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< ;Fragments

S 7008 Ecole de Chxmxe, Maténaux Polymeres dc Strasbourg (ECPM) 25 rue Becquerel

o mmol) of Et3N was added After dlssolutlon o5, h), 0065 mL (o 560 mmol) of benzoylij' FR

o %) as eluant. The analyucally pure wh1te compound was obtamed after a recnstalhzatlon m"__'i- A

(s OCH3, 3H) 501 (m CH IH) 565 (s; lH) 675 (d 3JHH—73HZ IH) 684 (m 2H)
L ?.}7 45 (m, 4H) 771 (d 31“‘_ 695 Hz 2H) 13C( H} NMR (CDC13) 8 364 526 537 N

(KB, e’ )3425 (s) 2945 (m) 2356 (w) 1738'(3): 1641 ©). 1603 (w) 1575 (w) 1535 (s)
‘:_4"_;_:_"7.‘1487 (m) 1416(m) 1290 (m) 1219 (s) 1024 (w) 714 (m); UV -vis (CH c12) xnm E Ml
S om )281 (2,300 289 @ 500) FAB* iz (nature of peak, relatlve mtensuy) 426 ([M+H]

"".""'1100) 367 M- co CH +HI, 30) [a]D _.+11° (1n CH2C12, concentrauon of 5 gL Y Anal;[,_'

New ngands Bearlng Chlral Bloactlve ¢

o ~Abderrah1m Khatyr and Raymond Zlessel* B L N
Lk Laboratorre de Ch1m1e d Electromque et de Photomque Moléculmres Assocré au CNRS ESA— : - _" o

' 67087 Strasbourg Cedex 02 France

 ‘General Procedure for the Pptfth Tyrosine precursors.” -~

:‘ 3 Iodo-L (tyrosme )methylester benzoylamlde) (1) To a suspenswn 0 200 g (0 560‘::’.‘ L

“ mmol) of 3 1odo L-tyrosme methyl ester hydrochlorlde in 20 mL of CH Clz, 0. 156 mL (1 120: :

':.chlorlde was, added The reactlon mlxtune was surred at room temperature dunng 20 h B

'Punﬁcatron was performed by chromatography on alumma e1ut1ng wnh CH C12/CH OH (O to 2?‘_{_ R

o CH C12/hexane affordmg 0. 219 g of 1 (92 %) ‘H NMR (CDC13) §3.12, (m cnz, 2H) 3. 76_1 SRR

| ;“849 1152 1270 1286 1292 1306 1320, 1334 1393 1548 1674 1720 FrrR?t;l, -f;_-;‘,-?il;;_

" -f}-»,Calcd for C”H NOI c 8. 02 H 379 329 Found c 47 89 H _3 57 N}299
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_‘-'3 Iodo 4 benzoyl L-(tyrosme methylester-benzoylamrde) ’ ( ) Followmg the .'_:b‘
i s :-, procedure descnbed above for 1 usrng 0. 200 g (0 560 mmol) of 3 1odo L tyrosme methyl ester .
hydrochlonde 3- 1odo L- tyrosme methyl ester hydrochlonde in 40 mL of CH C12, 0 468 mL .
g (3 356 mmol) of Et3N and 0. 064 mL (0. 560 mmol) of benzoyl chlonde The reaction mixre: Er

- _.,_was strrred at room temperature dunng 8 h Punﬁcatron was perfonned by chromatography on ' R

: . :j:' 'alumma elutlng w1th CH Cl as eluant and and afforded O 216 g of 2 (73 %) lH NMR (CDC13)t: e
5 3. 28 (m CHZ, 2H), 3. 81 G, ocrr3, 3H) 5. 11 (m, cH, 1H), 6. 71 (d 31“ =69 He, IH) A
G 2o (m 2H) . 52 (m, SH) 7. 69 (@, 4H) 826 (m 2H) 13C{ H} NMR (CDC13) 8 36 8,

: 52 6.53. 5 90 4, 123 0, 127 0 12856, 1287, 7, 129 0 130 3, 13045 1319, 133 7, 133 9,

