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Ilpusedenst pezynomamel YUKI0ANKUIUPOGAHUA (heHOoNa OUNPEHOM, OUNEHIMEHOM U UX
cmecwio 8 npucymcemeuu kamanuzamopa KY-23, uzyuenst en1uanua Kunemuueckux napamempos
Ha 6b1x00 yeneswvix npodykmos. Temnepamypy peaxuuii éapvuposeanu ¢ unmepesaie om 80 0o 140 °C,
npooonscumenvHoCms peakyuii om 2 00 6 4, Mo1bHOE COOMHOUIEHUE R-KPe3071d K UUKIEHY Om
2:1 00 1:2 monv/mons, kKonuuecmeo xkamauzamopa — 5-15%. Beissneno, umo ons nonyuenus
MAKCUMATBHO20 6bIx00a 2[3(4)-memunuyurnozexkcen-3-un-uzonponunf-4-wemunghenonos neoo-
xooumul creoyowue ycaosus: memnepamypa 130-140 °C, npodonscumensnocms peaxyuu 5-6 u,
MOIbHOE OMHOUleHUe N-KPe301a K MEMUNYUKN0AIKeHy 1:2 Monb/Monb u Koluuecmeo Kkamasu-
3amopa 12-15% 6 pacueme na é3amotii n-kpe3on. Ipu smom evixo0 yeneswvix — 2[3(4)- memunyux-
J102eKcen-3-un-uzonponuif-4-wemungenonos cocmasnsem 66,7-70,8% (na e3amotit n-kpe3on), a
cenekmusrnocmo — 87,9-91,3% (no uenesomy npodykmy). Xpomamozpaguueckue ucciedosanusn
HPOOYKMOG peakyuu YUKIOAIKUTUPOGAHUA N-KPe301a WUKI00UMEPAMU U3ONPEHA 6 RPUCYM-
cmeuu kamanuzamopa KY-23 nokazanu, umo 6 ankuname 6 0CHOBHOM COOEPHCAMCA 2-YUKNO-
anxunzameujennvie henonvi (79,4-85,0%). Ilocne pexmugukayuu ankuiama npu HU3KOM 0aene-
Huu (5 mm pm.cm.) yeneevie npooyKkmul noayyanu c wucmomoii 90,7-92,3%, cmpyxmypor cunme-
3UPOGAHHBIX cOeOuHenuil ovLiu noomeepicoenvt memooamu HK-, ‘H AMP-cnekmpockonueii,
onpeodenenst usuxo-xumuueckue noxkazamenu. lonyuennsie 2[3(4)- memunyuxknozexcen-3-ui-
uszonponunj-4-memunghenonsl nodeepzanu AuUIUPOSAHUI0 C YKCYCHOU KUCIOMOU 6 RPUCym-
cmeuu HaHo-cmpykmypuposannozo ZnCly. Bzaumooeiicmeuem 2[3(4)-memunyurknozexcen-3-uj-
uzonponuif-4-wemunghenoo06 ¢ yKCycHoll Kuciomolil ¢ UCnOIb306AHUEM 8 KAUeCmee Kamaiusa-
mopa Hauo-pazmepnozo ZnCl, 6viiu noayuenvl YUKIO0ANKULAUEMODEHOHbL ¢ 6bIX000M 65 ,6-
68,4% om meopuu. Cmpykmypol cuHmMe3uposaHHbIX UeNebIX HPOOYKMO8 ROOMBEPHCOEHBL COBPe-
MEHHBIMU CHEKMPOCKORUYECKUMU Memooamu, nPo6eoeH 3J1eMeHMHbLI aHanu3, HamuodeHvl Qu-
3UKO-XUMUYECKUe noKazamenu cunmesuposannuvix 2-zuopoxcu-3[3(4)- memunyuxnozexcen-3-
un-uzonponuif-S5-memunayemodghenonos.
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G.Z. Haydarli et al.

