
~c~pttr: i t(d M 1iic.h \\(ar(' rt'c z ( d  csitlicir lrurii  K tOI I ,  DStl,' 
or L>.\lF-EtOI-I. 'Tt1t.y wt c in H 2 0  and ~ o l i ~ t ) l c ~  
i r i  org:tnio solvents. Tlir: sihstit )les which were Im- 
p:treti are also summarized in T:hk I. 

Acknowledgments.---The. authors wish to  t haiik Professor 
\\'. U. nlalik, Head of the Chemistry Uepartmcwt, for providiiig 
the iieressary facilities for this work and thc C.S.I.R., Krw Delhi 
(India), for a junior research fcllwvship (held by 1'. P. S.). 

Potential Antidiabetics. 11. 
I -(2,4-L)initrophenyl)-3-methyl-4-arylazo-2- 

pgrazolin-.j-ones 

11,  (;. \ M i  .LNI) I'itSM PAL s l S G H  

I)cp,tct.lttLcnt o j  Cttetriisl ty,  University of Roorkee, Itoorkee, Intliu 

7ieceiL)ed . lpr i l  17, 1968 

111 order to  esamirie their hypoglycemic activity a series of  
l-I9,.l-diiiitropheii).1)-3,.'-dimeth~l-Car~lazopSrazoles has beeti 
i q ~ i ~ i ' l e d  i i i  t he  previous comniii~iioation.~ The preient report. 
( 'o i i i 'w i i s  the synthesis of 1-12,.l-diiiitropheri)I)-3-methyl--t- 

.la;..~)-~-pyr"ac,liii-5-~ir le>. 
~. 

11) 11,  (:. Garg ani1 1'. 1'. dingli. ./. .lie,/. f ; h e r t i . ,  11, 11US (1!)681. 

Experimental SectionL 

i~) i ipI i~ ig  diazotized :inilincs with cihyl :ic.elria,cx~i:iic~. 11). t h v  
method of Gargl : i t i d  are bitmniarizcd i i i  T:hle 1 oil t h v  follii\viitg 
page. 

1 -( 2,4-Dinitrophenyl)-3-methyl-4-arylazo-2-pyrazolin-~-o11es. 
----Ethyl 2,3-dioxobiityrate 9-arylhydraaone (0.00'2 nird) W:ES 

dissolved in 20 nil uf glacial AcOIJ. To it was added it hot salli- 
rated sollition of %,~-d~nitlopheriylhytirazine (DTP) (0.004 niol) 
in glacial .4cOII inearly 1 g of 1 ) N P  in I5 nil o f  . lcOIl  . 'rlii, 

(sontents were refluxed for 1 OII c d i n g ,  sliinirig ( 

.elmrated out which were re( ,rallized cbit,het, f t , o i i i  I) 

.-ld)H. These deiiviitives arr i~~soliihle in IT2() ,  so1iit)It: i i i  C'I  I (  ' 1 ,  
:md CJf&, and sparingly soliible in EtOIT, C ' 6 f I t i ,  A d ) I r .  

These colored substances on ti.eittment with 11,O fO~~lJWt ! l i  I ) ?  
KO13 solution give color changes. Similar i~esiilk :ire oM:+iiicil 
with piperidine. 

The substituted pyrazoles which were picp:irtxi i t w  : i I - t i  

summarized i r i  Table I on the following page. 

Ethyl 2,3-dioxobutyrate 2-arylhydrazones \! w i h  i)t 'cp 

Acknowledgment.---The aut,hcrs wish to t.liank T ' r i i f ( ~ , w ~ t .  

\V. 1'. Alalik, Head of the Cheniistry Department, for providirig 
the necessary facilities for (wrying out  the work and the C.P.I.K.. 
S e n  IMhi  (India), for R ,Jiinior Research Fellowship (hclil 1)). 
P. P. 8.). 
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Pheiiyl 
2-K i t rop he I iyI 
S-Nitropheiiyl 
4-Xit ropheiiyl 
S-Chlorophen yl 
4-C hloropheriyl 
2-1Iel hylphenyl 
3-1 let hylphenyl 
4-11et hylphenyl 
2-1Iet hoxypheiiyl 
3-1Iet hoxypheiiyl 
4 -xe t  hoxypheiiyl 
"-Et hoxypheiiyl 
4-E t hoxyp hen yl 
2,3-Dichlorophenyl 
2,.i-Dimet hylphenyl 
2,.i-T)imet hoxypheuyl 
2,6-I)ichlorophenyl 

COOCzHj 
\ 

Alp, OC Color and form 

Pale yellow crystals 
Yellow needles 
Yellow needles 
Yellow needles 
Lt yellow needles 
Caiiary yellow needles 
Pale yellow iieedles 
Yellow needles 
Orange crystals 
Red crystals 
Drill red crystal6 
Yellow crystals 
Pale yellow needles 
Pale yellow needles 
Lt yellow needles 
Yellow needles 
Brick red crystals 
Yellow needles 

