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2108(1979) ; McEvoy et al., Journal of the Organic Chemistry, 38, 3350(1973) ; Simet, Journal
of the Organic Chemistry, 28, 3580(1963) ; Wieland et al., Chemische Berichte, 96,
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AL0s, 44822 SaMd Y SESIH SESStCh. 20 e, 20l YL £= YUstHE &t
g £ UCH. Z2ZFFAH, SLFAH, LISIEAN £ JUFAIZ 0|EE 0=, 2LHLHE2 ERE8US
MZotD, Mo pHE HED U1, ASAEHZ UEC. FUFAZ AISol)l oide, SE9
E st S& MAHMIF D=5 &0k ST

QBLAI(1)O SEE = 12 Hol oMo AleE ZE20s, 12 222 QAo et

ZA6CH. ESH, S22 B Ao AAE Y ENE SHIE=22 &s&E OofLiet M &Xte
Hy, s & EtSo der getdt. U, SEEM2 S5 ZAAINXN g O 2o &
R0 sEst MSESE2 |KRTole 2 0.1 WX 1.0g0ICH O 4 WXl 6AIZI0ICH . StEENZ
25 2L S5 XIotDA E M, Ras 222 12 0.5 WXl 3.0g, Htt&stHE 12 0.5 WX
1.5901H St L= 2=EAZICH 8H oEH F20= 0l HSERAE Hod s8HS AIEdor &
e UCH

CS aA0 & MZ0e &K 2 2¥9s =2 8Y906tJ| {8t A0IC.

[& Al 1]

N-HIXU-3-(2-ZE 2 )-2-=2 A =-1-3|=2A0I0| =

25miel Sl =2 909mg(4.0mmole)ll 3-(2-FEZU)-2-=AQ=E L 706mg(4.8mmole)l HIZA0|A
AOIHIOIES ES828 S#x2L=2 JIgoll 0l0A OARE S22 0A 7A2E S0 JiZEsttt, &
S22 A20AM ZHO0F HEXIAILD O0AN MEZEsE EFXHE=2S oot Hoioll, 1.3g8 XMHES
H=C}., 0] ZMAHZSE 2 30mS OLMEANSZ THRAEFGIH, & 184T(=26H)! 920mgel EX 3t

30mle  NN-CIHEZZ0t0I0IS 0, wBHSHHA, 2.8g(100mmole)2l N-Bl EU-2-=S A QIES-1-I1= ALO}
OI=EE Dtotxd, OIHA 2.9g9(24mmole)ll 4-(N,N-CIHIEOI0IL)TI2IClS Jtsttt. 1 S22 U=s
A H2AIZI =0, WEHGHEA, 10ml2 N N-CIHEZSO0I0I0IE =2 1.6g(12mmole)2l 2-E 22
Z0l1E BHEZ, 1020 2™, ZHIstCt. wetg 30228 HZs O 1 Bts S22 25mle 2
2 8.5mle 3N FJAMZRH HIZE =20 =0, d48E= =SS 4-=2 S0A YWZA2ln
Gutotd AME 2=Ch. O JIHE < 75ml2 OtNENMS=z THZ & &6t &0l 190TC2l 2.9492
AN steESS 22N BHZA S8t
A SESQ W AHEHZ (S 22 S2TE LIEIHT
£ o b3 A E
- (VxrlE) ‘ - o
CH.OH 245 6,920
375 2,530
CH,OH+1% 2] 249 7,200
0.IN NaOCH 372 2,710
CH,OH+1% ¢ 241 9,070

0.IN HC

[& Al 3]
N-HI X AU-3-0L M E-2- A =S-1-II=A0I0I &
5miel N N-CIHEXZEOIOI0IE =2 841mg(3.0mmole)2l N-

HIZU-2-2SAQS-1-IISAL0I0IES] Wt

=ofelol 806mg(6.6mmole)2l 4(N N-CIHIEO0H0I)TI2IES JHEICH. =2 wBts ASstn, 010

N O =22l 9= ZuM Y2AIZL = 2mlS N N-CIHEXZSO0I00IE =2 337mg(3.3mmole) 2l Of

NEN S22 EdsS HItsthh. WEE 1A ¢ HZot, 0I0A 1O BtSESEES 65 WA

7omle Y & 2.2ml2 3N 4o SEE0 R=C0. BdEHE DHE W2 g0, JARE 0o
s

o
o =
= s2M

ES=2 HZEH3IotH 80| 1982l 385mgel =X stet=2S 22

A1 CigHis0uN2

22 #=5EH.

HI

HEX 2 C, 67.07 5 H, 4.38 5 N, 8.69%
=Xl : C, 66.78 ; H, 4.65 ; N, 8.62%
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[& A0 4]
N-$ll 2 -3-(2-H = Y )-2-S A S-1-IHSAO0IE

5mlel CIHE A=A0IE =29 486mg(2.0mmole)2l 3-(2-HI=Y)-2-SA
Ecl0E0ot2le] wEh AU 324mg(2.2mmole)2l BIZY OIAAIOHHIOIES DJIEHCH. WEE 1AIZ S
C Al

ot HlSotll, Ol0A 1 Eg== bdmlel 2 & 1.7ml2l 3N &t 2g=0 el o”/ééé.*%%
g5 SO0A H2TAI10 Gtotd DME al=etlh. J JME < 30mlel 2+ 1 HEs @ =2 WE
stotod &0l 165 WA 166C(=ZaH)el 190mgel HHM SEES ZRU(fluffy)dt, LM HFO