The results of the cycloalkylation of phenol with diprene, dipentene and their mixture in
the presence of the KU-23 catalyst are presented. The effect of kinetic parameters on the yield of
target products is studied. The reaction temperature was varied in the range from 80 to 140 °C, the
reaction time was from 2 to 6 h, the molar ratio of p-cresol to cyclene was from 2:1 to 1:2 mol/mol,
the amount of catalyst was 5-15%. It was found that to obtain the maximum yield of 2[3(4)-methyl-
cyclohexene-3-yl-isopropyl]-4-methylphenols, the following conditions are required: temperature
130-140 °C, reaction time 5-6 h, molar ratio of p-cresol to methylcycloalkene 1:2 mol/mol and the
amount of catalyst 12-15% based on taken p-cresol. The yield of the target - 2[3(4)-methylcyclo-
hexene-3-yl-isopropyl]-4-methylphenols is 66.7-70.8% (for taken p-cresol), and the selectivity is
87.9-91.3% (for the target product). Chromatographic studies of the products of the cycloalkylation
of p-cresol with cyclodimers of isoprene in the presence KU-23 catalyst showed that the alkylate
mainly contains 2-cycloalkyl-substituted phenols (79.4-85.0%). After rectification of the alkylate at
low pressure (5 mm Hg), the target products were obtained with a purity of 90.7-92.3%. The struc-
tures of the synthesized compounds were confirmed by IR and *H NMR spectroscopy, and the phys-
icochemical properties were determined. The obtaining 2[3(4)-methylcyclohexene-3-yl-isopropyl]-
4-methylphenols were acylated with acetic acid in the presence of nanostructured ZnCl,. The reac-
tion of 2[3(4)-methylcyclohexene-3-yl-isopropyl]-4-methylphenols with acetic acid using nano-
sized ZnCl; as a catalyst have given cycloalkylacetophenones in 65.6-68.4% yield from theory. The
structures of the synthesized target products were confirmed by modern spectroscopic methods,
elemental analysis, and the physicochemical properties of the synthesized 2-hydroxy-3[3(4)-methyl-

cyclohexene-3-yl-isopropyl]-5-methylacetophenones were found.

Key words: p-cresol, cyclodimers of isoprene, nanocatalytic system, alkylation, 2[3(4)-methylcyclohex-
ene-3-yl-isopropyl]-4-methylphenol, acetic acid, acylation
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BBEJJEHUE

AnkungeHOIbHBIE XUMHUYECKHE 100aBKU
YCHEIIHO NPUMEHSIOTCS B Pa3JIMYHBIX OTPACIsiX Mpo-
MBIIUIEHHOCTH. VX HCIONB3YIOT B Ka4yecTBE HMCXO-
HBIX COeIMHEHUH 1S orydeHus () (HEeKTUBHBIX aHTH-
OKCHJIAHTOB, IIIACTU(QHUKATOPOB, MPUCAIOK, TEPMO-,
(orocTabunM3aTopoB U T.A. Ul MOJUMEPHBIX MaTe-
pPHAaJIOB, CHHTETUYECKUX Kay4dyKOB, Macel M TOIUIMB
[1-7]. OHu mMPOKO KUCTIONB3YIOTCS B CHHTE3E MPOIYK-
TOB JJIsl KaTaJIn3aTOPOB OJIUTO- U MOJIMMEPU3ALOH-
HBIX TIPOIIECCOB HOBOTO mokojeHus [8-10], a Takxke B
BUJIE JIEKAPCTBEHHBIX MPENapaTOB MPOTUB BpeaUTENEH
1 OoJie3Hel pacTeHui B cembCcKoM Xo3stiicTae [11-15].

Lesnbto npeacraBieHHON pabOTHI ABIISETCS UC-
CJIeJI0OBaHME peaklni aJKWINPOBAHUS n-Kpe3oa ¢ Tu-
MIPEHOM, TUIIEHTEHOM U X CMECHIO B IPUCYTCTBUH Ka-
tanu3atopa KY-23, a Takke CHHTE3 Ha UX OCHOBE 2-
TUAPOKCH-3(METHIIINKIIOTEKCEHMIT-U30TPOIINIT )-5-Me-
TWJIANETOPCHOHOB B IMPHCYTCTBHU HAHO-CTPYKTYPH-
poBanHoro ZnCl, (ocyuiecTBisieTcs: BIEpPBBIE).

