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THE PREPARATION OF POTENTIALLY 
PSYCHOACTIVE @-ALKOXYPHENETHYLAMINES 

Ni l to r i  AillCtn Torres, Bruce Cassels a 
and Marcos Carol1 Retende * 

AS part o f  our i n te res t  i n  s t ruc tu re -ac t i v i t y  relt5tiGnShipS o f  
5:jljcho t omimst i c  phene thq l  emines 1 and t.heir i n  t erect ions w i t h  
sorotoninergic receptors 2, we describe in t.he present. communication the 
preparation of  a series o f  subst i tu ted B-alkoxyphenylethylamines, 

A few of these compounds had been prepared before 3,4 ond 
t.heir psijchotroDic proper t ies described w i t h  humen volunteers. However, 
rio ptm-wibcological siudies on f.hese new cornpounds have been carr ied out 
~ i n c e  then, aside from t.tie f e w  instances i n  which a p-methoxylated 
de r i va t i ve  has shown a potencg s i m i l a r  t o  or s l i gh t l y  greatkr  than that  of  
t. h e pa re 1'1 t c om 3 o u nd, 

L i t t l e  i s  known about t.he e f f e c t s  o f  subs t i t u t i on  at  the 
i:-pos!:!on i?f t.ne s!oe c n s n  of haliucinogenic phenet.hylamines, although it. 

specu1a:ed that. t h e i r  a c t i v i t y  m igh t  be mediated i n  par: by 
i-actions w!th sdrenergic receptors. 
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The n i t r o  der ivat ive 3 j  was obtained f r o m  the phenethylamine 3a, by 
n i t r a t i o n  o f  the aromat ic  ring. 

M e 0  OMe 

@"m2 , )$A/% 
H N 0 3  O 2 N  

M e 0  M e 0  

36 31 
iod inat ion of  the in termediate 2e gave the  lodo der ivat ive 2k, w h i m  

was reduced to t o r m  t h e  p h e n e t h y ~ e ~ i i n e  3k 

M e 0  

2a 2k 3k 
f n s  use of ~ n n ~ d r o u ~  benzene as so lven t  for the ~ u ~ l ~ ~ p h i l l ~  additton 

1 2 proved t o  be more convenient than the method previously 
described, wh ich  u t i l i z e d  the alcohol ROH as solvent 3z4 , giv ing 
nit.roethanes 2 i n  higher y ie lds.  

W e  general ly performed t h s  reduct lon s tep w i t h  AlH3, generated /n 
?UP by p e r t i a l  neutra l izat ion of  LiA1Hq with concentrated s u l f u r i c  ac id  8. 
However, i n  the case o f  the 2,4,5-trimethoxyphengl in termediate 2% t h i s  
procedure led t o  hydrogenolysls o f  the p-methoxy subst i  tuent. Compound 
39. 0s i t s  hydrochloride, Could be obtained i n  43% y ie ld  by reduct ion o f  
2 g w i t h  l i t h i u m  aluminum hydride i n  re f l ux ing  THF 

A l l  ~ - ~ l ~ ~ ~ ~ p h e n e t h y l ~ m i n ~ s  were pu r i f i ed  and Chi!iraCtgrtZed by 
conversion into the corresponding hydrochloride sa l t s .  

The in te rac t i ons  o f  this ser ies of mmpounds w i t h  ~ - H T ~ A / ~ c  
and a1 receptors  ere current ly  under invest igat ion i n  our  1aboratorleS. 

A recent paper 5 suggested tha t  the presence of  an oxygenated 
suBsti tuent, ' S U C ~  a% en 0x0 o r  a hydroxy group, interposed between the 
ary l  and the amino group of a number of serotoninergic agonists, may 
8nhBtiCe l igand s e l e c t i v i t y  f o r  S - H T ~ A  versus 5-HTzc receptors. Th i s  
observation snd the sca rc i t y  of published data on B-subst i tu ted 
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~ ~ ~ ~ ~ ~ h y l # m l n ~ ~  prompted us t o  prepgtre B series of  new compounds wh ich  
might  p r o w  more d i ~ ~ r ~ ~ ~ n a ~ i ~ ~  than the t rad i t i ona l l y  ~ m p l o y ~ d  
5 - H T z ~ j 2 ~  agonists 1 -I2,5-dimethoxy-J-iodophenyl)-2-aminopropane 
(DOI) 6 and 1 -~?,5-dlmethoxy-4-hromaphenyl)-l-aminopropane (DDB) 7 

Thus, the serles of 1 w y l -  l-alkosy-;-am,northanes 3 vr'ere 
prep8rBd frorn the corresponding nitroethenes 1 by Flichael addit ion o f  an 
alkoxide t o  the etect rophi l ic  double bond, fol lowed hy reduction o f  the 
resu l t i ng  1 -alkoxy-2-nitroethanes 2. 