’_i'“_,:'{.,-vjj;_1357 1402 1505 1642 1670 1717:Fr1R (KBr, ‘cm 1) 3328 (s) 2944 (m) 2362 (w) ,
1733 (3), 1638 (s) 1602 (w) 1578 (w) 1527 (s) 1487 (m), 1449 (m) 1373 <m> 1320 @), {f—*,:f-
1260 (s) 1203 (s) 1160 (m) 1081 (m) 1063 (m) 705 (m) UV -vis (CH Clz) 7» nm 1 (e, M‘q'f""'l
cm’ 15269 (3 500) FAB* m/z (nature of peak relatwe mtenSIty) 530 ([M+H] 100) 425 ([M','"-‘}"‘:"
5 i-,‘:}‘fi“f:ffphco#n 20), 319 ([M—2PhCO+H] 5); [a]D 17 (m CH2C12, concentfauon Of 5 gL ) . i‘
"?f_f‘?_;.f'Anal Calcd for c,,H N 01 c 54 46 H 381 N 2-:65 Found C 54 15 H 3.62; ,N 247

General Procedure for the Preparatwn of the monotoptc and

dttoptc ltgands

s ',;A Schlenk ﬂask was charged wnh 3- 1odo L-tyrosme denvatwes 1 or 2 and 4’ ethynyl-'.' £

s ‘2 2’ 6’ 2” terpyrldme, _5—ethyny1—2 2’ b1pynd1ne 6 2' d1ethynyl 2 2"6’ 2” terpyr1d1ne 5 5 o

d1ethyny1-2 2’ b1pyr1d1ne or 5 (2 2’ b1pyr1d1ne-5 yl ethynyl) 5'—ethynyl-2 2’ blpyndme 1n"

S ‘argon degassed THF then ([Pd(PPh3)2C1 ]_ and.Cul) (6 mol %) were, added as a sohd and?:‘

PR ﬁnally argon degassed dnsopropylamrne was added The solutron was allowed to st1r dunng 3::: S

' ,;'days at room temperature After consumptron of the startmg matenal (detenmned by TLC) the__" |

: olvent was evaporated and the resrdue was purlfled by chromatography on alumma usmgt

% d;tchloromethane w1th gradrent of methanol |
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- 2'4’ {(3 Ethynyl-yl) L (tyrosme methylester benzoylamlde)} 2 2’ 6’ 2” o i
terpyrldme (3a) Thls llgand was prepared accordmg the procedure general from 0 110 g
. (O 258 mmol) of 3—1odo L-tyrosme methyl ester benzyl amxde l in 10 mL of THF O 080 g ‘{_ -
o o 310 mmol) of 4’—ethyny1 226 2”-terpyndme 0. 010 g (0 014 ‘mmol) of [Pd(PPh3)2C12] PCIEn
o 0 003 g (0 016 mmol) of CuI and 3. mL of dnsopropylarmne Punﬁcatxon was performed by‘- \b
: | ) chromatography on alumma thh CH C12/CH OH ©to 4 %) as eluant and afforded o 060 e ofv"}?ff P
’7'-»!'"{'3a (42 %); 'H NMR (CDC13)5 3 37 (m CH2, 2H) 379 (s OCH3, 3H) s, 12 (m CH, lH) {_;:!; .

_.-'6 72 (d 3JHH—-78HZ 1H),7 11 (d ‘ H-84Hz lH) 741 (m gH) 774 (dd 3JH‘-H-? 80 _.

Hz i = 1 8 Hz 2H) 7 86 (td*"JHH = 80 Hz, Ty = =1 8 Hz 2H) 8. 62 (dd 3JHH,_‘ 5 0_.{‘
{;"-HZ "er-07 Hz 2H) 873(m 2H) 883 (m 2H) FT IR (KBr om’ )3261 (m) 3057 (m),_,
._-...:1-2951 (m) 2923 (m) 2854 (m) 1737 (s) 1644 ®), 1608 (s), 1581 (s) 1540 (s) 1466 (s) =

.'.'[1438 (m) 1400 (s) 1347 (w) 1262 (m) 1229 (m), 1177 (w) 1121 (w) FAB+ '['n,z (namre Of‘:‘;

- peak, eltive inensity) 555.(MYHI', 100), 496 (M-CO,CH,HY', 20). folp = +41° (m_f"".