ChemChemTech. 2022. V. 65.N 3

METOAMKA SKCIIEPUMEHTA

Jnst ocyiecTBIeHUsT HAYYHBIX HCCIIET0BaHHIA
B Ka4eCTBE CBHIPhSI MCIIOJIB30BAIM N-Kpe3oi, 1-MeTui-
3-M30IMpONCHWIIIIMKIIOTeKceH-1-mn(aumnpen), 1-metui-
4-M30TPONEHIITIIUKIIOTEKCeH-1-1 (AUMIEHTeH) U HX
cMech (160-180 °C dpakimn), yrcycHyro kucioty (YK).

Cunre3 aneroeHOHOBBIX MPOU3BOIHBIX 2(Me-
THILUKIIOATKI )-4-MeTHII()EHOIOB OCYIIECTBIISUTH B JIBE
CTaJluH.

I cmaous — aNKUIMPOBaHUE N-KPEe30J1a LIUKJIIO0-
JMMEpaMu H30IpeHa

n-Kpeson ucnonszoBanu peakrusnbiii (I'OCT
32580-2013), mepexn OMBITOM MEPETOHSUIH.

Hunpen (JI1) nomydanu peakuueil HUKIONU-
MepHU3aliK U30npeHa B aBTokiase. [IpoaykT obnanan
CIICAYIOMUMH  (QU3UKO-XMMHUYECKUMH CBOHCTBAMHU:
T = 160-161 °C, np® = 1,4656, p+*° = 0,8347, Mm — 136.

Hunenten (JI1T), momyyaemsrii Tem ke cIio-
co0OM, TIOCJIe MEPErOHKH XapaKTepu3yeTcs CIeqyro-
mUMH cBoiicTBAMHU: Tim, = 174-175 °C, np?® = 1,4745,
420 =0,8476, Mm — 136.
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I'.3. Tetinapnu u ap.

Huxmomumep wu3ompena (IIJIW) momygamm
IUKIOAUMEpHU3aIeil n30npeHa B aBTokiIase. U3 mpo-
IyKTOB HukiioguMepusanuu Beiaensate I u JIIT ot-
JIENBHO TPYTHO, TIOATOMY OBIJIO PEIIEHO B KadecTBE
ANMKWIAPYIOIIETO areHTa JJIs PEaKI[iH aIKIITHPOBAHUS
OpaTh CMECh 3TUX MPOJYKTOB, YTO BBIFOJTHO C DKOHO-
MHYECKON M TEXHOJIOTHYECKOM TOUKH 3peHus. 13 mo-
JYYeHHOTO MPOAYKTa MIEPETOHKON OTIEISITH (HPPAKITIIO
160-180 °C. LIZI1 B ocHOBHOM cOCTOUT u3 cmecu JI1
u JIT u obmamaer cremyronmMu (U3NKO-XUMHYE-
CKHUMH MOKa3aTe/sIMH: T, = 160-180 °C, np® = 1,4735,
ps°=0,8458, Mm — 136.

AJKUITUPOBaHUE OCYIIECTBISUIM IO H3BECT-
HOM MeToaukH [16-19].

Il cmaous — anIpoBaHue 2-IAKIOATKHI-4-
METHII(PEHOJIOB C YKCYCHOM KUCIIOTOH B MPUCYTCTBUH
HaHO-CTpyKTypupoBaHHOro ZnCl,. B xauecTBe ChIpbs
OBLIM HMCTIONB30BAaHBI yYKCyCHas Kuciota, 2[3(4)-me-
THIIIUKIIOT €KCEH-3-HIT-U30MPOTHII | -4-Me THII(heHOITBI
(HAD), pu3uKo-XuMHYECKHE TOKa3aTeNd KOTOPBIX,
MpHUBEIEHBI B Ta0M. 1.

VYkeycnas kucnora (I'OCT 61-75) umena kBa-
TUPUKAIIIO «X.4.» (JIeAsSHast YKCyCHask KUCJIOTa).

ALNTUPOBAHKUE OCYIIECTBISUIM MO U3BECTHOU
Meroauke [20].