M e 0  M e 0  

1 2 3 

1 2 3 

Ihf A r  = 3,4-methylenediotcyphenlil 
Ar = 3,4,,5-trlr~ethoxypRenyl 

E XD a ri men t a 1. 

r-lefting paints  ?wre obteined w i th  a K o f l e r  hot-stage apparatus and 

I #  nrnr spectra $ere recorded on B V3rian EM-360 60 MH2 ins t rument  

The 1 -bryl-2-nitroethenes 1 Were prepared by hase-catalyzed 

were not corrected 

&I1 spectra u t i i l zeo  tetrrsrnethylsiiane as in ternal  reference, 

condensation of the corresponding benzaidehydes w i t h  nitromethane 4,9 
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- Preoafdtlon o f  1 -Arg l -  1 -rnethoxu-J-nl troethanes 2 General 
Procedure- To a s t i r red,  cooled iO-S°C) solut ion of the nitroethene 1 (10 
rnnlolj i n  the appropriate volume of dry  benzene under n i t rogen kkere added 
'3 0 mi of B 3 3 M solutiorf of sodium methoxide i n  methanol (prepared try 
the addi t ion o f  4 5  9 o f  sodium t o  60 mL of  anhydrous methanol) A f t e r  5 
~ l n u ? ~ ~  of reaction, ?be mixture w8s  ac id i f ied wtth g lac ia l  acet ic  ac id  
(15 mL1. s t i r r e d  f o r  o ther  5 minutes and enough water was added t o  
dupl icate the in i t ia l  volume 

The o r j a t t t f  layer  r a s  then ~ a s ~ e ~  w i th  wa te r ,  the a p u ~ o u s  layer  
e:r:rKted with drcrilot-orrirthatie, the Organic P::tf?Ct 5. cornhlned, dried over 
CaC12 and evaporated t o  give the crude product i n  the f o r m  of  a dark 
ye i l ow  o i l  t ha t  so l i d i f i ed  on standing 

The product was then pu r i f i ed  bg f l a s h  chromatography, 
rec rys ts l l i sn t i on  or bulb-to-bulb d i s t i l l a t i o n  

The fo l l ow ing  compourlas were prepared by ?his  general 
procedure. 

~ - ~ - ~ i t r u e t ~  (pd] - l a  (8.8 g ,42 
tnmol) i n  dry  bmzene (80 m i )  and the MeONa solut ion (3.3 M, 18 mL) gave, 
a f t e r  pu r i f i ca t i on  o f  the crude product by f l ash  chromatography I s i l i c a  
Merck 60H, ch loroform as eluent), 9.4 g (93% yie ld)  o f  2a, mp 58-6loC. 
Anal. Calcd. f o r  C 1  1H15N05 : C, 54.77; H, 6.22 ; N, 5.81. Found : C, 54.87 ; H, 
6.43 ; N, 5.77. 1H n m r  ICCl4) 8 3.4 I 3  H, s, p-OMe), 3.8 I 3 H, s, QMe 1, 3.9 
I3 H, s, QMe), 4.4 12 H, m, CH2N02II 5.4 ( 1  H, m, p-CHI, 6.9-7.1 (3 H, m, 
ArH1, 

1-/2.5-Dimethoxg-4-bromo~henulf- 1-rnethoxy-2-nitroethane /2b) - 1 b 
15.0 g , 17 mmol)  in  dry benzene (70 mL) and the MeONa solut ion 13.3 M, 18 
mL) gave, a f t e r  rec rys ta l l i sa t i on  i n  methanol, 3,9 g 172% yield) o f  26, mp 
118-120 OC, l i t . 3 mp 119-1200~ 

J m i m e t h o x u  - -  4 bromoo hen@)- 1-ethoxu - -  7 ni t roethane l% - lb(3 .6  
g ,?2 .5  mmol) i n  dry  benzene (50 mLf and an EtONa solut ion (3.3 M, 1 1  mL) 
gave, a f t e r  rec rys ta l l i sa t i on  in  ethanol, 3.3 g 179% yield) o f  2c, mp 
98- 100 OC. Anal. Calcd. f o r  C 12H 16BrNO5 : C, 43.1 1;  H, 4.79 ; N, 4.19. 
Found : C, 43.50 ; H, 4.37 ; N, 3.98. I H  n m r  (CDCl3) 6 1.2 (3  H, t, J= 7 Hz, 

