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Abstract The B D IRUIS lac~olc alptnigenlnc (Ia) wl;cteJ from Prrpurw hrur rw~ccrn Lindl. was shown to 

form the oxime 2s which m turn ~;1s tr‘rnsformcd to the nilrrlc 3a by &hydration. the methlodldc 4a. and 

by treatment with alkali under mild conditions 10 the brnzrlidene phthallmidine derlvatice Sa. whose 

structure was elucidated by spectral anal:sls ;ts wll ;IS nxid:ltrve fragmentation Into 6 and 7. 
The unique reactlon leading to S* apparently IS hound ulth certain structural prerequisites Inherent to 311. 

including stereochemistr). When c i+alpinipcnlne (lb) was subjccred IO the same sequence. litlIe of Sa 
accordmgly could be obtained:;md cvcn nclnc ofany phthalimidinc \KI~ formed from the non-;lcetoxylated 

nitrile 1 I. 

In the preliminary report’ on the degradation of 
alpinigenine (la).’ an alkaloid of the rhocadinc sub- 
groupof the isoquinolinc family.3 it was supgcsted that 
the ready formation of the benzylidene phthalimldinc 
derivative 5a was favoured by any kind of concerted 
mechanism. We now add both complementary 

experiments contributing to the scope and mechanism 
of the novel reaction and the experimental details. 

During the biosynthesis of the rhoeadlne-type 
alkaloids4,’ we recognized an adequate degradation 
scheme to be decisive for successfully evaluating 
radioactivity on all important positions of the 
benzazepine skeleton encountered in those alkaloids. 

The formation of the oxlme 2a is indicative of the 
readyopeningof ring D owing to ring-chain tautornery 
in the hemiacetalic structural entity. (Schcmc I ). Hot 
acetic anhydride was chosen to dehydrate 2a and the 
corresponding nitrile3a was formed in more than 70”,, 
yield, provided that even traces of hydropcn chloride 
were absent from the starting materials. OtherwIse 
nitrilc 3a was obtained in poor yield. The NMR 
spectrum showed an A&system characteristic of the 
two PUKS protons at C-l and C-2 (I = 7c.s) of the 
unaffected benzazepinc structure. the relatively small 
coupling constant pointmg to the more flexible nature 
of the Icss-connected 7-mcmbercd nitrogenous ring 
thus delivered from the constraints of the tetracyclic 
rhoeadine skeleton (J = 9.5c.s in la). Alkaloids 
comprising nitrogen as well iiS ben7ylic positions in 
one ring of their framework pencrally are not stable in 
the presence of carboxylic acid anhydrides. The l- 
benryl-tetrahydroisoquinolinc Ludanoslnc. for 
example, was found to split easily under rhc very 
conditions applied to 2a (see Ref. 5). Mass 
spectromctric fragmentation of 3a was accompanied 
by extensive rearrangement and high resolution 
analysis rcvealcd three main peaks. III v 190. 206 and 
207 due to the 6.7-dlmethosyisoquinolinium ci~tlorl 

+ Part XIII. H. Kiinsch and W SchJr. NIJ ro~lwnr.~r~~ 18. 
1089 (1979). 

and its N-methylated dihydro and tetrahydro 
dcri\atikes. respectively (Experimental and Ref. 5). 

Hofmann degradation was applied to the correspon- 
ding methiodidc 4a. Although exceptionally mild 
conditions had been chosen, the nitrile function could 
not bc saved. Instead, an optically inactive. yellow 
compound, the benzylidcne phthalimidine 5a was 
formed by any kind of multi-ccntre or concerted 
mechanism. Whereas tentative structure assignment 
based on U V (in,,, 2 I I, 222, 296 and 367 nm ) and I R 
analysis” (Y~=( 1673, Y(.=~ 1717 and ~8,” 3441 cm-‘) 
was strengthened by the singlcl ofthe olcfinic proton at 
ii = 6.36ppm in the NMR spectrum. the remaimng 

uncertainty was removed after oxidative sphtting into 

two known compounds. Osmium tetroxide catalyzed 
oxldatlon by sodium periodatc according 10 

Lcmieux;Johnson at the stilbene double bond, which 

proceeded smoothly but very slowly even at pH 2 in 
aqueous medium. afforded hcmipinimidc (7)’ and the 
substituted veratraldchydc 6.” 

