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~~-Z-Alkenyl-2-oxa~oljn-5-~n~ were prepared from N-Acryloyi-and N~methac~loyl-a-amino 
acids in excess acetic anhydride, while m the reaction with an equimolar amount of acetfc anhydrtde in 
pyridine, new pseudoxazolones, 2-alkylidene-3-oxazolin-S-ones, were synthesized from the same N-acyl- 
a-amino acids in high yitlds. The S-oxazolones were distingulshed by IR. NMR, and UV spectroscopy. 
A structural relationship between the S-oxazolones produced and the N-acyl-a-amino acids used as 
starting materials has been discussed. 

~-OXAZOLONES are conveniently classified into a saturated type (11 and un~turated 
types (II and III).‘-4 

Severaf preparative methods of 5-oxazolones from N-acyl-B-amino acids have 
been reported and it has been found that three types of Soxazolones may be obtained 

I II Ill 

from the same N-acy~-~-amino acid. ’ Recently, 2-arylidenepseudoxazolon~ (IV) 
and 2-trifluoromethylpseudoxazolones (W both examples of type Ii have been 
synthesized.6* ’ and an interesting study & the preparation of 2-alkylidene-pseudo- 

IV V 

xazolone-s from N-ha~oacyl~-amino acids has been reported” but no S-oxazolones 
have been synthesized from N-acryloyl- and N-methacryloyl-DL-or-amino acids. In 
this ~~unj~tio~ a new method for the preparation of pseudoxazofones is 

’ R. C. Elderfield, Hacrocyclic Compounds Vol V ; p. 298. Wiley, New York (1957). 
’ H. E. Carter. Organic Reaction Vol 111; p. 199. Wiley, New York (1%2). 
’ E. Baltazzi, QiKwr. Rm. 9,150 (1955). 
’ A. R. Katrizky, Advances in Weterocyclic Cficmistry Vol IV ; p. 75. Academic Press. New York (IWSI. 
’ Y. Iwakura. F. Toda and H. Suzuki. i. Org. Chem.. in pr*rs Feb. (1967). 
6 R. Filler and E. J. Piasek, J. Org. Ckm. 29,220s (1964). 
’ F. Weygand, W. Steglich and H. Tanner, Lkbigs Ann. 658,128 (1962). 
* W. Steglicb and R. Humaus, Temhedro~ Letters No. 4,383 (1966). 
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recorded and the reiat~onship between the types of Soxazolones produced and the 
starting mate&& investj~ated. 

RESULTS AND DlSCUSSlON 

Tk ~yclod~hydr~tion of N-acryloyf- and N-methacry~oyl-~~-~-amino acids was 
achieved either (11 by the action of excess acetic a~bydrid~ (Method AL9 or (2) by 
the action of acetic aohydride in pyr~dine (Delhi B).*” 

1 z: it! Via. R, = H: R, = i-Pr 

CH*== NH H OH 

8 il 

AC,0 
VIb,R1 = Me; RI = i-Pr 

Method A Vlc. R, = n-Bu; R, = i-Pr 

Vld. R, = Me; Rt = I-Bu 

We, R, = Me; R, = Benzyl 
VI WT. 2-Position; R, = i-Pr 

CH,--CH=CH- 

<7 1 

CHg-C--RI 
, 

VI _?!_.+ 
1 

.A 
M’ ‘p 

R1-C_ 

VIla, R, = MC; R, = Me 

Vllb, R, = Me; R2 = i-Pr 

VIfc. Rt = MC; R, = i-&I 

VIfd, R, = Me; 
- 

It, = t-Bu 

RZ We, R, = Me; R2 = Ph 

VlIf. R, = n-But R1 = i-Pr 
VII VIIg, R, = H; R2 ii: i-l% 

Villa, R, = H; R; = Me,C= 

Vlllb. R, = Me; R; = PhCH= 

VIII 

meted A. 2-Vinyi-~isopr~p~~-2-oxazoljn-~-one (Via, 20% yteldf, VIb (51 %j,” 
VIc (47 %I, VId (!%%), We (20 XX tind VIf (43 %I were synthesized from the corres- 
pood~g N-acyi derivatives of DL-valine, ~L-Jeu~i~e, and AL-~beny~ala~ine by heating 
in acetic anhydride for 5 min at IoO”.‘2 The structure of VI as ~-oxazofin-5-one*3 
was based on IR and NMR spectra and its reaction with aniline. Compound VI 

