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CHUHTE3 ITPOCTPAHCTBEHHO-3ATPY IHEHHBIX
METWILHHWKIJIOAJIKMJI®EHOJIOB 1 HEKOTOPBLIE OCOGEHHOCTH
PEAKIIMN AMMUHOMETUIIMPOBAHMA X
AMUWHOSTUIIHOHWINMHU/JA3O0JIMHOM

Ilpusedenvr pesynomamol YUKIOAIKUAUPOBAHUA (enona I-memunyuxkionenmenom,
1(3)-memunyuknozekcenamu 6 RpUCYmMCMEUU KAMAIUZAMOPA (PeHonama aIOMUHUA U
GIUAHUA DANUYHBIX RAPAMEmMPO8 HA 6bIX00 Ueneeo2o npooykma. Temnepamypy peakuyuu
eéapvupoeanu 6 unmepeaie om 220 oo 280 °c, eépema peakuyuu om 1 00 7 u, MoIbHOE
coomnouienue henona k yukneny om 1:1 00 1:3 monv/mons, Koa1uuecmeo Kamaauzamopa om
10 00 25%. Bviagneno, umo O ROIYYEHUA MAKCUMANbHO20 6blxooa 2,6-0ull(3)-
MEMUNYUKIOANKUL] henonos neobxodumsl credyrowue yenosus: memnepamypa 260-280 °C,
RPOOOHCUMENbHOCHb PeaKyuu 5-6 4, MoabHoe coomnouienue ghenona K 1(3)-memunyukio-
ankeny 1:2 monv/monsv u konuuecmeo kamanuszamopa 20% e pacueme na 63amulii hpeno.

Ilpu smom 6vix00 uenesvix npodykmos - 2,6-ou-(1(3)-memunyuxnoankun)penonos
cocmasnsem 44,3-47,1% na e3amvwiii ¢henon, cenexkmusnocmov 67,4-71,2% no uenesomy
npooykmy. Xpomamozpaguueckue uccne006anus npooyKmoe peakyuu

UUKN0ANKUAUposanus ¢henona 1(3)-memunyuxkioaikenamu ¢ npUCymcmeuu Kamaiuzamopa
denonama anomunua nokazanu, 4MoO 6 aIKuIAmMe 6 OCHOGHOM coldepycamca 2,6-
ouyuknoanxkunzameuiennovle penonvt (87,4-92,3%). Ilocne pekmuguxayuu ankunama npu
Hu3zKkom oaenenuu (20 mm pm.cm.) yeneevie npodykmeul noayuanu ¢ uucmomoiu 96,7-98,1%,
onpedenenvl ux Qusuko-xumuueckue xapakmepucmuru. Ilonyuennvie 2,6-0u(1(3)-
MEMUNYUKNOATIKUT)PEeHOobl  nooGepeanu aAMUHOMEMUIUPOBAHUIO (opmanboecuoom u
AMUHOIMUTHOHUIAUMUOAZOTUHOM 8 COOmHOoutenuu 1:2:2.

IHonyuenvt ocnosanus Mannuxa c evixooom 65,7-71,7% om meopuu. Onpedenensi
Qusuko-xumuueckue noxazamenu cunmesuposannvlx  4-cudpoxcu-3,5-0u(1(3)-memun-
YUKIO0GIKUTL)OEeH3UNAMUHOIMUTHOHUTUMUOA30]IUHOS.

KaoueBbie cioBa: (I)CHOJ'I, MCTHJITUKIIOATIKCH, (I)CHOJIHT AIIOMHHUA, TPOCTPAaHCTBCHHO-
3aTPYAHCHHBIC (bCHOJ'IBI, AMHWHO3THJIIHOHHUIIMMHUAA30JIUH, (bOpMaJ'ILI[el" nna.
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SYNTHESIS OF SPATIALLY-HINDERED
METHYLCYCLOALKYLPHENOLS AND SOME PECULIARITIES OF THEIR
AMINOMETHYLATION REACTIONS BY
AMINOETHYLNONYLIMIDAZOLINE

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 vyield 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. 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)-methylcycloalkyl)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 imidazoline. Physico-chemical properties of synthesized 4-hydroxy-3,5-di-
(1(3)-methylcycloalkyl)benzylaminoethylnonylimidazolines were determined.