H, m, CH2NO21, 5.4 I1 H, m, P-CHI, 7.0 ( 1  H, s, ArHf, 7.1 f l  H, s, ArHf. 
Me), 3.5 ( 2 H, 9, J= 7 Hz, OCH2 ), 3.8 (3  H, s, OMe), 3.9 (3  H, S, OMe), 4.5 (2 
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1- IZ.5-Di  met  hoxy-4- t h i  o ~ r ~ ~ n y i  j- 1 -methow - '7-n i t rmene - 
ld (3 .1  g, 1 1  mmol) i n  dry  benzene 150 mL) and the MeONa solut ion 13,3 M, 
14 mL) gave, a f t e r  rec rys ta l l i sa t i on  i n  methanol, 3.3 g 195% yield) of 24 
mp 66-67 OC. Anal. Calcd. f o r  C14H21NOgS : C, 53.33; H, 6.67 ; N, 4.44. 
Found : C, 53.34 ; H, 6.28 ; N, 4.18. 1~ n m r  0 ~ ~ 1 3 1  6 1 . 0  (3 H, t, J= 7 HZ, 
Me), 1.7 ( 2 H, q, J= 7 Hz, CHz), 2.9 (2 H, t, J= 7 Hz, CHzS), 3.4 (3 H, s, 
F-UMe), 3.8 (6 H, s, OMe), 4.4 (2 H, m, CH2FdO21, 5.3 (1 H, m, 0-CHI, 6.8 ( 1  
H, s, ArH), 6.9 ( 1  H, s, ArH). 

1 -i2,5-Dimethoxu-j-ethylDhenul!- 1 -metkoxu-2-nitroethane (2s) - Is 
( 1 , l  g, 4.6 m m o l j  In dry benzene (20 mL) and the MeONa solut ion 13.3 M, 4 
mi3 gave, a f t e r  rec rys ta l l i sa t i on  in  ethanol, 1.0 g (80% yield) o f  2e, mp 
55-56.5 OC. Anal. Calcd. f o r  C13H1gN05 : C, 57.99; H, 7.06 ; N, 5.20. Found : 
C, 57 81 ; H, 6 99 ; N, 5.52, 1H n m r  (CDCl3) 6 1.2 13 H, t, J= 7 Hz, Me), 2.6 
{ L H, q, J= 7 Hz, CHp), 3.3 (3 H, s, p l M e ) ,  3.8 (6 H, s, OMe), 4.4 (2 H, m, 
CH2N021, 5.3 ( 1  H, m, P-CHI, 6.6 (1 H, s,, ArH), 6.8 (1 H, s, ArH). 

8 .., 

1 -k2.4.5-Trimethoxghenul)- 1 -methoxy-2-ni troethane (292 - l g  (3.7 CJ, 
15 m m o l i  in  dry benzene I40 mL1 and the MeONa solut ion (3.3 M, 14 mL) 
gave, a f t e r  rec rys ta l l i sa t i on  in  methanol, 3.6 g (86% yield) of 25 mp 
125-126 OC. Anal. Calcd. f o r  C12H17N06 : C, 53,14; H, 6.27 ; N, 5.17. 
Found : C, 53.09 ; H, 6.47 ; N, 5.51. nmr  ICC14)  6 3.3 (3 H, s, p-OMe), 
3.8 13 H, s, OMe), 3.9 16 H, s, Oflef, 4.4 (2 H, m, CHZNO~), 5.3 ( 1  H, m, 
P-CH), 6 7 i 1 H, 3, ArHf, 7 1 I1 H, s, A r H l  

1 -13.4-Methylenedioxuahenyl)- l-rnethoxg-2-ni troethane (2hfi - 1 h (5.0 g, 
26 rnmull i n  dry t m z e n e  (60 m L i  and the MeIlNa so lut ion 13.3 M, 23 mL) 
gave, af!er bulb-to-bulb d i s t i l l a t i o n  (150 oC/ 0.5 mmHg), 4.8 g (82% yield) 
o f  2h, as a l i g h t  yellow oil wh ich  slo~fly solidif ied, mp 57-58 oC, l i t . 3 
rnp 58-59 oL. 
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a f t e r  rec rys ta l l i za t i on  i n  methanol, 2 4  g 153% y ie ld)  of 2i, mp 141-143 
"C i l t  ? t r i p  143-144oT, 