9 C. S. Cleaver and 8. C, Pratt, J. Am. Ckem. Sot. 7f. 154-4 (1955). 

** H. E. Carter, P. Handler and C. M. Stevens, J. 8&l. Chem 138,619 (1941). 
” w. Lynn, J. org. Chem. u, 103~~1959~. 
Ix Y. twakura, F. Toda and Y. Torii, J. Polymer Sci 4 A-I, 2649 (1966). 
I3 Y. Iwakura, F. Toda and Y. Torii &it Ckem SW. Jqvt in press, Jan ~1967~ The id~t~~~iio~ of the 

structurw of S-oxazolooa by NMR spectroscopy. 
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If instead of N-methacryloyl derivatives. N-acryioyl-DL-vahne was treated in 
accordance with Method B. a crude product, b.p. 60-95”/12 mm, consisting mainly 
of VIIg (74+7850/l 1 mm) was isolated. Careful distillation of the residue gave a 
small fraction b.p. 88.5-91.5’/11 mm, the NMR spectrum of which indicated that 
this fraction was mainly VIIIa as shown in Fig. 1. Compound VIIg shows v C=O 
and v C=N frequencies at 1780 and 1680 cm-‘, while VIIIa exhibits in addition to 
the above peaks. new strong absorptions at 1620 (v C=C). 1275. and 880 cm-‘. 

--+- _.jJ u 
2.54 A7 Tki 

2.27 

FIG. I. The NMR spectrum of Villa. 

a, b: Two slnglets of methyl protons of VIIIa. 

c. d: A quartet of methylene protons of VIIIa. 

ba 

Bergmann suggested that a tautomeric equilibrium between 2-arylidene-3- 
oxazolin-5-one (IX) and 4-arylidene-2-oxazolin-5-one (X) is easily established, so 
that each preparative reaction of IX and X will produce whichever form happens to 
be the more stable.” In the reaction of N-acryloyl-DL-valine. a mixture of VIIg and 

IX X 

VIIIa was obtained with Method B. In view of the experimental evidence that VIIg 
rearranges to VIIIa with trace acetic acid in pyridine, the reaction should proceed 
from N-acryIoyI-DL-valine via Vllg to VIIIa (cross conjugated formula). N- 
Methacryloyl-DL-phenylalanine gave only VIIIb on treatment according to Method 
B, which permits the most extended conjugation with the Ph group. On the other 

” E. Baltaui. Quarr. Rev. 9. 154 (1955). 
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hand, a product consisting mainly of type VII compound. b.p. 75”/4 mm. was 
obtained in 25 y0 yield from N-acryloyl-DL-leucine. 

A condensation product obtained in 11% yield from the reaction of N-isobutyryl- 
glycine and acetone by Erlenmeyer’s methodz3 was decided to have structure Xl 
by the NMR spectrum which has two singlets (6 2.32. 2.22). a doublet (6 1.28. 
J = 66c/s), and a septet (6 2.81) and shows a C=C band at 1620 cm- ‘_ Compounds 
VIIb and XI are probably isomeric as they are not interconvertible in boiling pyridine 
with a small mount of acetic acid. 

Three types of 5-oxazolones may be distinguish~ on the basis of W spectra as 
shown in Table i. A bathochromic shift of .&_in the W region is characte~stic of 
pseudoxazolones. 