Key words: phenol, methylcycloalkene, alumina phenolate, spatially-hindered phenols,
aminoethylnonylimidazoline, formaldehyde.



BBEJIEHUE

CrnocoOHOCTh psAJla OpPraHUYECKUX COEIWHEHMH paszjiaratb OpraHU4YecKue
rujiponiepekucu 6e3 o0pazoBaHusl CBOOOIHBIX PAUKAIOB SBISIETCS HECOMHEHHOM
MNPEANOChUIKOM TOro, YTO OHM MOTYT OBITh HCIOJIB30BaHBI B CMECH C
UHTUOMTOpAaMH  CBOOOJHBIX  PAJMKAIOB KAk  TepPMOCTAOMIM3aTOPBl TS
noJnoie()MHOB, aHTUOKCHIAHTOB CMa304YHBIX Macen u TorauB. K sTomy kmaccy
AHTUOKCUJAHTOB OTHOCATCA IPOU3BOJHBIE MPOCTPAHCTBEHHO-3ATPYAHEHHBIX
(beHOJIOB, coiepKaIre B CTPYKType pa3indHblie (hparMeHTsi [ 1-15].

Takum 00pa3oM, MNPOCTPAHCTBEHHO-3aTpyAHEHHBbIE (EHONBI, HUMEIOIINE B
CTPYKType aMHHHBbIE (PparMeHThI, MPEAOTBPALIAIOT MPOILECC «BBIPOKICHHOTO
pa3BETBJICHUS» 1€MW OKHUCJICHHUS TMOJMMEpAa W B 3HAYMUTENBHON CTENEHU
YCWIMBAIOT AEHCTBUE aHTUOKCUIAHTOB (PEHOJIBHOTO THIIA.

[IpencraBnennass paboTa NOCBSLIEHA CHHTE3y MPOCTPAHCTBEHHO-3aTPYA-
HEHHBIX [UKIOATKWI()EHOIOB U MOJIYYEHUIO HA UX OCHOBE AMHUHOMETHIIMPOBAHBIX
MPOM3BOJHBIX OCHOBAaHUM MaHHHXa.

OKCITEPUMEHTAJIbBHAA YACTb

CuHTe3 MMUIA30JIMHOBBIX MPOU3BOJIHBIX MPOCTPAHCTBEHHO-3aTPYIHEHHBIX
(hEeHOJIOB OCYIIECTBIISUIN B IBYX CTaqUsIX.

| cragust — o,0-nuKnoankuwirpoBanue henona 1(3)-MeTHIIMKIOATKEHAMHI

B kadecTBe HCXOMHOTO CBHIPhS OBUIM WCIIONB30BaHBl (eHon, 1-meTwni-
IUKJIONIEHTEH, | -METUIILMKIIOTEKCEH U 3-METUIILUKIIOTEKCEH.

®denon (D) wHcmoAB30BANIM  PEAKTHBHBIN, KOTOPBIA IEPE]  OMBITOM
PEIBAPUTETHLHO MEPETOHSIIIH.

1-Metmmukioneraten (1-MIIIT) nonaydanu u3omepu3aliueit IUKIOreKCceHa,
MOJy4aeMoro JerHapaTaliueii muKkIorekcaHoa: teMi.kum.75 °C; n2® 1,4347; pZ°
0,7782; m.Mm. 82.

1-Metmmukiorekcen (1-MILII') monyyanu myTeM KOHICHCAIIMU W30TpEHa C
stuaeHoM 1o Junscy-Anpaepy: temm.kum.109-111 °C; n2® 1,4500; p2° 0,8200;
M.M. 96.

3-Metunnuknorekced (3-MII') monyyany B3aMMOAEHCTBHEM MUIIEPUICHA C
stueHoM 1o Junbcy-Ansaepy: Temi.kui.102-103 °C; n2’ 1,4460; p:° 0,8120; T.K.
96.

