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Ilpuseodenvt pezyromamovl YUKAOAIKUAUPOBAHUA (penona I-memunyukionenmenom,
1(3)-memunyuknozekcenamu 6 npucymcmeuu Kamaiu3amopa (enonsma ailoMuHus U GAUAHUS
PAa3IUYHbIX RAPAMEMPOE HA 8bIX00 Yene6020 npodykma. Temnepamypy peakyuu eapouposanu 6 un-
mepeane om 220 0o 280 °C, épem=a peaxyuu om 1 00 7 u, moibHOoe coomHouteHue henona K yuKkieHy
om 1:1 00 1:3 monv/mons, konuuecmeo kamanuzamopa om 10 0o 25%. Beiaeneno, umo ons nonyue-
HUA MAKCUMANbHO20 6bix00a 2,6-0ufl(3)-memunyuxnoankuil ¢penonoe neodbxooumst cieoyroujue
ycnosusn: memnepamypa 260-280 °C, npoodondcumenvnocms peakyuu 5-6 u, MojibHOe COOMHOUIEHUE
denona k 1(3)-memunyuxnoankeny 1:2 monv/mone u konuuecmeo kamanusamopa 20% ¢ pacueme
Ha e3amutit henon. Ilpu smom 6vixo0 yenesvix npodykmos - 2,6-ou-[1(3)-memunyuxnoanxun] gpeno-
106 cocmaensem 44,3-47,1% na eé3amolii henon, cenexkmuenocmsy 67,4-71,2% no uenesomy npo-
oykmy. CmpyKmypy cuHme3uposanusix npooykmoeg onpeodenanu memooom UK u *H IMP cnexmpo-
ckonuu. UK-cnexkmpul oopazyos pecucmpupoeanu na UK @ypve cnexkmpomempe ALPHA (pupma
BRUKER, I'epmanus) é ouanaszone 6011oguix uucen 600-4000 cm™. Cnexmpur *H AMP cnumanu na
npuoope «Bruker-300» (I'epmanua) npu komnamnou memnepamype CCly c enympennum cmanoap-
MOM — MeMmPAMemuiICUI0KCanom. Xpomamozpaghuueckue ucciedo6anus npoOyKmoe peakyuu yuK-
aoankunuposanus henona 1(3)-memunyuxioankenamu ¢ RPUCYmMCmeuyu Kamauamopa penonama
ANIOMUHUA ROKA3ANU, YMO 6 ATIKUIame 8 0CHOGHOM cooeprcamca 2,6-0uyuKioanKuazameuieHHble
tenonvt (87,4-92,3%). Ilocne pexmugpukayuu anrkunama npu HuU3Kom oasaenuu (20 mm pm.cm.) ye-
J1egvle POOYKMmbl noyuanu ¢ yucmomoit 96,7-98,1%, onpedenenvt ux gpuzuxko-xumuueckue xapaK-
mepucmuku. Ilonyuennsie 2,6-oufl(3)-memunyuxnoankuu| ¢penonvt noosepzanu amunomemuaupo-
aHUIO (hOPMATLOECUOOM U AMUHOIMUTHOHUTUMUOAZOAUHOM 8 coomHoutenuu 1:2:2. Ilonyuenst oc-
Hoeanua Mannuxa c évixo0om 65,7-71,7% om meopuu. Onpeodenensvt puauko-xumuueckue noKa3a-
menu curme3uposanuvix 4-2udpokcu-3,5-ouf1(3)-memunyuknoankun] GeH3uIAMUHOIMUIHOHUIU-
MUOA30IUHOG.