TABLE I. A,, OF %OXAZOLONE-S (fN CYCLOHEXANE) 

Vla 225 
Vlb 218(c = 18800) 
vlc 220 

Vlla 305(s = 17ooO) 
Vllb 305(e = 17300) 
Vllc 305 
Vlld 305 
We 352 
Vllf 305 
VIlg 292 

Villa 271 mp 

XI 270 

2-Alkenyl-5-oxazolones reacted with aniline in benzene or toluene analogous to 
2-alkyl-Soxazolones and aflorded the corresponding anilides as depicted below: 

VI + Aniline - CH ,~CONH~HCGNHPH 

Compound VI could be polymerized and had the ability to react with amines through 
vinyl ~lyme~tion. 

EXPERIMENTAL 

Preparation ofa-n-burylucryloyl chforide. To a-n-butylacrylic acid (38 g) in a flask cooled with ice-water 
PCI, (65g) was added portionwise and after 1 hr the mixture was distilled under reduced press yielding the 
acid chloride (44 g). b.p. 71-74”/28 mm (lit.” 62”/19 mm). 

Preparation of N-mefhocryloyl-DL-aline. DL-alanine I89 g) and NaOH (80 g) WCR dissolved In 200 ml 
water and 1045 g methacryloyl chloride was added dropwise under cooling with an ia bath (the temp 
should not exceed 30“) and stirring continued for 1 hr. The mixture was neutralixed with 84 ml cone HClaq, 
the ppt was filtered off by suction and recrystallixed from benzene to give 115 g (73 %I of the product 

‘s G. R. Ramage and J. L. Simonsen. J. Chem. Sot. 532 (1935). 
x4 Y. Iwakura, M. Sato and Y. Matsuo, Nippon KagaJru Zasshi 80,502 (1959). 
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(m.p. 117-l 18’). N-Methacryioyl-nt.+alinc (m.p. IOI-tO2’: lit.” 99-100”) and N-methacryioyl-nt_- 
leucinc (m.p. 10s 106’) were prepared in 86 and 71 S& respectively. ‘* By theanalogous method the following 
compounds were synthesized and are summarized in Table 2. 

Prepararion of a-bromoisobutyr~l-oL_alani~. Into a soln of atealanine (19.3g) and NaOH (9g) in 
water (50 ml), a-bromoisobutyryl bromide and NaOH aq (9 g NaOH in 20 g H,O) were added dropwise 
separately under cooling from two dropping funnels. The resulting mixture was stirred for f hr, then 
neutralized with cone HClaq (t9 ml). The solid was removed by filtration and recrystallized from water- 
acetone, m.p. I IF1 is’; v=. 3380 (N-HL 1720 (C=OI, 165Ocm-’ (C13f. (Found: C, 3479; H, 518. 
C,H,,NO,Br requires: C. 35.30; H. 5+4*@ 

Prepururion of2-isttpropenyM-~sopropyf-2-axrtratin-5-one (VIbl. About 2OO ml Ac,O was preheated to 
f&I” foil bath) and 25 g N-methacryloyi~DL-varine added as quickly as posstble and the mixture kept at RI@’ 

for an additional 5 min. AcQH and excess Ac,O were removed under reduced press and the residue after 
fractionation in uucuo yielded tl5g (51%) b.p. fOO-103*/20mmt3; n$’ 1.4641 (lit.” 81”/105mm; 
n&” 1.4550). By the analogous procedure the following compounds were obtained as shown in Table 3. 

Preporation o/ ?-isopropy/idPne-4-~r~y~-3-oxozolin-5-oM (Vffa). An equimolar amount of AcaO 
was added to a soln of N-metbacryloyl-DL-alanine in pyridine and the mixture heated to 100” for 2 hr.tl 
After removal of pyridine (red, pressl the restdue was fractionally distilled in cucuo ytelding a product. 
b.p. !%-56’/i5 mm; m.p. 31-32”. By an analogous method the following pseudoxazolones were prepared 
as shown in Table 4. 

