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ZR -5 FE-LA-KBODQt =, TUFEZHFE L, HF&E
TR E#RPNEAL, By RET2E
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Na,Cr,0,

(A :
O% R3 AcOH O% N

27 o8

FOBLT7 % 7- BB 3E B BF o & K

R P TTRBET N, RS FE, TUM ST S WS- LK
Bf, @3- A4 BEXE - FRHRETEAMTHR L, FH+
EEE BT 4, 7 4| %792 85 2k w % 57 30(Sachs, F.; Mosebach,
G. Chem. Ber. 1911, 44, 2852) @t i43-Bra 2 — F o B3 11,
I JR Lawesson's i ) 4 28 B 18 494~ 3247 4 4, 7 B0 4] 490 & o 2 ok 11
£ #32(Mylari, B.L.;4 J. Med. Chem. 1991, 34, 108).

0. 0.0 O« .0 O
SnCl,
OO, = — OO
NHCOR? HN—{
29 30 R3
0.._0__0 1. Br, 0...0._.0
2. Lawesson
O =
NHCOR3 N
/)
31 32 S_<R3

R P77 % 8. 5-T0 4 BB BF o & 1R

FROBLT7 RO B 7 o A B BE o] LU B X AT R W 7 3% ] &
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(33: Kasai, T.7
Kogyo Kagaku Zasshi 1968, 71,
Akiyaeshi, S./
3455, Chem.
F. M. J.

ancdo, H.: Tsuruoka, S.
1871, Chem. Abstr. 1969, 70, 77857x;
Tsuge, 0. Kozjyo Kagaku zasshi 1856, 59,
Abscr. 1858, 52, 3754b; Pecers, A. T.; Rowe,
2. 34, 35: Nishi, H.’;

Soc. Dyers Colour. 1943, 59,
73, 2425, Chem.

Ehashi, S. Kagyo Kagaku,Zasshi 1870,

Abscr. 1971, 75, 5761).-

TATEMT URA S & & NG A3 355 A 8 £ 77 3= 34T #

Ee

e DR G,

33
35

BB 77 9. H I8 BF

5K 7 171
AXALRF R TIERG. EE, T £}
\ - - BE=. T SEHEE e A J
HA LA, T IR &I A KA. i

— AR I

#£ Varian VXR-300s 4% £, P+ 0.4Hzy 3 % 4 2 # i FNMR
. 7rPerkin-Elmer Model 1600 FT-IR J 3 1% Fif F4r4h ik, A LA
1 F % LC/MC & 1 4y Hewlat Packard 5988A_t—_;jzz;Finnegﬂan 1\//I\AT
Széobﬁ OB RIK o8 FEMS), £VG 70-VSERF # Fig & &
o #HRE(HRMS), i ExERE. BorRUEEIT, ﬂ:‘r%%#"‘)%
R, B BRAE YN E 5 BRI E
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H A B R R AN AT

7 (0.1 M), %Eﬁﬁ(l%%ﬁﬂ%ﬂ%w-ﬂ%%)é‘ﬁ%/‘\%ﬁnﬁ@
A48/ et NAWREHFLREGF TR, REBEEIH. WRF
%, EdEZEBETRHAER. TRANE J%Jﬁfﬁ;l‘)%ﬁiﬁlﬁ& e
B, EEBERT, FEA=RKEL A-_APR-FERSY
BT, S EACBEER. BHEEREFT LEOL My,
MNFHER (N TEENLISE, T _EAZ2HE) . JREY
Ak E A - 240 E. FERFRAHEZTR EFEHALKERRE,
ATk, FTFK. BidE 2801 M) o B i g Al & E
. HEFASHIE TRUKEWER /2 _BREEKE

L L
4-[3-5-g 2 #-LI0-— FEE T i AW A E]-1-C- A £ 3E-1,10- — F B
)T A FHE R

45- 4 2% 3£-1,10- — = % Br(Zinke, A.; Raith, E. Monatsh. Chem. 1919,
40,271) 5 TR RS &, 15 5] & WO%):

. mp 186-189°C; H NMR (TFA-d, 300 MHz) )

2.18-2.33 (m, 4H), 2.55-2.66 (m, 2H), 3.53-3.65 (m,

4H), 4.55-4.71 (m, 4H), 7.38-7.53 (m, 1H), 8.41-8.63
(m, 4H), 9.14-9.28 (m, 2H), 9.45-9.60 (m, 6H), 9.61-
9.70 (m, 2H); MS (CI, NH3) m/e (%) 608 (M+H*, 10Q0).

e il B A A LG — F B 2 (83%): mp 252-257°C (dec); lH

NMR (DMSO-dg, 300 MHz) 81.68-1.85 (m, 4H), 2.05-2.14
(m, 2H), 2.31 (s, 3#H), 2.98-3.15 (m, 4H), 4.13-4.25

(m, 4H), 7.90 (dd, 2H, J=8.0, 4.4 Hz), 8.0% (dd, 2H,
J=7.7, 7.3 Hz}, 8.28-8.38 (m, 2H), g8.63 (d, 2E, J=7.3

Hz), 8.84 (4, 2H, J=7.6 HEz), 9.04 (s, 2H), 9.23-%.2¢9
. MS (CI, NH3) m/e (%)

(m, 2H), 9.51 (d, 2H, J=8.0 Hz)J
608 (M+H* if & B , 100), 594 (8), 551 (6), 508 (3).
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52 #6712

Afse 3-mEH-S-E 4 dE-110-Z HEREE

¥5-4 2 3£-1,10- — @ g EF(17.0 g, 68.2 mmol) % F vk 5% % (70 ml)
dr k] 9B B YR R An AR B4 (2.90 g, 34.1 mmol), 7R 5 4 v
#HEO65°C, 5. 22#130/ 8 7w N3 F 17 #H % 44 (2.90 g, 34.1
mmol), 4 -ZHEREAFH20C, BERETEHOT, WAKE
5, BzuERBEmAléin, FRENBECERANEER, #
AA(300 mDp B A(S x 40 mDyk ik KRR P R RS HERE
ERAAHEEE. EREMNLKEEFHERK, AARxS50 mhi
%, T, 44 CBRE(0 mhyy 7.5 (100 ml) e 4437 47 i & B 4
RER2NE, FAFEEER. EFELSERRER A 7. #(25 ml)
Fo 2B (2 x 25 ml)skig, TR, 2321831 g O1%)y) i 68 [E fh 09
E b

mp

268-269°C; 1H NMR (DMSO-ds, 300 MHZ) 58.05 (dd, 1H,

J=8.0, 4.4 Hz), g.97 (dd, 1H, J=8.0, 1.5 Hz}, ¢.11 (4,

J=2.2 Hz), 9.33-9.40 (m, 2Z2H). 10.16 (4, 1lH, J=2.2

18,
100), 265 (6),

Hz); MS (CI, CHa m/e (%) 295 {M+H™,
250 (5) .

B4 2-[3-G-m #-5-f 4 %-LI0- - FBRIEFEH TAE]-1-G-# &
S-g e LI FBREME) LA FHR R

B3-S a e E-LI-—HRMEES R LEZRES RERS
B (93%): 15 276°C (4#E) ;

18 NMR
(TFA-d, 300 MHEz) §3.90-4.04 (br m, 4H), 4.79-4.93 (br

m, 4H), 8.55 (dd, 2H, J=7.5, 6.8 Hz), 9.36 (s, 2H},
9.50-9.63 (m, 4H), 9%.54 (s, 2H), 10.35 (s, 2H) ; MS
(CI, NH3) m/e (%) 636 (M+HE*, 100), 626 (12), 611 (4],

380 (6), 337 (10), 31° (2) .
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B () — A 2 (42%0): 45 5 272-275C (4 M)

1 NMR (DMSO-dg, 300 MHEHz) &82.30
(s, 3H), 3.38-3.53 (br m, 4H), 4.39-4.48 {br m, 4H),
8.04 (dd, 2H, J=8.1, 4.4 Hz), B8.62 (br s, 2H), 8.95
(dd, 2H, 5=8.1, 1.5 Hz), 9.10 (d, 2H, J=2.6 Hz), 9.27
{s, 2H), 9.36 (dd, 2K, J=4.4, 1.5 Hz), 10.15 (d, 2E,
J=2.6 Hz); MS (CI, NH3) m/e (%) 656 (M+H* B
100), 626 (10}, 337 (11), 315 (5), 2%4 (4).

L ) 3
3-[2-(3-m F-5-F 4 E-L10-— W BT ) AR -C-ag -5 R 4
FE-LI-—FB T LA E FHER S
B3 -5- A A E-LI0-Z R B GN-2- 8 8 7 84)-1.3-7 — e
&, B2 EaE906%): ¥ E257C (5 ;

1H NMR (TFA-d, 300 MHz) 82.46-2.59 (br

m, 28), 3.53-3.63 (br m, 2H), 3.86-3.95 (br m, 2H),
4.50-4.60 (br m, 2H), 4.89-4.98 (br m, 2H), B8.54-B8.65
(m, 2H), 9.33 (br s, 1H), 9.53-3.70 {m, 6H), 9.73 (br

s, 1H), 10.35 (br s, 1H), 10.45 (br s, 1H), MS (CI,
) m/e (%) 670 (M+H*, 100}, 640 (8), 624 (6), 613
, 432 {(9), 404 (7), 394 (18), 351 (22), 337 (12).

By — TR B H(00%): kg H263-265C (44) ;

1y NMR (DMSO-ds, 300 MHz) §2.03-2.15 (br m, 2H), 2.32

(s, 3H), 3.14-3.25 (br m, 2H), 3.30-3.45 (br m,
obscured by water), 4.21 (br t, 2K, J=6.6 Hz), 4.3%-
4.48 (br m, 2H), 7.98-8.06 (m, 2H), 8.58 (br s, 2H), .
'§.95 (s, 1H), 8.98 (s, 1H), 9.10 (s, 2H), 9.26 (d, 2H,
J=8.1 Hz), 9.30-9.38 (m, 2H), 10.12 (4, 1H, J=2.2 Hz),
10.15 (d, 1E, J=1.9 Hz); MS (CI, NE3) m/e (%) 670
(M+EY I E W , 100), 640 (8), 625 (6), 375 (5), 351
(7y, 327 (7), 294 (6).

20



S g )4
3-[3--a -5 R 4 -110-— W B T ) 4 %) 1-G-5 2-5- 1 2
-110-- PE T HE)H R E Fos 4
W3- E-S- AR E-LIC- - FHF 533 A E - HEES, B
BB ROS%): FEE228C (HM) ;

1y NMR
(TFA-d, 300 MHz} 82.48-2.61 (br m, 4H), 3.45-3.60 (br
m, 4H), 4.58-4.70 (br m, 4H), 7.60 (br s, 1H), 8.58
(dd, 2H, J=7.5, 6.8 Hz), 9.56 (d, 2H, J=6.8 Hz), 9.60
(s, 2H), 9.64 (d, 2H, J=7.5 Hz), 9.71 (s, 2H), 10.41
(s, 2H); MS (CI, NH3) m/e (%) 684 (M+H"', 100), 654

(31), 624 (6), 389 (79), 351 (13), 294 {32y, 264 (14,
96 (20} .

