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AXEAHE (FAZLEM © PROCESS FOR THE PREPARATION OF )
6-(4-CHLOROPHENYL)-2,2-DIMETHYL-7-PHENYL-
2.3-DIHYDRO-1H-PYRROLIZIN-5-YLACETIC ACID

2. The present invention relates to a process for the preparation of the compound of the

formula I

where the compound of the formula III
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is reacted with oxalyl chloride and the product obtained is treated with hydrazine and an alkali
metal hydroxide in the aqueous phase at elevated temperature, after treatment is complete a

three-phase system is produced by addition of an ether and the compound of the formula I is

obtained by acidifying the middle phase.

The invention moreover relates to a polymorph of the compound of the formula I.

-2a-

ol

(ot DI B N B B 34 )

RIEAR A T EE RIEE (CNS) Ad s (210 X 297 2% )

e @

e @



1289561

9 | ..
& 1
5.090% 5% #g 50 Cladg .
£
9 H 427 'md
T '83.8 J/g
¥ 466.7°C
- 9.9 my
=z
=
10
L
- |
(43)
< .
- v _ T T _ T T T _ -1 T _ T
50. 100. 150. 200, wo



1289561

8Y.1

% T

85 |
BO
75 |
70 |

65 ]

60 ]

55 4

50

40 |

35 ]

30

25 |

4.3 3
4000.0

Ll
3000

2000

cm-1

1500

1000

L}
450.0



BR

1289561

12814 . P
9912L415.X_Y T v T T T T Y T

6407 |

5 " {o 15 20 % P 35 d ) " 55 " €0 ) 0

2 Theta



1289561

¢

3.290% % 5.0 Class

£ &
) H 207 mJ
62.9 J/g

% B2.1°C

1.6. mW- |

8 H 215.mJ
65.4 J/g
% 166.4°C
. 5.9 mW

<eX0

50. 100.



1289561

86.2 N m M |

80 \/\.s.aé .
75.
70
65

60,

55.

35

30

25.

20.

4.3 .
4000.0 3000

! 2000 1500 5.8 _ums..,sm.c
: cm-1 .



1289561

wwci
MmoL
]
2400
2000
ﬁ ) 4
- 160C
s g
I 1
P
12004
800 1 ,...“.
| sl
- . M&. _ .&.-..
400 LT
]
0= " 300 40.0 500 80.0 “2Thete
P}




1289561

mW

3310 5L

<eXxo

35

)

.

H 176 mJ
53.3 J/g
68.6°C

1.5 mW

g

50.



1289561

87.8
85 7\

80 . \J\éf.\.. .

75. |
70
65
60
55.
50.

W oys

%0. \
35 o \

30.

20

10 ‘ f
6.5 . _ -

4000.0 . 3000 . 2000
. cm-1

1500

1000

500 400.0



$ e100 AL ay 1 A8 200 -

flie -

Tltle, .
Dlffract,
Dstector-

Range }

0 o0 08 .00 04

_1Theta(beglp, end, step| = §

\\Iatan\d\Transwlssion\Elka'\Her 72 L.zaw
Merckla N£72 rus Leoung

Fransalselon. ]
Linsaz. £30 / Moving / Tlxed Oxega

1289561

"OL-l<ac—-29 29:48 by 20:0AT’

© " 'Radlatlen 1 1.54363 Qu
.-+ scan Mode § Trarardesicn

¥orockron. ! Curved Jernanlin 10 <V, 30 rh

.02, 69.982, 9,022




12895576(1901 1072 g & AR W] Ao BAE(R)EALE
FXRAEHRAOGLIFIA) B7 |

A BRHEA(, )

HEBAAONMARER/ZEALANRERSOWER - U ME
BT 2 £ X164 4 -
REBRRREMABRKEBAKRBEHIEBR - & A
BEawR» KNIt KmadBeyfHhotit RE4E»LE o
RBEBRBICSDABRAES- R BERAERGABR
EARCCEBEEA - i B BM4ER B M (Wolff-Kishner:® &)
° 3, € #% 8 Huang-Minlon’% » £ + L M R B & & & b % &
P‘JE%‘ELQ&.&&%@#&TE%’7%#%5U7j4iéﬁ°$i7fﬁ
RABHNYILE  ATHEBAREAMAUEEEI>RL
v B EBEIARRERE Xy RE M B RK
M BMBEFAEHNTO80C  REBREABHTHER -
Bt c BB E S E120% 180°C 0 4 3 £ 1302 160C - &
At 2 BAUEBBHB A WA ARBREKRKERAWA 2
BERBBAEX WwWABRHMER+ 2 EEZ > B4ERREFH
PEHBMARBMASOZGER XK - BAZXZA &AL -

ERBHBE > RERABBED 40T B % E-%
— 8 BEMBERLI-_B L-_BETARYE B4R
L — B - |

ROFE B Fl — fx R 3023004 4% -

ARBEBEEBEOARY  EE2XRK > MRAAIZEHAKR

PR BEBEGOKEEN  —HRER Bl ABHE -

B T#H  HRERASHEEEBEEH)RES 2K
RATHREH KB o4 NaClg)iR A - B AR AFRE H
BARBHE THORE  floo FRAEZ-TAS  m

W

-11 -

AWMERREB AT BB RZRECNS) A4#LA (210X 2970 %)



A8
Izgg;@%nwn%$ﬂ¢%% ce

FX P E AN EARRAG6F 8 A) D8

o AR B

1.