_.'CH2C12, concentratxon of 5 gL ) Anal Calcd for C34H26N 0 c 73 63 H 473 N 1 O 10 o
| -”.{\;IFound C 73 43 H 442 N 972 ‘ L ' o ' :

"-»'_.‘4, {(3 Ethynyl-yl) 4 benzoyl L (tyrosme methylester benzoylamlde)}
2 2’ 6’ 2”,-terpyr1dme (3b) Th1s hgand was prepared accordmg the procedure gene ral ; ;: SR
. _:_from O 100 g (O 189 mmol) of 3 1odo 4 benzoyl -L- tyrosme methyl ester benzy1 amlde 2 m 87»;»,';:_‘};{ :

o mL of THF 0058 & (o 227. mmol) of 4 -cthynyl-2,2’ 6 2”-terpyr1d1ne 0008 2 (0'01 R
"A-""i'.mmol) of [Pd(PPh3) c12] 0002 g (o 011 mmol) of CuI and 2 mL of dnsopropylamlne 4- ‘
_.A‘-":»:-‘Punﬁcatlon was performed by chromatography on alumma thh CH Cl/CH OH (O to 10 %)" s ,‘ »f'
-:_j,eluam and afforded 0061 ‘gof 3b (49 %) ‘H NMR (CDCl3) 5 23‘ (m CHQ, 2H) 00
= ;V;-._ocH3, 3H) 511 (m CH lH) 664 (d 31,“, = 67 Hz 1H) 692 « JJH“._ i3 HZ 1H) Vol

= ":_'711 (d 3JHH—85HZ lH) 723 (d 41“_.20 Hz lH) 7 41 (m llH) 778 (dd 31 L

"860(" BJ“'"”HZ 2H) 873 (m 2H) FT-IR (KBr cm’ )3272 (m) 3058 (w) 2954 (m) FRR

203 (s) 2851 (m) 2211 (w) 1739 (s) 1637 (m) 1576 (s) 1488 (m) 1465 (s) 1391 (s)- 1
B "-'*'1262 (s) 1215 (m) 1177 (m) 891 (w) 792 (s), FAB* mz (nature of peak nelatlve mrensrry):_{_,.fJ;;’)jg»




#2001 American Chemvca Society, Orz. Let, Khatys ol010058y Supporin Ino Page 4

| 8 51. Found: C, 7463 H, 442 N 839

659 ([M+H] 100) 600 ([M CO CH3+H] 30) 495 ([M CO CH PhCO+H]" 10) [a]D s
Rt -'-"'.'+49° (m CH,CL, concentrauon ongL ) Anal Calcd for C“H NO c 74 76 H, 459 N |

- 5 {(3 Ethynyl-yl ) L (tyrosme methylester benzoylamlde)} 2 2’ blpyrldme

" »v -_-:-'(4a) ThlS 11gand was prepared accordmg the procedure general from O 090 g (O 212 mmol) |
of 3 1odo L- tyrosrne methyl ester benzyl amrde l m 7 mL of THF O ()46 g (O 255 mmol) of 5-‘;:-‘- P S

ety ipyridine, 0009 g (0012 mmo) of [Pd(PPha)ZCIJ 00023 g Q012 mmoof -

-Cul : and 15 mL of dusopropylamlne Puuﬁcatmn was performed by chromatography on:w"'v R

;_:-alumma with CH, C12/CH OH (o to 3 %) as eluant and afforded 0. 058 g of 4a (57 %) lH NM ST

o -_"?:‘(CDC13)8338 (m, CH,, 2H) 379 (s OCH3, 3H) .12 (m’“CH 1H) 661 it 31“-7 3o

;"Hz lH) 708 (m 3H) 747 (m 4H) 780 (m, 4H) 822(dd 3JHH_85HZ J H'—22 HZ

;1H) 847 (td 3JHH-85HZ J,”',‘___,

FTIR (KBr o’ )3280 (5),3047 (s) 2947 O 2915 (s) 2365 (w) 1748 (s) 1649 (), 1579

- ';;}Found C 72.62; H 459 N, 865 .

(m) 1536 (s) 1459 (m) 1434 (m) 1260 (m) 1230 (s) 1009 (m) 795 (m) FAB" m/z (naude_f[j‘;‘f

f 2 2 Hz 2H) 8. 71(d 3JHH =3, 4 Hz IH) 9 15 (m IH) L

- of peak relaiive mtensxty) 478 ([M+H]* 100) 419, (M-CO, CH3+H] 50) [odDZ 4390 (m_-f.:-ff;" s

R 'CH2c12, Concentratron of5 gL h: Anal Calcd for C29H23N O C 72 94 H 485 N 8 80 =

" 5 {(3 Ethynyl-yl ) 4 benzoyl L (tyrosme methylester benzoylamlde)} 2 2 '-' ERENES

L 'blpyrldme (4b) ThlS hgand was prepared accordmg the general procedure from O 307 g G