T B G — F B 3 (59%):  p K 285-286C (404 ) ;

1y
NMR (DMSO-dg- 300 MHz) 82.03-2.15 (br m, 4H), 2.33

(s, 3H), 3.05-3.19% (br m, 4H), 4.20 {(br t, 4H, J=6.6
Hz), 7.98 (dd, 2H, J=8.4, 4.4 Hz), 8.40-8.55 (br s,
2H), 8.88 (dd, 2H, J=8.1, 1.5 Hz), 9.02 (d, 2H, J=2.6
Ez), 9.14 (s, 2H), 9.2% (dd, 2H, J=4.4, 1.5 Hz), 10.00

(d, 2H, J=2.6 Hz); MS (CzI, NH3} m/e (%) 684 (M+H*

WEEH , 92), 654 (13), 627 (10), 389 (100), 351
(15), 294 (37).

A S
[3-C-f F-5-H 2 F-110- = @ gt T R ) W £ 2] 1-Gomy 2£-5- 4 %
FLIC - FEHTHE)TREFHER
H3RES AL E LIRS BRERES, B ER
(100%): f5 & 127-128°C ( ) ;
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1H NMR (TFA-d,
300 MHz) & 1.98-2.13 (m, 4H), 2.34-2.46 (m, 2H), 3.33-
3.45 (m, 4H), 4.35-4.51 (m, 4H), 7.20-7.35 (m, 1H),
8.51 (dd, 2H, J=8.1, 5.8 Hz), 9.43-3.58 (m, 6H), 9.60-
.66 (m, 2H), 10.35 (d, 2H, J=1.1 Hz); MS (CI, NHj)
m/e (%) 698 (M+H*, 100), 403 (10), 351 (i0), 294

¥mEmE iy Fom#Hh(73%): 1k 5298-301C (44#) ;

1y NMR (DMSO-dg, 300 MHz) 81.71-1.88 (m, 4H), 2.05-
2.16 (m, 2H), 2.32 (s, 3H), 3.03-3.20 {(m, 4H), 4.13-
4.25 (m, 4H), 7.97 t(dd, 1H, J=8.1, 4.4 Hz), 7.98 (dad,
1H, J=8.4, 4.4 Hz), 8.36-8.48 (m, 1K), 8.88 (dd, 1H,
J=8.1, 2.9 Hz), 8.89 (dd, 1H, J=8.4, 2.9 Hz), 9.00-
9.03 (m, 2H), %.13 (s, 1K), 9.15 (s, 1lH), 9.99 (d4,
2H, J=6.6, 2.6 Hz); MS (CI, NH3) m/e (%) 698 (M+HT

% &, 100), 668 (16), 653 (7), 403 (44), 351
(24), 294 (20).

5E 51 6
1,2- = -[2-G-m4 #£-5-5 £ #-LI0- —_ FER T ALV AR -8 F &
o 3
3 E-S- R E-LIOC-—_FEHES T X WRERES, F2BE
F(96%): k& 5230-235C (4 4E) ; =

NMR (TFA-d, 300 MHz) 83.81-3.80 (br m, 4H), 3.90-4.00
(br m, 4H), 4.73-4.83 (bxr m, 4H), 8.33 (dd, 2K, J=7.5,

6.8 Hz), 9.48 (s, 2H), 9.46-9.59% (m, 4H), 9.63 (s,
2H), 10.35 (s, 2H); MS (CI, NH3) m/e (%) 689 (M+RET,

100), 681 (13), 449 (14), 380 (25), 337 (89).

BBy PR E@1%): g 5284.5-287C (LH8) ;
'H NMR (TFA-d,

300 MHz) & 3.20 (s, 6H), 4.02-4.10 (br m, 4H), 4.15-
4.20 (m, 4H), 4.94-5.01 {(br m, 4H), 8.72 (dd, 2H,
7=8.4, 5.5 Hz), 9.68 (s, 2H), 9.71-9.78 (m, 4H), 9.87
(¢, 2H, J=2.2 Hz), 10.60 (d, 2, J=1.8 Hz); M5 (CI,
NH3) m/e (%) 699 (M+HT HEwk., 21), 681 (23), 448
(s), 380 (29;, 360 (42), 337 (100).

22



S 1) 7
(8,8)-1,2- —-[2-CG-a E-S5- G £ F-LI- ¥R T ) ma L]l o —
A FER S |
W 3-m R-5-F 3 2E-L10- — FEEr 5(S.8)-12-—-2-E £ FHEH) T

E(USE Al 0 3592/02130) s &, BEBHER, $HEE#RL Y T
B 2 (48%): 4 5220-222°C (4 4E) ; )

; 1H NMR (DMSO-dg, 300 MHz) 51.62 (4, 6H, J=%6.9

Hz), 2.26 (s, 6H), 3.25-3.38 (br m, 4H), 3.40-3.55 (br
m, obscured by water), 3.85=4.03 (br m, 2H), 5.45-5.58
(br m, 2H), 8.00-8.08 (m, 2H), 8§.74-8.89 {(br m, 2H),
8.97 (d, 2H, J=8.1 Hz), 9.1i0 (4, 2H, J=0.8 Hz), 9.25
(s, 2H), 9.37 (d, 2H, J=2.9 Hz), 10.13 (br s, 2H); MS

(FAB) m/e (%) 7127 (M+B* B HEHE , 100), 711 (17,
334 (96), 307 (19), 288 (25). (g 2° +46.69°

(c=0.604 g/dlL, DMSO).

L5 8
RR)-1,2- = -[2-3-g £-5- A A -LI0-— WB T )W AL 25 =
EFHERE
K 3-m4 H-5-4 40 3E-1,10- — #es EF(11.08 g, 37.6 mmol)7 —nlE 42
(160 mi)ek fm#h 5 3%, Am A(RR)-1,2- = (2-4 2 1§ &%) 7 4£(US £ 7|
# i§92/02134) (3.34 g, 19.2 mmol)#x —w v (30 ml)d g % 7% . o %

BEH2NE AT, A= TEA3.1 ml, 940 mmol)fn gk = B &
B H(10.5 ml, 82.7 mmol), ¥ R Y mAERIIE, SHEE
M, BIAAKGO0 mhdr, mAK(50 m)gkk R R AR, A bk 8%
BEEFHEEFTE. ¥ZWREZTFI5%4 K Z8G75 m)g,

MANFERE.7 ml, 41.4 mmol), #E 6 BF A MK E RIS 0, %
HEZE R, HFHitlE, ACECxS50 mDgp sk et BkiFTFE, 2
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B)14.69 gk 18 6 Bk, M &% AT - & FHQ00 mDe, 34
= 2 (10 ml)gest dfo, S REERSW E8x 22 omex, K
0.1% = 7, Bty = & F (R Ak 1 B 4T I R 38, TP M A A2% B
WA, W E A% FREAAM. ML ERERFE,
BEHBER, HHEEEBEEERO24 ), HEESHERTAE T
5(1.7 ml, 26.8 mmol)gy = 4 ¥ (200 ml)d, 7= BHMIK.
e R, WEWEHA CEFREGO mDkiE, #TE. %4
e 2@ (150 mDdpm sk B3 e, FHRAE KENEEA T
B2 (50 ml)g ik Fi, @#A£100CFEE FF®RSEK, 251011 g
(58%)38 & [ fh: R M 211-215C (448 ;

14 NMR (TFA-d, 300
MHz) & 1.82 (d, 6H, J=7.0 Hz), 3.05 (s, 6H), 3.73 (br
d, 2H, J=12.1 Hz), 3.91-4.09 (m, 4H), 4.45 (dd, 2H,
J=12.8, 9.9 Hz), 5.79-5.92 (m, 2H), 8.59 (d4d, 2H,
J=8.0, 5.9 Hz), 9.50 (s, 2H), 9.60 (d, 2H, J=8.8 Hz),
9.63 (d, 2H, J=5.5 Hz), 9.70 (d, 2H, J=1.1 Hz), 10.45
(d, 2H, J=1.4 Hz); MS (CI, NH3) m/e (%) 727 (M+H"

WEm, 82), 709 (100), 707 (36, 637 (12), 377
(18), 374 (53), 351 (78), 34% (32), 333 (77); [g.gS

-30.07° (c=0.616 g/dL, DMSO). m &4 #H i+ EHE
C40H3gNg0gS2: C, 52.28; H, 4.17; N, 12.1%; s, 6.98.

sE: C, 52.23; H, 4.13; N, 12.15; S, 6.94.
52 17]9

Afis: FEESERELIC_FREFLHS

AR 8250 ml= i o, 453-5 -5~ A E-1,10-— F R B
(2.00 g, 6.8 mmol)# 66% 7, & A 7 & (39 ml)d g £ 33 3 fn 3k E #4760
C. R3304, f#mANE _TH#KeHG43 g 197 mmol), iz
BEHmAERIIE, HBEEZRAHEETE, A ANS0 mhi
B, ExEA LhkEEFHBEEEK, AAKGCO mDppadFiR. &
EEHF, $zEEAERERQCO mDf i l05 4, #HiTR UK
FAEHER (ZEERANAHALEY) . BEBARHEE
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B, BIAAKGO mDi, s bk e B, B A X
10 mi)i o 56 F 4. 540 R 48 etk (20 mU) s Ak, 36 4p b B R #E47
a5, 350.81 g (39%) & H fh:

mp >304°C; H
NMR (DMSO-dg, 300 MHz) 35.S55 (br s, 2H), 7.81 (dd,
1H, J=8.0, 4.4 Hz), 7.96 (d, 1H, J=2.2 Hz), 8.60 (d,
1H, J=2.5 Hz), B.66 (s, 1H), 8.70 (dd, 1H, J=8.0, 1.5
Hz), 9.13 (dd, 1H, J=4.4, 1.5 Hz); MS (CI, CHa) m/e

(%) 265 (M+H*, 100).

Ba#s g 4-3-G-8&-5-AAF- LI PR T EE)na£]-1-G-8%
S-RRELICZFHREBEE) TR AT HARE

HIRES-ERFLIC_FRALBRE S TRESE S HEWK
EuEEET Tl MEALHER TR, 122 0 ERO2%):
5 5263-267C ( R ) ;

H NMR (TFA-d,
300 MEz) 6 1.85-2.18 (br m, 4H), 2.38-2.53 (br m, 2H),
3.33-3.53 (br m, 4H), 4.38-4.56 (br m, 4H), 7.34 (br
s, 1H), 8.50-8.60 (m, 2H), 9.27 (d, 2H, J=6.2 Hz),
9.46 (br s, 1H), 9.48 (br s, 1H), 9.52 (s, 1H), 9.55
(s, 1), 98.62 (d, 2H, J=7.7 Hz), 9.83 {(br s, 2H); MS
(CI, NH3) m/e (%) 638 (M+H*, 100), 373 (3), 264 (5),
210 (3), 193 (14), 176 (4).