~re~ar~fjo~ of 2-isopropylidene4pfe~y~-3-oxazrrlirr-5-oM (Vlic). N-Metba~ry~oy~-~~-~henyI~yc~ne 
(40 g) wasdissohed in py~dine~~ mll and heated to ZOO” Ac,O (20 gl was added dropwireand the mixture 
kept at 100” for 2 hr. About haIf the pyridine was removed in uucuo and the resulting red-brown crystals 
were filtered off and recrystallized from benzene (2OOmtk yield 5g (147;) of red crystats. m.p. 138”; 
vml 1765 (C=O), 1670em“ (C=N). 

(Found: C. 71.26; H, 5.70; N, 690. C,zH,,NOz requires: C. 71*62; H. 5.51; N. 6.96%). 
Preparation o/2-efhy/idene-4-isopropyl-3-oxozolin-5-one (Vllla). N-Acryloyl-nt_-valine (22 g) was dissolved 
in pyridine (lOOmI) and heated to 95”. Ac,O (10 g) was added dropwise and the soln kept at 95” for 3 hr. 
Pyridine and AcOH were distilled ON under reduced press and by the distillation of the residue a crude 
fraction, b.p. 6&95”/12 mm was obtained in 50% yield. Redistillation of the crude fraction gave a product, 
b.p. 745-78.5”/11 mm; v,, 1775(C=Ok 1680cm-’ (C=Nf; uf” 1+03O. 

Preporurion of Z-isopropyl-d-isopropyiidene-2-oxnzofin-5 (XI). A mixture oi N-jsobutyrylgly~nG 
(66 gk acetone (204 gl, Ac,O (I 53 gk and AcONa f41 g) was heated under ret&x at 110” for 20 hr. After 
excess acetone+ Ac,O and AcOH were removed under reduced press, the residue was distitled at W-78“! 
25 mm (8 g, I 1% yiefdl. v_ 1?8O(C=O), I675 1620cm-’ (C=N. C=Ct; n&a 1.4903. 

(Found: 64.46; H. 8.02; N, 8.68. Cr,H,,NOz requires: C, 64.65; H. 7.84; N, 8.38%). 
Preparation of 2-isopropenyi-4,edimelhyl-2-oxalolin-$-o~e. N-Mcthacryolyl-a-aminoisobutyric acid 

(1081 was cyclized by the Method B using benzoic anhydride in order to avoid the formation of an azeo- 
tropic mixture with the product. About 5g (56’?, yteld) of the product. b p 75.-76’;19 mm was obtained; 
w,,I825(C=O). 1660(C=Nt. 1615 cm-’ (C%J; 61.51 (6Hk 2,15(3HI. 637(1H1. 6G6(1H); n;” 1*4580. 

(Found: C, 62,66; H, 7.31; N, 8.77. CsH,,NO, requires: C. 62.72; H, 7.24; N, 9.14%). 
RearroogenreruojXl to Vllb. A mixture of XI {2 ml) and pyridine(10 ml) was kept at 10&l 10” in a seated 

tube for 5 hr. Similarly, a mixture of X1 (2 ml), Ac,O (1 mik AcOH (1 ml) in pyridine was also kept under 
the same conditions. After removal of AcOH, Ac,O and pyridine. both oxazolone fractions were subjected 
to measurement of tJV spectra in cyclohexane 

Rearransremenr of Vtlb ia VIHa. Rearrangement was carried out by the same method to that of XI. 
Viib was converted to VIffa under the influence of AcOH in pyridine, which was noted by the change of 
&,,x from 292 to 271 mu in cyclohexane. 

Hydro/ysis of 2-isopropylideneiil~isopropyl-j-oxazol5-one (Vflb). A mixture of Vllb (5.5 g) and 10% 
NaOHaq (20 ml) was heated on a water bath kept at 80” for 5 min, (uniform solnt. The soln was cooled and 
extracted with three 30 ml portions of ether. The combined ether extracts were evaporated and the’ residue 
recrystallized from ether yielding 219 mg (9 %t of isobutyramide; m.p. 126” (lit.** 128”). 