M #==8&tCt.
[ C21H1404N28

AL

H&X 2 C, 64.60 ; H, 3.61 ; N, 7.18%

[& A0l 5]
XMEB N-XIBE-2-SAQES-1-IZA0I0 S UBHAI R —C0-CIO A ABISD BHSAIID, 1 =0
AAIO 291 2F0 e, O3S sE=s2 =SSt
* ﬁ _
¢c—R
M v
0= L — NH — ¢ —R?
I
0
4
Al 4k R
X R' R? ] 4 () c ‘H N C H N
H 2-welnd #H 165-166 64.60 3.61 7.18 B4.53 3.75 7.10
H (G—eleld)—rl H#$4 188-190 65.33 3.99 6.93 65.39 3.93 6.96
5—C1  2—¥R LR 206-208 61.70 3.20 6.85 6154 3.2l 6.71
CH—C1 22—l s 190- 192 59.37 3.08 6.5% 59.12 3.32 .59
5—Cl (2-sfeld)—og 3 23214 60.21 3.4 6.30 60.35 362 6.37
H 259 MelZFa-d4 1785 66.30 5.30 7.37 66.09 5.2¢4 7.22
H 2—elofd Aoime-dd 1351445 63.62 5.00 7.07 63.45 527 1.1
H (2—ejeld)—olll  Abe]E2-a4d 175.5-176.5 64.37 5.40 6.83 64.60 5.49 B4
5—Cl  2—3% Aol Z-a4 185-186 §0.80 4.62 .75 60.59 4.88 6.7
5—Cl 2—xly Ao|FR-#4 167 58.54 4.44 6.50 58.41 4.60 6.52
—Cl (2-®leld) o’ AelFz-a4 181183 59.39 4.76 6.30 S8.97 503 6.23
u 2--F4 e 201.5 64.40 512 7.91 64.24 511 7.9
H 2—Eef t—&d 177.5 61.60 4.90 7.5 61.72 4.95 7.60
H {(2~Elod)—oit Y t—asl 192° 62.48 5.24 7.29 62.3% 5.29 7.48
—Ct 2—%% L5 191 8.6 4.41 7.21 58.56 4.45 7.0
5—C1  2—o«dy —%® 2005 56.36 4.21 6.92 56.55 4.19 7.05
E—Cl  [2—¥lalyl)—ely -2 155 57.34 4.57 6.60 57.28 4.58 6.5
H 27—y oleEzd 1915 63.52 4.74 823 63.30 4.73 8.23
H 2—eleld olhazry 153.5-154.5 60.66 4.53 7.86 60.81 4.76 7.98
H (2—Ecd)—elg oltmE N 156-157° 61.60 4,90 7.56 61.59 5.1 7.56
5—C1 2—%4 olaTax 176-177 57.69 4.03 7.47 57.68 4.08 7.37
5—Ct  2—€lefdd slamew  165-166%  55.32 3.87 717 55.19 3.89 7T.14

5-Cl (2 slefnd) -oliwl slamey 168-159* 56.37 4.23 6.92 56.17 4.41 6.97

24-9



88-000433

o
fn
to

o
o
o
=)
=
Im
x
10
H
=
Y
04
o
Jull
Q
10
2
Jm
%
ol
e
il
_O'ﬂ
]
el
rr
o
HL
%
mn
2
i
fr
[m]

[&Al0I 6]

AAIN 19 YH-HZE 0186t 3-(2-HL2)2-=SA0=S HIXZY O|AAOIUIOIESR BISAIZSEZEMN
Q 5

N-BIEU-3-(2-HI - )-2-AS-1-IISAOI0IEE ==
AAIG 12 ZES 0186t0 3-(2-[2-EI0IL]-0tMIE)-2-2SA05s HEXY O|AAICHUIOIESR BHE
ANZ2Z2 M N-l22-3-(2-[2-EI0I L ]-0tHI 2 )-2-S A S-1-JtZA0I0I EE *=SEHT

[&Al0I 7]

AAIG 1(2- A), HAN 2 £= 3(YY B), = AAl0 4(2Y C)2 ZHH O COsS sEg==S

#5380

0
% f
€ — R
N 1 o)
l 2
0=¢ —NH — C—R
EL
X R I Ke Az g 3¢
H R ) A B 198- 200d
H LES-5- s B 165d
H e R T A B 181d
5—1 o g g B 215-217d
5—Cl SE R e B - 185.5-187.54
5—Cl Apel g e ol s B 192-194d
i H5-4] ol & A A 202d
I 33 Ag C 187d
. 5—Cl Aol g 2rasy u B 213 215d
H Aol gt I B 172d
I ol 4T 2 v B 1654
H 1—ddelel . v oy B 1734
5—C1 ol Y oy B 239-240d
5--CIly il | ‘ s B 204-2054d
H (3—Tefd)—ol| & s B 195-187d
- Cl 2—efeil i B 192-193d
f=—F -5 i B 189-190
—F - d—¥fefd s B 190-194
5—C1 S5—oll jl—2—F g Ay B 202-203.5d
H S o§--2—F3 S B 174-175
- 5—F -3 A 8 172d
5—F @—weg) - 7y S B 18wd

24-10



5—CH, |

H

1
I
H

H
i

5l
e,
—l
Gt
5—CH,
b—CH.
1
5—CH,
5 CiL

[ 2

(2—rfedl ) - el R
(d—e)el ) —sll g
2—rfelld
i—=s

Al

# .
dolfz—may
(2—rjelld) —uiqd
2-¥old

YA ]