Compounds reprcsentlng the bcnz!lidene phthah- 
midine structure, e.g. narceine imide (Sb). have long 
been known” and have recently been isolated.‘“.” but 
II is still uncertain. whether or not they are original 
plant constituents. It should bc mentioned that no 
corrclatlon ofcithcr Z or E stereochemistry is intended 
with compounds 5. For related work see Ref. 14. 

There appears to be only one example in which a 
second nitrogen function in the Hofmann degradation 
of quaternar) methohydroxides results in the 
formation of a new nitrogenous ring, namely the 
chcmistr! of the Codonocarpus alkaloids.‘2 The 
obvious attack of nitrile nitropcn at the x-C atom C-L 
to form the phthalimldlnc 5a resembles the formation 
of cyclic ethers from appropriately constituted amino 
alcohol methohydroxides. a well-known variety 
occasionally observed in the course of Hofmann 
degradation.’ .’ 

In two experunents planned to contribute to the 
scope of the phthalimidine-forming type of reaction 
the latter in all probability was confined to the 
structunil prcrequisitcs includmg stereochemistry 
comprised in the nirrile 3a. In the first. an easily 
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obtainable model compound. the non-aceroxylated 3- 
(o-cyanobenzyl I-tetrahydroisoquinolinc I1 (Scheme 
2), after methiodide formation was subjected to 
Hofmann degradation under the conditions used for 
the alpinigenine derivative 4a. The two products 13 
and 14 were isolated m yields of XI”,, and 34”,, th.. 
respectivcly.and each was characterized as a stilbenc 
dcrivativc by their W maxima appearing in the range 
of 225 and 330nm. In the less polar 13. which was the 
main product, the nitrile function (v(.\ 2223 cm - ’ ) was 
saved and 14 proved to be a primary amide (t’(.(, 
1667cm ‘. v,,, 3408 and 3528cm- ‘). In addition. 
thcrc was not the slightest lndlcation of any 
phthalimidinc formed. 

The other experiment was done with the nitrrlc 3b 
obtained similarly from ( ~.s-~ilpinigenine* (1 b) it hose 
Hofmann degradation demonstrates the importance 
of an appropriate stcreochcmistry in the bcnzylidene 
phthalimidine-forming reaction: the same compound. 
Sa, was formed. but the yield was quite low. 

From the results discussed abocc the following 
prerequisites of the bcnzylidcne pllthalil~lidinc- 
forming reaction appear to emerge: (i) an r-C atom 
substituted by an o-cyano-phenyl group: (ii) an 
adjacent /j-C substituted by OH (OAc) in addition to 
aryl: (iii) rra~s configuration at these two reaction 
cent res. 

Finally, the preparation of the nittilc II from f k f- 
canadine via its mcrhine base” 8 is described briefly. 
The latter reacted with sodium pcriodatc;osmium 
tetroxide to afford the uldehyde 9,rc,, 1683 cm - ‘.~i~.,,~~ 
10.62 ppm. The nitrilc I I was obtained by a similar 
reaction sequence as shown for 3a, except for the 
dehydration step accomplished by heating the oxime 
IO with phosphorus oxychloridc. yielding 12. I.(.\ 
2222cm-‘. 

The skeletal fragmcntatlons revealed by the mass 
spectra of the 3-aryl-tetrahydroisoquinoline de- 
rivatives 8.9 and 11 arc also comprised in Scheme 2. 
The major fragmentation mode (a) common to 
individual compounds is characterlred by the splitting 
ofthe benzylic carbon bond. forming parent peak al in 
addition to the various structurally specific ions a2. 
Being of variable frequency. fragmentation (b) 
apparently leads to the two isoquinolinc species bl and 
bZ irrelevant to the subsrituent R. 

ESPERIXlE\‘IAL 

The follorcmp equipment \\as qplled to ttnltlysis of 

compounds, If not specified orherww: i\ Bljetiud mlcroscopc 
hot stage for m.ps (corrected): iR spectr,i in CHC‘I, win on a 
UR-IO (VEB Carl ZCIK Jew): UMR spcclrrr in CDCI, \\ith 
TMS as mternal standard on a ZKR-60 IVEB C‘arl &;I\. 
Jcna)ofVarian HA-I(K): UV spectra in YS”,,ethanol using an 
Ultrascan (Helper & Watts): mass spectra by a low-cncrgy 
mass spcctropraph (Ardennc~: tic on Kicsclgel ti ltlcrck) 