(Found: C, 55-33; H, 1@32. Cd&NO requires: C, 55.14; H, 1041%). 
The water layer was acidified with dil HCI aq to pH 4. After addition of an equimolar amount of 26 

2s M. N. Gavrilov, .A. W. Koptrina and M. Rhrtcharova, B&. Sot. C&m Fr. 82,778 (1945) 
” DiCriornxr~ or&~&e Cwnpornds Yol f H; R. 73. Eyre St Spotiswoodc, London (1353). 



TA
BL

E 
2.

 
N

-A
C

Y
L-

a
-A

M
rN

o
 

A
C

ID
S 

A
na

ly
si

s 

C
om

po
un

d 
So

lv
en

t 
fo

r 
-.-

~ 
- 

IR
 

m
.p

. 
Y

ie
ld

 
cr

ys
ta

lli
za

tio
n 

Fo
rm

ul
a 

Fo
un

d 
R

eq
ui

re
d 

ab
so

rp
tio

n 
>

 

_.
- 

m
ax

im
um

 
0’

 

C
 

H
 

N
 

C
 

H
 

N
 

d u 
--

 
_ 

;: 
N

-A
cr

yl
oy

l-
tx

-v
al

in
e 

14
9-

15
0”

 
66

%
 

E
th

yl
 a

ce
ta

te
 

C
sH

,,N
C

, 
55

.9
5 

7.
45

 
8.

42
 

56
.1

2 
7.

65
 

8.
18

 
17

20
. 1

70
0 

0 2 
16

50
.1

62
0c

m
~ 

’ 
=

 
N

-M
et

ha
cr

yl
oy

l-
tx

-p
se

ud
ol

eu
ci

ne
 

17
2-

17
3”

 
79

%
 

W
at

er
 

C
,,H

,,N
O

, 
60

.2
1 

8.
49

 
6&

t 
60

.2
8 

86
0 

70
3 

17
15

. 1
65

0.
 

3”
 

16
10

 cm
- 

’ 
4 

N
-~

et
ha

cr
yl

oy
l-

rx
-p

he
ny

lg
ly

ci
ne

 
10

2-
10

3”
 

69
%

 
T

ol
ue

ne
 

C
,,H

,,N
O

, 
65

.5
8 

6.
09

 
6.

25
 

65
.7

4 
5.

98
 

6.
39

 
17

10
, 1

65
0,

 
1 

16
10

 c
m

-’
 

N
-l

so
bu

ty
ry

lg
ly

ci
ne

” 
10

3-
10

4”
 

40
%

 
A

ce
to

ne
-B

en
ze

ne
 

C
,H

, 
IN

O
, 

49
.7

7 
7.

63
 

9.
89

 
49

64
 

76
4 

9.
65

 
5 

N
-(

a-
n-

bu
ty

la
ct

yl
oy

l~
tx

-v
al

in
e 

63
” 

62
%

 
B

en
ze

ne
 

C
,,H

,,N
O

, 
63

.3
0 

9.
18

 
6.

19
 

63
.4

1 
9.

31
 

61
6 

17
2S

.1
65

0.
 

E
 

8 
16

lO
cm

-’
 

z 

N
C

ro
ty

l-
D

L
-v

ah
ne

 
16

8-
17

0”
 

58
%

 
W

at
er

 
C

,H
,s

N
&

 
58

.3
6 

7.
89

 
7.

80
 

58
.3

6 
8.

16
 

7.
56

 
17

20
, 1

66
5.

 
I!

 
16

20
cm

-’
 

N
-M

et
ha

cr
yl

oy
l-

a-
am

in
o-

is
ob

ut
yr

ic
 

ac
id

 
15

9-
16

0”
 

37
%

 
W

at
er

 
C

sH
, 

,N
O

, 
56

29
 

7.
67

 
8.