I 
0,1)-(~02)zCd& 

Formula' M p ,  'C Color and form 

CllH14X203 216-217 Violet-red needlebc 
C1?H13&-3Oj 233-236 Red crystals 
C12HI3~306 252-253 Orange 
Ci2Hl3?;3Oj 260-261 Orange-red needles 
Ci2HiaSaOj 221 Oraiige-red needleh 
CiYHi3ClSaOa 242 Orange-red needle> 
CiaHi6N203 215 \.iolet-red needles 
CI3HI8Pr"LO3 2'2s-229 Orange 
CL3H16S203 238-239 Brown-red needles 
C13H16Nz04 210-211 Red needles 
C I ~ H I & Z O ~  212-213 Orange-red crystals 
CiaHi,?u'?Oc 218 Brown-red needles 
C14H18N~04 209-210 Orange-red needles 
C14Hl8N2O4 219-220 \Yolet-red needlea 
Ci?Hi&l,S,OX 233 Orange needles 
CiaHi,YrO, 214 Red needles 
C14H18N20j 231 Red needles 
Cl2HllC1~N,O, 186-187 Red-orange 

10 2,,4-I>ime, hylpheriyl 120-121 Pale yellow needles CI~H, ,N?O~ 218-219 Red needles C I S H I ~ X ~ O ;  
20 2-Chloro-4-nitropheiryl 11Ia Yellow needles C1:!HIzCISaOj 2%6-229 Orange needles CisHioClx;07 
21 4-Yrilfanilnmidophenyl 133-134 Yellow-orange needles CixHijN308 291-292 Orange C16H1337078  

ltefereiice 4 and other references cited therein. 411 the new compounds were analysed for K, and the aiialytical values were 
within =t0.4r; of the calculated values. c C. Bulow and .4. Hecking, Ber., 44,467 (1911). 

Lysergic Acid Diethylamide (LSD) 
and Tryptamine Analogs 

as Potential Psychotomimetics 

K n s s n i  J.  L i s iu ,  VICKIE 0. JMN, ASD I ~ D W A K U  D. PUKICH 

School of Phacttiacy, L'r~iversity of Pittsburgh, 
Pittsburgh, Pennsylvania 16315' 

Received X a y  2, 1968 

FVe have beeii preparing analogs (Jf hallucinogeris alid 
iiom report the synthesis of two series of analogs, one patterned 
after lysergic acid diethylamide (LSD) (I), and the other (11) 
after the tryptamine moiety found in many naturally occurring 
and synthetic hallucinogens. 

C H , C O N d N , r C o R  'WR 

H H 

I, LSD analogs 
R = OEt, NEt, 

11, tryptamine analogs 
R = H, OMe; R' = C1, OH 

Structures of coniporirids were confirmed by uv, ir, or nmr spectra. 
Compounds in Table I, series I, were prepared by adding the 

appropriate amine to either ethyl acrylate or N,N-diethyl- 
acrylamide.l.2 The typtamirie analogs (11) were prepared by the 
Borsche reaction,3 except for 3-hydroxy-6-methoxy-l,2,3,4- 
tetrahydrocarbazole which was prepared from the corresponding 
3-chloro compound, by prolonged p H  8-9 hydrolysis. 

4-Amino-N-acetylhexylamine.-W-2 Raney nickel rediict ion of 
4-nitro-N-acet ylhexylamine gave the desired compound in 79% 
yield as a colorless oil, bp 131-133" (0.5 mm). n z 4 ~  1.4742. 
Anal. ( C8Hls?;zO) C, H, K. 

TABLE I 
React ion 

Series I BB, O C  (inin) RD ( t ,  O C )  time, days Yield. 1% Formula Analyses 

I t  = KEt2n 153 (0.5)  1,4763 (26 j 46 5 5 C16H31N302 C, H, S 
R = OEtc 190-192 ( I  . 2 )  1.4708 ( 2 3 )  3 d  53 ci3H?6N?03 C H , N  

Series 11 hlp, 0.C Recrystn solvent Yield, yo Formula .\nalyses 

IL = Olle ,  11' = Cl5 157-160 Acetic acid 39 CirHi&IPU'O c, 13, c1, ?J 

11 = IT, It '  = C1/ 116-118 Acetic acid 368 CizHizClN c, H, N 
I t  = OlIe,  11' = OH 101-102 Water 30 CiaHi802 C, H, S 

From 4-amino-S-acetylhe mine arid N,N-diethylacrylan~ide. b At room temperature. c From 4-amino-KT-acet,y1hexylanlirle and 
ethyl acrylate. '4t room temperature inider ?;2. e From 4-chlorocyclohexanone and 4-methoxyphenylhydrazine. J From phenylhg- 
drazine and 4-chlorocyclohexanone, prepared according to R. Grewe, W. Lorenzen, L. Viving, Chem. Ber., 87, 797 (1964). The boil- 
ing point of the compound, the melting point of its semicarbasone, and the ir spectrum were confirmatory. Semi-crude yield. 

Experimental Section 

Where analyses are indicated only by symbols of the elements, 
analytical results obtained were wit,hin 4~0.25% of the theoret,ical 

a melting point bath arid, as with boiling points, are uncorrected. 

4-Nitro-N-acetylhexylamine.-Catalytic reduction of 4-nitro- 

(1) P. E. Norris and F. F. Blioke, J .  A m .  Pharm. Assoc. ,  Sci. Ed . ,  41, 6 3 i  

(2) G. H. Stempel, J r . ,  R. P. Gross, and R. P. llariella. J .  Am. Chem. Soc.,  
(1952), 

72, 2299 (1~50) .  
values. lIelt ing Poirits determined in capillary tubes in 

Jlicroanalyaes were performed by Galbraith Laboratories. (3) C. U. Robers and B. B. Curson, i b i d . ,  69, 2910 ( l Q 4 i ) .  