CTIpyKTypy CHHTE3MPOBAHHBIX TPOAYKTOB
noaTBepxkaa Metogamu K- u H SAMP-cniekTpocko-
. UK criektpsr 06pasnoB peructpupoanu Ha UK-
®ypoe criektpomerpe ALPHA (¢pupma BRUKER, T'ep-
MaHMs1) B JMana3oHe BOJHOBLIX uncen 600-4000 cm.
Crnexrpsl *H u BC IMP caumanu na mpu6ope «Bruker
TOP SPIN» (*H 300.10 MI'f) ipu KOMHATO# TeMITe-
parype B CCls c BHYTpEHHUM CTaHAAPTOM — TeTpame-
THJICUJIAHOM.

DONEeMEeHTHBIH COCTAaB TIONYYE€HHBIX COEIMHE-
HU OBUT OmMpeneNieH Ha aHaimm3atope Mapku «Leco
Europe B.V.» (VOUERSWEG 118-6161 AG GELEEN-
NEDERLAND; Postbuus 1174-6160 BO GELLEN).

PE3VIJIbTATBI U X OBCYXJEHUE

1 cmaous. C nenpio momydeHus 2-1UKI0aTKIII-
4-MeTHnA(EeHOIOB, HAMH OCYIIECTBIICHBI HCCIIE0Ba-
HUSI peakivy n-Kpe3oyia ¢ TUMPEHOM, TUIEHTCHOM U
UX CMechlo B mpucytcTBun KY-23.

BrIsIBIIEHO, YTO B OTJIMYHE OT PEAKIIUU [TUKIIO-
ANKUIHUPOBAHUS M-Kpe30Jia JAPYTMMH  AIKHIHPYIO-
IIMMH areHTaMu, JIJsl TPOBEACHUSl PEeaKLUuH IHMKIIO-
AITKHJIMPOBAHUS IUKIOJAUMEPOB U30MPEHA C 1-KPE30-
JIOM TpeOyIoTCs OoJiee JKECTKHE YCIIOBHS; 3Ta pa3HHIIA
00BsACHSIETCS PeakIMoHHON criocoOHocThIO0 LI,

Bbuto M3ydeHO BIMSIHUE pPa3HBIX PEKUMHBIX
napaMmeTpoB (Temnepatypsl B uHTepBaie 80-140 °C,
NPOIOJDKUTENIEHOCTH PEaKkuru OT 2 110 6 4, MOJILHOTO
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cooTHoIIeHH OT 2:1 110 1:2 n-kpe3oia K METHIITHUKIIO-
aJKeHaM, KOJIMYecTBa Karamuzaropa 5-15% mo otHo-
IICHUIO K B3ATOMY 7-KPE30J1y) Ha XOJ| PEaKIMH aJIKU-
JUPOBAHUS H-KpE30a.

CH,

Il
+C OH
| CHs
CHs |
CHy (|7
CH,
CHs

CHg CHg

CHj CHj

||H2 OH
' CO ?Hs
| NCH c )
Chs ° | T~
CHs CHg

CHg
Puc. 1. Cxema ankunmpoBaHUs PEaKUH 1-KPe30ia C JUIPEHOM,
JUIICHTCHOM U UX CMCCBIO
Fig. 1. Scheme of alkylation of the reaction of p-cresol with di-
prene, dipentene and their mixture

Ha puc. 2 noka3aHbel pe3ynbTaTbl peaklHU
LUKJIOATKUIMPOBAHUA #-KPE30Jia C JUIPEHOM B IpHU-
CyTCTBUH Katanmu3aropa KY-23.

W3 maHHBIX pHc. 2 BUAHO, YTO MPH MOBBIIIE-
Huu Ttemnepatrypsl ot 80 no 130 °C BbIXOn LENEBOro
npoaykTa Bospactaer ot 35,0 no 70,8%. C yBenude-
HUEM TEMIIEpPaTyphbl PEAKLUUH AITKHJIUPOBAHUS BBIIIE
130 °C BbIXOA U CENEKTHUBHOCTH IIEJIEBOTO MPOIYKTa
[IOCTETIEHHO MOHMKAIOTCS.

