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ABSTRACT. A ncw homologous serics with the general formula in which n is the longitudinal alkyloxy
group. n~1-10. was synthesized. The thermotropic and liquid erystalline propertics were studied by ditterential
scanning calorimetry' and on the hot-stage of a polarizing micrascope. All of the new compounds were mono-
tropic and texiure observations proved that all investigated homologues with n—1-10 exhibited nematic phases.
Also. (he compounds showed pronounced alternation effects in the homologous series with constant lateral
bridaing group. oxvdecamethvleneoxy. bul increasing longitudinal chains. n.
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A8} . 2.5-Dimethylanisole. K:CO:. 1.10-dibromodecanc.
NaOH. p-mcthoxyphenol.  p-cthoxyphenol. p-propoxy-
phenol. p-butoxyphenol. p-pentyloxyphenol. p-hexyloxy-
phenol.  p-heptyloxyphenol 4 p-octyloxyphenol-=
AldrichAE AgAeks A glo] 2= AMgaida
|l e uhel wet AAlsle] Algalivt p-
Nonyloxyphenol®}F p-deeyloxyphenol2- E. Akivama®
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4-Nonyloxyphenol: *58-& 68.0%%] 3, 5=4H.2
69.4°CS1v. IRIKB cm ) 3600-3300(0-11 stretch).
30372 2919(aromaticT} aliphatic C-11 stretch). 1439
(-CH:- bend). 1375(-<CH: bend). 1241-103 1{(C-O sticteh).
"H-NMR(CDCl-. 8ppm): 0.80-0.91(t. 3H. -CH:). 1.15-
1.55(m. 12H. -O(CH:)(CH;)(CH:).CH:). 1.60-1.80
(M. 211 -OCTL CHG (CHRCTL), 3.80-3.92(m. 211, -OCI,
(CHRCTEY, 4.60(s, 111, O11), 6.65-6.80(m. 411, Ar).

4-Decyloxyphenol: 2552 73.5%% 3. =4 2
70.0°C et IR(KBr. em™): 3500-3300(0-H streich).
30377}k 2919(aromatic?} aliphatic C-H stretch). 1439
(-CH;- bend). 1374(-CH:<bend). 1242-1032(C-0O  stretch).
TI-NMR(CDC:, Sppm): 0.82-0.92(t, 3. -CI1). 1.18-
LA5tm. 1L -0(CT)ACHR)CHE. 1.60-1.79(m. 211
~OCTHCH (CH:XCH3). 3.84-3.92(m, 21 -O CH L (U
CH:). ﬁs IH. -OH). 6.68-6.82(m. 4H. Ar).
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1,10-Bis| 2,5-bis(+methoxyphenoxycarbony )phenoxy|
decane(®). A2 7] §fr3lel A 1.10-bis(2.5-dicarboxy-
phenoxy)decane (6) (0.502 g, 1.00 numoleyS 2H 4]
gt SOCI, 30mlkl] 22, DMF 5 988 3718l
1A17F EoF FRAI L SOCKE AsbEFslel AlA
alat. o] F2] SOCLE petroleum ethers AR5l A
Aaksivh. ¢lei3)
s Befel]l 3¢l F-. p-mcthoxyphenol(0.744 ¢, 6
mmolyE THF 13 mlo] 5032, jce-bath 3)ol)A] A
Fhee] Gefel Zlaled A-ella 204|7E 60°CollA 1
A 3sl F Ae7R] Aghe A7) Gelg 5o,
NaliCO, S-lle] ¥ AAE 2l & 0.1 N 11C1
FHaR ol A ol & olvlgs} TS| EY
Sl 1L v v A A4 SIS FRE 0,759 28200 o)
on L2 946°Cect. [IRKBL cm™): 30613
2920Caromatic 2 aliphatic C-H streteh). 1723(C-O stretch).
1390(-CIT,). 1202-1029(ether C-0 stretch). 'TI-NMR
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A AFIEE (S 20ml TR 15 ml.