1 -(~,5-Dirneth~xu-J-iodophenul)- 1 -methoxy-2-ni troethane (21r) - To a 
;t i rrsd tnir;ture o f  silver- t r i f l uo roace ta te  10 (2.1 g, 9.5 mmol)  and 
1 -i,Z,,5-d~methoxyphe!iyi!- 1 -methoxy-z-ni troethane 28 (2.3 gt 9.5 mmol) 
iii 8r-g rhlatuform ( 3 rnL) \iv'as add8d dropwise,, i n  the course o f  2 hours, 
i? so lu t i cn  of 12 < 2 4 g, 9.5 mmol)  i n  ch loroform f 3 0  mL). 

T I x  raact ion m i x t u r e  i ~ a s  f u r the r  s t i r r e d  f o r  18 h. The prec ip i ta ted 
Agi  18t.s~ t i i P i  fllt.ere0, and washed w i t h  ch loroform.  The organic f f l t r a t e  
'MS then washed successively w i t h  aqueous NaHSQ ( 0.1 M ), and w i t h  
'.is;i.iater, and dr ied civer anhydrous P?gSQ. Evaporation o f  the solvent gave 
3 9 9 o f  a i ~ e l l o ~  so l id ,  t ha t  'ffcts rec rys ta l l i sed  in  methanol t o  give 3.0 g 
I if%% yie ld)  o f  aroduct 2k, mp 131-133.5 oC Anal. Calcd. f o r  C1 1H14iNO5 : 
I:, 35 97: H; 3 81 ; N, 3.81. Found , C ,  36.08 ; HI 3.73 ; N, 3.47. 1H n m r  
~CB!:)S,! A f 5 C H, s, fl-oPle:), 4.6 (6 H, s., OMe), 4.7 I2 H, m, CH2NQ21, 5.6 
( 1  i - ,  m, P-CH:, 7.3 ( 1  H, s, ArHl, 7.7 ( 1  H, s, ArH). 

F:ediiction of 1 -Arq l -  1 -alkoxu-2-nitroethanes 2. General Procedure - To a 
st.irrerf, cooled I: 0-5 OC) suspension of L i k l H q  I 4.6 g, 120 mmol)  i n  dry 
THF ( 20i! m L )  was s l o w l y  added concentrated su l fu r i c  ac id  ( 5.9 g, 60 
rrirnolj The resu l t i ng  m i x t u r e  was s t i r r e d  f o r  30 minutes and a so lut ion o f  
trie : -arg l -  :-allr,olcy-2-nitroethdne 2 i 24 mmol)  in  t.he appropriate 
volume o f  ary THF WAS then added. A f t e r  s t i r r i n g  f o r  30 minutes a t  room 
!et-nperature, the m i x t u r e  was  gent ly  re f luxed f o r  2 hours. A f t e r  cool ing i n  
an i c e - w a t e r  bath, the excess hydride was decomposed by carefu l  addi t ion 
of 2-procianol. A sodium hydroxide so lut ion (15%) WBS then added u n t i l  a 
wh i te  p rec ip i t a te  was formed. Th is  was f i l t e r e d  o f f  and the f i l t r a t e  
evaporated The residue was redissolved in  dichloromethane, and ext racted 
w i th  dilute s u l f u r i c  ac id  i 0.1 M 1, The aqueous ex t rac t  was  washed with 
dichloromsthane, bas i f i ed  w i t h  a sodium hydroxide so lut ion ( 2533 and the 
free aminc? ext racted with CHzC12. A f t e r  dry ing and evaporating the 
solcent, the residue was p u r i f l e d  by bulb-to-bulb d i s t i l l a t i o n  t o  g i ve  the 
pure arnine i n  the f o r m  o f  a co lor less o i l .  

The bmine was redissolved in  a sma l l  amount o f  2-propanol, and t h i s  
willt.iCin dllu!ed w i t h  t w i c e  i t s  volume of dry  d ie thy l  e ther  Ac ld l f i ca t i on  
w i t h  drops o f  concentrated HCl, f o l l o w d  by overnight s t i r r i n g  of the 
resu l t i ng  so lut ion p rec ip i t a ted  the pure, c rys ta l l i ne  hydrochloride o f  3. 
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In this way, the following amine salts 3HC1 were prepared: 

1 -(2,5-DimetnO%UDhenUl)- 1 -msthoxu-Z-arninosthane hudrmhlorlde (3a 
HCI) - 65% yield, mp 139-141 OC. Anal. Calcd. for CiiH17NO3. HCl : C, 
53.33; H, 7.27, N, 5.66. Found: C, 53.38; H, 7.29; N, 5.59. I H  nmr (520) li 3.0 
12 H, m, CH2Nt),, 3,l (3 H, s, p-OMe), 3.6 I 6 H, s, OMe), 4.6 ( 1  H, m, P-CH), 
6.7-6.9 ( 3 H, m, ArH). 