B xkawecTBe KaTaimzaTopa WCHONB30BATM (EHOMSAT AITIOMUHUA.  0,0-
[{uknoankunupoBanue GpeHosa MPOBOIUIN BO BPAIIAIOIIEMCS aBTOKIaBe 00beMOM
1,0 n. B moAroTOBIEHHBIA YUCTBIA aBTOKJIAB 3arpyXkajid CBEKeNeperHaHHBIM
(dbeHoN ¥ aTIOMUHUIA B HY’KHOM COOTHOIIEHHH. Peakiiuio npoBoauiiu B aTMochepe
azora npu yciaoBusix: Temrneparypa 180 °C, mpoaomKUTEILHOCTh peakiuu 4 d.
[Tocme dYero oxmakgaau aBTOKJIAaB, JOOABIISIIM B PAaCCYUTAHHOM KOJHUYCCTBE



MCTWILIHKIEH H B aTMocdepe a30Ta  OCYIIECTBISUIM  PEAKIUU
[UKJIOAJIKMITUPOBAHUSI.

[To oKOHYaHMM PKCTIEPUMEHTa OXJIAKJIAIM aBTOKJIAB, BBHITPYXKAIU MPOTYKTHI
peakiuy W pa3pylmagd KaraauzaTtop (eHosTa amoMuHuA.  PasznokeHwue
KaTaju3aropa Ioclie MPOBEACHUSI Mpoliecca AIKUIUPOBAHUS MOXHO MPOBOJIUTH
MIEI0OYbI0 WU BOAOW. KHCIOTYy HEnb3s NPUMEHATh HE TOJBKO BCIEIACTBHE
KOPPO3HH, HO U M3-3a CHJIbHOW M30MEpU3AIUU O-TIPOU3BOIHBIX B N-TIPOU3BOHBIC,
a TaKKe W3-32 BO3MOXKHOTO JCATKWIMPOBAHMS IHUKIOATKUI(EHOIOB TMPHU
nanpHenIen nepepadborke. IIpuMeHeHuUe menTouu I pa3IoKeHUsS KaTalu3aTopa
CBSI3aHO ¢ oOpazoBaHHEM (PEHOJIBHBIX CTOYHBIX BOJI, KOTOpPHIE 3aT€M HEOOXOAMMO
noJBepraTh THIATEILHON OUYHUCTKE.

Hamu niis paspyiienust katainuzaTopa Obliia HCII0JIb30BaHA BOJIA.

AI(OC,H;), +3H,0 — AI(OH), { +3C,H,OH

OOpa3yromuiics TUAPAT OKUCH aTIOMHHFS BBITIAJAET B BUJIE MEIIKOTO OCaIKa
u  duipTpanMet paszgensercs OT ajJKWwiIara. 3areM  alKuiaT —IOoJABepraliv
aTMOC(EepHO-BaKyyMHOM peKTH(UKAIIMK: TP 3TOM CHadana Mpu aTMochepHOM
JABJICHUM BBIJCISIIM HEMpPOpEarupoBaBIINE ITUKIOONE(HHHBI, a 3aTeM II0J]
BaKyyMOM — HEMpOpearupoBaBInid PeHOI U MPOTYKTHI PEaKITHH.

Il cragust — amuaoMeTHMpoBanue 2,6-1u(1(3)-MeTmImuKI0aTKII)(hEHOJIOB
dbopMalTbIETUIOM U aMUHOATHUTHOHUITMMHUIa30JTHHOM.

B Ka4yecTBe HMCXOHOTO CBIPbs HCTIOJIb30BaHbI 2,6-mu(1(3)-
METHIIITUKIIOATKIIT ) (PeHOIBI, (hOpMaTbACTH M AMIUHOITHUTHOHIIIMMHIa30JTHH.

DOUBHKO-XUMUYECKHE  XAPAKTEPUCTUKH  2,6- TUMETHIIIUKIOATKII(PEHOIOB
narorcs B Tadu. 1.

Taonuuya 1
Du3uKo-xuMUYecKHre moxkaszaresu 2,6-1u(1(3)-MmeTnauKI0aIKUI)PEeHOI0B
Table 1. Physico-chemical properties of 2,6-di[1(3)-
methylcycloalkyl]phenols

OH Temr. Berunciaeno, %
R R| kunenus Haiineno, %
npu 20 n?’ p:° M. m. C m

MM PT.CT.,

°C
CH;

R= 218-221 | 1,5453 | 1,0030 | 258 | 833 | 101
83,7 9,7




CH,

_@ 232-235 | 1,5460 | 1,0046 286 83.9 10,5
83,6 10,4

CH,

83.9 10,5
83,5 10,1

224-226 | 1,5455 | 1,0040 286

N-[4-T'ugpokcu-3,5-mu(1(3)-Me THILHMKIOATKIIT )OS H3NTaMHUHOATHII |HOHHUJI-
MMUJIA30JIMHBI TIOJTyYalld B3aUMOJIEHCTBHEM 2,6-TUMETHUIIUKIOATKII(PEHOIOB ¢
dbopMaIbIEruA0M U aMUHOM B COOTHOIICHUH 1:2:2.