iC’ttrilr 3a riu orttni’ 2a. A soln of la (467mg) and 
NH,OH.HCI (05 mg) in I2ml dry pyrldinc wah heated to 
100 for 30 min ‘l’hc residue obtained on evaporation ill L’WW 
was dlssolled in 2Sml IN KOH. and Irxcs of la were 
removed usmy ether. The pH X \\as ud~ustcJ by ,tddn of solid 
NH,Cl. Extraction wrh CH,CI, (4 x 1Clml) yicldcd 
amorphous 2a (470 mp. 97 ‘I,,) umform on tic. in several sys- 

tems. IR(KBr): 1610 (C=N)and 3SOScm ’ (OH). Treatmcnl 
with Ac,0(20mi)at 11X-12-l N, for?cminandsubscqurclr 
evaporation of rcagcnt irl I ucw wiis followed by tigorouslk 
stirring the rcbldue in C11,CI, (5Oml1 ~lth satd SaHC’O, aq 

(30 ml I for 2Omin. The organic layer U;IS dried (N:I$O,J. 

coned to 2- 3 ml and diluted uith ether (200 ml) to scparatc 
brownish floccul~. Cry~tallme 3a (364 mg, 70”,,1 separated 
H-hen the liltcrcd soln was again coned. Rccrys~aili~~~t(~n 
lCH:Cl, EtOH) at&xdcd pure 38. m.p. 161 162. [xl:,’ 
- I I.4 (( = 0.644. M&H). IR: 1743 (C=O) and 2217cm ’ 
(C’GN 1. UV. 233. ?YO and 307 nm (log{: 3.28 sh. 3.7Y and 3.741. 
NMR: j 6.99 lx. 2 Ar,.H); 6.56. 6 5.7 (2s. 2 Ar,H): 5.90 ld, J 
= 7 c.‘s. H-l I: 3.03 (d. J = 7c.s. H-2): 3.YY. 3 X7.3.86. 3.77 (4s. 
4 OCH $): 2 3% Is. U(‘li,,); 2.02 ppm (s. C’H,,COOl. High 
resolution MS lJMS 0 IO of JEOL, 75 c%): I~I f’ 441t.lYS7 
iO.4) talc. for Cz_,HzkNzO,,: 440.1947 (Me ). 439 (1.2). 
3X0.1745 (161 talc. for C’:,H,,N,O,: 3X0.1736 (M’ 

CH,COOH). 365.1512 17.41 talc. for C,,H,,N,O, 
!hS.l.FOI (Me -CIj,COOH. -CH,),Il9.lWY(4.X~calc.for 
C,~H,~N\i?O?. 219.1032. 207 1207 (> loOI CdlC. for 
(‘,,H,-NO,: 207.1’07 (N-mcth~l-h.?-dirnetho~~- 
tctr~~hyllrol~oquinoiinium catton ). 206 11X3 I > 100) talc. for 
C,zH,,NO,: 206.1 IX1 (I-methyl-6.7-dimcthoxj-dlhyJro- 
iwyumolin~um cation), 100.0880 (IO()) talc. for 
Cl, H, .,YO,: 190.0X68 (6.7-djmethoxy-isoquinolinium 
cation). 162 t43). 43 (72). (Pound: c‘. 65.76: H. 6.5X: N. h.SO 
Calc. for C2.,H2xN\j,0,,: C. 65.46: H, 6.41; N, 6.X”,,). 

,Vi~dr ~~l~~r~~~u~~;f~~,4a. Niltile >a (285 mg) &its relluxed with 
5 miof MCI in acetone (IOml) for 3 hr. Crystallinc4a (36Omg. 
Y5”,,) *as collected from the coned soln and recrys\allizcd 
from MeOli. m.p. 224 228 ldec). [xl? - S4.2 (( = 0.829. 
CHCI, - McOH I 1 : I!)). IR (nujol): I776 (C=O). 2222 cm - ’ 
(CZNI. UV:IXYand 30Xnm (logt. 3.7hand 3.68). MS: ITI c*~XO 

(25) .CH,COOH. C’H,\I.ZbS ll4).206ll(~). 142(lf#l WI. 
I?? (70) I ‘. (Found: C. 51.15: H, 5.36. PL -8.93. C‘alc. for 
C,,H,,,IW20~,. C. 51.55. H. 5 37; N. J.XZ”,,t. 