234

2 Eeiy
(2—lold) — "]
2—elsd
—¥
AtoldT—xe
AT EY
—F=
d—ud

ol L TR
- |

2 wolnd
-ya

(2 - Fislid)—mid
“lojggz ey
of] & o
1—af el
§—ol| ¥l —p-- 5 g
- 2 T
|5

-5+

2 Eeld
§o-ofl g —2—F ]
o—rf gl —2— 0
(?— el ) —m

g

) ¥

sild
d—e v )
I—2 50 v —dy
—F T2 dd
i—ifam —uy
i—EF 2w sy

—H5e s —iy

A—i] S 4] — ] 1)
4 ol 5=z
4 AT A )
4. -ofg 2 —anyg
4—cll 5 —ad
- TEE—ang
—E22- Ay
I—F%z = -3y
=372 44
2—dl -
d—ri B ol
2- iR ey
Apel gzl
ahe| T
Ale| gl
Mol
el gy
Ape] S ==
Aol @i 2]
Aol sz oA
REE R
apet 32 af 4
Ao 32 4 4
Apel 2 ey
stoj@ a4

24-11

Wom > m o> N0 E o™

[=]

el

=+ I v I -~ T I R

=<

E T T I mw x m

T T T A @D E @ E 3 > m

88-000433

TH-00
167d

199 200d
163.5 164.5d
174 .5}
206-207d
207-209d
167.54
216-2174
178-179d
197-19%d
179-1814d ‘
198, 5-142, 5d
197 198¢
173d

146d

193]

1254
180-1814
170-171d
164-165d
184-185d
173, 5d
167-168d
179.5d

153 154d
167- [ARd
191d
163-160d
19754
214.0d
162-163d
205-206d
17—171
19U—1b4.5d
146 147
180-191

158 159



51 S—ol W —2—F 5 Alo]fhz W4 ;] 210-211d
6 -0l —Fq Aclg ey R 183184
5—-F 2—¥ 4 Aol g a4 R 136.5-1R7 . 5d
5 F 2—e|=id Aol F2 w4 B 145.5-146.5d
5-F (2—v]ofid)—o % ApolF o H Al B 164—165
6—Cl 2—ejel Aol Fme 4 B 172-173
6 Cl (2-elelnd;—w® Ape] Sz B 173-175d
4--Cl 2 ey Ape| Z i 84 B 169-190
1—Ci (2 Eeld) e« LA B IR V'S Y
4—Cl o] &t o] F 2 g4l H 131-132
i—CFy 9. £ & o 78] A B 144-195d
5—CFa 2—rtelld Apo| F 384 B 171-172d
6—F 2—¥s RS A- ] B 164-166
6-F e qelgzaa B |
5—CHa 2—rleld 1 5H B 189.5d
5 -CHs C L t %% B 194d
5--Cl o % t §8 B 211.5d
5--CHx 5—ei ® —2—F 3 t 34 B 214-21%
5—Cl g—eiW—2—F 3 t ¥H B 224-225
5—F 2—¥3 L8] B 212.5d
5—i 2 -~ elell g L= B 183.5d
5—F (2 -Elal ) —ui B L - B 161d
6—C1 2= rlel ‘ t—%5 B 191 182
5—(H, -4 oz ey B 146- 147d
§—CHs —Fy elizzd 1 166 1674
5—CHa k& AL el R ol gg B 184-1886
5o oG} 5 ol ERH B 186-188d
5—Ci s Al . ol EETY B 184-185
5—C Alol & 384 o] 438 7 B 206-208d
5—CH, 5o o i -2 — R EEEEE| B 194d
5—CH, o)l PR B 158-159
5—C1 B0 g —2—3-5) vlizey B 198.5-199.5
5—ClI " g slAreq B8 215-216
H o} ) oA sy it 170-172
H Apa| 22 54 ol4az ey B 188-184
i R slamesy "B 145-146
I o)l 4| nif ol a2 e R 157-158
5 Cl ol —2— 33 G E- 2| B 200-211d

5~Cl oliAxER g oj4zz B 142-143

6—Cl 2—¥¥ ojx 23 B 184-185d

6—Cl 2—elolld olame g B 174.5-175

6—Cl (2—¢lofd)—uil & olAxay B 157-158d

H 2—Ed -8 Aol 5 B 161-162

5—Cl 2—eoll g 3-8 2j v &l B 182-183

H 2—F% 5 Al =i el B 173-175d

H (2—eleld)—rilg =& A v el B 193-194

5—Cl 237 5% vl g B 194-195.5

24-12

88-000433



88-000433

A0 2 == 30 Tt MxE 3
A0 4001 Tt MAE =S UEHHCH

oml OIEtE =9
101mg(1.65mmole)2l  Ofl E .
Ch. ANEE DAHE Uiz 3ot 88

o
o~

Wl
o
>
ol
<
o
>
(e))
&
o
(o))
[N}
~
=3
(@)
1
sl
=
02
10
.
an
o
[
4
L}

_i_ /:! C23H2106N3

HAEEX 2 C, 63.44 5 H, 4.86 ; N, 9.65%
=Xl : C, 63.27 ; H, 4.95; N, 9.5%

[&Al0l 9]