KuaroueBsble ciioBa: (peHOJ, METHIILUKIOATIKEH, (PEHONIAT AFOMUHHUS, IPOCTPAHCTBCHHO-3aTPy IHCHHbBIE
(heHOJIbI, aMUHOATHITHOHUIMMHU/IA30JIMH, (POPMalIbICTH T
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The paper deals with the results of cycloalkylation of phenol with 1-methylcyclopentene,
1(3)-methylcyclohexene in the presence of aluminum phenolate catalyst and influence of various
parameters on the yield of the target product. The reaction temperature was varied from 220 to
280 °C, the reaction time - from 1 to 7 h, molar ratio of phenol to cyclene — from 1:1 to 1:3 mol/mol,
the catalyst amount — from 10 to 25%. Maximum yield of 2,6-di[1(3)-methylcycloalkyl]phenols is
obtained under the following conditions: temperature - 260-280 °C, duration - 5-6 h, molar ratio
of phenol to 1(3)-methylcycloalkene - 1:2 mol/mol and the catalyst amount is 20% based on taken
phenol. Simultaneously, the yield of the target products - 2,6-di-[1(3)-methylcycloalkyl] phenols is
44.3-47.1% per taken phenol, the selectivity is 67.4 71.2% on the target product. The structure of
the synthesized products was determined by *H NMR and IR spectroscopy. The IR spectra of the
samples were recorded on the ALPHA IR Fourier spectrometer (BRUKER company, Germany) in
the wave number range of 600-4000 cm™. The *H NMR spectra were recorded on the Bruker-300
instrument (Germany) at room temperature of CCl, with an internal standard, tetramethylsiloxane.
As a result of the chromatographic studies of the products of phenol cycloalkylation with
1(3)-methylcycloalkenes in the presence of aluminum phenolate catalyst it became clear that the
alkylate mainly contains 2,6-dicycloalkyl-substituted phenols (87.4-92.3%). After rectification of
the alkylate at low pressure (20 mm Hg), the target products were obtained with a purity of 96.7-
98.1% and their physico-chemical properties were determined. The resulting 2,6-di-[1(3)-methylcycloal-
kyl]phenols were aminomethylated by formaldehyde and aminoethylnonylimidazoline at the ratio of
1:2:2. From theoretical point of view, Mannich bases were obtained with yield of 65.7-71.7% by the
interaction of 2,6-di-[1(3)-methylcycloalkyl]phenols with formaldehyde and aminoethylnonyl im-
idazoline. Physico-chemical properties of synthesized 4-hydroxy-3,5-di-[1(3)-methylcycloal-
kyl]benzylaminoethylnonylimidazolines were determined.

Key words: phenol, methylcycloalkene, alumina phenolate, spatially-hindered phenols, aminoethyl-
nonylimidazoline, formaldehyde
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BBEJAEHUE OKCIIEPUMEHTAJIBHA S YACTD

CrocoOHOCTh psiia OPTraHUYECKUX COCIIHE-
HUH paznaraTh OpraHuYecKue THIpoIepeKrcu 0e3 00-
pa3oBaHMsI CBOOOJHBIX PaJIUKAJIOB SIBISAETCS HECOM-
HEHHOM MPEAOCHUTKOM TOTO, YTO OHU MOTYT OBITh UC-
MTOJIF30BAHBI B CMECH ¢ MHTHOUTOpAaMH CBOOOIHBIX pa-
JIUKAJIOB KaK TEPMOCTaOMIM3aTOPHI I MOIHoIe(HU-
HOB, aHTHUOKCHUJIAHTOB CMa304HBIX Macen U Torms. K
3TOMY KJIacCy aHTHOKCUJAHTOB OTHOCSTCS TIPOU3BO/I-
HBIC TPOCTPAHCTBEHHO-3aTPYTHEHHBIX ()EHOJIOB, CO-
JIeprKallfe B CTPYKType pasiudnbie hparmentsi [ 1-20].

Takum 00pa3oM, IPOCTPAHCTBEHHO-3aTPY/ THEH-

CHHTE3 UMHU1a30IMHOBBIX TIPOU3BOIHBIX IPO-
CTPaHCTBEHHO-3aTPYIHEHHBIX (EHOJIOB OCYIIECTRB-
JISUTH B JIBE CTQJ/INH.

| ctagus — o, 0-nMKIOATKUIMPOBaHKE (EeHOIIA
1(3)-MeTrIImKIIoaIKEHAMU

B kauecTBe MCXOTHOTO CBHIPhSI OBLIA UCTIONb-
30BaHbl (heHOJ, |-METHIIIUKIIONEeHTEH, |-MEeTHIIIUK-
JIOTEKCEH U 3-MEeTHIIIIMKIIOTEKCEH.

®enou (D) UCTIOTBE30BAIA PEAKTUBHBIN, KOTO-
PBIii TIEpE]] OMTBITOM MPEABAPUTEIHHO MEPETOHSIIH.

