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l:zN = Piperidiuo 
175-177 CmHaoClSO3 6 5 . 3  s.2 T i  
184-185 C?aHasClTOa 
128-130 C?tiH3JClNO:j 70 .3  7 . 7  S . 0  
177-179 CpaHtiC1F3NOy 59.2 6 . 7  8 . S  
228-2:30 CraHatiClSO:! 70.1 9 .2  '3.0 
1 OO-I!x2 CiQHZiCl?SO? 
2 10-212 CriHa,Cli%O,j 
1s7-189 CIzH34ClSOj 
1 9 1- I 93 c d I a & l N O ~  
219-221 C?uHaiClN?02 65.6 8 . 5  9 . 7  
175-1 77 C?aHa;ClN,Oy 6 7 . 5  9 . 1  S . 7  
216-217 CxHajClStO? 7 0 . 3  7 . 9  8 . 0  
"'Ln-"gl CraHa;ClSZO 7 0 . 0  9 . 2  9 . 0  
162-163 C?rH3;ClN,O? 68.5 S,!) S.4 
145-147 C?*H3iBr?C1XpOZ , 7  6 . 4  6 . 2  
151-153 C?4HaaClNtO? . 8  8 . 4  8 . 5  
225-227 C?IH3aClSPO3 A 6  8 . 3  8 . 9  
185-188 CyiHajClS204 61.9 8 . 2  '%3 
244-245 CrtiHaClSrOl 70.5 8 . 0  s.0 
I L S  = Morpholiiio 
177-179 
206-208 
ISI)-191 
170-172 
"04-206 

Experimental Section 

Apart f r o m  those described below, the carboxylic acids i i sed 
for preparing the acid chlorides were either commercially avail- 
able o r  prepared by piiblished method-. 
2-Piperidinomethylcyclohexylamine Dihydroch1oride.-To a 

soliitioii of 'L-piperidiiiomethylcyclohexaiioiie 130 g j iii methanol 
(200 ml j which had previoiisly beeii saturated with ammonia, 
wab added 5(,.$ Pd-C ('2 g).  This mixtiire was hydrogenated 
at 3 atm of pressitre iiiitil hydrogeii iiptake ceased. Catalyst 
and solveiit were removed, aud the residire was suspended in 
ice water aiid acidified with concentrated HC1. Repeated 
evaporation to dryiiesa under vacuum gave a solid (22.6 g, 5 5 c y ; ) ,  
mp 2 5 - 2 5 5 ' .  

p-(4-Pentenyloxyjbenzoic Acid and Its Chloride.-Ethyl 
p-hydroxybeiizoate (42 g )  il l  ethaiiol (60 ml) war added to a 
soliitioii of sodiiim (5.8 g )  iii ethaiiol (160 mlj whereupon the 
sodiiim salt precipitated. l-Bromo-4-peiiteiie1 137.7 g j  iii ethanol 
(60 ml) was added aiid the mixtiire was heated iuider refliis 
with stirring for 80 hr. I\lost of the solveiit was distilled, the 
residiie was dissolved iii water, axid extracted with ether, and the 
extracts were dried and distilled to  give the ethyl p-(4-peiiteiiyl- 
osy)beiizoate (52.6 g, Sqfir; ), bp 122-126" (0.3 mm). Hydrolysis 
by  heatiiig for  3 0  miri with ethaiiolic KOH gave the acid (40 g, 
S i '  ) which heparated from aqLieoii3 ethaiiol ab colorle>s 
nip 11[,)-121°, 

60.1; H, 6.Y. 
.Lnu/. Calcd for C,211140s: C, 69.!J; I I ,  6.8. Fotuid: C, 

(4) P. Gaubert .  It. P. Linstead, and 11. N. Rrdun,  J .  Ctiem. Soc., 1Qil 
(193i). 
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65 .0  s . 4  9 , s  
67.2  8 . 9  S . 7  
7 0 . 2 7 . 9  7 . 8  
58.9 7 . 3  8 . S  
70.0 9 . 5  8.9 
61.0 7 . 5  9 . 4  
63 .0  8 . 2  8 . 8  
61,!) 8 . 2  s.2 
6S.1 i.8 7 . 7  
6 , j .S  S . G  ! ) . 7  
6 7 . 0  9.4 S . 7  
7 0 . 0  8 .1  8 . 1  
7 0 . 3  9 . 5  0 .1  
68.0 8 . 9  X . 5  
5 0 . 2  6 . 6  6 . 2  
68.8 8 . 3  s . 5  
6:3.8 8 .6  S . 6  
61.3 8 . 0  ' 3 .5  
O!J.8 7 . 6  8 . 4  

!) 

6 2 . 2  5 . 7  11.1 
63.7 8.9  8 . 0  
67,:) 7 . 3  S . 2  
59.0 i . 8  8 . 2  

The acid chloride, hp 120-130° (0.7 nini), was prepared by 

p-(4,5-Dibromopentoxy)benzoic Acid and Its Chloride.- 
)beiizoic acid ( 5  g) iii chloroform (50 ml) was 
with bromiiie (4 g )  iit CHC1, (25  ml) with 

e solid separated oiit; itirring was coiitiiilied 
for  30 miii after itdditioii of bromiiie. The solid wah collected, 
washed (CHCl,), aiid revrystallized fi,om ethanol to  give the 
acid (6.2 g, ior;), mp 166-168'. 

.Inai. Calcd for CIPHIIBr?Oa: C, 39.3; H, 3.8. Foiuid: C, 
39.1: H,  3.9. 

The acyl chloride, bp 202-206' (0.9 mm), was prepared by the 
usual method using SOClr. 

p-14-Pentyny1oxy)benzoic Acid and Its Chloride.-The ahove 
dibromo acid (15 g)  \\-a? heated iitider refliix for 24 hr with KOH 
i i . 4  g)  in  ethanol (40 ml). Water was then added and the ethanol 
was distilled under rediiced pressure. More water was added 
and the soliitioii was acidified with coiiceiitrated HC1. The 
white previpitate was collected atid recrj-stallized from methanol 
t o  give the acetylenic acid (2.1 g, 255:), nip 1%-132". Further 
piirificatioii proved difficult aiid the acid chloride, bp 206-208" 
(12 mm), \?as prepared. 

Esters and amides were prepared by niisitig the respective cyclo- 
hexariol or cyclohexylamiiie and the acyl chloride i i i  chloroform 
or beiizeiie aiid heatiiig the mixture uiider re 
The solveiit was distilled aiid the residue was 
acetoiie-ether-met hanol niisture. 

reaction with SOC12. 
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