“ T":_:(O 580 mmol) of 2 O 100 g (O 555 mmol) of 5-ethynyl;‘
o [Pd(PPh3)2C12] 0. 008 g (0 042 mmol) of ‘Cul

':“blpyndme 0. 020 g (0 028 mmol)' E
'20 mL of THF and 30 mL of

dusopropylamme Punﬁcatlon was performed by‘l cf Omatography on alumma w1th:' el

.CH, C12/CH OH (0 to 10 %) as eluant and afforded 0. 194 g of 4b (60 %) ‘H NMR (CDC13) 5:5’»}:!'{ NI

{3 a1 (m CH2, 2H) 373 . OCH3, 3H) 521 (o, CH lH) 669 (d 3JHH-72 Hz m,

7, 12 (m, 2H) 7.54 (m SH), 785 (m 6H) 827 (dd‘*' :—83 Hz JHH—2O Hz 1H)f:

""'2_833 (m 2H) 854 (td 3JHH-83 Hz JHH_ZO Hz

2H) 879 (d 31“ = 82 Hz IH) TR

| "':*'9 26-(mn, 1H). FTIR(KBr cm’ )3275 (s) 3051 (s) 2954 ‘(s) 2926 (s) 1752 (s) 1651 (s) ) .
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1-';C74O2 H 431 N, 705,

’ Th":v 6 6"-{(3 Ethynyl-yl ) L (tyrosme methylester benzoylamlde)} 2 2’ 6’ 2”

| ._.1581 (s) 1536 (m) 1459 (m) 1432 (m) 1241 (s) 999 (m) FAB“ m/z (nature ofpeak rlatve .
| fl’mtonsrry) 582 ([M+H] 100) 523 ([M co CH3+H] 10) lop = + 45 Gn CH2C12, P
R .'concentratwn of 5 gL ) Anal Calcd for C36H NO C 74 34 H 468 N 7 22 Found

terpyrldme (Sa) Prepared accordmg to the general procedure from O 100 g

'55 mmol) off

. '_ 2" ,6- drethynyl 2 2' 6' 6" 'terpyndme and O 153 g (0 360 mmol) of 1 O 015 g (O 021 mmol)-i § : . -

" A-f,jhiffj'of [Pd(PPh3)2C12] 0 007 g (0 036 mmo1) of Culsin , THE (25 mL) and dusopropylamme (6 .

':mL) Punﬁcatron was performed by chromatography "olumn on’ alumma eluted w1th a g__ adrent‘

e of methanol/CH c1 (0 to 10%, v/v) and afforded whrte":powder 0 218 g of lrgand Sa (70%) S

'H NMR (CDCl )8325 (m CH2, aH), 379 (s ocua, 6H), 5. 12 (m CH 2H) 675 (d 3] R

' f.6 6"-{(3 Ethynyl-yl ) 4 benzoyl L (tyrosme methylester benzoylamlde)}

) 355 mmol) of 6 ' dlethynyl 2 2 6 6"-terpyr1d1ne, . 196 e o 370 mmol) of 2, 0015 gl

=7. L Hz, 2H) 680 (m 4H) 750 (m, 10H) 779 « 3JHH- 70 Hz am; 8 12 (m 3H) BT

8 19 (dd J=79Hz, J-lOHz ), 875 @ J-80Hz 2H) 880 (dd; J..77 Hz, 1= A
R Hz 2H) FTIR(KBr om’ )2960 (m) 2871 (w) 1739 (s) 1651 (s) 1579 (m), 1437 (m) !
| ._.1312 (), 1259 (9), 1152 (s) FAB /MS (m/z) 876 ([M+H] 100),817 (M COZCH3, 35) 758 L

(M 2C02CH3, 8). [a]D =+ 73° (m CHZCIZ, concentratxon of 5 gL N Anal Calcd for e
.‘C53H4,N508 C 72. 67 H 472 N 8()0 FoundC 7241 H 451 N 776 k

e 3"2 2’ 6’ 2”-terpyr1d1ne (Sb) Prepared accordmg o general procedure from O 100 g (R

R 021 mmol) of [Pd(PPh3)2C12] 0007 g 0036 mmol) of CuI in THF (60 mL) andj;.-,d'_{*_}{ b

) ”dusopropylamme (6 mL) Punflcatlon was performed by chromatography on alumma eluted'_r"