HbIe (PEHOJBI, UMEIOIIME B CTPYKTYpE aMUHHbBIC (par-
MEHTBI, MNPEJOTBPALIAIOT MPOLECC «BBIPOKICHHOTO
Ppa3BETBICHUS LIEMU OKUCICHUS MOJIUMEDPA U B 3HAUU-
TEJIbHOM CTENEHU YCWIMBAIOT JEUCTBUE aHTUOKCH/IAH-
TOB (DEHOJIBHOT'O THIIA.

[Ipencrasnennast paboTa MOCBSIIEHA CHHTE3Y
MPOCTPAHCTBEHHO-3aTPYIHEHHBIX ITHKIOATKUIPEHO-
JIOB ¥ TMOJYYEHHUIO HA UX OCHOBE aMUHOMETUINPOBA-
HBIX POU3BOJHBIX OCHOBaHU MaHHUXa.

18

1-Metwmuxstorerred (1-MLIIT) momy4amm n3o-
MepH3aliel ITUKJIOreKCeHa, IMoydaeMoro Jeruapara-
el muKIIorekcanona: temm.kum.75 °C; np?® 1,4347;
p4%°0,7782; M.m. 82.

1-Metmmmxiorekcer (1-MUI) momyyanu my-
TEM KOHJCHCAIIMH M30MpEeHa C 3THIEHOM 1o JlmibCy-
Aunbziepy: Temnxumn. 109-111 °C; np® 1,4500; p42° 0,8200;
M.M. 96.
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3-Merummknorekcet (3-MLIN) momy4vanu B3au-
MOJICICTBHEM MTUINEPUIICHA C STHIICHOM M0 AnibCy-Alb-
nepy: Temn.kur.102-103 °C; np?° 1,4460; p4* 0,8120;
T.K. 96.

B kadectBe karammzaropa HCIOIB30BAIN (EHO-
JISIT AMOMAHA. 0,0-L{uKmoankunmpoBanme (heHoma mpo-
BOJIIJTH BO BpaIaroIeMcst aBTok1aBe oobemoM 1,0 1. B
MOATOTOBJICHHBIM YUCTHIN aBTOKIIAB 3arpy>Kajll CBEKEIe-
pETHaHHBIN (PEHON M AFOMUHHI B HY>KHOM COOTHOIIIE-
Hu. Peakipro poBoavim B atmocdepe a3oTa IpH ycIio-
BUsIx: Temmeparypa 180 °C, nmpoaommKUTeNnbHOCTh peak-
mu 4 4. [ocie 3Toro oxnaxaany aBToKIIaB, 100aBISUIN B
paccYUTaHHOM KOJIMYECTBE METWIILIMKIICH U B aTMOc(epe
a30Ta OCYLIECTBIISUIN PeaKIMHU UKIOAIKWINPOBAHKS.

Io okOHYaHNH SKCTIEPUMEHTA OXJIKAATHA aBTO-
KJIaB, BHITPY KM MMPOAYKTHI PEAKIMH U Pa3pyIIaia KaTa-
nu3atop QeHonATa amomuHMs. PaznokeHue KaTanmu3za-
TOpa TIOcie MPOBEICHUs TMpoliecca aIKHIMPOBAHUSA
MOYKHO POBOJUTH LETOYbO WX BOJAOM. Kucnoty Hemnb3s
TIPIMEHSATh HE TOJIHKO BCIIEACTBHE KOPPO3WH, HO U M3-32
CIJIBHOM M30MEpH3aIy O-TIPOU3BOIHBIX B A-TIPOU3BO-
HBIE, a TAKXKE U3-32 BOZMOXKHOTO JCATKIITMPOBAHIIS IIHK-
ToanKmwIheHONOB TIpH anbHeiel nepepadotke. [Ipu-
MEHEHHE IIEJIOYH JJTS PA3JIosKeHHS KaTaln3aTropa CBI3aHo

¢ oOpa3oBaHreM (EHOJBHBIX CTOYHBIX BO, KOTOpBIE 3a-
TeM HEOOXO/IFIMO TTOIBEPraTh TIIATETBHOM OUHCTKE.

Hamu st paspymmenns karanmsaropa Oblia wic-
TIOJTb30BaHa BOJA.

