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YCTaHOBNEHO, YTO TeTEPOLMK/IMYECKNE COELUHEHUS, ABNATCA 3(PEKTUBHLIMU KOMMOHEHTa-
MU XXUGKOKPUCTA/TUYECKMX KOMMO3UUWUIA C HU3KMM MOPOroBbIM HaMpsHXKeHUeM W Harps>KeHnem
HacblweHns [1]. Takve BewiecTBa, Kak npasuio, 06pasytoT CMEKTUYECKYHO M/IM HeMaTUYecKyto (ha-
3y NpU HWU3KOW Temnepatype, B LUMPOKOM TeMMepaTypHOM WHTepBasie Y XapaKTepusyrTCs BbICOKM-
MW 3HQYEHUSMU MONOXKMUTENbHON AMNANEKTPUYECKON aHU30TPONUU MM CMOHTAHHON Monspusaumm
[2,3].

PaHee Hamy OblNM OMMCaHbl CUHTE3bl M ME30MOP(HbIE CBOMCTBA 3-apuii-5-ankus-2-m3oKcaso-
NMHOB [4] 1 3-ankmn-5-apun-2-m30Kcas3oiMHoOB [5]. KoueBoi cTagueint B CUHTE3e JaHHbIX COean-
HEHUI sBNANacb peakuus 1,3-AUMNONAPHOrO LMKIONPUCOEAMHEHUS HUTPUNOKCUAOB, MOMyYaeMblX
13 COOTBETCTBYHOLMX X/IOPAHIMAPUAOB TMAPOKCAMOBBIX KUCNOT, K renteHy-1 wunam K 4-(MeTokcu-
Kap60oHWM)CTUPOY COOTBETCTBEHHO.

CvHTes cv. [4] CvHtes cm. [9]

Llenb nccnefoBaHns — n3yunTb Me30MOP(HbIE CBOWCTBA HOBbLIX MPOM3BOAHbLIX 2-M30KCA30/INHA:
4-(5-NeHTNN-2-N30KCa30NMNH-3-1N)HEHNNOBLIX 3PUPOB  4-anKOKCUOEH30MHbIX, TpaHc-4-neTun-
LMKNorekcaHkap6oHoBOW, 4’-aeunn-3’-xnopangeHnn-4-kapboHoBoM KUCNOT M NpoaHaInM3nMpoBaThb
3aKOHOMEPHOCTW M3MEHEHUS TemrnepaTyp (Pa3oBbIX NEPEX00B 3TUX COEAVHEHUI B 3aBUCUMOCTU OT
CTPOEHUS aNIKUNbHBIX W LUKINYECKUX (PParMeHTOB B MOJIEKYNe.

Aupbl 1Xa-d nonyyann no paspaboTaHHON cxeme (CM. HUXKE), B COOTBETCTBMMN C KOTOPOI BHa-
yane obpaboTkoi okcuma Il Y-XNopcyKUMHUMUAOM A0 XI0paHruapuga rmapoKcamMoBOM KUCNOTbI
IV, nocnegyowym LernipoxnopupoBaHneM TPUITUIAMUHOM A0 HUTpUAoKcuMaa V 1 3aTeM LKMKIo-
NpUcoefuHeHNeM MocnefHero K renteHy-1 CUHTE3UpoBanu C BbIXoAoMm 63% 3-(4-6eH3nnokcuge-
HWUN)-5-NeHTUN-2-n30Kca3onH VI. [anee, Ucnonb3ys KataiMTUYecKoe rmapuposaHme Ha 5%-Hom
nannagun Ha yrne, npoBogunu aebeH3nnmposaHne coefnHeHus VI [0 COOTBETCTBYHOLLErO (heHona
VII. CnegyeT OTMETUTb, YTO B AJaHHOM Cly4yae B OT/IMYME OT MeTWUN0BOro atmpa 3-(4-6eH3nnoKcu-
theHnn)-2-n30KCa30/1MH-5-KapboHOBOW KWUCNOTbI [6] Mpouecc rMapupoBaHNS HE COMPOBOXAAETCS
[OMNONHUTENIbHBIM pacLlenneHneM 2-130KCa30/IMHOBOTO LUMKIA UM MPUBOAUT K BbICOKOMY BbIXOAY
(79%) wuenesoro deHona VII. Tocnegytowen atepudukauymein  3-(4-okcudeHnn)-5-neHTun-2-
nsokcasonuHa VII ¢ kncnotamm VUla-d B npucytcteum Y, Y-auumknorekcunkapbogmmmmnga no-
NY4nnIn CnoxkHble agmpsl 1Xa-d.