Ecnu npoaomkuTenbHOCTh OIBITa MPOJUIUTH
oT 2 10 5 u npu 130 °C, BbIXOJ LENEBOr0 MPOAYKTA
coctaBuT 44,2-70,8%, HO NpH YBETUYEHUU BPEMEHH
o 6 4 BeIxon yMmeHblIaeTcs 1o 68,7%. Ilostomy ca-
MBI MTpUEeMIIEMBIN BBIXOJ] JOCTUTAETCS TPU BPEMEHHU
peakuuu 5 4; fajgee BHIXOJ LIEJIeBOro MPOaYyKTa MOHU-
YKAETCA, YTO OOBSICHAETCS €r0 pa3IoXKEeHHEM 1 00pa3o-
BaHUEM LUKJIOAIKWI-A-KPe30Jia B 2,6-11-TI0JI0KEHHH.
[Ipy MOJIEHOM COOTHOILIEHHUH 1-KPEe30Jia C JUIIPEHOM,
paBHOM 1:1, CENEKTMBHOCTh JOCTHTaeT MaKCHMalb-
Horo npegena (89,7%). Eciu B3sTh qunpeH B u30bITKE,
BBIXOJI IIEJIEBOTO MTPOyKTa moHMKaeTcst — 42,5%. 3to
OOBsICHSETCA TONyYeHHUEM 2,6-IIUKIIOATKUI-4-MEeTHII-
¢enomna. [Ipu yBenuueHN KOHLEHTPALUHU n-Kpe30ia B
PEaKIMOHHON CMeCH BCTYNAET B PEAKIHUIO JABOWHAS
CBSI3b IIUKJIOT€KCeHA AUIIPEHA, U TIOATOMY BBIXO/I H Ce-
JIEKTUBHOCTD IIE€JIEBOTO MPOAYKTa MOHIKaoTcs. [lpu
KOJIMYECTBE KaTajmu3aTopa, paBHOM 12% 1o oTHomIe-
HUIO K B3ATOMY A-KPE30JTy, HalJIeH ONTHUMAaJIbHBIN BBI-
X0/l IEJIEBOTO MPOJYKTA.
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Puc. 2. 3aBucumoctn Berxoja (1) u cenekTuBHOCTH (2) 0-IIMKIIO-
AIIKHJI-1-Kpe30J1a Moy4eHHoro Ha ocHoBe 1T oT TeMmeparypsl
(a), Bpemen# (0), MOJTBHOTO COOTHOIICHHUS HCXOIHBIX KOMITOHEH-
TOB (B) U KOJMYECTBA KaTamu3aropa (T)

Fig. 2. Dependence of yield (1) and selectivity (2) of o-cycloal-
kyl-p-cresol obtained on the basis of DP on temperature (a), reac-
tion time (6), molar ratio of initial components (8) and amount of
catalyst (r)
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[locne otrmeneHus: MEperoHKON OT ajKuiIaTa
LIEJIEBOTO MPOIYKTa OBLIM YCTAHOBIIEHBI €T0 (YU3HUKO-
XUMHYECKHE CBOWMCTBA, a TAKXKE CTPYKTYPHOE CTpOe-
uue metonamu ‘H SIMP u UK-cniektpockomnum.

Hukmudeckas CTPyKTypa O-IUKIIOATKUI-F-
kpesona Ha ocHose JII1 B 'H SIMP cnekrpax HaGmoaa-
etcs B mostoce o = 1,35-1,6 ppm, a curnan CHs rpymnmst
B mostoce 0 = 0,9 ppm. CurHaisl IPOTOHOB apOMaTH-
YeCKOTo siipa ObUIH HalieHbl B mosioce & = 6,75 ppm,
a TIPOTOHA TUAPOKCHIFHOW TPYIIITHI, COETUHEHHOTO C
apOMaTHYECKUM KOJIBIIOM, B 0 = 6,5 ppm, C=C cBs3b
LUKJIOT€KCEHOBOTO KOJIbIIa HaOMI01aeTcsl B BUAE MaJlo
WHTEHCUBHOTO MyJbTHITIETa O = 5,2-5,4 ppm.