Br~r~~~/hlc~~rplrrhulrrn~d~~~c~Sa A soln of4a (410 mp) m uarm 
MeOH (4 ml) was mixed Hith I K KOH (16 ml), heated a1 80 
for 5 hr. and Njl passed through to slowly remwc most of the 
MeOH. Crystalii7ation started m the hot soln to afford a 
i~lonohydr~i~e of 5a (164 mg. 75 *I,,), yellow crystals. m.p. 
161-162 (McOHt, optically inactwe IR: 1673 (C=C), I’717 
+ 1706 sh ((“0). 3441 cm ’ (NH). l_!V: 21 I. 222. 296 and 
367nm (log{: 441. 4.37. 4.02 and 4.29): UV (N.10 KOll in 
EtOH): 210. 230 sh, and 36X nm (logs: 4 94. 4.73 and 4.62) 
indtcutes it pronounced altcratwn of the chromophoric 
system by base. NMR d X.37 (m. NH ): 7.45. 7.1 (Zd. .I = X 
c s. 2 ArH); 6 86. 6.76, 6.46 (3s. 2 ArH + C=Cti 1: 4.08, 3.Y4. 
.7.X3(?~.4C~~‘H,).23Oppm(s.NCH,) MS:~.‘eJl2165)M~. 
?67(131 -HNlC~l,),,220(I~W)).(Found:~~.h6.9~:H.7.01:N. 
6.67. C’alc. for C,,H,,N,O,: C. 66.97: H. 6.84; N. 6 79”,,). 
/,~rt~~cltr~-Jol~,,\o,l rlqrtrtltr~iw~ of Sa. Phthallmldine Sa I I43 

mg) was dissolved In 8 ml water containmg 0.54 mmol HC‘I. 
The soln was stirred and 9 mg ofO)st), added. UalO, I 154mp 
tn 9 ml ww) uias introduced wthrn 30mm. Until oxidatton 
uas complete ;1ftcr I5 hr. the tcmp uas kept hcivw 25 and pH 
bctwcen 2 4. Tic conlral wah done usmg <‘HCI,-MeOH 
(X5: 1.51. 

la) Hcjrui@i,ni& (7). The major quantity of 7 was filtered 
off and w&cd with water (Wmg, 7fl”‘,). An impure portton 
was extracted from the acldtfied soln using CHICI,. 
Purllication uas achieved in turn by crystalh/atton (EtOH. 2 
x ). suhlunatlon (0.1 mm I Ip). and recrystalhratwn. m p 

230 232 (111.’ m.p. 228 230 1. 
(h) 6-(~~-L)i,ncrl~~.lu~t~~~~~~~~r~~~~~)-r.rratrtrlrl~~/t\~~/~ 16). After 

addition of cxcw NH,OH to the foregoing snln. cnlraction 
by CH,Cl, yiclded 74 mg of resin. To wparatt a small 
Ltmount of the corresponding vcratrtc uctd. the product wits 

Jlssol\cd in 0.1 ml of MeOf 1 + 12 ml of ether. Thr soln ws 
filtcrcd dnd cvapd 11~ give 6 (66mg). approximately pure 
accnrdmg 10 tic using CIICI,q klcC)H 19:l t I ‘I,, :~q. NH ,I. 
IR Iiilm): IhXScm ’ (C=O\. C-.Uc~rlliotlirl(~ was formed lq 
heating 66 mg of 6,0.S ml of M&H, X ml of ether. and I ml of 
MCI for 2 h. and wllecting the crystals (92 mg. X7”_). m.p. 
223 225 [M&H cthcr) (lit ’ m.p 225 ). IR (IIUJOII: 

16X_’ Cl11 ’ {C:(I). Both 6 and 7 were identical \clth the 
authentic compounds bj direcl comparwn (miucd m.ps. IR 

spcctru 1 



Nitrilr 3b ws prepared from c.i+ I b by way of the oxune 2b 

as described for 3$ c:‘<ccpt purltitatlon. The crude product 

was re-dissolved by means ofethcr CH,Cl, (3O:l) and then 
cyclohexanc ether (1 :I ). Crystals were obtained from 

cyrlohexanc ct her I 3. I ) (73 “,, I and recrystallized from 

acetone-water. m.p. 144 144.5 . !z]k’ - 142.X (I = 0 517. 
McOii). IR: 173X (C=O). 2226 cm ’ (C+N) UV. 214. 219. 
226 sh. 290 and 30X nm (log): 4 49. 4.50. 4.15. 3.70 and 3.6X1. 
NMR: ci h X6 (ld. J = Y c’s. 2 Ar, H). 6.61.6.57 (Is. 2 Ar,H ): 
6.02 (d. J = 2 c. 5, H-I I; -I.oO. 3.X5. 3.83. 3.74 (4s. 4 OMc): 3. IO 

(d, J = 2 c s. H-2); 2. 15 ts. NCli ?): 2.05 ppm (s. CH,,COOt. 
MS: /)I (+ 4-10 (SO) M-. 397 (42) W ‘-CH,CO. 380 (451 
M- C‘H,(‘OOH. 117 (1001. (Found: C. 65.30. H. 6.51; N. 