¥nEms FRRClIYBIRE, F2 = F#RH(13%): K285
288°C (M) ;

1y NMR (DMSO-dg, 300 MHz) 81.63-1.78 (br m,
4H), 1.96-2.08 (br m, 2H), 2.36 (s, 9H), 2.93-3.08 (br
m, 4H), 4.06-4.18 (m, 4H), 7.7% (dd, 2H, J=8.1, 4.4
Hz), 7.98-8.02 (m, 2H), 8.22-8.34 (br m, 1H), B8.58-
8§.62 (m, 4H), 8.70 (dd, 2H, J=8.1, 1.5 Hz), 9.11 ({dd,
2H, J=4.4, 1.5 Hz); MS (CI, NH3i) m/e (%) 638 (M+H*
WeEm, 100), 373 (3), 321 (3), 303 (2), 264 (5).
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Afig: T-FE-S-R 4 E-LIO-ZWRE

%4—%%-1,8-§;$@M(Okazaki, M.; Ishikawa, N. Yuki Gosei
Kagaku Kyokai Shi 1956, 14, 398; Chem. Abstr. 1957, 51, 8051c¢) (28.0
g, 131 mmol), 7 EE T 4 A &4(7.20 g, 25.8 mmol), ke (13 ml,
234 mmol)fn a4 £ 3% (27.0 ml, 262 mmol)£ 7,8 (260 ml) == #4385 4 fm
HEEK. EAEBE, A2, FREFREFTES LRE
( Mathallylidene diacetate ) (43.5 ml, 262 mmol), FmE Kk )E, HX
FLRA M LS B, B/ A (500 mDey AR, B R ACKEZ A
AR E800ml, Hr#lNE, RiE. RAPAKKEK FHEET
¥, 153323 gREMFe B, & EEE LEQ0 mhdrjn B,
e AIEIE, 123)15.63 g (44%) 3k 4% & E

mp >290°C; MS m/e 264 (M+H*%); 1H
NMR (DMSO-dg, 300 MHz) 82.60 (s, 3H), 8.10 (t, 1H),
8.60 (s, 1H), 8.62 (s, 1H), 9.01 (s, 1H), 9.12 (d,
iH), 9.45 (d, 1lH).

B g 4-[3-(7-9 #£-5-8 4 #-L10-Z FEE T )W A E]-1-(7-F &
S-ARE-LIC-_FBRIER T REFHER D

WT-w E-S-R LI FRE S THEERE S, & B AR
(25%):

mp 268-272°C; MS m/e 636 (M+H™);
1§ NMR (TFA-d, 300 MHEz) 8§2.04 (br m, 4H), 2.50 (m,

2H), 2.90 (s, 6H), 3.70 {(m, 4H), 4.50 {(m, 4H), 7.30
(br s, 1H), 8.30 (br s, 2H), 9.02 (d, 2H), 9.20 (br s,
2H), 9.30-9.50 (br m, 6H) .

i B B 5 1L — R 3 (2570):

mp 198-200°C; MS m/e €36 (M+H*) ; 1H NMR (TFA-d, 300
MHz) & 2.10 (br m, 4H), 2.50 (m, 2H), 2.90 (s, 6H) ,

3.10 (br s, 3H), 3.48 (m, 4H), 4,50 (m, 4H), 7.30 (t,
1H), 8.30 (br s, 2H), 9.08 (d, 2H), 9.20-9.50 (m, 8H).
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2 11

Agpsr: 8- 3E-10-4 e B 3

EE R, ¥5-43# - g % (Crabe, C. Liebigs Ann. der Chemie 1903,
327, 77) (5.0 g, 29.5 mmol)fur4 £ H — B - Kk & 4p(Fanta, P. E. Org.
Syntheses Coll. vol. 4 1963, 844) (5.51 g, 35 mmol)f 7, 8 (140 ml) == gy
oA LR, o A E R H (521 g 40.2 mmol), #3354
W10 ¢k, o E F 2/ 8. Ao 8k B 4. (phosphorous oxychloride)
(3 ml, 322 mmol), # %3/ o, WHFBREMANEER,
ANAK/AKQROD mD e, B2 MEF A BERF ISR ESY, FAZ
AFHER. ZRAARBRANTERAREET. REFHERAE
e (20% e 5/ K Fk, #K), HAEMAN. BHEEER,
3.20 g (43%):

MS m/e 251 (M+H*); lH NMR (CD,Cli;, 300 MHz)} &

3.48-3.55 (m, 4H), 7.56 (s, 1H), 7.68 (d, J=7.0 Hz,
1H), 7.77 (t, J=7.8 Hz, 1lH), B.79 (d, J=8.1 Hz, 1lH},
8.94 (d, J=2.5 Hz, 1H), 9.85 (&, J=2.5 Hz, 1lH}.

Bipg: T-myA-S-E 44 3E-1,10-— FEEEF

8- #-10-4, e B 3£(3.0 g, 24 mmol)z 7, % (100 ml) s fp 34 % 70
T, MANEHE®RH _AK&4(18.0 g 60.4 mmol), 4§ & 57 38 & 4y fv #
B ANE, BIAAKAKF, WEENE®E, FEZTK, 53164
g (4% FE e EA, ¥z & EdE Z8®E5 mDfn 7,% G mDgy R4
HEmBERINE., BRSRZREY. ARENERLEET
M, 752(0.90 g (17%) 3% 4% & & k-

mz 2390-292°C;
MS m/e 312 {M+NH4%); lH NMR (DMSO-dg, 300 MHz) 88.19

(¢, J=4.0 Hz, 1H), 8.73 (&, J=7.3 Hz, 1lH), 2.33 (s,
1), 9.54 (&, J=8.0 Mz, 1lH), 9.80 (d, J=2.5 Hz, 1lH),
9.%0 (4, J=2.0 Hz, 1lH).

Cag: 4DB-T-a&-5-A £ F-LI- 9B RLWAE]1-(7-a %
S-A&E-LIC-_FRHIEBRE) TIRETFHR Y
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BT-aZ-5-BfE-LI-—_ FREFES TRHER L, £3 KSR
(75%)

MS m/e 698 {(M+E™); lH NMR (TFA-d, 300
MHz) 8 2.19 (br s, 4H), 2.50 {(m, 2H), 3.50 {(br s, 4H),
4.55 (m, 4H), 7.45 (br s, 1H), 8.51 (t, 2H), 9.20 (m,

2H)y, 9.60 (d, 2H), 9.61 (d, 2H), 10.45 (s, 2H), 10.65
(s, 2H).

BT B LN — PR #:(92%):

mp 228-230°C; MS m/e
698 (M+H*); lH NMR (TFA-d, 300 MHEz) 62.19 (br m, 4H),

2.50 (m, 2H), 3.15 (s, 3H), 3.50 (br m, 4H), 4.55 (m,
4H), 7.38 (kv s, 1H), B8.28 (t, 2H), 9.20 (m, 2H), 9.60
{d, 2H), 9.6i(d, 2H), 10.45 (s, 2H), 10.635 (s, 2H).

SR ] 12
Affge - E-T-H RS- A dE-1,10- — wEg B
WL 2 AR TR, A TI0C 4 7- 7 2-5-4 40 3E-1,10- — W sh BF
WA, A B AT A& 4 (78%):

mp
261-262°C; lH NMR (CDCls, 300 MHz) 862.72 (s, 3H),

8.32 (m, 1H), 9.12 (s, 1lH), 9.1¢6¢ (d, 1lH, J=2.2 Hz),
9.45 (d, 1B, J=2.2 Hz}, 10.45 (d, 1H, J=2.2 Hz); MS
(CI, NH3) m/e (%) 326 (M+NHg4*, 3), 309 (M+H*, 16),
279 (M+H*-NO, 100).

B g 4-B-G-a&-7-8 -5 4 #-110-— ¥ BT B &) £ 4 1-1-
G-af 2-7- W H-5- A4 3#-LI0-— FR TR TR Fa s 2

H3- T FE-S- A -LIO-— FHE 5 TREES, BI%SE
7 (47%):

mp 224-228°C; MS m/e
726 (M+H*); 1H NMR (TFA-d, 300 MHz) $2.14 {(br m, 4H),
2.47-2.49 (m, 2H), 2.94 (s, 6H), 3.48 (m, 4H), 4.50-
4.56 (m, 4H), 7.40 (br s, 1H), 9.37 (br s, 2H), 9.44
(br s, 2H), 3.53 (d, 2H), %.70 (d, 2H), 10.36 (br s,
2H) .

28



B BRmENLA — FRBAHOC1%):

mp >280°C; MS m/e 726
(M+H*); 1H NMR (TFA-d, 300 MHz) §2.10 (br m, 4H),

2.50 (m, 2H), 2.95 (s, 6H), 3.20 (s, 3H), 3.45 (m,
4H), 4.50 (m, 4H), 7.40 (br s, 1H), 9.42 (br s, 4H),
9.52 (d, 2H), 9.70 (d, 2H), 10.40 (br s, 2H);

C39H3]N708 sy HRMS i+ & &: 726.2312, szii{E: 726.2329.

527 5] 13

(R.R)-1,2- = -[2-(3-7¢ 25 -7- ¥ £ -5- 1 e 3E-1,10- — F Bt T 36 A3t
LR —EFHEBR

3-8 F-7- H-5-F Fe 3E-1,10- — 5 5 BF(14.98 g, 48.6 mmol) & 2
T o (220 m) e, Sk ZEE ., K ok G0 ml) g g
RR)-12-—eH A HERE)TE (USEH| 4i£92/02134) (4.32 g, 24.8
mmol)iF i, HEBAWMWmAS I E., BEEEFTHLAHEEE, WA
= Z B (169 ml, 121.5 mmol)fu 4 & = ® # 2 kr (13.6 ml, 106.9
mmol), iz B &P mKEFRINE, AHEZR, # A NAT00 ml)
P, RARGO mOpkpEef. ExRBH LRESFHER, AACx
100 mDgk ik sr 8 o Tk, EHANMBERYIAITBE T, AId
JRAE &K ¥ Er (3.5 ml, 53.5 mmol)#y 95 % 47k 7, 8(500 ml) s fm # [
w18 e, FEedmRBEERRENKREE, NANETRPRES
EEER, A 82 x 100ml)pk 38 Fi%, B R BERERE % 4K
ZBE(500ml), 95% &k Z fE(S00ml), 95% 4k & & (500ml), 7,
(500mD)#fn g 47 (S00mD e jm %, A MKBWEF R PR EEK, AE
EEMECS mDipigT& SR EF T 2a(00mh)E, ik,
¥ ERAEesA FHERKRO.] mhyy 7, 8150 ml) s joh 5 i3/ 0,
FEHLE. FREEACEQC <2 mhgkF T, B#FE85CTF
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S FTF®3K, B3 11.85 g (51%)#& & F fk: g 5221-223.5C
)

14 NMR (TFA-d, 300 MHz) 81.85 (d, 6H,

J=6.6 Hz), 3.02 (s, €H), 3.08 (s, 6H), 3.74 (br 4, 2H,
J=12.4 Hz), 3.92-4.12 (m, 4H), 4.44 (dd, 2H, J=12.4,
10.2 Hz), 5.84-5.95 (br m, 2H), 9.39 (s, 2H), 2.45 (s,
2H), 9.47 (s, 2H), 9.70 (s, 2H), 10.43 (s, 2H); MS
(CI, NHa) m/e (%) 755 (M+H* HFHEHA, 45), 737 (75),
388 (34), 365 (43), 347 (55), 131 (100); (& 3°

-30.36° (¢c=0.606 g/dL, DMSO).