B UK cnektpax 2(3-MeTHIIMKIOTeKCEH-3-HJI-
U30mpoIu)-4-mMeTuindeHona ObUTH HaliIEHBI CIEYT0-
e rpyrmsk: OH rpynma 3100-3500 em, CH3 rpynma
— 1380 cm?t, C=C cBA3b apOoMaTHUECKOrO KOIbLA —
1630 cm? mabmonaercs B 5THX nonocax. Hammuume
BTOPOTO 3aMeIIeHHs B OCH30JIBHOM SIpe HaOIrona-
ercs B nonocax 2920 u 2840 cm, ckeneTHsle caBUrH
HadTeHOBOrO Kombua B nonocax 830 u 880 cm?. IMapa-
3aMeneHnsi OEH30JIHOTO KOJIbIa HAOIIOIAI0TCS B TI0-
nocax 828, 1240, 1590, 1610 u 390 cm™.

Jmst mporiecca  adKWIMPOBaHUS H-Kpe3olia C
JIIIPEHOM B MIPUCYTCTBUM Katanuzatopa KY-23 HaiineHs
ONTUMAJIbHBIE YCIIOBHS. BBUIO BBISIBIICHO, YUTO P TEM-
nepatype peakiuu 130 °C, BpeMeHH 5 4, MOJIBHOM CO-
OTHOIICHUHU UCXOJHBIX KOMIIOHEHTOB 1:1, KomuecTBe
karanuzatopa 12%, BBIXOJ LIeJIeBOro NPOIYKTa 10 OT-
HOILICHHUIO K B3TOMY n-Kpe3oiy paseH 70,8%, a cernex-
THUBHOCTH — 89,7% 110 11e71eBOMY MPOAYKTY.

AHaJOTHYHBIM 00pa30M HCCIENOBaHBl pPeak-
UM AIKHJIMPOBAHMSI 1-Kpe3oJia TUTICHTEHOM U (hpak-
nuen rmkmoanMepa uzonpena 160-180 °C. Jlmsa kax-
JIOW peakIy HaiJIeHbl ONTHMaJbHBIE YCIOBHUS, MPH
KOTOPBIX BBIXOZBI II€JIEBBIX MPOJIYKTOB COCTABUIN
66,7-68,5% ot Teopun, cenexTuBHOCTH 87,9-91,3% 1o
[IEJIEBOMY IIPOYKTY.

Beum ompenenieHbl (PU3MKO-XUMHUYECKHE CBOM-
CTBa M 3JIEMCHTHBIN cocTaB 2[3(4)-MEeTHIIINKIIOTeKCEH-
3-un-m3onponui]-4-metwindenonos. Pe3ynbrate npu-
BeJeHEI B Ta0uI. 1.

1l cmadus — annnupoBaHue 2-TIMKIOATKIII-4-
MEeTHI(EHOJIOB C YKCYCHOM KUCIIOTOH.

Peakmus mpoTekaeT 1o clenyromnien cxeme:

OH
OH o
R + CH.COOH ZnCl, I
2 -
K o R C-CH,
CH
s CHs

CHy CHy SHo
B0 20, B
CH, CHg CHs CHs 3

Puc. 3. AuunupoBanue 2-IUKI0ANKUI-4-MeTHII(EHOTIOB C YKCYC-
HOMU KHCIIOTOH
Fig. 3. Acylation reactions of 2-cycloalkyl-4-methylphenols with
acetic acid
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Taonuua 1

Du3UKO-XUMHYECKHUEe CBOHCTBA, 3JIEMEHTHBII COCTaB U MOJIeKyJIsIpHAas Macca 2[3(4)-MeTHINHKIOT eKCeH-3-HI-H30-
nponui|-4-MmeTuag)eHoT0B
Table 1. Physico-chemical properties, elemental composition and molecular weight of 2[3(4)-methylcyclohexen-3-
yl-isopropyl]-4-methylphenols

o DJIEeMEHTHBIH cOoCTaB, %
° B Haii
R Tm_p S(/: iO MM N2 040 Mg BIYHCIIEHO aiiieHo
o C H C H
CHj
R=
CH,
—(LQ 202-205 1,5035 1,0133 244 83,6 9,8 83,3 9,5
L,
CHj
™
—CQ 212-215 1,5267 1,0375 244 83,6 9,8 83,2 9,4
(|'2H3 CHs
i
—CO 204-215 1,5133 1,0284 244 83,6 9,8 83,4 9,3
éHs NCHa
80 80+ 80
704 .—\. 704 . 70 -
60 / 60 / \ 604
B I__/. -