5 with a gradlent of methanol ICH,CI, (0 to 15% v/v) and afforded whrte powder 0. 277 g of:_}.'-' - ke
7 ligand b (72%);"H NMR (CDCL) 83 33 (m, CH, 48), 3.86 (5, OCH,, 6H), 521 (m, CH, S
o ‘.-"2H) 675 (, 3JHH -»7 0 Hz, 2H), 7. 25 (m, 4Hl_' :
R 3H) 8. 21 (dd; 1= 7 8 Hz 7= 1.0 Hz 2H), 8 33 (m 4H) 3. 75 « J= 7. 8 Hz 2H) 8. 79{

':7.59 (m IOH) 773 (m 8H) 814 (m o

""-*l”(dd J 7 8 Hz I= 1 2 Hz 2H) PT—IR (KBr cm )2969 (m) 2875 (w) 1738 (s) 1639.4" >
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B (m) 1470 (W) 1436. (m) 1312 (m) 1259 ®. 162 (9 FAB'MS (m/z) oge
"r‘i:([MJ'H] 100) 1025 ™ COzCHa’ 35) 966 o- 2C02CH3, 6) [oc]D'= " 2 Gn CH2C12£':“;"}" U
concentratlon of 5 gL ) Anal Calcd for C67H49N5010 C 74 23 H 4 56 N 6 46 Found C

7402 H, 433 N 628

a 5 5' {(3 Ethynyl-yl )-L (tyrosm methylester-benzoylamlde)} 2 2’ blpyrldme - Con
.' (6a) Prepared followmg the general procedure from 0 100. g (0 489 mmol) of 5 5'-d1ethynyl- ‘ff" SR
2 2'-b1pyndrne o, 212 g 0499 mmol) of 1,0 020 g (o 028 mmol) [PdClz(PPh3)2] 0. 009 g

_ | o (0 047 mmol) CuI 20 mL of THF and 2 mL of dnsopropylamme to glve O 296 g (76%) of
';:-j;.‘-llgand 6a 1H Nl\/IR (CDC13) S 3 12 (m'f CHZ, 4H) 3 76 (s OCH3, 6H) 5 01 (m CH 2H) 5

- f’;6 75 (d 3JHH- 13 Hz 2H) 684 (m'j‘.f‘4H)' 7.45. (m 1OH) 771 (d 3JHH— 695 Hz, 4H),1 .
;,'7 85.(dd, 1= 82Hz I= 2()Hz 2H) 835 (d I= 82Hz 2H) 871 (d I= 20Hz 2H) IR e
(KBr cm-1) 2958(s) 2161(w) 1750 (s) 1652 (s) 1588 ) 1531(s) 1457(s) 1363 (S) 1250_,!
(9); 1220 ) FAB m/z 799 ([M+H] 100, 740 (M C02CH3, 45) 681 - 2C02CH3, 15, v.

. ~_-i_:'.i‘_*[(x]D +74° (m CH2C12, concentratlon 0f5 gL ) Anal Calcd for C48H38N408 C 72 17 H ‘1
'---""479 N, 701 FoundC 7186 H 452 N 675 T e T e

5, 5 {(3 Ethynyl-yl ) 4 benzoyl L tyrosme methylester benzoylamlde)} 2 2 g e
| ’blpyrldme (6b) Prepared followmg the general procedure from 0 100 g (0 489 mmol) of :: ".‘
s, 5- dlethynyl 2 2'-b1pyr1d1ne 0; 265 e (o 500 mmol) of 2 o 020 5 (0 028 mmol) S
1 .[PdC12(PPh3)2] 0. 009 g (0 047 mmol) CuI 30 mL of THF and 5 mL of dnsopropylamrne to:"f:i’\ e
o ;,‘glve 0. 364 g (74%) of hgand 6b 1H NMR (CDC13) 8 3 32 (m CHZ, 4H) 3 96 (s OCH3,»§.