B Tpexropnyio koyi0y, CHa0XEHHYI0 MEXaHUYECKOW MEIIAIIKOW |
TepMoMeTpoM, 3arpyxanu 64,5 v 2,6-au(l-metrmmukionentwn) ¢enona, 60.0 T
aMHUHOS THIHOHWIMMHUIAa30jIMHa, 64,5 T 6en3ona, npu nepeMermBannn npu 40 °C
U3 KareinbHOW BOpoHKH n00aBisiau 25,0 r 30%-Horo pactBopa dhopmaibieruia,
PEaKIMOHHYI0O CMECh  BBIIEPKUBAIM B TeueHHWE | 4. 3aremM Temmeparypy
nocrenendo mogauMand 10 80 °C u BBIAEPKHBAIM €Ille 2 9 IPU MOCTOSHHOM
MEePEMEIINBAHUH, TTOCJIE YErO MPOMBIBAIOT BOJOW ISl yIAJICHHUS] HE BCTYIIUBIIETO
B peakiuio ¢GopManpaeruia. Beixoa 1enoBoro mpoaykra coctamisieT 66,3% ot
teopuu. CuHTe3 N-[4-ruapokcu-3,5-mu(1-MeTHIIUKIOreKCHI) OCH3MIAMUHO-
st JHOHUIMMEAa30auHa 1 N-[4-ruapokcu-3,5-au(3-Me THIIIMKIOreKCHIT )OS H3MII-
AMUHOSTHJI |HOHWJIUMHUIa30JIMHA TMPOBOJWIM [0 aHAJOTUYHOW METOJIUKE C
BbIXOJaMu 71,7 m 65,7 COOTBETCTBEHHO. XapaKTEPUCTUKHU IIEIEBBIX MPOAYKTOB
MpUBECHBI B Ta0.2.

Tabnuua 2
dusuko-xumuueckue noxkasarean N-[4-rugpoxen-3,5-q1u(1(3)-
MeTHIIHKI0ATKII)0eH3NIaAMHHOI T |HOHUJIHMH/IA30]IHHOB

Table 2. Physico-chemical properties of N-[4-hydroxy-3,5-di (1(3)-
methylcycloalkyl)benzylaminoethyl]nonylimidazolines

R Temr. Berunciaeno, %

> 0
HO CHp—NH—(CH2e—N_ N KUMICHUA n20 ,040 M.M. Haiineno, %
Y mpu 5 mm| P 4 C | H|N
R CoH1g o
pr.cT., C
R

= 778113983
220-224 11,6753 1,133 | 509 |\ .5 |55 | 7g
C33H54N30




CHj
228-233 11,7605/ 1,186 | 537 7821110\ 78
CasHs5oN3O 78,0105 7,3
CHs
226-230 |1,7128| 1,164 | 537 %’% %’g %
CssHs50N350 , , ,

AMUHOCOEMHEHHSI OYHUIIATK OT UUKIOATKWI(EHOlIa TMEepEeBOJOM HX B
COJITHOKUCITYI0 coyib. Jlamee BOJHBIA pPACTBOP COJSTHOKHUCIIOW COJM aMHHA
oOpabaTbeIBaiii KOHLIEHTpUpoBaHHBIM pacTBopoM NH,OH u Beiensnu cBoOO HbBIC
amuHocoenuHeHus. llomydeHHBIE aMUH OTAENSIOT OT BOJBI  AKCTpPAKIMEH
oenzonioM. [locine orroHku O€H30Jla OCTATOK MOABEPTalOT PEKTUPHUKALUU IO/
BAKyyMOM, OIpPEICTSIN €ro (PU3NKO-XUMUYECKHE XAPAKTEPUCTUKU U YHUCTOTY
MOJIy4eHHBIX MpPOAYKTOB. (COCTaB W CTPYKTYypy MPOAYKTOB ONPEIEISIN C
MOMOILBIO XPOMATOrPAPUUECKOr0 U CIEKTPAIBHOIO aHAJTU30B.