CTpoeHne BCEX CMHTE3MPOBAHHbLIX COeAMHEHWI MOATBEPXKAEHO AaHHbiMM UK n AMP cnek-
TpoB. Tak, B criektpax *H AMP 2-usokcasonuHos VI n VII curHansl NpoToOHOB reTepoumkinye-
CKoro (hparmeHTa HabnogaloTca B BuAe AByX Aybnetos Ayb6neta 4-CH2-rpynnbl B o6nactn 2.91—
2.95 n 3.35—3.37 M. A. U OAHONPOTOHHOro MynbTunneta 5-CH B obnactn 4.59—4.77 m. . B UK
crekTpax coefuHeHuid 1Xa-d nNpuCyTCTBYIOT XapakKTepHble MO0M0Cbl KOonebaHui CNoXXHOIPUPHOIA
rpynnupoBkn B obnactax 1720—1740, 1225—1260 n 1010—1070 cv*1 B cnektpax *H AMP paH-
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HbIX BELLECTB, KPOME CUIHa/IoB NMPOTOHOB MCXOAHOro (heHona VII, npossnswTca CuUrHasbl, OTBe-
yarolLMe MPOTOHAM KMCMOTHOW 4YacTu CMOXHbIX 3upoB. B cnektpe 13 AMP coeanHeHms 1Xb
HapaLy C CUrHasamy atoMOB Yrnepoja, NPUHALMNEXALMX COXHOIPUPHON rPynnupoBKe, aKnb-
HbIM W apUIbHbIM 3aMeCTUTENAM, NPUCYTCTBYIOT curHanbl ¢ 5 40.4, 82.1, 156.1 m. 4., XapaKTepHble
ana atomoB yrnepoga C-4, C-5 n C-3 M30KCa30/IMHOBOIO LMKNa COOTBETCTBEHHO [7].

(Villa, IXa) (VHIDb, 1Xb) (VIlIc, 1Xc) (VIlid, 1Xd)

N3yyeHne TemnepaTyp (a3oBbiX MepexofoB CUHTE3NPOBAHHLIX COEAVMHEHWIN MoKas3ano, 4To
CNoXHble athupbl 1Xa-d 06nagatoT XUAKOKpUCTANIMYECKUMK cBolicTBaMu. Tak, 4-(5-neHTun-2-
M30KCa30/IMH-3-UT)PEeHNN0BbLIA 3hMp /MpaHC-4-NeHTULUKNOreKcaHKapOboHOBOW KMcnoTbl IXc 06-
pasyeT CMEeKTUYecKylo (pasy A B TeMnepaTypHoOM uHTepBane 124—155 °C, a aup 4-neHTUNOKCK-
6eH30/HOW KMUCNoTbl 1Xa — KpoMe CMEeKTMYeCKOW (hasbl A eLle M HeMaTUYeCKyto (asy. Y A/IMHeHve
aNKWNbHOrO pajukKana v BBefeHWe AOMONHWUTENbHOIO LMKINYECKOro (parMeHTa MpuBOAAT K WUC-
Ye3HOBEHUIO HEMAaTUYeCKON (asbl W MOABNEHUIO Y 3(PUPOB 4-HOHWUIOKCMOEH30MHOW IXb 1 4’-
Aeuunn-3’-xnopandeHnn-4-kapboHoBon 1Xd KMCIOT CMeKTUYeCKoi (ha3bl C B TeMMNepaTypHOM MHTEp-
Basle 89—154 °C. 311 ampbl, KakK 1 Apyrme Me3oMOp(HbIe COeLUHEHMS, 00pa3ytoLLMe CMEKTUYECKYHO
(hasy C B LUMPOKOM TeMMepaTypHOM WHTepBasie, NMepcrneKTUBHbI 41 UCMONb30BaHNUSA B 3/1eKTPOOnN-
TUYECKMX YCTPOMCTBaxX 0TOBpaXKeHMs MHopMauun Ha eppoanekTpuyecknx XK martepuanax.