6.60. C’alc. for C’,Hz,K20,,: (:. 65.44; H. 6.41: N. b..lh”,,). 
Ilof/tr~rrt,~ &gr&trtio~, of 3b. Thcmtrrlc 3b *;1.s transformed 

to the ~orrcsp~~tldln~ nlethl~~dide 4b (5-l mg. m.p. f 34 1 Jo I 
and the latter treated with I N KOH as described for 4a. There 
was a resinous ppt which on seeding with Sa y~eldcd I4 mg of 
impure crystals. Rccrystlrlhr.atlon from MeOH a(Torded 

4 4 mg of Sa. mp. 153-l 55 . faIrI! pure and ldcntical by IR 
and rnlxed m-p. with phthalimldmc deriv;iti\e 5. 

.*~/t/‘~b II/r 9 (7.&t/!WthrJ \‘I -‘- tilc,th~I-3-(2-lc,~~~t~~-4.5- 

,?zt‘rlr ~-~~,fz~,~~~~~ \ j&?I 1.1 I- 1 .1.3.4-tc‘rrcrh!.tlr~~1,\~~~~~~;~1~~~;~?~,~. The 
starting vinyl dcrtvatibc 8 was obtained in X0",, Field when 

canadine mcthohydronide was heated wrth Jo”,, KOH” (~1 
also ref. 16). m.p. III II3 (lit.“ m.p. II4 II5 I. UV: 71X. 
262 and 294 302nm sh (log/. 4 35. 4.0() and 3.70). 8 (l.S?g) 

was dissolved in 7 ml of A&H. the soln diluted with water 

(425 ml). tiltercd. and combined with 0~0, (l2Omg) 
rn 420mI of ether. Stirring was slartcd and a soln of 

I!.Og of YaiO, in 42rnl of water uddcd dropwise within 

15 min. After I hr the ethcrcal layer was discarded and aq. 

soln treated for 10 mm with 2g ofmannitol at pH 9 adJu%ted 
b) IN KOH. Extraction with ether (4 x loOmI) and 

subsequent ctystafli/cttmn from r-&OH afforded 852 mg 

(56.0”,,) of 9. m.p. 147 14X”. IR (CCI,): 16X3cm -’ (C=O). 
UV: 20X. 236.2X1 and 318 nm (log 1:4.42.4.42, 3.84 and 3.74). 
NMR: 11 IO.62 (s. CHOI: 7.50. 722 (2s. 2 Ar,,Ht; 6.Y2 (s. 2 

Ar,H); 6.17 Is. 0 CH, 01. 4.51 (I, J = 7 c.s. ArCHIVI. 3.95 
Is. 2 OMe). 3.06 (d. J = 7 c s. Ar-CM, ,c’lt NJ: 2.30 ppm (5. 

NCH,). (Found: C’. 67.34: Ii. 5.93: N. 3.X6. Calc. for 
C,,,H,,N;o,: C’. 67.5X: H. 596: h. 395”,, i 

U~inw IU was prepared from the rtldchyde 9 (555 rng) 3rd 

NH,OH.IiCl (131 mg) as descrlhed for 2a. Due tt> lower 

actdlty of 10. work-up had to he modilied. The residue, after 
cvaporatlon. was dissohed in (‘H,CI,. washed several times 

with dil. Nii,OIt. The solvent wti~ evapd and crybtalllnc 
rcsiduc washed with t:tOrl IO give 10 (S-lhmg, 95’“,,). m.p. 