Xpomatorpapuyeckuid aHaiu3 2,6-Au(LIUKI0ATKII)(HEHOIOB OCYIIECTBISUIH
Ha xpomartorpade JIXM-72 ¢ 1eTeKTopoM Mo TEIUIONPOBOIHOCTH. J[JTMHA KOJOHKHU
— 2 M, tBepabiil Hocutenb — XpomMaToH — N-AW-DMC, npombIThIil KUCIOTON U
CHWJIAHM3WPOBAHHBIN TUMeTUIIXJIOpcuiianoM, ¢pakuus 0,2+0,25 mm. HenmoasuxHas
daza —5%-HbIil MeTHICHIOKCAHOBBIN 35actomep SE-30. Hauanshas temriepatypa
xosouku 50 °C, koneunast — 280 °C, ckopocts mporpammupoBanus — 10 °C B MuH,
CKOPOCTb Ta30HOCHTENS Tems — 50 MJI/MHH, TeMmieparypa ucmapurens — 355 °C,
temmeparypa aerekropa — 300 °C, CKOpocTh auarpaMMHOMN JIeHTBI — 60 Mm/4. JTist
pacuera HCHOJIb30BAJIM METOJ BHYTPEHHEH HOpMaiu3allid, OCHOBAaHHBIM Ha
npuseneHnu Kk 100% cymmbl miiomanei nuKos.

CTpyKTypy CHHTE3UPOBAHHBIX MPOIAYKTOB omnpeaessuiu merogomM MK u 'H
AMP cnextpockonuu. UK-cnextpsl o6pasioB peructpupoBaiu Ha UK ®Dypbe
cnektpomerpe ALPHA (dbupma BRUKER, I'epmanus) B auamna3zoHe BOJHOBBIX
ancen 600-4000 cm™”. Crextpst 'H SIMP cuumanu Ha mpubope «Bruker-300»
(Tepmanus) npu komHaTHOW Temneparype CCly C BHyTpeHHMM CTaHIapTOM —
TETPAMETHIICHIIOKCAHOM.

PE3VJIbTATBI 1 UX OBCYXXJIEHUE
Hamu ocymiecTBieHbl HUCCIEIOBaHUSA PEAKLUHMHU  0,0-IUKIOAJKUINPOBAHUS
dbenona | -METHIIIIUKIIOTICHTEHOM, | -METHIUKIIOTEKCEHOM u 3-
METWILMKIOTEKCEHOM B TPHUCYTCTBUM KaTaiu3atopa (QeHoysiTa aJIlOMUHMS, C
LEJBI0 TOJIYYeHUS 2,6- TUIIUKIIOATKUI3aMEIIEHHbBIX ()eHOJIOB.
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TeMmnepaTrypsl (a), MPOJOJBKUTENIBHOCTH (0), MOJBHOIO COOTHOIICHUS
MCXOJTHBIX KOMIIOHEHTOB (B) M KOJIMYECTBA KaTanu3aropa (T)

Fig.1. Dependence of the yield of 2,6-di(1-methylcyclopentyl) phenol on
temperature (a), duration (b), molar ratio of initial components (c) and the
catalyst amount (d)

Kak BuaHo w3 pucyHka la, wMakcuMalbHbld BbIxonx  2,6-mu(1-
MetukionerTuin)henona — 44.3 % ot Teopuu Ha B3ATHIM (HEHON MOTydaeTCs
npu Ttemneparype peakmuun 260 °C. Ilpu Ttemmneparypax 220-240°C Bbixon
I[EJIEBOTO MPOYKTa COCTABIISIET BCETO Jiniilb 26,4-34,6 % COOTBETCTBEHHO.