3KCIMEPNMEHTAJ/IbBHAA YACTb

Temnepatypbl NiaBneHNs 1 (Pa3oBbIX NMePeXOL0B OnpeaeneHbl Ha HarpeBaTelbHOM CTOJIMKE, CO-
eVIHEHHOM C MONAPMU3aLMOHHBLIM MUKpPOCKOMoM. VK cnekTpbl Mony4yeHbl B pacTBOpe Ha rpuob :r:
Specord 75 IR. Cnektpbl *H AMP pactsopoB 3anucaHbl Ha AMP-crniekTpomeTpax Teslc BS-5¢"A
(80 Mru), Tesla BS-567 (100 MI'u) n Bruker Avance 400 (400 MIU), BHYTPeHHWIA CTaHAapT:
rMACO.

4-BenannokenoeHsanbaermua 1l cmHTesnpoBanm no metoauke [8]. Bbixog 58.7%. T r. "1—2 :C
(2—nponaHon), nut. T. . 72 °C [8]. UK cnektp (CHC13, cm’D): 3005 (C-Hayl, 1 YY 2=1 >
1600, 1500 (C = Capom), 1160 (C-0O).

Okenm 4-6eHsunokenbeHsanbgernga 1. K kunswemy pactsopy 3,7 ra'-cr :. 113 m J
2-nponaHona Ao6aenanmn no Kannsm npu nepemelimsaHny pacteop 1,35 rrugpe 1 r o r, Ar-:*: -



namvHa n 1,6 r auetarta Hatpma B cmecn 20 mMa Bogbl M 10 mMa 2-nponaHona. PeakLWOHHYO CMeCh
kunatunm ewe 0,5 4, 3atem pasbasnsnm BoLONM U oxnaxpanm ao -20 °C. BbinaBlwuiA OKCUM OT-
(hmNbTPOBbIBaNN, NPOMbIBaNM 2 pasa Bogoi. Monyunnu 3,9 1 npoaykTa. Bbixog 98,4%. T. nn. 109—
110 °C (Tonyon). MK cnektp (CHC13, cm-1): 3570, 3465-3120 (O-H), 3000 (C-Hapowm), 1600, 1500
(C = Céapow), 1170 (C-O).

