrsl UK-cieKTpockonn4eckoro uccjie10BaHus
2-(1-meTnanuKIOreKcn)-4-xaopdeHona
Table 1. Identification of absorption bands in the IR
spectrum of 2-(1-methylcyclohexyl)-4-chlorophenol
Mecro HaxoxaeHus pparMeHTa B

CurHamnsl
CTPYKTYpE
654, 705 cmt Cas3p C—ClI
1, 2, 4-3amerieHne OEH30JILHOTO
-1 y &y
809, 879 cm KoJbLIa
C—H cBs13b LIUKJIOTEKCEHOBOTO
1
973 cm KoJbLIa
1114,1171 em? Cas3p C-O

JedopMaluoHHbIC U BaJICHTHBIC

1245,3555 cm | kone6anus O-H cBsazu OH-rpynmsl

(enoma
1322, 1400, 1450, | Aedopmarmonnsie konedanus C—H
1489 cmt cBasu rpynn CHs u CHp
2856, 2923 ¢ BanenTtHsie Kontgﬁfzme rpynn CHs u

1597, 1698 cm? C—H cBs13u O€H30JIbHOTO KOJIbIIA

Takum 00pa3oM, At OCYIIECTBICHUSI peak-
uuu nukioankuwinpoBanus [IXP ¢ MIT'-oM B npucyt-
CTBUM LICOJIMTCOZEPXKAILETO KaTanu3aropa Lleokap-2
HEOOXOAMMBI CIEAYIOLIME YCIOBUS: TeMmIeparypa —
120 °C, mpoAoKUTENFHOCTD peakuu — 6 9, MOJIEHOE
cootHouenue [1X® k MII-y 1:1, konuuecTBo KaTa-
nuzaropa — 10% na B3sTe1d [IXD. [Tpu 5TOM BBIXOT 2-

test

S.T. Shahmuradov, Ch.K. Rasulov, A.M. Mammadov

(1-meTrIMeTHIIIIMKIIOT€KCHIT)-4-XTop(heHoNa Ha B3S-
Teii [IX® coctaBnser 73,6%, a CEIEKTUBHOCTh —
91,8% 1o neneBoMy MPOYKTY.

Ha puc. 6 mokazans UK crexrper 2-(1-me-
THIITUKIIOTeKCH )-4-Xxmopdenosna, a B Tadm. 1 mpenm-
CTaBJIEHBI pe3yabTatThl ero MK-crnexTpockonmueckoro
HCCIICI0BAHUS.

Ha puc. 7 npusoautcs ‘H SIMP cnektp, a B
1abn. 2 pesynbratel H SIMP CHEKTpOCKONHMYECKOTO
ananu3za 2-(1-meTwinukinorekcui)-4-xmopdenona.

B Ta61. 7. natorcst *H IMP 2-moHO- 1 2,6-10-
(1-meTramKIoanKuin)-4-x 1oph €HOIOB.

B BC SIMP cnektpe 2-(1-MeTHUILMKIOTEK-
cmn)-4-xjopdeHona HaONMIONAI0TCS CIEAYIONINE CHT-
Haybl: yriuepoausiit atom CHz 6 = 62 (cunrner), yriie-
POIIHBIC aTOMBI IUKIIOTeKceHa 6 = 117,85; 123,7; 126;
127,65; 129; 137,5; 154,8 ppm (CHHTIIET) yIIepOIHBIC
aToOMBI LIUKJIOrekceHa o = 24,87; 26,4; 29,0; 36,3; 38,0
ppm (CUHTIIET).

IIpu peakuun ankwunupoBanus [IX®P c 1-me-
TUIUKIOATKEHAMH B KadecTBE MOOOYHOTO IMpo-
IyKTa oOpasyrTcs 2,6-au-(MEeTHIIHKIOATKIT)-4-
XJIOp(EHOIBI; OHU TAaKXKe ObUTH BBIJICIICHBI U 0XapaK-

TEpU30BaHEI.

B Tabm. 3. moka3zaHbI (GPU3NKO-XIMHUIECKHE CBOH-
CTBa 2-MOHO- # 2,6-11-(1-MeTHIINKI0aIK I )-4-XII0D-
(heHoIoR.