I-(2,5-Dimethoxu-4-bromo~henyl~- 1 -methoxu-2-aminoethane hydro- 
chloride I3h HE 11 - 69% yield, mp 186-187 ”, l i t?  mp 187-188% Anal. 
Calcd. for C 1  1H16BrNO3.HCl : C, 40.43; H,5.21; N, 4.29. Found: C, 40.79; H, 
5.13; N, 4.25. 

“1 - 1 -e thoy - 2 - e m a n e  hudro- 
chloride 13c HCI) - mp 205-207 OC. Anal. Calcd. for 
C1zHl8BrNO3. HCl : C, 42.29; H, 5.58; N, 4.1 1. Found: C, 42.05; H, 5.26; N, 
404. 1H nmr (D2O) S 1.2 ( 3 H, t, J= 7 Hz, Me), 3.2 (2 H, m, CH2Nt), 3.5 (2 
H, 9, J= 7 Hz, OCH21, 3.8 1 3  H, s, One)., 3.9 13 H, s, OMe), 5.0 ( 1  H, m, 
0-CH), 7.1 ( 1 H, s, ArH), 7 3 ( I H, s, ArH). 

38% yield, 

- 1 -(? .5-Di me t hoxg-4- t hi ooroaox yahenulb 1 -me thoxu-2-atnbnoe t hane hgdm 
- I  - 35% yield, mp 151-153 OC, Anal. Calcd. for 
C14H23NO3S. HCl ~ C, 52.25, H, 7.46; N, 4.35. Found: C, 52.05; H, 7.07; N, 
3.51. 1H nmr (D2O) 6 0.9 (3 H, t, J= 7 Hz, Me), 1.6 (2 H, q, J= 7 Hz, CH21, 2.9 
I 2  H, q, J= 7 H t ,  CHzS), 3.0 (2 H, m, CH2Nt), 3.1 (3 H, s, p-OMe), 3.7 ( 6 H, 
s, OMe), 4.6 ( 1  H, m, P-CH), 6.8 I I H, s, ArH),, 6.9 I 1 H, s, ArH). 

1 - f~.S-Rimethoxu-4-ethyl~henul~- 1 -methoxu-2-aminoethene hydro- 
chloride 13fk HCl) - mp 181.5-183 OC. Anal. Calcd. for 
C13H21N03. HCl : C, 56.62; H, 7.99; N, 5.08. Found: C, 56.38; H, 7.64; N, 
5 15. I H  nmr 6 0.9 (3 H, t, J=7 Hz, Me?, 2.4 (2 H, 9, J=7 Hz, CH?), 3.0 
12 H, m, CH2Nt), 3.1 (3  H, s, fi-OMe), 3.7(6 H, 3, OMe), 4.6 ( 1  H, m, P-CH), 6.8 
12 H, s, ArH). 

31% yield,  

1 -(2.5-Dime t hoxy-4-me t hul Dhenyl 1- 1 -me thoxg-2-am1 noe t hane hudro- 
chloride 13f H C l l -  40% yield, mp 170-172 OC, l i t  3 mp 171-172 oC 1H 
nmr (R20) 6 2 0 ( 3H, s, Me), 3 0 (2 H, m, CH2N+ 1, 3 1 (3H, s, p-OMe), 3 7 
\6H, s, OMei, 4 6 ( 1  H, m, @-CHI, 6 8 f 2H, s, ArH) 
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1 -(?..J,g-Trimethoxuphenui)- 1 - m ~ t h o ~ U - ~ - a m i n o e t h a n e  hydrochlnrlde 

loss 3f the @-Ye0 group The same procedure, employ in^ 1 0 g (3 7 mmol)  
of the n i t r o  compound 2g and L iA lH4 I 0 7 g *  1 8 mmol! i n  dry THF (60 m L i  
gave, a f t e r  the usual work-up, 0 4 g i 45% y ie ld  1 of the pure amine 
The hydrochloride me1 ted a t  163- 165 oL Anal Calcd f o r  C12H 1 gN04 HCI 
11, 51 89, H, 7 21, N, 5 0 4  Found C, 51 60, H, 687, N, 5 23 1H nmr(D:01 ii 
3 0 (2 H, m, CH2N+), 3 1 (3 H, 5 ,  p-One), 3 6-3 7 { 3 H, 3 s, OMe), 4 6 t 1 H, 
m, 0-CHI, 6 6 { 1 H, s, ArH?, 6 8 I t  H, 5 ,  ArHf 

i5r#S,l) = The above r ~ d ~ c t ~ o ~ ,  p ~ r f o ~ ~ ~ d  w i t h  L ~ A I H ~ / H z S ~ ~ ,  lad !O the 