3- (4-BeH3nnokcndeHnN)-5-neHTN-2-n3okcazonnH V1. K pacteopy 6,5 r okcuma Il B cmecu
60 mn xnopodopma 1 20 mn gumetundopmammnia fobasnanu 2 kanam nupuanHa 1 3atem nopums-
MU 4,2 T V-XNopcyKuMHMMna. PeakUMOHHYIO CMeCb MnepemeLlnBan AO0NOAHUTENbHO 1 4, 3aTeM
po6asnsnm 8,0 mn renteHa-1 n oxnaxganm fo 0 °C. Mpwu aToil Temnepatype 3a 4 4 fobasnsanu no
KannsaMm pactsop 7 M TpuatunamuHa B 20 mn X/0podhopma M AOMONHUTE/IbHO MepeMeLLvBan B
TeyeHre 12 4 NpU KOMHATHOW Temnepartype. PeakLUMOHHYO CMeCb MOC/efoBaTe/IbHO MPOMbIBaIV
pa3baBfieHHON CoNAHOW KucnoToi (1:5), HacbleHHbIM PacTBOPOM X/lopuaa Hatpus, bukapboHata
HaTpusa. Cywmnn cynbaTom HaTpus. PacTBopuTens yaansnm npu NMOHWXKEHHOM [aB/IEHUW, OCTa-
TOK KpucTannusosann n3 2-nponadona. Monyunnm 5,8 r 2-usokcasonuHa VI. Boeixog 62,7%. T. nn.
115,5—116 °C (2-nponaHon). MK cnektp (CHCI3, cm"1): 3030, 3005 (C-Hapowm), 2955, 2930, 2855
(C-Hwmxkwmn.), 1600, 1500 (C = Capowm), 1225 (C-O). Cnektp >H AMP (CDC13, 5, m.4.): 0.89 (3H, T,
J 6.5 Ny, Me), 1.25—1.89 (8H, m, CHZrpynnsi), 291 (1H, gy, Jj 8.2 Iy, J2 165 Iy, 4-CH), 3.35
(1H, pu, Jj 102 Ty, J2 165 Ty, 4-CH), 4.59-4.77 (1H, m, 5-CH), 5.08 (2H, c, PhCH20), 6.97
(2H, g, J 85 'y, apom, NpoToHbI), 7.29—7.45 (5H, M, apom, mpoToHbl, Pb), 7.59 (2H, g, J 85 Iy,
apoMm, MPOTOHbI).

4- (5-MeHTUN-2-n30KcazonuH-3-un)gpeHon VII. Pacteop 3,0 1 n3okcasonuHa VI rugpmposanvn B
npucytcteun 0,3 1 5%-Horo nannagms Ha yrne B cMecu 25 M atunadeTara n 15 ma Tetparugpody-
paHa 40 OKOHYaHMWA MOr/OWeHNA BOAOPOa. PeakuMOHHYI0 cMech pa3baBnsnv BOAOW, KaTanm3atop
OTMNbTPOBbIB/IN. TPOAYKT peakumn ABaXAbl 3KCTparmposasn XnopodopMom. OO6beAWHEHHBI
OpraHWYecKWin CNoi MpoMbIBaNN [Ba pasa HACbIWeHHbIM pPacTBOPOM X/opMAa HaTpus, CyLIMIu
cynbatom HaTpus. PacTeopuTeNb yaanann npu noHWKeHHOM [aBfEHUW, OCTATOK MepeKpucTanin-
30BbIBa/IM M3 Tonyona. Monyunnm 1,7 r peHona VII. Beixog 78,6%. T. nn. 109,5—111 °C (tonyon-
atunauetar). UK cnektp (CHCI3, cm-1): 3595, 3530—3080 (O-H), 30O (C-Hapom), 2955, 2930,
2860 (C-Hwmkwun), 1605, 1515 (C = Capowm), 1270 (C-O). Cnektp >H AMP (CDC13, 5, m.4.): 0.89
(3H, 1, J 65 Ny, CH3, 1.19-1.87 (8H, m, CH2-rpynnsi), 2.95 (WU, Ay, Jj 8.2 Iy, J2 165 Iy,
4-CH), 3.37 (W, Ay, Jj 10.2 Iy, J2165 Iy, 4-CH), 4.59-4.79 (1H, m, 5-CH), 6.97 (2H, 8, J 85 I'yy,
apoM, npoToHbl), 7.52 (2H, 4, J 8.5 'y, apom, MPOTOHBI).