T T T T
100 120 140 160 T T
20 30

a 6

.
40 50 111 1:2 1:3

B

Puc. 4. 3aBucumMocTH BbIX0/a IMKIOoANKMIaerodpeHona Ha ocHoBe J{IT ot Temnepatyps! (a), BpeMeHH (0) ¥ MOJIBHOTO COOTHOILEHUS
HCXOJIHBIX KOMIIOHEHTOB(B)
Fig. 4. Dependences of the yield of cycloalkylacetophenone based on DP on temperature (a), time (6), and molar ratio of the starting
components (B)

Bruto n3yueHo BIMsHUS TeMIepaTypsl (B UH-
tepBaie 100-160 °C), mpomoKUTEIEHOCTH PEaKun
(20-50 MuH), MOJIBHOTO COOTHOIIICHHS 2-MOHO-IIUKIIO-
ankmi-4-metundenonoB k YK (ot 1:1 mo 1:3) Ha xon
PeaKuyy auuInpoBaHHUs.

B xauectBe npumepa Ha puc. 4 TIOKa3aHbI pe-
3yJABTaTHl peakiuu anuiupoBanus [[AD Ha ocHOBe
HII ¢ ykCycHOU KHCIOTOM B MPUCYTCTBUM HaHOPA3-
mepHoro ZnCly.

Kax BunmHO U3 puc. 4, npu Temreparype peak-
uuu 100-120 °C BIXOA 1IEIEBOr0 IPOLYKTA Ha B3SATHIN
IHA® cocraemnser 38,2 u 56,1%; npu Temneparype 140 °C
JIOCTUTAeTCs HanOONBINK BeIXod — 68,4%; MOBbIIIE-
Hue TemnepaTypsl 10 160 °C npuBOAUT K CHUYKEHUIO
BbIXOJa — 65,6%0.

[Ipu yBenu4eHNU MPOJOIHKUTEIHHOCTH OIIbI-
ToB oT 20 10 50 MuH HaOMIOIAETCsl BO3pacTaHNeE BbI-
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xona ueneBoro npoaykra ot 50,6 no 68,4%. Henpe-
pPBIBHOE YBeIHUYEHHE BBIXO/a HAOIIOAAaeTCs B IEPBbIC
40 MHH peakIuH, a 3aTeM BBIXOJl YMEHBIIAETCS JI0
52,3%. W3 naHHBIX pUC. 4 BUJIHO, YTO IPU MOJBHOM
cootHommennu A®:YK, paBuom 1:2, BeIXOn mee-
BOTO MMPOAYKTa COCTaBIISLI 68,4%; mambHEHIIee yBEIH-
yeHue koimmdectBa YK He JaeT MOMOXKHUTETBHBIX pe-
3yJBTATOB, U BBIXOJ IEJIEBOTO MPOJIYKTa OCTAETCS Ha
TOM K€ YPOBHE.

Takum oOpa3oM, HalJeHB ONTHUMAJbHBIC
YCIIOBUS TIONYyYEHUS 2-THAPOKCH-3(METUIIIUKIOTEK-
CeH-3-UI-U30IPOITIIT)-5-MeTHialeTo)eHOHa: TeMIle-
patypa peakiun — 140 °C, npoaoKUTENBHOCTD peaK-
nun — 30-40 muH, MobHOE cooTHOIIeHHE [IAD 1 YK
1:2 Mosb/MoJTh. BBIXOI 11€7I€BOrO ITPOIYKTa B 3THX YCIIO-
BHSX cocTaBmI — 68,4% o1 Teopun Ha B3sTHII [[AD.