Al 82 ZHOA OGE=S0I2E ClHE20tRICZ XSSO M N-H T U-3-(2-F2Y)-2-5 A0l
=-1-ItSAI0t01 =2l CIHES0t3 H=2 ==SstCt. MHd=2 157 WAl 158COHIA ==C. ==
74%

= &0 CosHasO/N3

HAX] @ C, 62.62 ; H, 5.26 ; N, 8.76%

=X : C, 62.53 ; H, 5.31 ; N, 8.74%

[&Al0H 10]

AAIN 82 BHOA OGES0I2ES EINES0I2CZ XSSO ZM N-HIEL-3-(2-E2Y)-2-8A
QIE-1-JISAI0I0IES] EZINE=S0t2 F= ==Sstt. MHE=22 154 WX 155CUHAH ==C. ==

_i_ /:! C27H2908N3

HAEEX 2 C, 61.94 5 H, 5.58 ; N, 8.03%
=Xl : C, 61.84 ; H, 5.61; N, 7.99%

mlel £ =2 399mg(3.0mmole)l 2-SAQI=Ol WHt =22I0l 485mg(3.3mmole) 2 HIEL O]A
AMOIUIOIEE DJI8tCt. 0] =g2g & . P S0t Jioll] Ol0A Aoz W2HA|IZICH.
G5t DHE 4ot 0 DHE 2 100ml2 CHE OtMELIEYE ZH0l SoHAIZ2ICH EHEAE
AZ5IH OIMELIEY SHZS AMAII1D Ol0A Y2t A2l OS ot 2E=S2 3/£8HCH. 0l
AHME2E OHNELIEEZEZ THZHSlold &0l 183.5WK 184.5C¢Ql 131mgel EH 3se2=2 £S&t
Ct.

AL

&40 CigHiz0aN;
HAXI - C, 68.56 ; H, 4.32 ; N, 9,99%

& 2-2AQSS 0t OIAAIOHHIOIERE BHEAIZILD, 2O =0l &AM 112 SFol ek, o

0
0l0

24-13



88-000433

x
2 N No
O=C-NH-C-R*
‘ X 1 % #(0U) 4+ E(%)

5—C1 v o 193-196 43

f—CHa o ~ 202-203 68

6 ¢l o 206-207 59

6 F e 174 175.5

5--F g 1874 3

H 4 HFoeqq 177-178d 71

5 CHa t—Fo iy 209-2114 78

5—Cl —EFv o 198-196d |59

H 4— ] B A1} 52 180d 72

H 4 Fergd 186.5-187.5d 53

H 2—vi q ol 166.5-167.5 59

H Aelgs Ay 111.5-115.5 62

n—Cl Apo] g3 4 172-174 63

b CHa o] T ke 44 140-141.5 68

6--Cl Ave|E a4 181-182 56

5--F ' ~pol 7 4l 163 .5-164.5 63

4—Cl R4 5 173-174 9

.,—--Ci‘; Ape| gty 177 .5-178.5d 40

6--F Abe| gz a4 203-206 43

i t—4u 151-152 15

5—CH, t- 5 202.54 U

5 Cl t- 176.5-177.51 43

5—F -9 161.5 1G2.5d 1

B -Cl t—5 8l 146-147 12

H D Ee| 114-115 23

5 -ClIl, ¢l Lma 165 171 K]

5—Cl ol AmAY 164 165 77

6-Cl oz y 128 124 69

H =l & 4] | R 187-188 %

a—(:] SRR ] 218 219 51
1O17|01I/\-| =24 "d"= 220 2N =s= A= LIEHHCH
[HIZ=of 1]
-(2-E2Y)-2-]A0E
150m OIEtE =2 5.59(0.242)2 UESE WEHEMH 13.3g(0.108)2 2-=|AQ=S A20AM Jtst
Ct. MH=HelE Es SOl YW2AIIID, Ol 15.79(0.122)9 2-F=2g Z2=22l0I1=E 10 LW
X 1522 FILEtLt. 222 MGt 100ml2 OESS O Jtst 8 PrSSE==2 S#FotilA
TAIZE JtgetCh. O gr3=g=E=2 ZOIEXIAIIILD O0I0Ad JME 1 3|=8tCt. IME 400ml 2
S0 Jiotd =G4S AIEGHH MASE=2s M-S0, O SEE2s Z222x YA st
of DXME Z22Ch. 0l DXTALE 150ml2l OtNIEAMCZ WZAESIot0, 880 209 LHX
210C(2aH) Q! 8.3g2 &M ZHES =SSl
A CigHy0aN
HAEX @ C, 68.72 5 H, 3.99 ; N, 6.17%

A=X : C, 68.25 ; H, 4.05 ; N, 6.20%

24-14



88-000433

[MZ=0 2]

HZ0 12 g2#E 0I1806t¢, 2-sA0=ss HE

s

o
[P
02
ol
o
&
T
00
>
N
|
0z
0x
Mo
jo
4
In
o
o

(2-Hlg)-2-=2A0s, 88 189 WX 190TC, 17%
3-(2-[2-EI0IE]0tMIE)-2-2A0s, &8 191 WX 192.5TC, 38%
3-(2-H=ZAI0tME) A0S, 8 135 WKl 136T, 42%+28 ; &

—2-
5-222-3-(2-[2-El L]0t )2-SAQIS, BF 228 WX 230C, 2%+
[RIZ0 3]