01
 

56
.1

2 
7.

65
 

8.
18

 
17

20
, 1

65
0,

 
15

95
 cm

-’
 



T
A

B
LE

 3
. ~

-~
X

A
Z

O
LI

N
-~

-O
N

FS
 

C
om

po
un

d 
b.

p.
 

Y
ie

ld
 

- 
Fo

rm
ul

a 

A
na

ly
si

s 

Fo
un

d 
R

qu
ir

ed
 

1 R
 a

bs
or

pt
io

n 
m

ax
im

um
 

5 
._

_ 
e 

C
 

H
 

N
 

C
 

H
 

N
 

E
 

- 
V

la
 

53
-W

/3
 

m
m

 
20

%
 

G
H

, 
IN

&
 

61
-9

0 
7.

35
 

85
8 

62
.7

2 
7.

24
 

9.
14

 
18

25
 cm

-’
 

(C
-l

))
 

F 
16

55
 

K
=

N
) 

? 

16
10

 
K

=c
) 

d 
W

C
 

95
-%

‘/
2 

m
m

 
47

%
 

C
,,H

,9
N

%
 

68
.9

3 
93

2 
6.

79
 

68
.8

6 
9.

15
 

6.
69

 
18

25
 

G
=

cJ
) 

!z
 

16
55

 
(C

=
N

) 
16

15
 

G
=

C
) 

z 5 

V
II

3 
70

”/
2 

m
m

 
50

%
 

C
,o

H
J’

JO
z 

65
-7

4 
7.

85
 

80
4 

66
.2

7 
83

4 
7.

73
 

18
25

 
G

=
O

) 
16

55
 

G
=

N
) 

d 
16

10
 

K
=

C
) 

=
 

V
lf

 
83

-8
80

/S
 m

m
 

43
%

 
W

W
W

 
64

-1
1 

7.
65

 
8.

33
 

61
.6

5 
7.

84
 

8.
38

 
18

25
 

K
=

=
0 

16
75

 
G

=
N

) 
16

20
 

(c
=

C
) 



(w
U

O
~O

Z
w

X
O

p
n

?
sd

 
JO

 
3!1S

!JJW
JJB

I(3 
9

JW
 W

X
ap

lI! 
,A

~lS
W

lJ~.l 
&

JW
-,) 

c 
lN

=3) 
SL91 

g 
9EO

S*I 
= 

i$J 

5 
IO

=31 
SLLI 

69.9 
SI.6 

98.89 
ES.9 

964 
p889 

rO
N

e’H
z’3 

%
8S 

um
 

La/e8833 
H

iA
 

1 
1N

=3) 
0891 

ISoS‘1 
= 

09 

8 
t0=31 

O
LLl 

ELL 
PC

.8 
Liz.99 

SC
-L 

92.8 
W

S9 
‘O

N
S

’H
0’3 

%
69 

Q
m

 
IloPL-fL 

PIIA
 

v I 

tN
=3) 

0891 
6SIS.I 

=
 

,,p 
(O

=
3) 

SLLl 
EL‘L 

Pf.8 
L

Z
.99 

16.L 
01.8 

LO
99 

rO
N

C
’H

0’3 
%

8L
 

U
J* 1/,98-M

? 
31u 

75 
(N

--3) 
0891 

16151 =
 

&
?’ 

8 
(0=

3) 
SLLI 

8f.8 
P8.L 

S9+9 
88-8 

f6.L
 

91452 
L

O
N

E
’H

63 
%

p9 
m

m
 

1/09L_pL 
W

A
 

._ 3 
(N

-3) 
0891 

L
fPS.1 =

 
$ 

P 
m

=3) 
,-“) 

SLLI 
LO

G
1 

a.9 
zw

9 
IO

Q
I 

O
f.9 

82.09 
‘O

N
’H

‘3 
%

IP 
U

JU
J S~I/,PS-ps 

V
A

 

a 
t 

N
 

H
 

3 
N

 
H

 
3 

B
 

--.--- 
-._. 