Al(OC,H;), +3H,0 — AlI(OH), { +3C;H.OH

OOpa3zyromuiicst THAPAT OKUCH ATFOMUHUS BbIIIa-
JIaeT B BUJIE MEJIKOTO OCa/IKa v (QIIBTpALMen pa3aenseTcs
OT alKWiaTa. 3aTeM aJIKWIAT MOIBEpPra atMochepHO-
BaKyyMHOH PEKTH()HUKALIUH: TIPF 3TOM CHaYaa Py aTMO-
cepHOM [TaBJIEHWH BBIIEISUIM HETPOPEarnpoBaBIIIie
LMKII00Te(IHBI, a 3aTE€M TI0]T BAKYYMOM — HETIPOPEarkpo-
BaBIIHMH (DEHOI U MPOIYKTHI PEAKITHH.

II cranust — amuHOMeTHMpOBanue 2,6-1u(1(3)-
METHIIAKIIOATKIT)-PEHONOB (POpMAaBAETHIOM U aMH-
HOBTHITHOHWITIMHIA30TMHOM.

B xauectBe HNCXOOHOI'0 ChbIpbd HCIOJIB30BaHbI
2,6-11(1(3)-MeTHILMKIIOATKI ) -(heHOIBI, (DOPMaITBICTHT
1 AMUHOSTHITHOHUJTMMHTIA30JIHH.

DUBHKO-XUMHYECKHE XapaKTepUCTUKU 2,6-1u-
METWIIAKIOTKUI(SHOIOB Ar0TCs B Ta0I. 1.

N-[4-T'unpokcu-3,5-mu(1(3)-MeTrniukoan-
KUJT)OCH3MITAMIHOSTHI |HOHWIMMHUIA30JIMHBL  TIONy4aiin
B3aMMOJICHCTBIEM 2,6-THMETHIIIHUKIOATKAIPEHOIOB C
(hopMapIernIOM 1 aMIHHOM B COOTHOIIEHUH 1:2:2.

Taoénuuya 1
Du3uKo-xuMuyeckue noxazarean 2,6-nu(1(3)-MeTuiuuKI0aaKu1)eHo10B
Table 1. Physico-chemical properties of 2,6-di(1(3)-methylcycloalkyl)phenols
OH Brruucaeno, %
R R T?SHI\;I 1\1/(11/111::;{;151Org)lzl np2 . M. Haiineno, %
pT.CT., C H
CH,
R = 218-221 1,5453 1,0030 258 83,3 10,1
83,7 9,7
CH,
232-235 1,5460 1,0046 286 83,9 10,5
83,6 10,4
CH,
224-226 1,5455 1,0040 286 83,9 10,5
83,5 10,1

B Tpexropnyto xondy, CHaOKEHHYIO MEXaHH-
YECKOM MEIIATIKOM U TEpMOMETPOM, 3arpyxaiu 64,5 r
2,6-mu(1-metwuknonentin) gpenona, 60,0 r aMmuHO-
STHJIHOHUIIMMH/Ia30/IMHa, 64,5 T OeH3011a, ITPU TIepeMe-
mmBanuy npu 40 °C w3 KanesisHOi BOPOHKU A00aBIsIN
25,0 T 30%-noro pacTBopa hopmasbaeTHIA, PEaKIIUOH-
HYIO CMECh BBIZICPKUBAIIM B TeUeHUH | 4. 3aTeM Temrie-
patypy nocreneHHo mogauMann 10 80 °C 1 BeIIepKU-
BaJIY €111€ 2 4 IPH IOCTOSTHHOM IIEPEMEITMBAHNY, T10CIIE
Yero MPOMBIBAIIH BOJIOM [T yIaJIEHUSI HE BCTYITUBILIETO