-(3-EEY)2-SA0lE

200ml OIEtS =2 2.89(0.128)2 ULEE WEEHUN 13.39(0.108)2 2-=2A0ss Jtet, 0lA
N 16.8g2] OIE 3-FZ0I01EE JIetCt. 11 E8== S FotUlA 47A12t S JtE6tl), dH2TAIZ)
LS A ZBotllA SZAXZAA Z0E HAHSCH. SAFE 200ml2l OIEHIZo0A  S0Fetd, O toh:
DHME HMHASH. s MIGHUHAM SLAIILD, &AE COIAZ2E OHZGHHA H0tst O3
O{totH 2l==8tCt. O DHME 250mi2l =0 S&EAIIIL, 0I0HAM sEMSZ AMSHECH. 0 EES
= WBtotd DHE =Sotd, U2 A==, 0l LHE OtHNEL E OtNELIEEZ Xdlz M
Z 0ol &0l 185 LHXI 186TCQ! 705mgel H Ml st&t=S =S8,

= &0 CigHgO3N

H&X 2 C, 68.72 5 H, 3.99 5 N, 6.17%

A=X :C, 68.72 ; H 4.14 ; N, 6.14%

[RIZ=0 3A]

A5t 2-=2A0=2 22249 HE HAHZ2 BEA2I2, O =0 M=o 32 S0 et
Che stgEsS +=Settt

5-222-3-(2-Hkg)-2-sA0E, & 190.0 LHXI 192C, 36% =& ;
5-222-3-(2-F2Y)-2-]A0F, & 234 WXl 235C, 54% =
5-222-3-(2-HEO0tME)-2-sA0 8, & 241 LHXl 243TC, 61% =
5-ERRE2-3-(2-F=2Y)-2-]A08, 83 222 WXl 224, 51% =8
5-ER2=2-3-(2-HkY)-2-sA0E, & 200 WXl 203C, 26% =& ;
-ERE-3-(2-F2Y)-2-]A0E, 83 239 WXl 242T, 26% =2
-2RE2-5-ERL2-3-(2-HY)-2-2A0F, 88 212 WX 215T, 20% =
[RIZ0ll 4]

5-222-2-]A0S
930mI OIEFS =2 1009(0.552)2 5-22Z0IAtEIS] Bt =eiclol 40ml(0.8268)2 oStOIEetR =

st=2S Jtolel m==2 EU2Z Q=0 0f EUES S Fotol 3.5AI12t St JtEstH, 0l &0l &
Ot O EtSE&g=S ZHOoFuEotl, OI0A 2 HMES 2=0l0 5-2E22-3-0l0lEE2x
2-SA0ES EEM OMEA =S0otl 0l UHME dSotoiM AXZAIZICH Ax=E DM Sg=2
105.490I Ct.

OI0lA 28 OHME 900ml2l 2F0E= =2 125.1g2 UEE HISA0IE S0l 1020 2H 2
Sotod Otstth. MdEHE S FJot0A 10228 JtEotld 0l0iM &Bstil ==o6tod &34 1IME
2=, 0 &4 LDHE 400ml2 =0l oAl 20Xs =Hd8US SHBAZ ZMAIZ =
dEx2AS ERote 142 = E 180ml2 sgate] 280 0. 224 OXIF S8EHH 0l 1
HE G2 20tM 22 2835| MASICH O DHME AXAIIID 0I0HAM CINE HHE=Z

MESICH DIX2tez ogs2 MZHEE6l &0l 193 WAl 195C(=2dH)Ql 48.992 HA Stete
S =S@eth.

-HEO0IALElS SHOIE2E =322 Haldtl eSS =2 UEE HSMIE=Z
Q= MEARICH. dd=2 173 WAl 174CHAN ==L,

4 5-CIHE-2-2A05 & 56-CIHE-2-SAQS

"SJ] gM(Organic Syntheses)" ZEIE =22 | (Collective Volume), P32701 D& &HE 018
3td, 3,4-CIE Oldgls 222 $352 2 SI0IEESA02II Bt2AI94AM 3,4-CINE-0IALIEZ
LO0LMIEOEIEZ MEAIZICH. BIOIH S2 & X, Baker et al., Journal of Organic

Chemistry, 17, 149(1952))0 (2t 3,4-CIHE-0IALIEZAOIMEOIE2IES EAMOZ HEAIA
4 5-CIDIEO0IAIEI(8& 225 WKl 226C) & 5,6-CIIEOIAEI (& 217 WXl 218C)E 4S8t

4, 5-CINEO0IAIE S NMZ0 42 SEO0l Wet ofol=Ead 32 & 00N GEES 2 UEE WS
AOIEZ HMelotH 4,5-CIHE-2-2AS (8F 245.5 WXl 247.5TC)2 HEAIZICH

E
Iz A

24-15



88-000433

Or=OERT gt o =z, AAIN 42 ZEO ek 5,6-CIHEO0IAMEE ololEetd #3322 Heldtl, 0
OA OIEts 2 UEE WISA0IE2 Xcelotdd, &80l 196.5 WX 198T 5,6-CIHE-2-|SA00=

2 MEAIZICH.

[MZ=0 6]

4-22E2-2-SA0E I 6-EERE2-2-SA0US

A. 3-2Z2Z2-0I2LIEZA0LMEOIECIE

21 2 Z9 113.239(0.686=2)2 Z2=Z =322 wEHSHH 419g(2.98)2 HAMLESE Jtotll,
Ol01AM 89.25¢(0.70=)2 3-2==Z0tel, 62mlo =& L 50mle E2RH 20X= XHg It
St SHE2 EFH0l EHEC. Ol0AM 0l BISEES0 50m 2 =2 155g(2.22)2 otOIE= A0t
gl EHEs wPotHA Jtetth. WEtE AHISHolHA 0 BtSE®=ES AMAOl Jb26t1d of 6AI2H S0t
60Xl 75CE SXAIZIH, Ol <112 == JtotH wWEtS FXAZICH. 0I0A BtESEs=sS d2

AZID GIDIGH0l AMES SIS0 SBIME AZANAM 136.192 3-222-0/ALIEZ A0

OlH2IEE *SBallt.