(CIXCL. Sppm). 1L16-1.40(m. 120 O(CLL(CHL),
(CHL:O-). 1.78192(m. 411 -OCILCLL (CIL)CLL,
0-). 3.84-3.92(m. I12H. -OCHy). 4.10-423(m. 4H.
-OCH, (CH:}CH, O-). 6.90-8.10(m. 22H. Ar). Anal.
CaE tor CEO,..:C. o9.98. H. 583%. Found:
C. 6989 H. 3.806%.

n=2(9). 3(10). H(11). 5(12). 6(13). T(14). 8(15). 9(16)
w1007y n-13)3 T2 5 kA 4 aheloo,
sk el A Al els (7Rl p-methoxyphenol H41
o n=2(93=
phenol. n=4( 11y p-butoxyphenol. n=3(12y2 p-pentyl-

p-cthoxyphenol. n=3(10)> p-propoxy-
oxvphenol. n=6(13)-Z p-hexvloxyphenol. n=7(14)y= p-
heptvloxyphenol. n=8(13)=  p-octvloxyphenol. n-9
(16%= p-nonvloxyphenol. n-10(173& p-decvloxyphenol
3 424 28k, 2. 1-29). 310 411, 312
6(13). 7(1). 8(15). A 16) B 1172 2R_PE-2 =54
Srg. RBEA A WnA AL olshol
7 erohednd

1,10-Bis|2,5-bis(4-ethoxy phenoxycarbonyl)phenoxy|-
decane (9). 7552 860 1Tt HE=4-2 133 Cev}. IR
(KBr. em™) 30703} 2919aromatic®} aliphatic C-H
streteh). 1725(C-0 streteh). 1391(-CH;). 1293-1027
(cther C-O streteh). 'H-NMR(CDCl,. 8ppm): 1.18-1.29
(m. 1211 -O(CIL).(CHy) ‘,((_II 3O-). 1L.30-1.38(m. 1211
-CI L) 170-1.82(m. 4 L -OCHLCH, (ClL)- CH, CTHEO-).
3.82-391(m. 411 -OCH, (CIL)CH, O-). 4.01-4.12(m.
8H. -OCH, CHy). 6.84-8.10(m. 22H. Ar). Anal. Caled.
for CsH,x0: C. 70.880 H. 6.31%. Found: €. 70.85:
H. 6.28%.

L10-Bis[2,5bis(4-propoxyphenoxycarbonyl)phenoxy|-
decane (10) ~5-5-2 80.07.% 3 116'Cl
vbo IRKBr em 'y 30742} 2‘).‘\3(21r0|mllicil]' aliphatic
C-H streteh). 1723(C—0 streteh). [389(-CH,). 1293-
1065(cther  C-O  streteh).  'H-NMR(CDCl,.  dppm):
0.97-1.10¢m. 12H. -CH,). 1.18-1.58(m. 12H. -O(CH.):
{CT12) (CTT0-). 1.75-1.92(m. 1211, -OCI L~ CI1, CI1,.
-OCHLCIT, (CT1)CH, CITLO-), 3_83-4.(]2(m_?l_ -0
CIT; CTLCH ). 41242 m, 4L -OCH, - (CTL)KCH, O-).
6.92-8.08(m. 22H. Ar). Anal. Caled. tor CMHE: C.
71.68: H. 6.74%. Found: C_ 71.75: H.6.75%.