B peaknuio QopManbaernia. Beixoa 1enoBoro mpo-
aykra coctaBiusier 66,3% ot reopun. Cunre3 N-[4-ruz-
poxcu-3,5-nu( 1 -MEeTHIIUKIIOTeKCIIT) OCH3UIaMIHO-
STHII |HOHUIMMHUAa30auHa 1 N-[4-Tuapokcu-3,5-1u-
(3-MeTUIIMKITOTeKCHIT )OS H3UITAMHOS I |HOH UITUMH -
Ja30JIMHA IPOBOJIUIIN aHAJIOTMYHOW METOJMKE C BBIXO-
namu 71,7 1 65,7% cooTBeTCTBEHHO. XapaKTePUCTHKU
IIEJIEBBIX MMPOYKTOB IIPUBEICHBI B TA0IM. 2.
AMUHOCOEIMHEHUS OUHIIAITN OT ITUKJIOAIIKHII-
(heHoIa IepeBOAOM HX B COJSTHOKUCIYIO cofib. lasee
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Tabnuuya 2
®uznko-xumudeckue nmokasarean N-{4-ruapokcu-3,5-mu[1(3)-MeTHIIHKI0ATKIT]Ge H3NTAMHHOITHIT } HOH HITUMM-
Ja30,JHHOB
Table 2. Physico-chemical properties of N-{4-hydroxy-3,5-di [1(3)-methylcycloalkyl]benzylaminoethyl}nonylimidaz-
olines
R Brranciieno, %
Temnepatypa Haiineno, %
HO CHp—NH—(CHz),—N_ N | kwumenmst mpi |  Np® pa®° M.m.
5 MM pT.CT., °C C H N
R CgoH1g
CHs
R = 220224 | 16753 | 1,133 | 509 |ZL8 (1331 53
Cs3Hs4N30 l l ’
CH;
782|110 | 7.8
228-233 1,7605 | 1,186 537 780 | 105 | 73
CassHs9N30
CH3
82)110| 7.8
226-230 1,7128 | 1,164 537 776 | 107 | 72
CssHs9N30

BOJIHBII PacTBOP COJITHOKUCIION coiu aMuHa oOpada-
TBIBAJIM KOHLEHTpUpoBaHHBIM pacTBopoM NH4OH u
BBIJICJISUTH CBOOO/IHBIC aMUHOCOeAnHeHHs. [lomyden-
HBIH aMUH OTAETSUIN OT BOJBI SKCTPAKLUEH OEH30I0M.
[locne otroHku OeH3051a OCTaTOK MOJBEPrajid PEKTH-
(buKanyy o1 BAKYyMOM, ONIPEEIISUIH ero (PU3NKO-XH-
MHUUYECKHE XapaKTEPUCTHKU U YHCTOTY IOJIyYCHHBIX
npoaykToB. COCTaB U CTPYKTYpy MPOAYKTOB OIpere-
TSI ¢ TIOMOIIBIO XPOMATOTPapUUECKOro M CHEK-
TPaJbHOTO aHAJIN30B.

Xpomarorpadudeckuii aHanu3 2,6-au(IUKII0-
aJIKIIT)(hDeHOJIOB OCYIIIECTBIISUIM Ha Xpomatorpade JIXM-
72 ¢ AETEKTOpOM IO TEIUIONPOBOAHOCTU. [[nuHa Ko-
JIOHKH — 2 M, TBep/Iblif HOcuTens — XxpomaToH — N-AW-
DMC, npoMBITEIH KHCIOTOW WM CHIIAHW3MPOBAHHBIH
mameTwxiopewiadoM, ¢pakuus 0,2+0,25 mm. Hemo-
nerxkHas (aza — 5%-Hblii METHIICHIOKCAHOBBIN 3Jia-
cromep SE-30. Hauansnas Temmieparypa xononku 50 °C,
koHeuHas — 280 °C, ckopocTh MPOrpaMMHUPOBAHHUS —
10 °C B MuH, CKOPOCTb Ta30HOCUTEIS refist — SO MiT/MuH,
Temriepatypa ucnapuress — 355 °C, Temrieparypa IeTek-
Topa — 300 °C, cKOpOCTh AMarpaMMHOM JIeHTHI — 60 MM/4.
[t pacueTa BCIoONb30BaIM METO/] BHYTPEHHEH HOpMa-
JIM3aIH, OCHOBAaHHBIA Ha rpuBeneHnd K 100% cymmbl
IIOIIAJIEH ITHKOB.