B. 422 Z0/AE L 6-22Z0IAE

70C2 KIS 755m1° SEAN WEGIBAN, BISHHES 252 75 WXl 85CE RAANHFE =&

2 13692 3-222-0|ALIERAONEOILRISE JI8itt. 2 DHE Jtet oS0, 0 ess
o 2

== 90TCO0A 302 O JIE&tt. OI0AM BtSEY=S d2tAID110, wBtotEA < 219 €3
NAMol 200 €82 O E0F0 25 &= 0lot2 RAAAOF 8. F2-2ei FE=0
S48 018 HUZ 2ot 22 AHEGHD E=AI20. d880d= 212 2 S0M sz &

=1 OI0IAM < 700ml2l 3N #=&BLIESS Jtotld Ede=z Ghelh. 0l EUE atotll, O0IMA

sEU2Z pHE 8= XELH. O0IBOA, 8022 =t 20822 =842 Eg= 12mlE Jtettt. B
f= DHE A2 2=ot0, =22 MHAEGILD HXAHAAM 5008 X 4-2220IAMES 2=C0. 4-2
ZZ0IMEIS 3ot 2 U2 sSBMs= &-eot0 pHiZ =10, 0ol £ ZAH0| Hd=
Ct. ot AEM=2E al=5t), 22 MES U8 HEAHAM, 4308 Z6-SZ=20IMEIS =56t
Ct.

X A4-EZZ0IMNEIS OLNEMCSZ WZ2Eot0 S8301 258K 259TQ! 43.4921 =S &2 +=S¢&tl.

X 6-EZZO0IMEIS OLNEMCZ WEEot 8301 261Kl 262TQ! 36.2921 S &S +=S¢&tl.

C. - 222-2-8A0=

350miel OlEt2 =2 43.3g2 4-2=2=Z0/AHEIl Wt =dHelol 17.3ml2l StoIEA #3t=2S Jtat
1, OI0A EFotulA 2AI2E St JtEEtCt. 0 BtsEgEs d2A9110, itz 38=S 2+0

O, 80| 235 LHXl 236°CQl 43.5g2 4-22=2-3-0l01EctE e
5

450ml R+ OE=E =2 229 UES2 LLEHEN0 43.

Ol =Eot Jtotll, ddE8d/s tFotillA 30=2t D

Z(gum)e2 S¢ED, 0l ZS 400mle =0l A2l OsS 8ES

= 112 =2 % 45ml2 =sZ&2 EFSA0N =0, ddtH=s ZARS ¢
Gt

g2
HEI=2E MZESGHH, EO0| 216 LHXI 218C(=20H)Ql 22.49° 4-S22-2-SAQSES

36.202 6-22=Z0IAEIS ot0l=etdl =32 € 0EES 52 UEE WSAMIEZ Xz EHSAlT)
O, d=0 &2 cet &0l =otH, 0l 196 WAl 198TQCl 14.29° 6-222-2-=22A

M=o 62 IME A 2 B2 WM =

Ol=S&0t2I EBISAIDIL, &2 HEAIA
ZOIAEIS, HMZ0 428 |RAE 822, 60
Ael2 EtSAIH, 801 187 WAl 190CQl =AM 3t

[HMZ=0 8]

5-E2Q2-2-2 A0
200miel CI2R20IE =9 11.19(0.12) 4-E22201L@lo] DY 60 WX -65CHIA, 25m
of I2220E =9 10.89(0.18) t-2LGH0/ZT2 2210/ SAS NI -60 LK -65COHlA
1022 DB H&5tD, 0I0iM 25ml CI2R20E 9 13.49(0.12)2 KL 2-(HZEIL)OHE
OIE SAUS HIISIC -60CHA 1AIZF SO mBrS AH=5tD Ol 60 LAX -65COIN 25mi S
O2220g 52 11.1g (0.12)9 Ez/HZ02 SAS N0, WSS Mo, 9
SCOt A202 JI2CYS M, 100m° 22 JHEIT ¥S 2260, R4S FAUES ZaE
UOZ ML, 24(NaS0) ¥ FToIMAM SAIRICH FAE 350n12 CIGIE HEIZ0

SolAID, 01101 40miSl oN A4S JbSICH 0l EHRES MRS0A B0 DEEICH &2 =22lA3l1

K

i,
HeHzas 2= MEStLD, 0l SSUEE ZsgUo=z NEHECH g24&(NapSo, ) OHZ4S
D3NN SEAIND OlaZ=Z2E

S =
M, 56-LIZE2220/MElE 23D, 0
c

=
El

Zd o=z Adtot 17g2 QEX-ZM2 OME #=Sotct. 0 1
HE ogt==2 MZZHalotW, s&FO0l 151.5 WA 152.5CQl 5.58g° 5-EF2Z-3-HEEI2-2-S4