1,10-Bis|2,3-bis(4-butoxyphenoxycarbony)phenoxy] -

decane (11} T5-5F-2 9050 1. =32 122°Celv}
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FIR(KBE em ') 305305 2915(aromatic3?} aliphatic
C-11 stretch). 173XC—O streteh). 1375(-CLL). 12901030
{ether C-O stretch). 'H-NMR (CDCls. Sppm): 0.89-1.10
(m. [2H. -CH;). 1.18-1.65{(m. 20H. -O{CH,),CH, CH,.
-OXCH:)» (CH;),(CH;):0-). L71-1.95(m. |2H. -OCH,CH,
CLECH. -OCILCH; (ClE)Cl, CHL0-). 3.85-4.05(m.
811 -OCH, (CHCI). 408-4.200m. 41 -OCH,
(CI1,):C11, O-). 6.85-8.05(m. 22I1. Ar). Anal. Caled
tor Csm)“: C. 72.39. H. 7.13%. Found: C. 71.94:
H. 7.08%.
1,10-Bis[2,5-bis(4-pentyloxyphenoxycarbonyphenoxy |-
decane (12). S5 82,0040 3. H="2 101 ‘C9l
b IRKB em 'Y 30573 2931 (aromatieat aliphatic
C-11 streteh). 1726(C-0 stretch). 1387(-CI1,). 1290-
1063(cther C-O stretch). 'H-NMR (CDCl.. Sppm):
(L.90-1.00¢m. 12H. -CH,). 1.22-1.59(m. 28H. -O(CH.),
({CH,);CH,. -O(CH:):(CH;);(CHy)O-). 1.73-1.95(m.
1211, -OCH, ClL (CH)C 1. -OCTL CHL (ClT)e
ClL CILO). 3.92-4.05(m. &1L -OCHL (Cl)CIL).
4.13-423(m. AL -OCH, (CHLKCT, O 690805 (.
22H. Ar). Anal. Caled. for CoHyOu C. 73.04: H.
7.48%. Found: C. 73.14: H.7.39%.
1,10-Bis[2,3-bis(4-hexyloxyphenexycarbony)phenoxy |-
decane(13). 552 0P 8] 31 B2 10308 IR
(K13, em ') 30843 2024(aromatic?} aliphatic C-11
strefeh). 1729(C-0 streteh). 1394¢-CIL). 1292-1036
(cther C-O stretch). 'H-NMR(THF-d;. Sppm): (.85-0.92
(m. 12H. -CH,). 1.15-1.37 (m. 36H. -O(CH.),(CHa)4
CH,. -O(CH.:(CHs}4(CH),0-). 1.39-1.79 (m. 12H.
-OCHCTa (CTRCH . -OCT L C (CH:), Cl, CTLO-),
378-3.95(m. 811 -OCI, (CILLCILY. 3.99-318(m. 411,
-OCT, (CT1:,Cl, O-). 6.78-7.95(m. 2211 Ar). Anal.
Caled. for C-HauOwr Co 73630 H. 7.79%. Found: C.
73.68. H.7.76°%.
1,10-Bis[2,5-bis(4-heptyloxyphenoxycarbonyphenoxy |-
decane(14). 552 30009 3. =42 909°Cev}
IR(K3r. em ') 30853% 2927(aromatic3} aliphatic C-H
stretch), 1727(C—O streich), 1391(-CH,), 1292-1064 (ether
C-O streteh). 'H-NMR(CDCl,. Sppm): 0.83-0.97(n.
12H. -CH:). 1.20-1.39(m. 44H. -O(CH.)(CH.},CH;.
CO(CH.): CH, (CH.).0-). 1.76-1.92(m. 12H. -OCH,CH,
(CHCTT,. -OCH, CHa (CH)CTT CTLO-). 3.89-3.03

% - WER - B - SR - TR

(m. 811, -OC11, (CIL)CEHL). 4.10-4.25¢m. 411, -OCl1,
(CII:)gCII:a 6.91-8.10(m. 2211 Ar). Anal. Caled.
tor C-:Huw:0sy: C. 7417 H. 8.08%. Found: C. 7428:
H&.10%.

1, l(l-Bis[2,5—bis(-l-oct\'lox\phcnot\-'cm'bon\-'l)phcno“']-
decane(13). “*55-2 853509 3. =42 76.7"'CY}
=3 IR(KBr, em ): 30812} 2‘)24(z|r0|1ml|(:4-} aliphatic
C-H streteh). 1724C—0 streteh). 1391(-CEL). 1292-1043
(ether C-O stretch). 'H-NMR(CDCly. Sppm): 0.80-
0.99m. 12H. -CH,). 1.15-1.58(m. 32H. -O(CH,),(CH.};
CH,. -O(CH,),(CH,) (CHLO-). 1.73-1.92(m. 12H.-OCH;
L‘.IIZ(CII;),Clr()ulzcng(L‘.IIg),;CII:Cll:()-). 3.82-
AT}S(m, &1 -OCH, (CHDCHL). 4.08-4 23(m. 41 L -OCH 4
(CIL) ClHl, 0-),_6,‘)0-8.08(1115 221 Ar). Anal. Caled.
tor CouHiwOh: C. 74,660 H. 8.35%. Found: C. 74.56:
H. 8.26%