CTpyKTypy CHHTE3UPOBAaHHBIX IPOIYKTOB
onpexaensuin metogom MK u H IMP CIIEKTPOCKOITHH.
UK-cniektpsl  00pas3noB peructpupoBamun Ha UK
®ypre crnektpomerpe ALPHA (¢pupma BRUKER,
I'epmaHus) B qUana3oHe BOIHOBBIX yucen 600-4000 cm?.
Cnektpel *H SIMP cuumanu Ha npu6ope «Bruker-300»

20

(I'epmanns) npu xomuatHOUM Temmepatype CCls €
BHYTPEHHUM CTaH/IaPTOM — TETPAMETHICHIIOKCAHOM.

PE3VJIBTATBI U X OBCYXJIEHUE

Hamu ocyiecTBICHBI HCCIIEIOBAHUS PEAKIH
0,0-TIAKJIOANIKIJTMPOBAHHMS (heHOMNA | -MeTHIIUKIIO-TICHTE-
HOM, 1-METHIIIIUKIIOTEKCEHOM M 3-METHIILMKIIOreKCce-
HOM B MPUCYTCTBUH KaTau3aTopa (EeHOIATA alFOMHU-
HUS, C IEIbI0 MOMYYCHUS 2,6-TUIMKIOATKUI3aME-
HIeHHBIX (heHooB (puc. 1).

Ha puc. 2 npuBeieHbI KPUBBIC 3aBUCUMOCTH BbI-
xona 2,6-mu(1-MeTnimkItoneHTun) GeHomaa OT TeMIe-
paTypbl, MPOJIO/DKUTEIIBHOCTH OIBITA, MOJIBHOTO COOT-
HOIIEHHS UCXOOHBIX KOMIIOHEHTOB M KOJIUYECTBA Ka-

TaIM3aTopa.
OH
+2 @ CH, CH;

OH

%@@

Puc. 1. Peaknuy nuKIOaIKUIHpOBaHus GeHona 1-MeTHIMKIo-
TICHTCHOM, I-MCTI/IJ'IHI/IK.HOI‘CKCCHOM n 3-MCTI/I.]IHI/IKJIOF6K06HOM
Fig. 1. Reactions of cycloalkylation of phenol with 1-methylcyclo-
pentene, 1-methylcyclohexene and 3-methylcyclohexene
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Puc. 2. 3aBucumocTb Beixoza 2,6-au( 1 -MEeTHIIIHKIONEHTIIT) eHoa OT TeMIIepaTypsl (a), MPOAOIKUTEIBHOCTH (6), MOJBHOTO COOTHO-
IIEHHs UCXOJHBIX KOMIIOHEHTOB (B) ¥ KOJIMYECTBA KaTainu3zaropa (T)
Fig. 2. Dependence of the yield of 2,6-di(1-methylcyclopentyl) phenol on temperature (a), duration (6), molar ratio of initial components
(8) and the catalyst amount (r)

Kax BugHO U3 puc. 2 a, MaKCUMaIbHBIA BBIXOJ
2,6-mu(1-metmwmmknonenTrn)peHona — 44,3% ot Teopun
Ha B3STBIN ()EHOI MOJIydaeTcs IpU TeMIIepaType peak-
uu 260 °C. Ilpu temmnepatypax 220-240 °C BbIX0of
LEJIEBOr0 MPOAYKTa COCTaBIsIET BCEro nuiib 26,4-
34,6% COOTBETCTBEHHO.

YBenuueHne BpeMeHU peakiuu oT 1 9 0 5 1
MPUBOJIUT K MOBBIIICHUIO BBIXO/IA LIEJIEBOr0 MPOAYKTa
ot 25,7 no 44,3 %; nanpHel1ee yBeTMUCHUE TPOIAOILKH-
TEJIBHOCTH OIBITA HE CIIOCOOCTBYET MOABEMY BBIXOJA

[IEJIEBOTO MPOIYKTa PEaKI|K, TaK KaK MPU HAXOXK/Ie-
HUH UCXOJHBIX KOMIIOHEHTOB B 30HE PEaKIMU 7 9 BbI-
xon ymenbpmaercs n0 37,3%. C yBenwmdeHueMm Bpe-
MEHM peakIny HaOII0AaeTCs yBeINUeHe KOHIIEHTpa-
UK UCXOAHOTO (hEHOJNA, YTO OTPAXKAETCs] Ha BBIXOJIC
[IEJICBOTO MPOJYKTa U TIOATBEPIKIAET MHEHHUE O Jeasl-
KHJTMPOBAHMH TIPH JTATEIHHOM MPEOBIBAHNY B 30HE PEaK-
MM TIPH BEICOKKX TeMIIepaTypax.