5 7 17 14

ARz a-[(4-atre )T FEI-C-REXRE) TR Fg

¥ & 48 ¥ — 8 — ¥ #ig(Sheehan, J.C.; O'Neil. R.C. Am. Chem. Soc.
1950, 72,4614) (13.25 g, 63.7 mmol)i F £ Ak W& vk (120 mD | 4
Mg -4-E g (6.1 ml, 63.7 mmol), 3 B 7 & A [ T H 5 5 K42
Z0C. H#HMmANENLHEE g 60%j 4 #H &, 70.0 mmol), jnsx
B, MREYEMNEER, HHEHL et. B Q00 mDFFRE R &
Yotk WARAWETARO mhd, FHINEFB KEKFFPHE
S. WENKE, HALEK_#HEZTER. 2 ELZ-_RKLEF
4, kTt B4R (14.28 g, 79%):

1H NMR
(300 MHz, CD3OD) &8.31 (2H, d), 8.16 (1H, dd), 7.49

(2¥, m), 7.29 (lH, s), 7.05 (1H, &), 6.%7 (24, 4),
3.72 (3H, s); MS (CH4 CI) m/e 284 (M+H), 312 (M+CzHs),

324 (M+C3Hs) .

Baf s O-F # FE-1,10-— #BR BF

EEERMBF, Fo-[(G-hoe) T FE-C-REXE)TH Fig
(147.6 g, 0.522 mmol) & 2 £ T A 7,8 (200 ml)g, Ao N\ #2(136.1 mg,
0.537 mmol), F & &5 %k, {#FRayonets1h 2 K m 2 (RPR-100
A, #35E, 254nm)Ei KB A HATLNE AR, mAERLHE
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# (1.1 ml, 1.ON, 1.1 mmol), k5 X taf0 T ot £ 4505 ml), &%
HEABRIBREEN, BERKYEFAEKGCO mhd ikl £ E &K
FRAKE. HELAERE, NEFRFLEHR A —HEEK. H45F80
EdE&FAZRIFCO mDg, AESBE EmHAHlSoa, RERE
FERREAH. TRSBFSYHRFARA LR LB R E. EERER
B aER, FBES4(73.3 mg, 56%):

1H NMR
(300 MHz, CDCls)y §10.22 (iH, s), 9.23 (1H, d), B.99

(1H, s), 8.95 (1H, d), 8.76 (l1H, d), 8.10 (1H, ©),
8.01 (1H, d); MS (CHgq CI) m/e 250 (M+E), 278 (M+CpHs),
290 (M+C3Hs) ; ‘ . :

C1sH7NO3 gy HRMS it % ff: 249.0426. szyilfa: 249.0433,

Capn: 4B-(6-F 4 3-L10-— Pt T B )W A 2 1-1-(6-5 22 3£-1,10-
“HBE AT R AFER S

Ko 4#-LI-—FRFSTEMES, BHESH, BEds5F
FRELB)R N, SR ATy = P E5%)

mp 190-195°C; H NMR

(300 MHz, TFA-d) 810.57 (2H, s), 9.38-9.34 (4E, s+d,
J=8.8 Hz), 9.00 (4H, m), 8.84 (2H, d, J=7.4 Hz}, 8.40
(2H, t©, J=7.7 Hz), 7.24 (1H, m), 4.58-4.51 (2H, m),
4.50-4.40 (24, m), 3.54-3.43 (4H, m}, 3.17 (S8H, s,
2.54-2.45 (2H, m), 2.18-2.10 (4H, m); MS (NH3 CI) m/e

608 (M+H); IR (Nujol) 3500 (br), 1707, 1666, 1211,
1153, 1040 cm—l,

SE A 7 15
Afig: T-RAA&FE-LI-— FEEr
T REHEG| AT 7k, BEH R R FEfoalE-3- FEE 4
=T 7 &4

o -[G-rkre )T B H]-Q- B £ XK )% F s
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1y NMR (300 MHz, CDCls) 8.43

(1, 4), 8.38 {(l1H, s), 8.21 (1K, m), 7.78 (l1lH, s),
7.49%9 (2H, m), 7.10 (3H, m), 3.75 (3H, s); MS (CHq CI)

m/e 28B4 (M+H), 312 (M+CaHsg), 324 (M+Ca3Hsg);

C16H]3NO4pyHRMS i+ & {#: 283.0844, szij{f: 283.0845,

TR oG- )T FEIC- R AR 8 F og RGBSR 4
FEEWH T &, RET-EELELIC-_FRE. flisadrtARRH
B/ A5 1 S IR AT B i

1H NMR (300
MHz, CDCl3) & 9.56 (l1H, s), 9.13 (lH, s), 2.09 (1iH,

dy, 9.04 (i, 4), 8.81 (1lH, 4), 8.52 (1H, d), 8.07
(1, t); MS (CH4 CI) m/e 230 (M+H), 278 (M+CzHs), 290

{M+C3Hsg} .

B st 4-[3-(7-.4 3-1,10- = ¥ Bt T B 26) 79 A ]-1-(7- 4 % £ -1, 10-
BT T R2SE FHB L

BT-RAE-LI-—FRFE EREES, SHBER, BT
HHROYBR S, HHEEREEL L A2 TR E, 5 5265-272C
(o fE) .

L) 16
Affge 3-mA-T-F 4 3E-1,10- - H B BF
R LG 2 A4 - ARATEMFT RN LT E, BT8R 5E-
1,10- — # B B 24 1k.:

12 NMR (300 MHz,
CDCl3) & 10.16 (1H, s), 9.83 (1H, s), 9.44 (1H, s),
9.16 (3H, m); MS (CHgq CI) m/e 295 (M+H), 323 (M+CzHs),

335 (M+C3Hs) -

By 4-[3-G-m £-7T-R A 3E-L10-— BB T B2 W & & -1-CG-m %
TR AFE-LIOC-—_EEB T E)T 26- A F e H

32



W3- 2-T-ARE-LIC-—FRHE TR EES, BakEH, B
HEFHBREGLBIRN, BBEEREEE LY 26T H#eg

mp 195-200°C; 1H NMR (300 MHz,
TFA-d) & 10.24 (2H, 4, J=1.8 Hz), 10.15 (2H, s), 9.80
(24, 4, J=1.8 Hz), 9.76 (2H, d, J= 1.1 Hz), 9.57 (2H,
d, J=5.2 Hz), 9.23 (24, d, J=6.2 Hz), 7.30 (1H, m),
4.59-4.54 (2H, m), 4.53-4.48 (2H, m), 3.53-3.44 (d4H,

m)y, 3.16 (7.8H, s), 2.54-2.48 (2K, m), 2.19-2.14 (4H,
m); MS (NH3 CI) m/e €98 (M+H); IR (KBr) 3430 (br),

3000 (br), 1711, 1666, 15135, 1345, 1209, 1182, 1059

cm~,

L 17
B-C-RxE-LI-— FE T ) w A ]-1-8-F 2 3-1,10- — ® g
TREEB)TREFHERE

8- &z« 3E-1,10- — & @ #F (Peters, A.T.; Bide, M.J. Dyes and
Pigments 1985, 6, 349) & T & iz 42 4, 1% 2| % B 5 (53%): 4 5241-
249°C (4#8)

1H NMR (TFA-d, 300

MHz) 8 2.13-2.33 (br m, 4H), 2.48-2.68 (br m, 2H),

3.45-3.60 (m, 4H), 4.50-4.68 (br m, 4H), 8.38-8.48 (br
m, 2H), B8.55-8.66 (br m, 2H), 9.05-39.15 (br m, 2H).
9.38-9.63 (br m, 6H), 10.13-10.23 (br m, 2H); MS (CI,
NH3) m/e (%) 608 (M+BT, 100), 572 (5), 358 (2).

K EREE oy — P ® 2 (86%): #i 5243-247C (4542) ;
1 NMR (DMSO-ds,

300 MEz) 8§ 1.63-1.81 (br m, 4H), 1.98-2.10 (m, 2H),
2.94-3.10 (br m, 4H), 2.30 (s, 3H), 4.13 (t, 2H, J=6.6
Hz), 4.16 (t, 2H, J=6.6 Hz), 7.97 (dd, 2H, J=8.4, 4.0
Hz), 8.09 (t, 24, J=7.7 Hz), 8.25-8.36 (br m, 2H),
8.60 (d, 2H, J=7.3 Hz), 9.18 (d, 2H, J=4.1 Hz), 9.33
{(d, 2H, J=8.5 Hz), 9.44 (d, 2H, J=8.4 Hz); MS (CI,
NH3) m/e (%)} 608 (M+H* HEek, 100), 358 (5), 306
(3), 249 (7).
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SE 7, 18

Afl g 3-mE F-8-F A dE-1,10- = F BL BT

R ERTHZ ARgprik, £10C, FigmskG0 mheg, &
1t B3N B 454 e N7 BE 44 (6.50 g, 76.5 mmol), J48-4 FE-1,10-
= FEREF(7.62 g, 30.6 mmoDgy fl,, #4188 E A E AN AGBO0 mDs, Ak
(4x25 mDpsf R AT A, AREENNERBEXERR
s EAPH 4, Fm N ZEHOC eMENEAN. ERBE ERENR
R E TR, RO mDin 78 B (10 ml) e 3445 48 & 4 7 7
HERAN N, HFEEFRANEETIE. EREH LR EEE ERK,
A CBCOmh)ge gk, FTF&, 1535594 2(66%)58 & 1k 4 4

mp >300°C; 14 NMR (CDCli, 300 MHz) §7.97
(dd, 1B, J=9.0, 4.5 Hz), 9.16 (d, 1lH, J=9.0 Hz), ©.33
(d, 1H, J=4.5 Hz), 9.42 (s, 1H), 9.48 (¢, 1H, J=1.5
Hz), 9.87 (d, 1H, J=1.5 Hz); MS (CI, CHg) m/e (%) 295
(M+HE™*, 100), 250 (4), 121 (6), 103 (4), 93 {(189).

B 4-DB-C-sf E-8- A& F-LIC-_FH I KL WEL]-1-CG- %
S EEE-LIC-—EFBRITHEE TR EFHERE

W3- E-8- A LE-LIC-—FRHESTHEES, BABHER
(93%):

mp >300°C; 'H NMR (TFA-d, 300 MHz)
& 2.06-2.18 (br m, 4H), 2.40-2.53 (br m, 2H), 3.40-

3.53 (br m, 4H), 4.43-4.58 (br m, 4H), 7.25-7.35 (br
m, 1lH), 8.58-8.66 (m, 2H), 9.44-9.53 (br s, 2H), 9.61
(br d, 2H, J=4.5 Hz), 9.64-9.70 (br s, 2H), 10.18 (br
s, 2H), 10.23 (br d, 25, J=8.2 Hz); MS (Cl, NH3) m/e

(%) 6%8 (M+RH*, S50), 446 (10), 403 (65), 351 (62), 294
{100), 264 (21).

Wi Bty — T h(84%): i £212-215C (4#) ;
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1§ NMR (DMSO-dg, 300 MHz) 81.70-1.86 (br m,

4H), 2.03-2.15 (br m, 2H), 2.32 (s, 3H), 2.99-3.16 (m,

4H), 4.09-4.24 {(m, 4H), 7.%4-8.01 (m, 2H), 8.33-8.48
(br m, 1H), 8.88 (s, 2H), 9.02 (s, 2H), 9.22 (br s,
2H), 9.55 (dd, 2H, J=7.7, 1.1 Hz), 9.983 (d, 2, J=2.6
Hz); MS ({CI, CHy) m/e (%) 688 (M+BE* HER, 60),

668 (4), 403 (42), 365 (35), 351 (52), 294 (l00).