__^. 
.._~_ 

um
nrp?ul 

&
r 

uo!dm
qu 

8 1 
w

enhi 
Punod 

apuuo~ 
PlS?A

 
*dq 

panodm
o=) 

s!sdpuy 



T
A

B
LE

 5
. 

A
N

IL
ID

E
S

 O
F 

2-
O

X
A

Z
O

LI
N

-S
IN

E
S

 

C
om

po
un

d 
m

.p
. 

Y
 ic

ld
 

So
lv

en
t 

fo
r 

cr
ys

ta
lli

z.
at

io
n 

Fo
rm

ul
a 

--
- 

A
ni

lid
e 

of
 V

la
 

18
8-

18
9”

 
’ 

24
%

 
T

ol
uc

ne
 

C
,,H

,s
N

,O
, 

V
lb

 
17

41
75

” 
55

%
 

E
tO

H
 

G
,H

rc
N

~O
~ 

W
C

 
97

-9
8”

 
71

%
 

M
eO

H
 

C
rx

H
x6

N
rO

r 

V
ld

 
17

5”
 

B
en

ze
ne

 

V
lf

 

2-
ls

op
ro

pe
ny

l-
 

4.
4d

im
et

hy
l-

 

21
(r

2l
l’

 

13
51

36
” 

- 
Ft

O
H

 
G

,H
dJ

A
’~

 
W

at
er

 

89
%

 
E

tO
H

- 
C

II
H

,~
N

IO
I 

W
at

er
 

A
na

ly
si

s 
_~

__
__

__
__

_-
- Fo

un
d 

R
eq

ui
re

d 
1R

 a
bs

or
pt

io
n 

m
ax

im
um

 
-_

__
 

__
_-

 
-.

 
C

 
H

 
N

 
C

 
H

 
N

 
~_

__
__

_.
__

__
__

__
_ 

69
.3

1 
7.

59
 

II
.2

0 
68

.2
7 

7.
37

 
11

.3
7 

16
85

cm
’ 

I6
55

 

16
25

 

69
.6

5 
7.

07
 

10
.7

9 
69

.2
0 

7.
74

 
10

.7
6 

16
85

 

16
50

 

16
20

 

71
.2

2 
8.

43
 

9.
07

 
71

.4
9 

8.
67

 
9.

26
 

16
70

 

16
45

 

16
05

 

69
.0

3 
76

0 
I0

57
 

70
04

 
8.

08
 

IO
.2

1 
16

80
 

16
50

 

16
05

 
69

.5
3 

7.
84

 
IO

.3
5 

69
.2

0 
7.

74
 

10
.7

6 
16

60
 

16
20

 

68
.3

4 
7.

38
 

II
.2

9 
68

.2
7 

7.
37

 
11

.3
7 

I6
75

 

16
15

 

15
95

 



A novel preparation of pseudoxazolones 3373 

dinitrophenylhydrazine the mixture was refluxed for 15min and cooled The crude 2.4-dinitrophenyl- 

hydrazone was fhered off and recrystalhzed from 300 ml water-EIOH (8.25 g 93”: yield); m.p. 191-192” 

(lit.” 189-191”). 

(Found: C, 44.45; H. 4.04; N, 18.96. C, ,H,2N,06 requires: C. 4460; H, 4.08; N. 18.91 Y’,). 

Reaction ofV1 with aniline. To a sol! of Vlb (2.10 g) in toluene (5 ml) aniline (1.28 g) was added dropwise 

in an ice-bath and the mixture allowed to stand for 2 hr. The resulting solid was filtered off and recrystalliza- 

tion from EtOH gave a product (1.79 g 55% yield). By an analogous procedure, anilida of VI type were 

obtained as summarized in Table 5. 

Acknowledgement-We express thanks ro’the Ajinomoto Co. Inc. for a generous gift of each amino acid. 