VBenuueHrue BPEMEHH peakiuu OT 1 4 10 5 4 MNPUBOJIUT K MOBBILICHUIO
BBIXOJIa ILIEJIEBOTO TMpoaykra ot 25,7 no 44,3 %; nanbHEHIlee YBEIUYEHUE
MPOJOIKUTEILHOCTA ONbITA HE CIOCOOCTBYET TOABEMY BBIXOJA IIEJIEBOIO
MPOJAYyKTa PEaKIuu, TaK KaK MPU HAXOXKJICHUM HCXOJHBIX KOMIIOHEHTOB B 30HE
peakuuu 7 4 BbIXOJ yMmeHbImaeTcs 10 37,3 %. C yBeIuyeHHEM BPEMEHH PEaKIIHU
HAOJIOMAeTCs YBEIMUYCHUE KOHIIEHTPAIIMN UCXOTHOTO (PeHoma, 4To OTpakaeTcs Ha
BBIXOJI€ IIEJIEBOTO MPOAYKTA W MOATBEPKIAECT MHEHHUE O JCAIKUIUPOBAHUM MPH
JUTUTEIIbHOM TTPEObIBAHUN B 30HE PEAKIIMH MPU BHICOKUX TEMIIepaTypax.

Pe3ynbTaThl SKCIIEPUMEHTOB MOKA3bIBAIOT, YTO MOJILHOE OTHOIIICHUE (eHosa
k 1-MIII-y 1:2 Mons/Monb sBIsIOCH onTUMaibHbIM. Kak BugHO M3 puc. 1B, ¢
yBeIMYEHHEM KoHUeHTpauuu |-MIIII-a B HCXOOHON CMECH YBEJIMYHMBACTCA
KoJu4ecTBo 2,6-mu(1-meTmnmknonentuin)denona B ankuinate 10 47,2 %. Onnako
HaJ0 OTMETUTh, YTO C YBEJIMYEHUEM KOHIICHTPAIIMM MCXOJHOIO LHKJIEHA
YMEHBIIIAETCSl CEJIEKTUBHOCTH TpOIlecca 3a CueT 0Opa30BaHUS JIPYTHUX H30MEPOB



[TUKJIOATKUI(PEHOIIOB.

PucyHouHble MaTepuanbl CBUAETEIBCTBYIOT O TOM, YTO KOJHYECTBO
Karanu3atopa (peHossATa aJIOMUHMS B PEAKIUAX 0,0-1IUKIIOATKUINPOBAHUS UTPAET
TaKXK€ ONpENEeNSIoNnyl0 poiab. M3 puc. Ir BHIHO, YTO TMpPU KOJIUYECTBE
karanuzatopa 20 % BBIXOJ IIEIEBOTO MPOAYKTA SBISIETCS onTUMATbHBIM — 44.3 %.

Ha ocHOBaHMM BBIIIEYKAa3aHHOTO MOXHO 3aKJIIOYUTh, YTO MJIs IMOJTYyYCHHS
MaKCHMajJabHOTO BbIXoAa 2,6-mau(1l-meTrimukioneHTmn)GeHonma HeoOX0 UMbl
CIeAYIONINE YCIOBUS: Temmeparypa peakiuu 260 °C, npogoKUTEIbHOCTh S 4,
MoOJIbHOE oOTHolIeHue ¢enona k 1-MIIl-y 1:2 Moas/Moib M KOJIMYECTBO
karanuzatopa 20 % B pacuere Ha B3ATBHIA (eHos. [Ipu 3TOM BBIXOA 1EIEBOTO
npoaykTa coctasisiet 44,3 %.

[Tocne Beimenenus 2,6-au(l-metunmuknoneHTmn)denona pekTuduKauei
Mpu HU3KOM fAaBiieHuu (20 MM PT.CT.) ONpPENENICHbl €r0 XMMUYECKOEe CTPOCHHUE U
(U3UKO-XMMHUYECKHUE MOKA3aTEeNH.

B UK cnekrpe HaOm0gal0TCs ClEAyOMKMEe O00JacTH  MOTJIONICHHUS:
MATAWICHHBIA MUK (BaleHTHOe Kojebanne CH, rpynmel) Xapakrtepusyercs
1oJlocaMu TIorjaomieHus B oonactu 2920, 2850 u 1440 CM-l; OH rpynna 1506,
1595-1600 cm™ 1 3100-3500 em™; 1450 u 1610 cm™ C=C cBsI3b apOMATHIECKOTO
anpa, 1380 cm™ C-H cBsisu CH; TPYIIIIL.