L7 19
L2-Z-[2-C-s £-8-F 4 F-LI0- —FB T AL ER]I S ¥
B
B3-S A E-LIOC-_FRMES =R LA WEE S, BEEE
7% (81%):

mp >285°C; 14 NMR (TFa-d,
300 MHz) & 3.88-3.95 (br m, 4H), 3.98-4.04 (m, 4H),
4.80-4.88 (br m, 4H), 8.68 (dd, 2H, J=9.1, 5.5 Hz),
9.54 (d, 2H, J=5.5 Hz), 9.60 (s, 2H), 9.69 (d, 2H,
J=2.2 Hz), 10.25 (d, 2H, J=2.2 Hz), 10.29 (dad, 2H,
J=8.8, 0.8 Hz); MS (CI, NH3) m/e (%) 699 (M+E*, 19),

681 (9), 449 (16), 380 (26), 354 (23), 337 (100).
i B A 5 AL oy — W R 2h(28%):

mp 267-270°C (dec); lH NMR (TFA-d, 300
MHz) & 3.21 (s, 6H), 4.09-4.18 (br m, 4H), 4.20-4.26

(br m, 4H), 5.00-5.09 (br m, 4H), 8.80-8.88 (m, 2H),
9.72 (d, 2H, J=4.5 Hz), $.78 (s, 2H), 9.88 (s, 2H),
10.40 (s, 2H), 10.45 (d, 2H, J=8.2 Hz); MS (CI, NH3)

m/e (%) 699 (M+H* WEak, 22), 681 (7), 656 (15),
380 (24), 337 (100), 319 (24), 294 (27).

52 347 40
4-[3-(3-1,10- = 7 Bt B ) A& 1-GE-L10-— W B T ) T &

ik 38
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4 3g-1,10- — = gt fF(Fieser, L.F.; Peters, MLA. J. Am. Chem. Soc.
1932, 54, 3T E T HEHE, FRHEESH, FHEERELYy =
T gk

MS (CI) m/e (%) 606 (M+H', 100); lH NMR (TFA-d, 300
MHz) & 9.15 (m, 4H), 8.69 (m, 4H), 8.20 (m, 2H), 8.00

(m, 4H), 7.80 (m, 2H), 7.30 (m, 2H), 4.50 (m, 4H),
3.50 (m, 4H), 3.20 (s, 3H), 2.45 (m, 2H), 2.19% (m,
4H) .

SE R 41
Affz: 6-F A 3E-1,10- — F B BT
TR HGI AT R W 7 ik, S S48 K 8 — FEgfoxt B WL
& TF a4

a-[(4-F HKH)T FA]-Q- R EFH) 08 7 ig:

ly NMR (300 MHz, CDCls) &.24

(1¥#, br d), 7.80 (1K, s), 7.48 (2H, m}, 7.15 (iH, 4},
€.94 (2H, d), 6.83 (2H, 4), 3.73 (3K, s), 2.25 (3H,
s); MS (CHgq CI) m/e 265 (M+H-MeOE), 279 (M+H-H20), 293

(M+C;Hs—-MeOH;, 297 (M+H), 305 (M+C3Hs-MeOH), 325
(M+C2Hsg) .

6-w H 3E-1,10- — & @ BF:
1y
NMR (300 MHz, CDCl3) 8 9%.05 (1H, d), 8.98 (1H, s),
8§.65 (1H, d), 8.54 (1H, s), 8.07 (1, &), 7.94 (1HE,
t), 7.65 (1H, d), 2.73 (3H, s).

Bifg: 4-(3-(6-% £ 3-1,10- = ¥ Bt T B 4) % £ £]-1-(6- 7 £ 3£ -1,10-
CEWBEBEE) TR AT A%

HO-FEE-LIC-_FREF S TRELE S FHBER HRBER
Eg#h—~ PR 4 5165-170C,

36



S 5 42

Az T-5%-7-F 2£-7.8,9,10- 1 4 g

) KA A i 7,8,9,10- 10 4 B 2E-7-F7 (Scott, L.T.; Reinhardt, G;
Roelofs, N.H. J. Org, Chem. 1985, 50, 5886) (0.25 g, 1.13 mmol) 4 7, &t
(10 mh ey BF B F EE £ L8 Py FRAskg(.51 ml, 3.0
M), Bk, AISIAHHERERGHWERNEZTE. SRAERBLY
B4 E0C, AEmENERERKILERN. HERERNEBE
M. FrirBEEENRE 8L, 520172 (62%) 8 th B 44:

MS (CI) m/e (%) 239 (M+E™, 100);
14 NMR {(CDClsz, 300 MHz) §7.64 (d, 1H, J=8.0 Hz), 7.57

(s, 1H), 7.46 (t, 1H, J=8.4 Hz), 7.28 (d, 1H, J=6.6
Hz), 3.37 (s, 4H), 3.08 (m, 2H), 2.02 (m, 4H), 1.80
(s, 1H), 1.63 (s, 3H). ’

B 7-#F£-9,10-— 4B i

$7-2 3 -7- 9 #£-7,8,9,10- 15 & 8 3£(0.15 g, 0.64 mmol)Fu 4% i 8 5
(0.02 g, 0.064 mmol)z & (20 mD e s K EFK LN E, ¥ K R
My, BB ZEs(0 mDFEE, Aiafos ey AR E &G = 15 mDip
AGx 15 mDgp sz AHER ARBETER, FHERE. RAF
MaE NN e e, #2013 g(92%)5 4:

MS (CI) m/e (%)
221 (M+H*, 100); lH NMR (CDCls, 300 MHz) 87.69 (d,

1H, J=8.4 Hz), 7.44 (dd, 1H, J=7.0, 8.4 Hz), 7.32 (s,
1H), 7.21 (d, 1H, J=6.9 Hz), 5.%94 (m, 1H), 3.38 (s,
4H), 3.09 (t, 2H, J=8.5 Hz), 2.52 (m, 2H), 2.16 (m,
3H) .

Ci#p 4 7-9 3B 3E 1% (acephenanthrylene)

#7-5 #£-9,10- — 4§ 3£(0.13 g, 0.59 mmol)fn — & — £ &8, (0.27 g,
1.18 mmol)7r —g& $e (10 mi)dr iy 35 B Aw P B 3 05 M Bb. H R B B4
W, FA B CEr(C0 mDF k(20 mDEE#E, 4 FHHE, AAGx
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20 mhFmah A B R <20 mlstok, AmBEE TR, FRIERSE. A
FEEEN RN EELMN, #20.07g(57%)F4:

1y NMR (CDCls, 300 MHz) 88.54 (d,
1€, J=8.0 Hz), 8.40 (dd, 1H, J=7.3, 6.9 Hz), 8.24 (s,

-

1H), 7.66 (m, 2H), 7.58 (dd, 1H, J=8.4, 7.3 Hz), 7.4%6
(¢, 1H, J=7.3 H=z), 7.20 (d, 1H, J=5.1 Hz), 7.16 (d,
1H, J=5.4 Hzi, 2.82 (s, 3H).

Difi g 8- 2 3-1,10- = ¥ gt BF
#7-F £ B EHO0.56 g 2.59 mmoln & 4 8 4 = A & (270 g,

9.07 mmol)zE kg 5 (10 m) = sy & 3% A fm Hh s 4 B, 48 AR &

WAk, RORKEFGER. HEETR #5056 g (80%)5 -

MS (CI) m/e (%) 263
(M+H*, 100); lH NMR (DMSO-dg, 300 MHz) 89.55 (d, L1H,

J=8.8 Hz), 9.04 (s, 1¥), 8.89 (¢, 1H, J=8.5 Hz), 8.55
(d, 1H, J=7.4 Hz), 7.75 (4, 1H, J=7.3 Hz), 2.87 (s,

3H) .

Ed5 g 4-[3-(8-9 £ 36-1,10- = o Bt T B ) 7 4 1-1-(8- o 3£ 36 -1,10-
_HB TR T R E FHER Y
8- FRHIE-LIO-— PR BF 5 TR 475 3 i B 5k
MS (CI) m/e (%) 634 (M+H™, 100); 1H NMR
(TFA-d, 300 MHz) 83.06 (m, 4H), 8.56 (m, 3H), 8.44
(m, 1H), 7.71 {(m, 7H), 7.3C (m, 1H), 4.45 (m, 4H),

3.45 {(m, 4H),. 2.76 (s, 3H), 2.74 (s, 3H), 2.31 (m,
2H), 2.11 (m, 4E).

HRIFEFRENS — FHABR S
mp 273-275°C; MS (CI)

m/e (%) 634 (M+H*, 100); H NMR (TFA-d, 300 MHz) §
.31 (s, 1H), 9.1% (s, 1H), 9.12 (d, 1H, J=8.4 Hz),
$.03 (d, 1H, J=8.4 Hz), 8.66 (m, 3H), 8.53 (d, 1H,
J=8.0 Hz), 7.%1 {(m, 4H), 7.70 (d, 1E, J=7.3 Hz), 7.62
(d, 1H, J=7.3 Hz), 7.38 (br s, 2H), 4.61 (m, 2E), 4.49
(m, 2H), 3.55 (m, 4H), 3.20 (s, 3H), 2.84 (s, 3H),
2.83 (s, 3H), 2.5% (m, 2H), 2.20 (m, 4H).
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58 7 143
Adg: 9 ¥E-110-— @ g aF

HRERGIAT RN T %, HEHSE R PR LBEEHET
7|54

a-(IREFTE-Q-#EFH) 0% Fag:

14 NMR (300 MHz, CDCls)

E/Z 24tkey RE4 611.30 (1H, br s), 8.22+8.03
(1H, d), 7.80-6.80 (8H, m), 3.74+3.46 (3H, s),
2.70+1.95 (3H, s); MS (CH4 CI) m/e 265 (M+H-MeOH), 279

(M+H=~H20), 293 (M+CyHs-MeOH), 297 (M+H),
MeOH), 325 (M+CHs) .

9—?%3@-1,10-;?%@{—:

305 (M+C3Hs-

iy
NMR (300 MHz, CDCli3) 89.03 (1H, d), 8.76 (1H, 4),

8.64 (1H, d), 8.50 (1E, d), 7.88 (3H, m), 3.35 (3H,

$); MS (CHq CI) m/e 263 (M+H), 2¢1 (M+C3Hs) , 303
(M+C3Hg) .

B 4-[3-(9-F 4 3E-1,10- = 9 8t I e 3) 7 4,2 1-1(9- 7 2 3 -1,10-
WG T )T R TR

WO A IE-1L10-— W R BT &5 T4l s 418 2] 75 B, 12 s 5 B,
EEHMAN - FoB: B E271-274C (H48) .
5 # 1) 44
Affg: 6-(=Z £ FH)E-1,10-— 7 g &

BREROIIATAG T %, BESE R _FRAM A TER
FERESETF ey

a-[(Z R FEXEIT FH)-Q-%EF L) 5 7 A
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1H NMR (300 MH=z, CDClj) &8.24

{1, m), 7.83 (1H, s), 7.51 (2H, m), 7.40 (2H, &),
7.08 (3H, m), 3.76 (3H, s}; MS (CHq CI} m/e 319 (M+E-
MeOH), 331, 333 (M+H-H20), 347 (M+CzHs—-MeOQH), 351
(M+H), 359 (M+C3Hs-MeOH), 379 (M+CpHs) .