Pe3ynbTaThl 9KCIIEPUMEHTOB MMOKA3bIBAIOT, UTO
MoJibHOE oTHOIIeHHe (eHona Kk 1-MIIII-y 1:2 Mob/MoIb
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SIBISIOCH ONITUMANBHBIM. Kak BuaHO U3 puc. 2 B, € yBe-
nudyeHueM koHieHTpanuu [-MIII-a B wucxomgHoit
CMECH YBEIMUMBACTCS KOIMYECTBO 2,6-1u(1-METHIIMK-
noneHTHN)(herona B ankuinare 1o 47,2%. Omaako Hajgo
OTMETHTbh, YTO C yBEIMYCHHEM KOHIIEHTPAIUU HCXO/I-
HOT'O IMKJIEHA YMEHBIACTCS CENIEKTUBHOCT ITpoIiecca
3a cueT 00pa3oBaHUs APYTHX W30MEPOB IUKIOAIKHII-
(heHoI0B.

Pucynounsle MaTepuanbsl CBUIETEIBCTBYIOT O
TOM, YTO KOJIMYECTBO KaTanu3aropa (peHosaTa alFoMIUHHS
B PEaKIMSIX O,0-IIHKIOATKIINPOBAHMS WTPAET TaKKe
OTIPECTISIONIYI0 poib. M3 pruCyHKa BHIHO, YTO MPH
KonuuecTBe KatanuzaTopa 20% BBIXOA LIE€JIEBOTO Mpo-
IyKTa SABISIETCS ONTUMAIBHBIM — 44,3%.

Ha ocHoBaHwWM BEINIIEyKa3aHHOTO MOXKHO 3a-
KIIIOUUTh, YTO JUIS TIONYyYEHUST MaKCUMAalbHOTO BBI-
xona 2,6-mu(1-MeTrauKIoneHT1) GeHnosa HeoOxo-
JIUMBI CIIENYIOIIHE YCIIOBHUS: TeMIleparypa peakIuu
260 °C, mpoaoIKUTENBHOCTh 5 4, MOJIBHOE OTHOIIIE-
Hue ¢penona k 1-MUIT-y 1:2 Monb/MOIIb 1 KOTUYECTBO
katanuzatopa 20% B pacuere Ha B3sATHIH denon. [Ipu
3TOM BBIXO/ 1I€JIEBOTO NMPOAYKTa cocTanisieT 44,3%.

Iocne Boinenenus  2,6-au( 1-METHILMKIIONICH-
TI) (beHoNma peKTH(UKAINed MPU HU3KOM JaBICHUU
(20 MM pT.CT.) OTIpeIeNIeHbI €T0 XHMHYECKOE CTPOSHUE
1 (QU3UKO-XUMHYECKHE TOKa3aTelH.

B UK cnektpe HabIr0AaI0TCs CIeayonme 00-
JIACTY TIOTJIONICHVS: TISITUYIICHHBIN [IUKIT (BAJIEHTHOE KO-
nebanue CHo rpyrimer) XapakTepu3yeTcst oJIOCaMHu T10-
riomeHus B obnactu 2920, 2850 u 1440 cml; OH
rpynmna 1506, 1595-1600 cm u 3100-3500 cmt; 1450

OH
R R

+CH,0 + NH,—

(CH),—N__

u 1610 cm™ C=C cBa3p apomatryeckoro siapa, 1380 cm>
C-H cBszu CHa rpynm.

B 'H SIMP cnektpe COEIMHEHHsI CHUTHAIIOB
HACBIIIEHHBIX MUKIMYECKUX CTPYKTYp MPOSBUINCH B
obactu XxumMudeckoro casura o = 1,35-1,6 M.J1., CUTHAJIbI
CH3 rpynmet ipu 6 = 0,95 m.n. CUrHaIBI IPOTOHOB
apOMAaTHYECKOTO SJpa MPOSBHIIUCH 1pu & = 6,5-7,1 M., a
B TUJIPOKCWIBHOW IPYIIIE, CBA3aHHOM C apOMaTHYECKUM
KOJIBLIOM TIpH O = 6,15 M. 1.