B H IMP CIIEKTPE COECAVMHEHUS CUTHAJIOB HACBILIEHHBIX LIHUKIAYECKUX
CTPYKTYp MPOSIBIJIMCH B 00J1aCTH XUMU4eckoro casura 6=1,35-1,6 m.1., curaisl
CH; rpynnet mpu 6=0,95 wm.n. CurHajibl OpOTOHOB apOMAaTHYECKOTO sJipa
OPOSIBIIIMCH TIpH 0=6,5-7,1 M.7I., a B THAPOKCUIIBLHOW TpyNIe, CBSI3aHHOW C
apOMaTUYECKUM KOJIBIIOM TIpH 6=6,15 m.1.

AHaOTUYHBIM 00pa30M OCYIIECTBIICHA PEAKIUs 0,0-IUKIOATKUINPOBAHUS
dbenona 1- u 3-MEeTHIIMKIIOTEKCEHaMH. Y CTaHOBJICHO, YTO TIpU Temrmeparype 270-
280 °C, mpoaomKUTEILHOCTH 6 4, MOJbHOM cooTHomieHun ¢enona k 1(3)-
METWILHMKJIOTeKCeHaM 1:2 MOJIb/MOJIb U KoTM4ecTBe kaTanuzaropa 20 % B pacuere
Ha B3ATHIN (PEHOJ BBIXOJ IEIEBBIX MPOAYKTOB — 2,6-1u(1(3)-MEeTHIINKIOTEKCHIT)
dbenonoB coctaBiset 46.3-47.1 % ot Teopun Ha B3ATHIN (DEHOIL.

UK u 'H SIMP cmektper 2,6-au[1(3)-Metnmmknorekcui] (eHOIOB
aHAJIOTUYHBI criekTpaMm 2,6-mu(1-meTunmukioneHTi)heHona, OJHAKO B CIIEKTpax
MK 1MKIOTEeKCaHOBOE KOJIBIIO  OXapaKTEPH30BAHO IIOJIOCAMHU  BaJIEHTHBIX
koJjiebanuit, csizeit C-H npu 2920 u 2850 CM'l, a Taxxe nosiocamu nipu 1108, 1345
cM™, XapakTepu3yomumMu geopManoHHbie Konebanus rpymmnst CH, B mukie.

AMUHOMETHITUPOBAHUE 2,6-mu(1(3)-meTrmuKoankui ) peHoIoB C
dbopManpIeruioM W aMUHOATWJIHOHWIMMHIA30JUHOM  OCYIIECTBISUIA IO
BBILICYKAa3aHHON METOJUKE.
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UK cmexktp N-[4-T'unpokcu-3,5-au(1(3)-MEeTHIMKIOATKIIT)0CH3UIAMHHO-

/N

C9Hl9

STWI [HOHWIMMHUAA30JIMHA WIACHTUYCH CIEKTPY |-METHIIMKIONEHTeHA, OJIHAKO
NH- rpymna Ha6monaercs B o6mactu 3050 em -, C=N 920, 976 cm *, C-N 1094,
1100, 1120, 1300 cm ™.

B 'H AMP crexrpe N-[4-Tumpoxcu-3,5-au(1(3)-MeTHIIMKIOATKHI)OSH3HII-
AMUHOATWI |[HOHWJIMMH/IA30JIMHA B OTJIMYKME OT 1-METHILMKIONEHTEHA, Pe30-
HAHCHBIN curHan 1pu 0=3.60 m.A. cooTBeTcTBYET NpoTOoHY NH-rpynmsl, curaansi
0=4,75 m.1. mpotornam CH,- pagukarna.

UK u *H SIMP cnektpbl N-[4-runpokcu-3,5-1u(3-Me THIIIHKIOTeKCHIT)OCH3MIT-
aAMUHOSTHJI [HOHMIUMUAA30duHa  HaeHTHYHBl  cunektpam  N-[4-T'mapoxkcu-3,5-
u(1(3)-MeTHIIMKITOAT K ) OCH3UITAMUHOA THIT |[HOHMITUMHU 1230 THHA. dwusuko-
XUMUYECKUE XapaKTEPUCTUKH CHHTE3UPOBAHHBIX HWMUIA30JMHOB TPUBEICHB B
Tab.2.
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