6-(= & ¥ #£)3-1,10- = & # §F:

1 NMR (300 MHz, CDClaz) &9%.13 (iH, &),

9.08 (14, s), 9.04 (1H, s), 8.76 (1H, d), 8.34 (1H,
d), 8.08 (2H, overlapping t and d); M5 (CHs CI) m/e
317 (M+H), 345 (M+CzHs), 357 (M+C3Hg).

Bz 4-C-[6-(Z R F £)3-110- = 7 5t T B 17 £.4)-1-[6-(Z 4

PRE-LIC-—FR Bt T ravan s
HOCERFEE-LIC-FREF S ERESLBEHER, 42

HEEREHERAAY - FRmE: R310312¢C,

5L 3 17) 45
Al (ZF ¥ H£)E-1,10- — 7 g BF
THREROIVAR Y T, S 8B - PEF222- § 7,6
RKEET 7 44

o-(1-3KH-2,22-Z R 7. 8)-Q-% £ F£) 7.8 ¥ g

' NMR (300 MHz, CDClai)
E/Z a#jthkeqB &4 88.23+8.14 (1H, d), 7.3%0-7.20
(8H, m), 3.83+3.37 (3H, s); MS (CHy CI) m/e 301, 331
(M+H-HF), 351 (M+H), 359 (M+CaHs-HF), 371 (M+C3Hg—HF),
379 (M+CaHs) .

(= # F #)3E-1.10- — & g Br:
1y NMR (300 MHz, CDCls3) §9.10 (1H, d),

8.83 (18, d), 8.72 (1H, 4d), 8.53 (1H, br 4), 8.07 (1lH,
ty, 7.87 (l1H, t), 7.87 (lH, t).
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Baf g 4-G-O(=& ¥ £)E-L10-Z F g ¥ 19 £ 2)-1-0-(= &
FE)E-LIO-—Wat T REI T iR E P s

HO(Z A FH)E-LI0- - FHET S DG BB HR, A
WEREEHL Y - FHBE: B E235-237C,

52 g 17 46
A% 6,9-= F 3 3E-1,10- = F B FF
BB AR, ESME B TP LBE

& T 7 e

a-[1-(-FEXB)T 7 EFC-HEFXKE) LB FE:

1 NMR (300 MEz, CDClj)

E/Z ga¥tkiy BeWH 58.16+7.99 (1H, d4d), 7.70-5.80
(7€, m), 3.67+3.43 (3H, s), 2.63+2.38 (3K, s),
2.20+1.88 (3H, s); MS (CHgq CI) m/e 27% (M+H-MeCH), 307

(M+CoHg=MeOH;, 311 (M+H), 319 (M+C3Hs-MeOH), 339

{M+C3Hsg) .

6,9- — ® & 3£-1,10- — = @ BF:
lg NMR (300 MHz, CDCli3) &9¢.02 (lE, &), 8.863 (1H, 4,
7.86 {14, t), 7.635 (1H,

8.54 (1H, s), 8.39 (1, d).
d), 3.33 (3, s), 2.71 (3K, s); MS (CHs4 CI) m/e 277

(M+H), 305 (M+CHs), 317 (M+C3Hs).

B4 4-[3-(6,9-— A 3-1,10-— F @ T )% 8.2£1-1-6,9- — &
EE-LIC-—_FR PR THREFERS

¥6.9-— WHFE-LIO-—FHHE5 TREEESF2HER, Hixi
ERHEAERMAN - FHEBRE: B EZI222C (H5#8) .

SE #1147
A#fs: 6-7 % 3E-1,10-— HELEF
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EREGI LAFTR Y 7 ik, B4R B - FEgfnd- LK TR |
& T 7 s

o-[(4-ZHEKE)T ¥ EI-C-HE£ KT8 F B

14 NMR (300 MHz, CDCl3) 8.22

(1H, d), 7.81 (1H, s), 7.48 (2H, m), 7.17 (1K, 4,
3.73 (3H, s), 2.55 (2H, q), 1.15 (3E, t); MS (CHq CI)
m/e 279 (M+H-MeGH), 293 (M+H-H0), 307 (M+CyHg~MeOH),
311 (M+H), 319 (M+C3Hg-MeOH), 339 (M+CHsg) .

6—&%3&—1,10-;?@@{—:
1y
NMR (300 MHz, CDCls3) 89.06 (1H, d), &8.96 (1lH, s),
8.65 (1H, d), 8.54 (lH, s), 8.08 (1H, &), 7.93 (1H,
t)y, 7.67 (1H, d), 3.01 (2H, g, 1.44 (3H, t).

B 4-[3-(6-Z 2 2-1,10-— 9Bt T B8 €4 1-1-(6- 7, 2 3E-1,10-
TRBRERE)TREFTHER S

HO-ZEF-LIO-_FRMEE IR LB BER, B ARER
BEEEZMY -FHERE: EE197-199C,

% e 11 48
Al g 9-FKELE-1,10-— F g aF
BREROITAN T #, e EX R PR _ERHLT
7| fe & Hr:

o (ZXKET FH)-Q2-%H4FE) % ¥
1H NMR (200 MHz, CDCls) &.00

(1B, d), 7.40-7.20 (7%, m), 7.14 (1H, &}, 7.05 (3EH,
m), 6.92 (2K, m), 3.43 (3E, s); MS (NH3z CI) m/e 358

(M+H), 376 (M+NH;).

9- KA 3-1,10-— F g B
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In
NMR (300 MH=z, CDCliy) &%.14 (1E

, dy, 8.83 (1, d),
7.97 (1H, t), 7.%2 (1lH, m), 7.70-7.50 (6E, m), 7.28
(2H, m);‘MS {CEq4 CI) m/e 325 (M+H), 353 (M+CzHg), 365
(M+C3Hs)

C22H1203 g HRMS i+ & 1 324.0787, szii|{d: 324.0785.

Bif g 4-[3-(9-% A 4-1,10- — ¥ B I lr )7 & 2t ]-1-(9-F 4 3-1,10-
THFBRIEE) T REFHER D

HO-KEF-LIO-—FREFS TREAE S BER, BLrIn
BEEEAy - Fam: ka158-161C,

52 3 149
AR 6-REFE-1I0- = FaEF

BRSO ATk Bk, R R PR AR TR
&5t 4

o -[(4-FAFE)T 7 2)-(2-% H FH) 7. 56 ¥ g

*H NMR (300 MHz, CDClj3)
E/Z 5k 09 3R & 49 58.20 (1H, m),

7.50 {(2H, m), 7.40 (2H, &),
s); MS (CH4q CI) m/e

7.8C (1H, s),

7.05 (3H, m), 3.72 (3H,

276 (M+H-MeOH), 290 (M+H-H,0),
308 (M+H), 336 (M+CaHs), 348 (M+C3Hg)

6-F £ 2E-1,10- — ¥ 5 B

1g
NMR (300 MHz, CDCls) 869.09% (1E, &), &.05 (i, s),

8.78 (1B, d4), &.31 (1E, d}, 8.0% (1, t}, 8.0C1 (1H,
d) .

B4 4-[3-(6-4 £ 2E-1,10-—
“FBREER)TIRETHERE

KO- REE-LIO-— 9B 5 DRSS
R 3 Rk § &%

BT R H E 4L ]-1-(6-4 # 3E-1,10-

TR H R, B
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mp >320°C; 1H NMR (300 Mz,
TFA-d) & 9.31 (2H, d, J=4¢.7 Hz), 9.23 (2E, d, J=8.1

Hz), 9.21 (24, s), B.84 (2H, d, J=7.4 Hz), 8.43 (2,
dd, J=8.2, 4.0 Hz), 8.16-8.07 (4H, m), 7.28 (1H, m),
4.60-4.56 (2K, m), 4.55-4.50 (2H, m), 3.55-3.43 (4H,
m), 3.13 (3H, s), 2.56-2.48 (2H, m), 2.21-2.10 (4H,
m); MS (NH3 CI) m/e 656 (M+H); IR (KBr) 3500 br, 2229,

1702, 1660,-1618, 1599, 1362, 1208, 784 cm-l.

5L 17 50
Al o[- FE)T FH)-(2- 2 F-4-0 S HH) 7 F B
ERSAT, EOCHHHT, WALNO8S g 60%5 7,

0.021 mmol) £ THF (30 ml) ek g4 B 5% 3% H fm A 78 THE (20 ml) g g 4-5%4
XG4 X B - " fig (Ghosh, C.K.; Mukherjee, K.K. J. Ind. Chem. Soc.
1976, 53, 662) (5 g, 0.02 mmol). YT AR B #5104k 0 o A
ZRFRF#EE3 ml, 002 mmol), 10454 5 % £ k58, 3£ % BH 4
BEHERENEN. SHFAEEET AT, F-4F5EQ )%
. HARMERL ALGHFO _AFERERIK. 4345 %R
A RAAFEAKKE AEKRBRETHR Wk, %L KEE
BARME R, 15 3]5.62 g (70%)k ¢ 7= 4

lg NMR (300
MHz, CDCl3) & 3.90 (3H, s}, 6.66 (1H, d), 7.09 (1H,

t)y, 7.16-7.232 (3H, m}, 7.6% (1lH, 4), 7.86 (1H, s),
8.24 (1H, dd), B.68 (1H, d); MS m/e 423-425 (M+NHg").

Bats: o-lQ-MEL2)T FHI-C-F AR E-4HELL) LK T B

EO0C, M2%BE £ F oy g A 2 £2:1 THF/ 2 @(150 ml)sp
# o[- FE)T F )25 #4385 K ) 7.8 7 55 g, 0.012 mol)
WER. UhetE, BdmmABRREEENTATR. FARHK
RAREREABRPEA LS, BAAKBRETR, LA, #E
R R-BERRE#TE#ER/IBRLE %), BHRELRME
W, P E82Y%:
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IR (KBr) 1730, 1526, 1348, 1260 (br) cm~%;
1r NMR (300 MHz, CDCl3) §3.78 (3H, s), 3.94 (3H, s),

6.63 (1H, &), 6.95 (iH, %), 7.07 (1lH, t), 7.14 {1H,
t), 7.58 (1B, 4d), 8.03 (1K, s), 8.14 (lH, dd), 8.88
(lH, m); MS m/e 437-439 (M+NHg*), 420-422 (M+H™%).

CHg: 1,10~ = (9 4 3 2)-3-a 4 3
80T kT, EAAAFHEAT, ¥o-[C-EFH T FH]-CQ-
FRKE-HEXRA) B FEg(l.2 g 2.8 mmol), st 44058, 6.1
mmol)fn = 7,8 — (= 3 j#)42(0.22 g, 0.5 mmol)# % ADMF (12 ml)
HOR e im0, MR MAHEER, EANRANLE LE
HBREHF. 2EEME, KEALBRIEQC<)ER., £HHERK
AIMEE B (2 <), Kfndh ARk, FLKRBRETE IR, H#E
K. BRYINPE LR IEFRELE L, BT AL 49043 g, 45%):

IR (KBr) 1735, 1712,
1513, 1345 em~l; 1H NMR (300 MHz, CDCls3) 83.96 (3H,

sy, 3.98 (3H, s}, 7.7% (1K, t), 7.90 (1H, t©), 8.05
(18, d), 8.53 (1H, s}, 8.76_(1H, d), 8.84 (1K, 4),
9.74 (1H, d); MS m/e 357 (M+NHg™") .