AHaJIOrnYHBIM 00pa30M OCYILIECTBIICHA PEaKINs
0,0-TIMKJIOAIKIITAPOBaHKS (eHoMa 1- ¥ 3-MEeTHIIINKITO-
reKCeHaMH. YCTaHOBJIEHO, YTO Mpu Temrmeparype 270-
280 °C, mpoJ0KUTENBHOCTH 6 4, MOJIBHOM COOTHOIIIE-
Hin QeHona k 1(3)-MeTummkiorekcernam 1:2 Mob/MOITb
u KonmuecTBe KaTtanusaropa 20 % B pacuere Ha B3s-
TN ()EHON BBIXOJI LENIEBBIX MPOAYyKTOB — 2,6-1u(1(3)-
METHIIIMKIIOreKCH )-peHonoB  coctapiser 46,3-47,1%
OT TEOPHUH Ha B3STHIN (PEHOIL.

UK u *H IMP crektpbr 2,6-mu(1(3)-MeTHIImK-
JIOTeKCHIT)(PEeHOIIOB aHAIOTUYHBI cieKTpaM 2,6-1u( 1-me-
TUIIHAKIONIEHTN) (heHona, ogHako, B cnekrpax MK
[UKIIOTEKCAHOBOE KOJBII0 OXapaKTePU30BAHO IOJIO-
caMmH BaJIeHTHBIX KoJieOanmii cBsizelt C-H npu 2920 u
2850 cm?, a Taxoke nonocamu npu 1108, 1345 cm?, xa-
pakTepm3yoIME  JeOpMaIMOHHBIE KOJeOaHus TPyII-
sl CH» B miukste.

AwmunomerrpoBanve  2,6-mu(1(3)-mMeTnmmk-
noanki) (heHoNoB ¢ (popMaTbAETHIOM ¥ aMUHOITHII-
HOHWJIMMU/IA30JIMHOM OCYIIECTBISUIM IO BBIICyKa-
3aHHOU MeToauKe (puc. 3).

OH

CH,—NH—(CH,),—N_ _N

7

CoHyg
CH,

Puc. 3. Peaxrmst avrHOMeTHimpoBanuyst 2,6-1w[ 1(3 )-MeTimmisioankit] GpeHoIoB (hopMatbIernioM 1 aMIHOSTIITHOHIIMMIIA30]IMHOM
Fig. 3. The reaction of aminomethylation of 2,6-di [1 (3) -methylcycloalkyl] phenols with formaldehyde and aminoethylnonimidazoline

UK crnextp N-[4-T'unpoxcu-3,5-mu[ 1(3)-meTnn-
[UKJIOATK T |OE H3WTAMUHOA THIT |HOHWJTMMU Ia30)THHA
UJICHTHYEH CIEKTPY |-METHIIIMKIIONEHTEHA, OHAKO
NH-rpymma mabmopaercs B oomacta 3050 cm?t, C=N
920, 976 cmt, C-N 1094, 1100, 1120, 1300 cm™

B H SIMP cnekrpe N-[4-Tuapoxcu-3,5-1u-
[1(3)-meTrmmKIToamK i |6e H3MITAMHHOITHI | HOHFTHMH-

22

J1a30JIMHA, B OTIMYME OT 1-METHILMKIIONEHTEHA, PE30-
HaHCHBIA curHan npu 6 = 3,60 M.I. COOTBETCTBYET
nporoHa NH-rpynmna, curaanst § =4,75 M.J1. IpoToHaM
CHz-panukana.

UK u H SIMP cnexrpbl N-[4-runpokcu-3,5-
I1(3-MEeTHIIIHKIIOT €KCHIT ) O H3MIIaMUHOATHII |HOHUIIH-
MHIa30JIMHA UAECHTHYHBI criekrpaM N-[4-T'uapokcu-
3,5-mu(1(3)-MeTHIIIUKI0AIKIIT ) O €H3UITaMHHO THI |-
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HOHWJIMMHIa30J1MHA. DU3NKO-XUMUYIECKHUE XapaKTEePU-
CTHKM CHHTE3UPOBAHHBIX HMHIA30IMHOB IIPHBEICHbI B
TadiI. 2.
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