24-16



88-000433

HAEX 2 C, 54.80 5 H, 4.09 ; N, 7.10%
=X 1 C, 54.74 5 H, 4.11 5 N, 7.11%

AD|5-ER2-3-HEEIR-2-SA015(986mg, 5.001218)2 MES 50mle ZHO OHESSHHA 2
EIOIAZES diolLl LA Jtstl, OI0M 1 ErsE# et= d 2AI2F St JIE ST At
ANA ZIHE HHE OS R+ NES= HEEC. S8 s SHES J3otiAH SLAIAM 8
&0l 121 WXl 134CQl 475mgll 5-ERLE-2-|AQES

SAEE 2oz, 4-ERERZMHE0ILES t-REOI0IEZZ2Z201E, OHE 2-(HE-EI2)OHAE
OlE ¥ EcIE0ot2n BrEAIID 00 1 3-EIQUHE-S>-ECERZUHE-2-2Ass doIU
LIZZ SHANZ2ZM, S80] 189.5 WAl 190.5CQ! 5-ECIZEFLRMHE-2-SAQSE +=S&HH.

[MZ=0 9]

5-HISEA-2-S A0

g4 JtA EWES AIES
A 4-HISAI-0LEBZR
E

Ct

=

g OIOIZZEZcH0lE U CSZ=20E 52
, MIZO 82 SHU FAe HEez
StCt. O HAM ste=22 150.5 WAl 151.5COl A

am)

[sal
T
==
Jm
>
nI>

f0
[>
=
un
o

[MZ=0 10]
-EE2E-5-ERLE-2-SA

130mlel S=A0  wBtot

e
i

e
x

24.09(0.1652)2 3-222-4-ER22Z0t<el 2 13.5ml(0.1662)2
0

Olelgls Dietth. MAgMHs o 0C= W2HAIIID 13.2ml(0.1662)2 2-2Z=ZO0MEZ2=Z201EE

JIetCH. O HESSEE2 A=20lM 5AI2F S wbtotnd, OIA 100mI2l IN &4 & 100ml2 &=t

LIEE ESIEHNOF 25 FEECH. M0IOUSES MEGSIH dd S E2HE A1, &S

SN == Al 32.6¢(88% =8)2 N-(2-222O0tME)-I-SEE2-4-E2LZ20tLE S =S5t

26.63g MES N-(2-2Z220HHIE)-3-S22-4-ESRLZO0tLE S 6492 = SSLR0sY 2
£ 210 WX 230COHAM 8.5AI2 =0 JtEsitt. 1 BISEESS wbiohHA,

=l . = Sl
S 2 N Fao SES4 R=0. 30=228 WetsS AHSotl, O0l0M oz IHE 220

(22.0g). O DHE 1:1 OEOLMEHIOIE-&A =0l EcHAIZI1D 800g2l AcIFtZAANAM AZ0tEDH
TIAIRICH. Z3gs &A1, =IESsS SLAMZ2ZM, 11.792 N-(2-S==20tME)-3-2=z=2-
~-E22=Z0tdel 2 3.002 6-2EE2-5-ERLE-2-SAQEZ2 X2 #SEit. 6-222-5-27
RE-2-SAEE SEUHCE MWBIStotol, A0l 196 WXl 206Cl 1.709(7% =2)2 EHM 3t&
== S0, NR 22Jlz =48 20 d8=20 222 4-222-5-EFLZ-2-ISAUS0] A2
20l 2ALACH. Ol Hd=2 SE2 0.8901AUTH

(M= 1]

~ERoe-5-HY-2-SA0E
11.629(57.601212)2 N-(2-2220tHZ)-3-B222-4-HZ0
gsterDis0 Al SH2ES 210 LA 220CE JIHECH 4A2 20, 9S8
OlAl 100mll IN & % 50mO ASOl JISC MMEs B2AM IS O
2 TWZIESIC 22 4499, 2.28g L 1.002 34° MHS0| AT, |
S ZI5Iot0] SH0| 168.5 LK 1712 280mgS ERXI 58122

[&ATO 12]

I
m
He
wW
(«)
(o2}
(@]
~
N
(<o}
o
o
o
nip
o
10
A

-

o M0

0

9.4g9 LEE =432 19ml2 CIHESEZA0EE Jtotd, O0IHAM 22.37ml2 CIHEZZUOIEES
ZOpetCH, EOPF 24 20, 1 Eg=2£ 100C=2 Jtgstn 1O 2%0AM 4022 |AIAIRICH. O Al
EZHAZS BIHHU JlHECH EBHESEE=ZS 100CHAM 4A2E =
StSHH Jtoi=Ct. 1 dHd=g== NEOtMHOEZ FE0ot
SHHIEE ESt8Uo=z MASCH E(MgS0, )2HsS Y
HEE36H  22.4502 CIHIE2-(4-E22-2-LIERHY)

’

=

e > kJ

|m
HU
=
T
I
HU
o
S
0= Im
o
(o))
«Q
i

150mlel CIHEAEZA0IE =9 17.499 LCIHE2-(4-E=2=2-2-L
stelE EHS 100CTUHA 22 S0l ==Ch 3AI2F =01, EISSg=
500mlel OIZOLMIEIOIE £ 500mle HILUIEE ZIEUHO| EE=2=
CtAl OIEOIMIEIOIEZ F=Z&H S =
£ AEotdH E=Al2l =,
SOLNEIOIE-=A S8 =
2-LIEZHIY)OLNIEIOIES .
75mlel OtMIEA =9 7.492 OIE 2-(4-BE22-2-LIEZHY)0HHOIE SEHol 6.1g2 =
Jretth. 0l BtSEE=ES 100CHAM 218 & S0 ==Ch. 1AI2t =0, d3otoA S0HE
Hotd, ZHALE 250mlel OIEOLMIHIOIE S0l ZoHAIZICH 1O SHE 1o
o2 MAES =, SHUESS MEGIH E=Al2I11, LSS AMEGH E