4-(5-TMeHTnN-2-130KCa30/IMH-3-UN)DEHWNOBLIA 3P  4-MEHTUTOKCUMOEH30MHON  KUCI0Tbl  1Xa.
K cmecn 0.30 1 4-neHTunokcmbeHsonHon kucnotol Villa, 0.36 r ¢eHona VII n 0.318 r gnumkno-
rekcunkapéogmumuga B 15 mn MetuneHnxnopuga fobasnsany katanmtuyeckue konuyectsa N, A-gu-
MeTUNaMUHONVPUANHA. PeakUMOHHYI CMeCb nepemeLuviBann B TedeHune 18 4. Ocaflok OTPUNbLTPO-
BbIBa/IN Yepe3 CNON OKcuia antoMUHUA. PacTBOpUTENb YAANSIN NPU NOHWKEHHOM AasneHun. Oc-
TaTOK XpomaTtorpafrpoBasm Ha KOJIOHKE C OKCULOM a/FOMUHUSA, 3/IOMPYS CMECBIO METUIEHX0PK-
Ja c neTponeinHbIM aupom (3:2). PacTBopuTeNb OTOMHa/IM MPU MOHVXEHHOM [aBlIeHUn, OCTaToK
NepeKpUCTanIN30BbIBaIN U3 CMECU METUNEHX/TOPUA-NeTponerHbli acup. Monyunnn 0,427 1 CNoX-
Horo agupa 1Xa. Bbixog 69,9%. Temnepatypbl (pa3osbix nepexogos, °C: Cr 137.5 SmA 1465 N 160 /.
MK cnektp (CHC13, cm']): 3030, 3015 (C-Hapow), 2955, 2940, 2875, 2865 (C-HMAU.), 1730, 1225,
1010 (COOArr), 1605, 1515 (C = Capowm), 1170, 1075 (C-O). Cnektp >H AMP (CDC13, 5, m. f.):
091 (3H, 1,370 'y, CH3, 095 (3H, 7,3 7.0 Ny, CHY, 1.27-1.93 (16H, m, CHZ-rpynnel), 2.97
(1H, pu, J, 85 Ty, J2 165 Iy, 4-CH), 3.39 (1H, au, Jj 105 Iy, J2 165 Iy, 4-CH), 4.03 (2H, T,
J 6.5 'y, OCH2), 4.65—4.83 (1H, m, 5-CH), 6.97 (2H, g, J 85 I'y, apom, NpoToHbl), 7.23 (2H, 4,
J 85 'y, apom, npoToHbl), 7.71 (2H, g, J 85 'y, apom, npotoHsl), 8.13 (2H, g, J 85 'y, apom,
MPOTOHbI).

AHaNornyHeIM 06pa3oM MosyyeHbl CroXxHble adgupbl 1Xb-1Xd.

4-(5-MeHTMN-2-130KCa30/INH-3-MN)PeHNIOBLIA 3P 4-HOHUTOKCUBEH30MHOM KucnoTbl 1Xb. Bbl-
xon 61,9%. TemnepaTypbl (Pa3oBbix nepexogoB, °C: Cr 118 SmC 154 SmA 162 I. UK cnekTp
(CHCI3, cm-1): 30KO (C-Hapowm), 2955, 2920, 2850 (C-HMKM), 1720, 1245, 1065 (COOAr), 1600,
1505 (C = Capom). Cnektp 'H AMP (CDC13, 5, m. 4.): 0.89 (3H, 1, J 6.5 'y, CH3), 091 (3H, T,
J6.5 Ny, CHJ, 1.17-1.69 (20H, m, CHZ-rpynnei), 1.73-1.89 (2H, m, CH2-rpynna), 2.96 (1H, oy,
J, 85Ty, J2165 Iy, 4-CH), 3.39 (1H, gu, Ji 105 Iy, J2 165 Iy, 4-CH), 4.03 (2H, 1, J 6.5 Iy,
OCH?2), 4.66—4.81 (1H, m, 5-CH), 6.97 (2H, g, J 8.8 I'u, apom, npoToHbl), 7.24 (2H, g, J 8.8 'y,
apoM, npoToHsbl), 7.72 (2H, 4, J 8.8 I'u, apom, npoToHsbl), 8.13 (2H, g, J 8.8 'y, apom, NPOTOHbI).
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Cnektp 13C AMP (CDC13, 5, m. a., 100 Ml'u): 14.4(CH3), 14.5(CHJ3), 22.9, 23.1, 24.3, 25.6, 26.4.
29.5, 29.6, 29.8, 29.9, 32.0, 32.3, 35.4, 35.7(CH2), 40.4(C-4), 68.8(OCH2), 82.1 (C-5), 114.8, 1225.
127.9, 128.1, 132.7, 152.7, 164.1(Capov), 156.LC-3), 165.0 (COO).