—1.469
—~1.333

-

&

Puc. 7. *H SIMP cnextp 2-(1-MeTunuknorekcui)-4-xnophenona
Fig. 7. *H NMR spectrum of 2-(1-methylcyclohexyl)-4-chlorophenol
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Taonuua 2

Pesyabrarsl 'H IMP cneKTponu4ecKkoro anajamusa 2-MoHo- u 2,6-au-(1-MeTHINHKI02JIK1I)-4-X10pdheno108
Table 2. *H NMR spectroscopic analysis results of 2-mono-and 2,6-di-(1-methyl-cycloalkyl)-4-chlorophenols

Xumuueckue
Ne XUMHUYECKUE Ha3BaHUS U CTPYKTYpPHI Tun npoTtoHa
CIBWTH, ppm
2(1-MeTHIIUKIONeHTH )-4-X10p heHOIT CHs — cunarzer 0,95
OH H; CH> (mmuxur) — paccestHHBIN CHTHAI 1,4-1,5
1. @ OH — cunrier 6,0
H1,H> 1 Hz mpoTons! apomatuku 6,8-7,1
Cl
2,6- - (1-MeTHIIIHKITOTIEHTHIT) -4-X TOp eHOIT CHs3 — cunarmner 1,0
CH> (uxir) — paccestHHBIN CHTHAI 1,7-1,8
B on CH, OH — cunrner 6,2
2.
@‘ @ npotoHsl apomaruku (Hin Hp) — 6.85
CHHIJIET !
Cl
2(1-metunuukIorekci)-4-xmopheHom CH3 — cunrzner 0,873
OH CHs CH> (1ukit) — paccestHHBIN CHTHAI 1,333-1,469
3. O @ OH — cunrner 6,0
Hi,H2 u Hz (apomartuka) MynTurmier 6,8-7,2
Cl
2,6-1u-(1-MeTrmmKIoreKcu)-4-xmopheHos CH3z — cunrier 1,0
CH3 oy CH, CH> (1ukit) — paccestHHBIN CHTHAI 1,7-1,8
4,
O OH — cunrner 6,2
cl
Tabnuua 3

DuU3NKO-XUMHYECKHE CBOICTBA H DJIeMEHTHBIH COCTaB 2-MOHO- U 2,6-1u-(1-MeTHIIHKI0aJKII)-4-X10p(heH0.10B
Table 3. Physicochemical properties and elemental composition of 2-mono- and 2,6-di-(1-methylcycloalkyl)-4-chlo-

rophenols
OH Temmn. xu. M DNeMeHTHBIN cocTaB, %
R1R2 npu 10 mm n2° pio ol Paccunrano HaiizeHo
Macca
Cl PT.CT. C H C H
CH,
R,= «@ 198-202 1,5025 1,0095 210 68,6 71 68,3 6,9
R,=H
CH,
R= Ry = @ 217-220 1,5340 1,0210 293 73,7 8,5 73,5 8,4
=
CH,
Ry = *@ 207-211 1,5176 1,0308 224 69,6 7,6 69,4 7,3
R,=H
CH;
Ry= Ry= — 225-228 1,5460 1,0432 321 74,8 9,0 74,4 8,8
=
BLIBOJIbI B3sThIi [TX®D 7-10% BBIXO 2-(1-METHITIIMKITIOATK LT )-4-

HccnenoBanbl peaknyy B3aUMOJEHCTBHA napa-
xJyop¢eHoa ¢ 1-MEeTUIIIUKIIONIEHTEHOM | | -MEeTHIIIHK-
JIOTEKCEHOM B MPHCYTCTBUH LIEOTUTCOAEPKAILETO Ka-
tanu3atopa Lleokap-2.

Haiineno, uro npu Temnepatype peakuuu 110-
120 °C, BpemMenu 4-6 4 MOJIBHOM COOTHOIIeHHU [1XD
K IIUKJICHY paBHOM 1:1, KommdecTBe Katajgu3aTopa Ha
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xsopdeHonoB Ha B3AThIN [IX®D cocrasmn 68,2-73,6%, a
cesekTuBHOCTH 89,3-91,8% 10 11e7IeBOMY MIPOIYKTY.
A6m0pbl 3asenAarom 00 omcymcmeuu KOH-
pauxkma unmepecos, mpebyowe2o packpbimus 6 Oa-
HOU cmambe.
The authors declare the absence a conflict of
interest warranting disclosure in this article.
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