195-107 (EtOH). UV: 2L7. 273 and 21 I nm (togi: 4.35. 3.Y5. 
3.60). NMR (Cc’l, t lo”,, pjrtdine-d,): 3 XXI (s. 
ArCH=NOii I; 7.29, 6.90 (2s. 2 Ar ,H ). 6.57 ts. 2 Ar, H): S.Xi 

IS. 0 CH, 01: 4.32 (I. ArC‘HNI: 4.1 I (broad, ArCH,N 
+ ArClI C)_l:.ArI: 3.74. 3.6X (2s. 2 OCH,): ?.I I ppm ts. 
NC‘H,). (Found: t’. 64 X7. H. 5 X3; N. 7.7X. Calc. for 
CL,H,,N,O,: C. 64.85: H. 5.YY; V, 7.56”,,). 

Sirtdt, I I. The wmc 10 (557 mg ) was rclluxcd with POC‘I, 
(15 ml t for 5 min. The reagent U;LS c\apJ r/t l’tl~ IIO and rcsiduc 

treated with toluenc \+hich was also cvapd to rc’mo\c most of 
reagent The resin was >tlrrcd Hith dll NH,OH (50ml). the 
product extracted with CH,CI,. the org. soln dried. 
concentrated to IOml. and passed through ;I layer ofdlumina 

(12g. 5“,8 water). The (iltratc ytcldcd uniform Ii (42Ymg. 

81 “,,). cryhtalltzlng from et her. m.p. I41 I42 
(ucctonc cyclohrxanc). IR: 2222cmm’ (CN). LV: 223. 2hJ. 
7X6 and 3Oonm (logi. 4.61. 3.X6.3.6.1 and 3.65). NMR: ;j 6.98, 
6.8s (2s. 2 Ar ,H ); 6.68 IS. 2 Ar, H); 5.97 (s. 0 CH, 0): 4.16. 
3.43 (2d.J = IOcps. Ar Cl& NMeI:3.79(~,20Mc1:3.37 (t. 
J = 7 c:s. ArCHN): 7.88 (d. J = 7 c s. ArCli, CHN); 2 19 

ppm (s. NCH,). (t,ound: C.68.13: H. 5.63. h’. 7.70. <‘;tlc. for 

C,,,H,,N,O,: C. 6X.17; H. 5.72; N. 7Y5”,,.) 
Hofitrcm dqruchrion r!/ uirrrk 11. The nit& mcthiodidc I2 

was obtatned as dcscrihed for 3a in 95”,, yield. m.p. 27X- 2x0 . 
IR (KBrl: 2223cm ’ (CtN). (Found: C. Sl 00; H, 1.90: N. 
5.35. Sale. for C,,H,,iN,O,: C. 51.02: H. 4.69: N. 5.67”,,.) 

Methlodide 12 1351 mp)was treated with a hoillng mixture of 
McOH (6OmI) and IN KOH In H,O 125 ml) for 5 hr. Part 01 
McOH was distd i,r t LJ~ NO until crqstalllzation started. W;lter 
was added to separate the two stilhencs 13 and 14. the latter 

mixture wa\ collected and washed with water, ytcld: 243 mg. 

Chrorn;ttograpilyonslllca(I2g)\~IthCH(‘I, tteOH (Y-1 Ids 

sulvcnt alfordcd 13 (I 32 mg. 5 I “..I ,md 14 (93 mg. 34 ‘I,,) The 
former ~;IS re:cr)stalh/ed from :tcetonc cycloheranc. m.p. 

96 97 . IR ((“(‘I 1. T’?lcrn .__-. ’ [C:S). I!V: 216 and 337nm 
(logl. 4.25 and &-!I. NMR: (5 ?.‘)(I. 727 r2d. J = I6 c 3. 
<‘H=CH); 7.67. 7.OY (2d. J = Xc 5. 2 Ar,Hl: 7411, 7.16 (2%. I! 

Ar,H): 6.19 IS. 0 CH,-0): 4.01, 3.94 (2\. 2 OMcl: 3.6X (s. 
Ar-Cli, NI. 2 Zippm (s. 2 \ICH,). MS: 1)1 I’ 366 (651 M ‘. 
?‘;I (?li CII,. 322 (lo(I) -N(c’Ii,)z. (Found: (‘. OY.05: H. 

5.75: N. 7.06. Calc for C,,H,,N>O; C’. 6X 88; H. 6.05: N, 

7.64 I’,, 1. 
Amide I4 ~9s recrystd from McOI1. m.p. 203 205 . IR: 

It%7 ((-50). 3408 $ 35lXcm-’ (Nfit. UV: -125 and 326nm 
[logi. 428 and J.ZY). NMK: g> 7.50. h.Y7 (2d. J 7 Xc c;, 2 
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