12

o

|0
Ol Hu
mnN
er>

1
Ol

=)
=)
ofl o > 0e

QUAL JY
0
‘

w for
0k
=
10
Hu
ohZx o
no 00 ) U >
fon
Rl
o
Im

e

0
>
00

(=g
i
>

[T HU
=)

Ul
Hu rir
i

i
-

o
o

>

Ol
nT [
Il

4!
1%

ol
S
m

ol

HH

fon

ol

>
v
{0
=
0H
_O'j
2
>

24-17



88-000433

\J

SLAIZICH. 0] 213 LHX 214TQ! 5.3g2 6-E2E2-2-2AQ0 =S WM BF DHMZ M +=SeHH

FAIEE HHOZ 1,4,5-ECERZ2-2-LIEZ-HMS2 Z=Zot0, &0l 209LHX 210CQ 5,6-CI2

22-2-2A0EE +=SEHC.

[HMIZ=0 13]

6-HY-2-2S A0S

3.469(0.0722)2 UEE =320 50mi0l CIHEEZA0IEE ot 0I0HAM 10ml CIHIE&EZA

0l1E =9 8.2ml(0.0722) LIHEZLZUIOE SHs LBIGIHEA HIIECH. SO Y 20, 1A

SOt HIZWEGtD, Ol0AM 50mlel CIHE AZA0IE =9 109(0.0362)2 4-E22-3-LIEZ-LIH
LH 2 |

SMZ JtetCt. O PtEEg=S 100C2 1AlZt St JtEotil, H2AI2l =, 502 Fad2s3
FEotll, FESE ZSUES

ANZH s €1, 0l
o s&0l 8 LKA 83T 692

aJ19 LIEZ Sg=29 LRE(59)E 5S0ml HEcHOIEZ2Fet & 10ml
5kg/cm29I 2SS HISEN UM =42 ERAIH &4Ect= OtRls
SOA 16AI2t St EFAIIID, O0I0A SHE SLA2IL HEsz MZ2HE
117Cel 1,102 ME6-HE-2-SAS-1-ISAIO0IEE ==&

a1l MEUAHZ(1.09) 2 100mlel 6N SHats SFJoHO 3AI2F SQF JtE6tD 0I0AM A 20A 3
22t HXIAIZICH. O{totd DHME 221 HXAIHAAM, F0l 175 WX 176C 700mgel 6-HIE-2-

I

5-OtMIE-2-S A0l

95ml 2l Ol & 340

279(0.202€)2 ZstA2EsS Jtotll, OIHHAM 5ml OlZStEFA =2 3mi(0.042
E)0INE S 220lE EEUS wbtetHAM ZIbHCH. 522 WS AHH6tD 0l0A  4.49(0.0332)2
-SARESE IR, MHdEY=SES SFot0l 4A12F S JtEotd H2AIZICH Ol2etEAE A
A=A HHotLD, MAE =22 G0t U8 ot 2l==8tt. AXAIZI =0, &80l 225 WXl 227
TQl 3.292 HAH stef=sS =S8t
CHMlZ &012 SEO et 2-=A0=S oH2s2 EMotiAM Zstsixgd 2 2-Hl-L0t Xtdl
T BEAA, OS2 sgEsS =SEH0
5-Hlx-2-sA0E, & 203 LAl 205C(CH; OHZRH) % 5-(2-HL-g)-2-8A0s5, & 211 W

Xl 213C (CHCNS Z 2 H).

[MIZ=o 15]

BIHE SO efed (&X, Beckett et al., Tetrahedron, 24, 6093(1968))0l 2t 5-E22-2-=A0I
=, hLEZ-2-3A0s 2 5-0t0lL-2-A00=2 HMZE = UL 5-00lk-2-2A00=2 EES
32 0/, Otalstorttd 5-¢2H0t0|E-2-=sA0 = L 5-8IXOI0|E-2-3A =2 =58t
5n-2E0IAEIS HZEZ0 42 ZH0 W2t ololEcets 232 2 LIEE HEAMIE Xz Bte
ANFH 5n-BE-2-2A00ES M 2= QUCH M0 62 IMIE A L BS ZX0 M2, 4n-RE0HY
g2 222 23122 Mot OI0AM EAC2 HEAHA 5-n-2EOIAEIS £S& £ QL
IZZHOZ(0IHNE =9 EH2UE L QQCE50E) 3-5t0IEZ2A-6-LIER-ER20S 3-0HSEAl-6-
LIEZEEde=zZ2 HEAIIIL, O0HM 3FHEA-GLIEZEZANS5-HSA-2-SAQSZ HEAI=
BHE S2 Y (Tetrahedron, 24, 6093[1968])22 3-UHISA-6-LIEZERAUZS 5-0ISAl-2-52A0l
EZ2 HEAMHAM 5-0SA-2-2A0EE MZE £ UCH. ST PSS 0IS6IEH, QLS g
QRES n-2EZ X&olH, 5-n-ESEA-2-2A0=E MEXE £ QUCH.
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