W3B. By30B. Xumus u xuM. TexHonorud. 2022. T. 65. Beimn. 3
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Taonuua 2

Du3UKO-XUMHUYeCKHE CBOHCTBA, 3JIEMEHTHBIH COCTaB U MOJIEKYJISIpHAA Macca 2-THAPOKCH-3(MeTHIIUKIOreKce-
HUJI-H30MPONMI)-5-MeTH1a11eTO e HOHOB
Table 2. Physicochemical properties, elemental composition and molecular weight of 2-hydroxy-3(methylcyclohex-
enyl-isopropyl)-5-methylacetophenones

oH 0 DJIEeMEHTHBIN cocTaB, %
R‘@’C‘CHs Txnn.;TC(/: io MM N2 040 Mn Brruucneno Haiineno
CH, C H C H
R=
_(C;HfQ 213-216 1,6173 1,0414 286 79,7 9,1 79,2 8,8
CHy CH,
CHs
—?O 218-221 1,6405 1,0608 286 79,7 9,1 78,8 8,5
CHz ~—7CH,
CHs
_EHZQCHa 212-220 1,6264 1,0566 286 79,7 9.1 79,0 8,6

Taxoke ObIIM M3Y4YEHBI peaklUH alMInpoBa-
Hus I[A® Ha OCHOBE NUNEHTEHA W LUKIOIUMEpPA
M30MpeHa B NPUCYTCTBUU HaHOCTPYKTYPHUPOBAHHOTO
ZnCly, HaiiieHbI ONTUMAJIbHBIC YCIOBHS, TIPH KOTOPBIX
BBIXOJ] 1I€IEBBIX MIPOAYKTOB cocTaBmi: 65,6-67,0% Ha
B3ATHIN aJKUIKPE30.

Kak Bunno u3 tabi. 2, HalIeHHBIH 3JIEMEHTHEIH
COCTaB LMKJIOAJKWIALETOPEHOHOB COOTBETCTBYIOT BBI-
YHUCIICHHOMY.

BBIBO/IbI

Haiinensl ontuManbHBIE yCIOBHS (TeMIiepa-
typa 130-140 °C, npoaomKUTeIsHOCTE Peakiuu 5-6 4,
MOJIEHOE COOTHOIIEHHE HCXOAHBIX KOMIIOHEHTOB 1:1,
KOJIN4eCTBO KaTanuzaTopa 12-15% (mo oTHOLIEHUIO K
B3SITOMY 7-Kpe30JIy)) IJIsl Tpoliecca aaKMIUPOBAH
n-Kpe3oyia ¢ JUIPEHOM, JUNEHTEHOM U HUX CMECBIO
(¢p. 160-180 °C) B mpucyrcTBuM Katanmuzaropa KY-23,
NPY HAWJEHHBIX ONTHUMAJBbHBIX YCIOBHUIX BBIXOJ IIe-
JIEBBIX MPOIYKTOB cocTaBmi 66,7-70,8%, a cenexTus-
HOCTE — 87,9-91,3%.

BzanmopeiicteueM  2[3(4)-METHIITUKIIOT €K-
CEeH-3-WII-M30MPONHi|-4-MeTHI()EHONIOB C YKCYCHOH
KHCJIOTOW B MPUCYTCTBUU HAHOCTPYKTYPUPOBAHHOTO
ZnCl; mpu remmneparype 140 °C, Bpemenu peakuuu 30-
40 muH, MmosbHOM cooTHomeHnu LIA® u YK 1:2 mo-
Jy4eHbI IUKIOATKHIAETO(EHOHBI C BBIXOAaMH 65,6-
68,4% ot Teopum.

Hanuas paboma evinonuena npu urarcogoll
nooodepoicke Donoa Pazeumus Hayxu npu I[lpesu-
Ooenme Asepbaiioscancxou Pecnyonuxu — [ panm Ne
E/F-GAT-5-2020-3(37)-12/03/4-M-03.

Aemopel 3aaenaom 00 OmMCYmcmeuu KoOH-
¢auxma unmepecos, mpebyroweco packpvlmusl 8 Oau-
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