1,10-Bis[2,5-bis(4-nonyloxyphenoxycarbonyphenoxy]-
decane(16). 7552 805" 530 4.2 MR CYv
CIR(KDBr em 'y .»()8()-4 202 I(aromaltic 2
11 stretch). 1723(C—0 stretch). 1392(-Cl1L). 1291-1063
(cther C-O streteh). 'H-NMR (CDCl,. Sppm): 0.79-
0.99(m. 12H. -CH,). 1.17-1.59(m. 60H. «<XCH,): {CH;),
CH.-O(CH.):(CH.)((CH):O-). 1.71-191 (m. 12H. -OCH,
Cl.(ClI I,)g()r-()(_‘l 1,CHL (CI1L); Cl s CHLO-). 3.85-
05, 18LL-OCH; (CHYCIL). 4083 2 (m. 41 L -OC
(CIL)e ClL0O-). 6.88-8.09(m. 221 Ar). Anal. Caled.
for CyuHiOv: C. 7511 H. 8.59%. Found: C. 75.23:
H.8.62%.

1.10-BisIz"s-bis(-l-dccvh\'\phcnc»\'\-'carbonvl)phcnoxy]-
decane(17). 7552 90.1%%] 3. 5 =32 69.1'C4l
vbo IRKBr em 'y 30713 292](2"'0"121“(:-‘1}‘ aliphatic
C-H streteh), 1726(C—0 streteh). 1393(-CIL). 1292-
1031(cther  C-O  stretch).  "H-NMR(CDCl,.. dppm):
0.78-0.98(m. 12H. -CH,). [.16-1.58(m. 68H. -O(CH.):
{CH2)-CH,. -O(CH,): (CHy) (CH):O-). 1.68-1.90 {m.
121, -OCH:CIl, (CTCTh. -OCTLCIH, (CHYCTT,
CTLOR). 382-4.05 (m. 8. -OCI T, (CHLCHL). 4.07-4.20
(M. ATL-OCH, (CTT)CH, O-). 684-8.10(m. 2201 Ar).
Anal. Caled. tor CoHaeOh: C. 73.52: H. 8.81%. Found:

C. 7549 HB8.83%.
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Fig. | IR spectrum of [ 10-bis[2.5-bis(4-octvloxyphenoxy-
carbomyDphenoxy]decane (15) (KBr).
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Fig 2.7H-NMR spectrum of 1.10-bis[2.3-bis(4-heptyloxy-
phenoxycarbonyl)phenoxy]decane (14) (CDCI,).
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Fig. 5. Phatomicrograph of the series [1I compound with n=3
taken at 75.1 "C{magmification: 100 ).
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Tuble 1. Thermal properties and thermodynumic data for the phase rnsitions of the Scrics IT compounds®,

n Toe °C T."C AllL,. kIimol AHi. klimol 1.C propcrb"" Optical Texture
1{8) 94.6 (56.6) 47.3 {0.88) Mo Nemalic
2{(9) 133 (89.d) 397 (2.17) Mo Nemalic
310y 116 (71.00 24.9 (1.39) Mo Nemalic
J(11) 122 (88.0) 46.8 (3.30) Mo Nematic
S12) 101 (84.4) T4.0 {1.99) Mo Nemalic
6(13) 103 (88.1) 90.8 {4.83) Mo Nematic
7(1d) 0.9 (77.00 78.8 {3.80) Mo Nematic
8(13) 76.7 (79.5) T8 (6.72) Mo Nemalic
9(16) 74.8 (66.3) 79.4 (8.61) Mo Nematic
10(17) 6.7 (729 821 (4.16) Mo Nemalic

alues in the parentheses are those obtained from the cooling DSC thenmograms.

"Mo designates monotropic formation of liquid ervstal phases.
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