153 .4-Methglened f o x g & m g l )  - -  1 met- I -anmasne hu _drlr;hlerJ_drl 
-.- (3h HClJ - 21% yield, mp 103-155 OC (hydrated form!, mp 150 oC , l i t  3 
rnp 152- 153 OC. Anal. Calcd. f o r  C 1 OH 1$~03.HCl.H20 ; C, 48.10; H, 6.41; N, 
5.61. Found: C, 48.26; H, 6.19; N, 5.67. 

1 -!3.4.5-frt me t t l ~ ~ u ~ t l e n ~ ~  1- 1 -me:hoq-2-ami methane nQGro€h! or1 de (31 
HCI) - 37% yield, mp 196- 197 oL , l i t  3 mp 198 5- 1 99 5 OC Anal  Celcd 
f o r  C 12 H1gNOdHCl C, 5 1 89, H, 7 21, N, 5 04 Foiind C, 5 2  14, H, 7 21 ~ N, 
5 04 

1 -r.2,5-Dtmetii~xU-~-1SdaDh&tiUt I=  1 -~e the ,~y -2 -aminae thane  hgdro- 
Ctllorlde (3k H t t f  - 38% yield, mp 215-217  oC Anal Calcd f o r  
Cl 1t=i1,3lNO3 HE1 C, '35 34, H, 455, N, 3 75  Found C, 35 74; H, 420, N, 
3 70 1H n m r  !a201 f i  3 2 (2 H, m, CHzN'), 3 4 ( 3  H, s, P-oMe), 3 9 I 3 H, s, 
OMe), 4 0  (3  H, s, OMe), 49 ( 1  H, m,P-CH), 7 0  < 1 H, s, ArHL 7 6  I 1  H, s, 
ArH) 

1 9 5-Dlmetho xu-4-ni trq!kyl 1- 1 - m e t h o x u - ~ - a m i n o ~ t h ~ n e  hgdro- 
chloride 13j. HCI)  - A solution of  the hydrochloride of  
1 -~~ ,S -d i rne thox~~heny l1 -  1 -methoxy-2-aminoethane I 0.5 g, 2 mmol) i n  
water (9 mL1 w ~ s  added w i t h  s t i r r i n g  end cool ing ( 0-5 QC1 t o  HND3 I65 %, 
7 mL1. A f t e r  5 minutes of s t i r r ing,  the p rec ip i t a ted  product n i t r a t e  was 
f l l t e r e d  and washed with water .  The suspended s a l t  i n  w a t e r  I15 mL) was 
then t reated w i t h  NaOH 5 M and the f ree  base was  ext racted w i t h  
~ i ~ t ~ l ~ r o r n ~ t h a ~ ~  fS0 mL) A f t e r  dry ing and evaporating the organic 
solvent, the residual yellow oil was  pu r i f i ed  in  a bulb-to-bulb d i s t i l l a t i o n  
apparatus f 160 oC/ 0.4 mmHg). The pure amine was  converted i n t o  i t s  
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ngdrochtoride by addi t ion o f  drops o f  concentrated HCI t o  CI solut ion o f  the 
D ~ W  i f i  ~ = ~ ~ ~ ~ ~ n ~ ~ ~ ~ ~ ~ ~ ~ ~ l  mer, forming 12 55 g i 33% y ie ld  i o f  tile 
product 3 jHC1,  mp 212-214 OC Anal Calcd for  C 1  1H16N205 HCl C, 
45 13, H, 581, N, 9 5 7  Found C, 447C, H, 546, N, 931 1H nmr 0320) S 

OMe\ 5 0 I1 H. m, P-CH), 7 3 f 1 H, s, ArH), 7 7 i 1 H, s, ArH) 
-7 -  ( 2  H- m, I;H2N*I, 3 4 (3 H, s, p-OMe), 3 9 I 3 H, s, OMe!, 4 0  ( 3  H, s, 
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