$L 6H) 5 36 (m CH 2H) 6 98 (d 3JHH , 0 Hz 2H) 7 42 (m 4H) 7 59 (m IOH) 7 73 (m

‘. : v8H) 793 (dd J 86Hz J—18Hz 'éH),839(m 4H) 855(d J 86Hz 2H) 883 (d’
J 20 Hz 2H) IR(KBr cm-l) 2958 (s) 2161(w) 1754 (s) 1652 (s) 1588 (s) 1531(s)f
""?1457 (s), 1363 (s) 1250 (s) 1220 (s); FAB m/z 1007 ([M+H] 100) 948 (M C02CH3, 45),
| :f'7889 (M 2C02CH3, 15) [a]D + 88° (m CH2C12, concentratlon of 5 gL ) Anal Calcd fori'

' ,"C62H46N4010 c 73 95 H 460 N, 556 FoundC 73 66 H 432 N 531 -
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,» 5- (2 2’ Blpyrldme-S yl ethynyl) 5’ {(3 ethynyl-yl ) L.(tyrosme methylester
E benzoylamlde)} -2,2’- blpyrldme (83) The compound was prepared accordlng to the .
general procedure from 0. 100 g (0 279 mmol) of 5 (2 2 -blpyrldlﬂe- -y1 ethynyl) 5 -ethynyl_ s |
22 -blpyndme 0119 80 280 mmol) of 1, 0.012 g (0.017 mmol) [PdClg(PPhg)z] 0005g
| , '(0 026 mmol) CuI, 30 mL of THF and 5 mL of dusopropylamme Punﬁcahon was perfonned’l' o
,. : by chromatogr aphy on alumma wrth CHZCIZ/CH3OH (0 to 15%) as eluant and afforded 0 090 . :.'f:;
. gof 7a (49 %) H NMR (CDCl3) 8 3 26 (m CHZ, 2H), 3 83 (S, _OCH3, 3H)’ 5 1 8 (m’ CH =
- bi'_lH) 677 (d 3JHH'—7S Hz lH) 693 (m 2H) 739 (dd J 50 Hz J— 1 1 Hz lH) 7 50:‘ :
_ ;-_--_’(m 4H) 782 (d 3IHH-70HZ 2H) 796 (m 4H) 852 (m 5H) 888 (m 1H) 836 (m-
.:-:"j'lH) 894 (m 2H) FT-IR (KBr cm )3460 (s) 2923 (m) 2195 (w':’__‘» : ’ Y

(), 1601 (m) 1460 ©, 1313 (m) 1243 (m), 1109 © 841 () FAB' 656 ([M+H]*i.,1
- ',597 (M-C02CH3, 25) [(x]D =+ 40° (m CH2C12, concentrauon of 5 gL ) Anal Calcd for_.,.;, R |

C H, NO C 75 lO H 446 N 1068 Found C 7495 H 422 N 1036

"_5 (2 2’-B1pyr1dme-5 yl ethynyl) 5’ {(3 ethynyl-yl ) 4 benzoyl L (tyrosme- ,- DR

a methylester benzoylamlde)} 2 2’ blpyrldme _ (8b) The compound was preparedf'i:i‘:". =
: :-'accordmg to the general procedure from O 100 g (O 279 mmol) of 5 (2 2’ b1pyr1d1ne-5 y1~‘

_ ;’_ iethynyl) S’ -ethynyl 2 2 blerldme 0. 148 g (0 280 mmol) of 2 and 0012 g (0 017 mmol)
e [PdClz(PPh3)2] 0. 005 £(0.026 mmol) CuI 40 mL of THF and 10 mL of dusopropylamme o

- ':,Purxflcatlon was performed by chromatography on alumma w1th CH Cl,/CH OH (O to 15%) as i "
Coe eluant and afforded 0 106 g of 7b (50 %) lH NMR (CDCl;,) 3 3 35 (m CHZ, 2H) 3 85 (s,‘j_'i‘j R

"'_._Z_Q‘,’:_"OCH3, 3H) 526 (m CH lH) 685 (d 3JHH—72HZ lH) 738 (m 2H) 754 (dd y= 50 :
Hz J —'14 Hz lH) 765 (m SH) 784 (m, 4H) 798 (m 4H) 832 (m, 2H) 848:_Km";:i;}f,} L
4H), 885 (m lH) 896 (m 1H) 9”2(m 2H) FTIR(KBr em’ )3460 (S) 2923 (), 2’1952“','
{;.(w Vc_c) 1757 (s) 1654 (s) 1601 (m) 1460 (s) 1313 (m) 1243 (m) 1109 (s) 841 (s)'.; SR
; "'v1s (CH2C12) xnm (e M om’ )269 (1 600) 341 (11200) 361 (9 200) FAB 760 ([M+Hj"f’:f"*‘"!

100, 701 (M C02CH3, 33) (ol

- 430 (m CH2C12’ CO“"emfaﬂon of 5 gL ) Anal Calcd'. A
- forC4sH33N o5 c, 75 88; H, 438'N_.922 Found c, 5. 62 H 405 N 902 A