4-(5-MeHTNN-2-130KCa30/IMH-3-UN)PEHWUMOBLIA  3Mp  /MpaHC-4-NEHTUILMKIIOreKCaHKap6OHOBOM
KUCnoTbl 1Xc. Bbixog 75,5%. TemnepaTypbl ha3oBbix nepexofos, °C. Cr 124 SmA 155 I. UK
cnektp (CHC13, cm-1): 3025, 30O (C-Hapom), 2955, 2855 (C-H *n), 1740, 1165, 1120 (COOAT),
1600, 1505 (C = Capow). CnekTtp JH AMP (CDC13 5, m. 4.): 0.89 (3H, 1, J 6.5 'y, CH3), 0.90
(3H, 1,365 'y, CH3, 1.13—1.93 (21H, m, CH- n CH2—pynnsl), 2.05—2.19 (2H, m, CH2-rpynna),
248 (1H, rr, Ji 35 Iy, J2 125 'y, CHCOOAr), 2.93 (1H, au, Jj 85 Iy, J2 165 Iy, 4-CH), 3.37
(1H, py, J!' 105 lu, J2 165 Ty, 4-CH), 4.65-4.81 (1H, m, 5-CH), 7.09 (2H, g, J 8.8 I'y, apowm,
NpoToHbI), 7.66 (2H, g, J 8.8 'y, apoMm, NPOTOHbI).

4-(5-MeHTUN-2-130KCa30/IMH-3-UN)(HeHNTOBLIN  aup  3’-XN0p-4’-aeunnondeHnn-4-kap6oHoBo
KucnoTbl 1Xd. Bbixog 54,9%. TemnepaTypbl (ha3oBbix nepexogos, °C: Cr 89 SmC 149 SmA 2225 .
MK cnektp (CHC13, cm-1): 3030, 30O (C-Hapom), 2955, 2930, 2875, 2855 (C-HMKKI), 1730, 1260,
1070 (COOAr), 1600, 1500 (C = Capom). Cnektp LW AMP (CDC13, 5, m. 4.): 0.87 (3H, 1, J 6.5 'Ly,
CH3), 091 (3H, 1, J 6.5 'y, CHY, 1.15-1.85 (26H, m, CH2-rpynnsl), 2.75 (2H, T, J 7.5 'y, Ar-CH2),
2.96 (1H, pu, J385 'y, J2165 Iy, 4-CH), 3.39 (1H, au, 105 Iy, J216.5 Ny, 4-CH), 4.65-4.83
(1H, m, 5-CH), 7.23—7.34 (3H, M, apom, NpoTOHbI), 7.43—7.48 (1H, M, apom, NpoTOH), 7.61—7.77
(5H, ™, apom, nNpoToHbl), 8.24 (2H, 4, J 8.0 'y, apoM, NPOTOHbI).
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BEZBORODOV V S., KAUHANKA M. M,, LAPANIK V. 1.

SYNTHESIS OF NEW DERIVATIVES OF 4-(5-ALKYL-2-1SOXAZOLIN-3-YL)PHENOL
THAT POSSESS LIQUID CRYSTAL PROPERTIES

Summary

The synthetic approach to a new derivatives of 4-(5-alkyl-2-isoxazolin-3-yl)phenol that possess liquid crystalline prop-
erties is described. This method involved 1,3-dipolar cycloaddition of nitrile oxide V to heptene-I-ene following by deben-
zylation to corresponding phenol VII. Further esterification with various acids gives desired compounds 1Xa-d with three or
four cycles, one of which is 2-isoxazoline ring. The mesomorphic properties of these compounds are given.