LS k. R
L/ N |= 4 . R—
Fﬁ

l

— B B XIS ey F ko

&
) O cl

il

ﬁimuwe "

OH

e & X R 114 4 4

REPHFIEARBEIBEZ I F mMARAE T8 T
AFEF=-TARRD &kH -
BRFEPFIHBEERZIXR2BEZ TR AMAKRES A LA
b2z hEEA AL B - L -_BEF AR =_C =8
Z AT 4T
BREBEFFZIAHNELEEIBZI T EZ UMAKEL B AALY
ZREREF C B AT R
RETHFEARBEIBEOD I EZ UEHBAREAMFTED
AAUMAEAEAREUN®L B A ALHRE -

70415-960806.doc -1-

ARGER WA ¥ BB KA E(CNS) A4 (210 X 2074 %)



1289561 s

/\

A Y

3 5 A fe B

6. RIBE P F EANLB LS BZL I & U2 B AAILLBL X
REZAI2ZEIOCEE KB N & 47 -

7. BB EFFEHEEF6EXIFTEF P REREELE MO R
PREREFEIRE o AFENREBRAER
MR EELA KR BURATHEZRIBAREMAY
B EE G

8. RUFTFEANKBDFIEN I E > P R4BRA LB UK
Bo#LKR BB RE -

9. REFFFAN KB EEAI T > EHBARSEF W E A
WA BRNBAB T WA RBOEZI2R BEBRRAZIEN
HRBRE KRR R -

0RBEFTHFEHNGEEBSEXILIT L BREDABE Y
UHBHREED -

114 & ¥ a%—fmﬁfz@%bﬁé@f%’%? » 8 o4 KL 4 4
B B2- ¥ A -44-—F A -1-h B R Bo-8-4-A8HRXE
B ARER N AR BBk L R BRAE R/ RSB
BREBBZHFEETRE -

RAEBEEHFEHNEBEIEAZ X FARBRKEEREZRS
¥ OEF e

BAREFTFIEANEEALIBAZ ST X REXZAEAR B RKHK
f.én 2 74 T AT -

14. — #& X 114t & 4p >

70415-960806.doc -2-

AR R M v B B R E(CNS) A4#L16 (210 X 29720 3)



1289561 s

15. -8 &My 1L sH

&
N’/ O c

OH !

EADSCE A B —%# > A AIS52170CH B A -

16 R ¥ 3 Z A 6B F15B2 b4 ERIRFCEH > 2
> NE o T EEE 1706 1601 ; 1536 ; 1487 ; 1463
D 1450 ; 1441 1413 ; 1395; 1383 ; 1369 ; 1293 ; 1219
; 11775 1099 ; 1013 ; 836 ; 765 ; 698 o

17. % F ¥ F R A B 15162 b5 4 EALAEKRKLEAR
Yo B 277 5~ 89 IR3E o

1. RBFHFEANKBRZISENILSAY » HLRNX-5 & &4
B LA o T eda(BmpIIE): 11.9; 4.2 4.0

I9ORBFEFPHFEHNELBLISEZILES Y KA H T XdE
11.9;8.2;7.9; 6.4;59;58;5.6;5.3;5.0;4.9; 4.7
D 4.5 4.4 43; 4.2 4.05; 4.053.9;3.7;3.65 3.55
' 3.5;3.4;3.3;3.25;3.2;3.1;2.95;2.9;2.85;2.8
;2,753 2.7 2.65; 2.6 ¢

70415-960806.doc -3-

AR R Z M & B B 42 E(CNS) A4 (210X 297 %)



1289561 B

X~ W &5 B

20— AN LEBHEF L L O HFBER B A I ERIEBEE S
bt RecvFEARBEISBENELSY  PRAR
HE BRI B -

2 - HRBEIFHFEHNREBEZISEHNEEHL XIS YH A
£ EABBRB U UGRBABERR LA & -

2. —#EHEFFEHNERBRISEALEEH KIS H
Tk EAPRKXIMCAY OB ERTOWEHEBOEI2ZR H
BB IENEILEENEERE AREREEZED
A Ex—HomiFEAlLsy -

70415-960806.doc -4 -

ABGRR S A F BB RELECNS) A4 (210 X 29724 )



	BIBLIOGRAPHY
	DESCRIPTION
	DRAWINGS
	CLAIMS