MAE B B R RO B R A

D s 3-mf £ 3E-1,10- — g BF

#1,10-— (o B 50)-3-58 £ 3 2 THF (25 ml) e gy 232 s fn IME 4
(10 mmAERAR. WRAEHAHEER, BAKH, A=
fFRC)ER, AIMEBH A8 LEPH 2, kK& EE
& RZf¥kfrKitk FTH B _BWRENRS 402
g, 73%):

IR (KBr) 1783, 1741,
1704, 1520, 1345 cm~l; MS m/e 311 (M+NHg*), 281
(M+NH4*t-NO), 264 (M+HT-NO).

45



¥ % — 8 (150 mg, 4.8 mmol) £ kg 8(0.9 ml), 7 & Br(0.1 ml)Fn
Tt (l mDy B e dmhole, BZREeHmsHETE R+
R, FTREERACKRER HEZTER REKFeERRKNBE
(0.13 g, 91%):

IR (KBr) 1784, 1741, 1518, 1345 cm~1;
1p NMR (300MHz, CDCli) 87.98 (1lH, t), 8.09% (1E, t),

8.53 (1K, d), 9.02 (1H, 4), 9.24 (1E, 4d), 9.2% (lH,
s), 10.03 (1H, 4d); MS m/e 311 {M+NHg*), 281 (M+NHg*-

NO) .

Egp g 4-[3-G-wf #E 3-1,10-— @Bt T e &) w5 £ 3£ 1-1-G-74 #£ 3£-1,10-
THB LT RE T
B3 EE-LIC-—FRES ITREES, AR BEREERLY
—F R
mp >240°C (dec); IR (KBr)

3450, 1708, 1663 cm~i; 1H NMR (300 MHz, TFA-d) &.16

(4, m), 2.52 (2H, m), 3.14 (3H, s), 3.48 (6H, m},
4.53 (4H, m), 7.96 (2H, m), 8.13 (2H, m), B.30 (2H,
m), B8.93 (2H, m), 9.32 (2H, m), 9.45 (2H, m), 10.05
(2H, m); MS m/e 696 (M+E*), 666 (M+ET-NO)}.

SE MBS

Aff g S-aHAEIE-1,10- — F g BF

TREBFISVTR, BEHPR %, - FEf2-R-3-3 £ X 7 g
(Rahman, L.K.A.; Scrowston, R.M. J. Chem. Soc. Perkin Trans. 1 1984,
38)H & T 7 kb4
a-[(Z-R-3-HAEFLTFHE-C-H R EHX)LB Foy; 15 164-166
C .
o [(2-B-3-s HXA)T P H)-C-FEBAEFEL) B FEg; 165
.
L1O-— (& # 2 )-5-m 2 35 B 5 184-185C
>-#f £ 3E-1,10- — o % &
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mp
246°C; 1H NMR (300 MEz, TEA-d) d9.24 (1H, s), B8.83 )
(15, d, J=7.7 Hz), 8.67 (1H, d, J=8.8 Hz), §.47 (lH,
4, J=8.1 Hz), B.1l6 (lE, d, J=7.7 Hz), 8.00 (lH, t,
J=7.7 Hz}, 7.95 (1H, t, J=8.1 Hz}; M3 (NHj3, CI) 311
(M+NH4), 281 (M+NH4-NQ); IR (KBr) 1783, 1746, 1521,
1376, 1153, 1071, 1040, 775 cm~i.

B 4-[3-(S-a 4 3E-1,10- = P B T B8 ) 7 A 41 1-(5- 3 3£ -1,10-
“HBRIERE)TIRE TR
F-RE-LIO- TR S TREES, HUBEEREIERY
— B B 3 (75%):
mp  292°C (dec); lH NMR

(300 MHz, DMSO-dg) 89.12 (2H, s), 8.73 (2H, 4, J=8.0
Hz), 8.61 (24, d, J=7.5 Hz), 38.38-8.34 (4H, m), 8.25

(1§, m), 8.03-7.%8 (4H, m) 4.20 (4H, m), 3.22-3.00
(2H, m), 3.00-2.9C¢ (2H, m), 2.30 (3H, s), 2.10-1.98

(2H, m), 1.80-1.60 (4H, m); IR (KBr) 3500-3400 (br),

3000-2700 (br), 1705, 1661, 1528, 1367, 1205, 780 cm-
1

SEHE B 52

Adf g 6-mg 3E-1,10- — o gf A7

FREHFOOTR, e X B - Prgf2- -4 X Fre
(Dandegaonker, S.H. J. Ind. Chem. Soc. 1969, 46,148) %] & T 7| 1k &
4y
(B4 MEFET FRH)Q S ELEL)LH A 5125128
C
o[- 4 EX DT FRL)-QC-FEREFL) LR TE; Halll-
113C.
1,10-= (B 4 8 5£)-6-s% 2 3E: 4 5 184-186C
6-78 £ 4F-1,10- — o7 g% BF:
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mp
>290°C; 1B NMR (300 MHz, DMSO-dg) §89.7% (1H, 4, J=1.8

Hz), 9.56 (1H, d, J=7.7 Hz), 9.20 (lH, s), 8.70 (1H,
d, J=9.1 Hz), 8.63 (1H, d, J=7.4 Hz), 8.860 (1H, dd,
J=8.8, 1.8 Hz), 8.12 (1H, t, J=7.7 Hz); MS (NH3 CI)
m/e 311 (M+NH4), 264 (M+H-NO), 281 (M+NH4-NOC); IR
(KBr) 1783, 1742, 1600, 1547, 1514, 1350 cm~!.

Bz (5.8)-1.2-—-[2-(6-g £ 3-1,10- — WEE P ) WA £ 2 =

AFERR

$6-54 4 3E-1,10- — F B EF 5(S,S)-1,2- —-Q-a £ FH a58) 75 (US+
Rl 9202130 &, MEYWRERKEZNRA 644, AL
AFRFH0220= 78, SYUEBEER. NEToBHiEETHRE
TERFRE, AEEAAE, SHELIE BAAILBRERER
KA EEwm: mEL2-1I5C, A K Fm b FamQlyB)i

B &, 58 = F#RH(58%):

mp 253-255°C; MS (NH3 CI) m/e 725 (M+H), 707
(M+H=-H50); IR (KBr) 3400-3300 (br), 3000-2500 (br),
1706, 1663, 1600, 1545, 1312, 1348, 1207, 784 cm-i;

i%’i}"*ﬁﬁ_ﬁ{ﬁ CazHqoNg01452: C,
55.02; H, 4.40; N, 9.17. FEME: c, 55.40; H, 4.38;
N, 2.07.
SE 451 53

Ay -7 BEXFTAAFE B - H iy

AR RS A ERF LR, HRER SRR T

-7 B E R T K -

1H NMR (300
MHz, CDCls3) & 2.15 (s, 3H), 3.70 (s, 3H), 3.85 (s,
3H), 3.95 (s, 2H), 7.15 {(d, 1H, J=8.0 Hz), 7.50 (br s,
1H), 7.70 (dd, 1H, J=8.0, 2.2 Hz), 7.99 (d, 1H, J=2.2
Hz); MS m/e 266 (M+HT). '

B 3-ZBr A A 3E-1,10-— FEe B
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HEIEOIS0®, HhLHEEES X - P2 AR KT
BHET A ey
a-[(2-RKE)T FH)-Q-% H-4-7 B8 2 K H) % F @y
1H NMR (30C MHz, DMSO-dg) &
2.05 (3H, s), 3.63 (3H, s), 6.68 (1, d), 6.80 (1H, d,
J=8 Hz), 7.04-7.20 (2H, m), 7.52-7.59 (1H, m), 7.65

(1, d, J=8 Hz), 7.70 (1H, s), 8.25 (1H, d, J=2 Hz),
10.15 (1H, s), 13.10 (1H, br s).

a-[C-REE)T FH)-Q-FH A4 LB AL FE) 78 F g
1 NMR
(300 MHz, CDCls) &2.17 (3H, s), 3.77 (3H, s), 3.86
{3H, s), 6.68-6.71 (1H, m), 6.8%9-6.92 (2H, m), 6.94-
6.99 (1H, m), 7.23-7.25 (1H, m), 7.53-7.58 (2E, m),
7.92 (1H, s), 8.11 (1E, s):; MS m/e 434 (M+B*).

3-ZB A EE-110- - F B
o -[CRRZ)T P HE)-(2-F -4 LB AR KE) LB FEF
&, AEBERNUABRE, FTHEHE 8+ 65k

1y NMR (300
MHz, DMSO-dg) 8 2.20 (3%, s), 7.87 (1E, t), §.01 (1iH,

t), 8.41 (1H, d), 8.68 (1H, d), 8.75 (1H, s), 8.95
(1H, s), 9.45 (1H, s), 10.70 (1E, s); MS m/e 323
(M+NHg*) .

Capo: I-HH4E-1,10-— H g r
EREFHETHI-THARE-LIC-— ¥R BrAM, 535
ly NMR (300 MHz, DMSO-dg) 87.78 (1H,

Ty, 7.90 (2B, sy, 8.25 (2E, s), 8.3C (lH, 4, 8.83
(1H, 4), 8.65 (1H, s) .

D#gs: 4-B-G-8&#-110-— FEr T ) E £4)-1-G-5 4 3-1,10-
THBREBER)TRZEAFHERE
H-EEE-LIC_ERF S TREES, FRHBER:
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lH NMR (300 MHz, DMSO-dg) 81.40~1.55 (2H,
m), 1.60-1.75 (2H, m), 1.75-1.82 (2H, m), 2.55-2.70
(4H, m), 4.00-4.20 (4H, m), 6.10 {4H, s), 7.70-7.80
(2, m), 7.80-7.90 (2H, m), B8.1S (2H, s), 8.25 (2H,
d), 8.55-8.65 (2H, d and 4E, s).

RAFEBRCSLBINE Z M EMR, F3 = Faskh: 5 H280C (4
fE) .

SEHE ) 54
A T-W R A 3E-1,10- — & g BT
HREHEH0 A, HHHX B - FRf2-B-S5S-FREEER
(Handford, B.O.; Whalley, W.B. J. Chem. Soc. 1963, 3896)&| & T 5 4,

47

a-[(Z-R-5-FEREFRLTFHE)-C-BEFH) L8 Frg; 4545 51-53
c.

a-[Z-B-5FEEFDTFRC-FEHEERLCH TR B E
75-77C,

LIO-Z(F 3 2)-7-w g 3 f 5 148-149C,
7- 51 4,3 3-1,10- = 9 5% F-

292-293°C; lH NMR (300MHz, TFA-d) §9%.18-%.15 (2H,

d+s), B.83 (iH, 4, 8.74 (1H, d), 8.04 (ZH, t), 7.75-
7.73 (2K, d+s), 4.20 (3H, s); MS (NH3 CI) 279 (M+H),

296 (M+NH4):; IR (KBr) 1773, 1734, 1589, 1280, 720 cm™~
1

mp

B g 4-[3-(7-F F 4 3-110- — B T B 37 £ 4 ]-1-(7- 7 & 4 36 -
LI-Z 9B M) TR EFH B

KT-FEHEE-LIC-—FEHFFE TREEES, HUESREELEY
7 — B 3 (77%):
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mp 162-165°C; lH NMR
(300 MHz, DMSO-dg) 89.18 (2H, d, J=8.4 Hz), 8.93 (2H,

d, J=2.2 Hz), 8.90 (2H, d, J=9.2 Hz), 8.45 (24, &,
J=7.3 Hz), 7.94 (2H, dd, J=8.1, 8 Hz), 7.%0 (2H, t,
J=2.6 Hz), 7.59-7.55 (2K, dd, J=9.2, 2.6 Hz), 4.17-
4.12 (4H, m), 3.97 (€H, s}, 3.04-2.96 (4H, m), 2.29
(3, s), 2.08-1.99 (2H, m), 1.75-1.65 (4H, m); IR
(KBr) 3500 (br), 3100 (br), 1699, 1657, 1617, 1599,
1355, 1230, 1209, 780 cm~1l,

5 #6151 55
AFi s 6,7- — W g 4 2E-1,10- — s EF
R S ISOFT I8, B 41 % — 8 — ¥ BeA6- 3 5 % gt (Raiford, L
Perry, R.P. J. Org. Chem. 1942, 7, 3544 & 7| 1. & 4

o -[(2--45-— FEEF )T FHE)-Q-HHEERL) % T e
mp  129%-130°C; *H NMR (300

MHz, CDCl3) & 8.15 (1H, dd, J=7.5, 1.4 Hz), 7.98 (1H,
s), 7.47-7.32 (2H, d+t), 7.09 (1H, dd, J=7.3, 1.4 Hz),
6.99 (1H, s), 6.14 (1H, s), 3.83 (3H, s), 3.78 (3H,
s), 3.21 (3H, s); MS (NH3 CI) m/e 440 (M+NHg4), 423
(M+H) ; IR (KBr) 3400-3300 (br), 1720, 1695, 1510,
1281, 1220 cm~i.

o -[(2-R-4.5-Z WE R FH)T FE)-Q-FEH L FE) LW F 5

mp 117-119°C; 1H NMR
(300 MHz, CDCls3) &8.07 (lH, dd, J=7.2, 2.2 Hz), 7.97
(14, s), 7.46-7.36 (2H, m), 7.08 (iH, dd, J=7.1, 2.2
Hz), 6.99 (1H, s), 6.14 (1H, s), 3.86 (3H, s), 3.83
{3H, s), 3.783 (3H, s), 3.18% (3H, s); MS (NH3 CI) m/e
454 (M+NH4), 406 (M+H-OMe); IR (KBr) 1725, 1712, 1510,
1440, 1282, 1250, 1220, 1169 cm~l.

L10-= (5 g 3% #)-6,7- — % 4 3¢ 3
mp 192-193°C; 1H NMR (300 MHz, CDCis3) &8.70 (1H, 4,
J=§.8 Hz), 8.28 (1H, s), 8.01 (1H, d, J=7.3 Hz), 7.96
(l1H, s), 7.6% (1H, t©, J=7.3 Hz), 7.30 (iH, s), 4.14
(3, s), 4.05 (3H, s), 3.%93 (3E, s); MS (CH4 CI) m/e
355 (M+H), 323 {(M+H-MeOH) .
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6.7- — ¥ g # 3E-1,10- — & B B

mp >324°C; lH NMR (300 MHEz, TFa-d) 89.10 (2H, s+d,

J=7.7 Hz), 8.72 (1K, 4, J=7.3 Hz), 8.25 (lH, s), 8.00
(1§, t, J=7.7 Hz), 7.67 (lH, s}, 4.25 (3H, s}, 4.18
(3H, s); MS (NH3 CI) m/e 308 (M+H), 326 (M+NHg4); IR

(KBr) 1761, 1720, 1601, 1525, 1511, 1275, 1265, 1217,
1004, 780 cm-l.

B g 4B-(67-— @ g £ 4-1,10- - g T e £) 75 4 £1-1-(6,7-=
FEREF-LIC-—FBREHRL) T e Fama

HOT-—WREE-LIC-—FMHE TR %S, AAESRES
oy — ¥ o B £ (59%):

mp 254-257°C; lE NMR
(300 MHz, DMSO-dg) & 9.27 (2H, d), 8.90 (2H, s), 8.47
(2H, d), 8.31 (2H, s), 7.985 (28, ©), 7.88 (2, s),
4.20-4.12 (4H, m), 4.11 (6H, s), 3.98 (6H, s), 3.06-
5.50 (4H, m), 2.31 (3H, s), 2.08-1.95 (2d, m), 1.78-
1.63 (44, m); IR (KBr) 3600-3300 (br), 2900-3000 (bx),
1695, 1653, 1599, 1512, 1420, 1385, 1342, 12653, 1216,
1166, 781 ecm-l.

5 #6191 56
A#i g 6-53E-1,10- = % 5 BF

SRR AR T, 4 g = :
ERSE SR FERCRE
TH A4y " TR

a-l(-FEFRE)T PR X E) 78 FEs:

lH NMR (300 MHz, CDCl3) 88.23
(1H, m), 7.78 (1, s), 7.50 (2E, m), 7.13 (1lE, m)
6.93 (24, dd), 6.82 (2H, t), 3.72 (3H, s): MS'(CH’ cn
m/e 269 (M+H-MeOH), 283 (M+H-H,0), 297 (M+C255-Me$;)
300, 301 (M+H), 309 (M+C3Hs-MeOH), 329 (M+C2Hg) ’

6-4, 3E-1,10- — & 6 &F:
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1y
NMR (300 MHz, CD3COCD3} 89.34 (1H, dd), 9.09 (1H, s),

8.76 (1H, dd), 8.67 (1H, dd), 8.54 (1H, dd}, 8.15 (1H,
dd), 7.76 (1H, td):; MS (CH4 CI) m/e 267 (M+H), 295
(M+C2Hg), 307 (M+C3Hs) ;

C16H7FO3 sy HRMS 4+ & &: 266.0379, 5ziil{4: 266.0380.

B 5 4-[3-(6-F 3E-1.10- — F Bt ¥ pe £ )7y | #]-1-(6-4, 3-1,10- — &7
Bt AT ke 8 F B 5

HO-RIE-LIC-—FRESTRHEES, FHBESHREELELY —
FARA R, #E300-306C (4HHE) .

5K 3 17 80
A s ZFF[1,2-b] sk mg-5,6- — ¥ B4 BF
HREHOI AR Ty ok, B4R B PR3-l FREH &
TFit &4

o[-k H) T B HE]-(2- A FH) 78 F B

14 NMR (300 MHz, CDCls) 8&.19
(18, d), 7.66 (1H, s), 7.58 (iH, t), 7.50 (1H, t©),
7.25 (2B, & ), 7.11 (1H, s), 5.39% (1H, s), 3.70
(3H, s); MS (CH4 CI) m/e 273 (M+H), 301 (M+CzHs), 313
(M+C3Hg) .

2 5£[1,2-b] ok wg-5,6- — ¥ & B
ix
NMR (300 MHz, CDCli) &8.95 (lH, s), 8.76 (1lH, d4),

8.66 (1H, d), 7.98 (14, d), 7.93 (1H, t), 7.16 (1lH,
d); MS (CE4 CI) m/e 239 (M+H), 267 (M+CoHs), 279
(M+C3Hs) ;

C14HeO48y HRMS i} 4 & 238.0266, szip{4g: 238.0263
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B# g 4-B-(FEHF[2-blek 5.6 — W B T B )5 g 3 1-1-( 3
[1.2-b]ek w-5.6- — FBE T REH) T e & F i 2

HRHL2blkg-5.6- " PRI 5 TREHES, AUBERESEE
oy —FeEmh: M E273-276C (542) .

S K581

Agig: 2-9 3-1H-2 34 [1,2-d] sk ok -5,6- — 9 8 5

@3—5%%-4-5%@%-1,8-%@;@@H(Jones, L.A.; Kim, HK.;
Watson, R. J. Chem. Soc. C 1971, 3891; Mosebach, G.; Sachs, F. Chem.
Ber. 1911, 44, 2852) (3.9 g, 13.5 mmol)Fu & 1k E 45 — A& -4 4(15.27 g,
67.7 mmol) 7 7, & (25 ml) s gy B 5% & P Ak 2 # (16.9 ml, 203
mmol), ¢ fr B AR € LR RHAESOC A0 4. BRAWAHES
iw, FEIANAGS mhd, g LT weE®, H0.IM
AAMHAERG 25 mDFo K (S0 mDpik, ¥ FREEERE LR
(80 mDeb i E 2/ B, M E TR, BIBEERE. Ky
REFFAGO mDar, H0.1 MEF /LA E R b F kiR o8, ke
&F O ER, AARS mDigik, 3#T&, 235290 g (85%) % 4 H
13

mp
>300°C (lit. mp 340-~342°C: Podrezova, T. N. Khim.
Geterotsikl. Soedin. 1973, 566; Chem. Abstr. 1973, 79,
31988p); lH NMR (DMSO-dg, 300 MHz) 82.69 (s, 3H),

7.95 (dd, 1E, J=8.1, 7.3 Hz), 8.46 (dd, 1lH, J=7.3, 1.1
Hz), 8.51 (s, 1H), 8.85 (dd, 1H, J=8.0, 1.1 Hz); MS
(CI, CHy4) m/e (%) 233 (M+HT, 100).

B 4-[3-(2- 1 g5-1H- 3 3£ [1,2-d] ok s -5,6- = o gk 1 ) 75 L2 |-
-2~ - 1H-2 3 [1,2-d]sk b -5.6- ~ BB T ) T = S F R B 4
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2o A-TH-Z 50 [1.2-d]ok i -5.6- — W BT &5 T oS RE 5 &, B3
B, EdAFERCIUBINE, RUBSREERL Y= T
B £ (28%0): 1 5260-261°C ( 44 ) ;

1H NMR (DMSO-dg, 300 MEz) 81.62-1.80

(br m, 4H}, 1.98-2.10 (br m, 2H), 2.37 (s, 9H), 2.74
(s, 6H), 2.92-3.09 (br m, 4H), 4.08-4.20 (br m, 4H),
7.98 {(t, 2H, J=7.7 Hz), 8.24-8.38 (br m, 2H), 8.50 (d,
28, J=6.9 Hz), 8.58 (s, 2H), 8.83 (d, 2H, J=8.1 Hz),
12.5 « B %, 2H); MS (CI, NHi) m/e (%) 614 (M+H*

#Ea, 17), 361 (8), 323 (30), 309 (30), 284 (24),
267 (50), 252 (100).

52 3617 82

Affig: 3-ZBAZE-4¢E-1.8-% - EgEF

EFRHT, m3-7Brg H£-1,8-2% — & 5 fr(Middleton, R.W.; Parrick,
J.; Clarke, E.D.; Wardman, P. J. Heterocyclic Chem. 1986, 23, 849) (255
mg, 1.00 mmol) sk B 8% (60 ml) e gy & 3% 7 ok 5% fm #(0.11 ml, 2.20
mmol), KRR AHMAE R, KEAHELE MALES
BF(5.0 ml, 53 mmol)f kg4 (5 ml), #4384 4 B Ap i E w24, 4
BAHEZR BIRRUENENER, KAAKESRM 2%

%, 7831110 mg (33%)E 44
mp 286-288°C; IR
(KBr) 3402, 3090, 177%&, 1737, 16%6, 1620, 1395, 1573,
1504, 1448, 1413, 1389, 1275, 1148, 1015, 784 em~1; 1lH
NMR (300 MHz, DMSO-dsg) §10.16 (br s, 1H), 8.89 (s,
1H), 8.65 (d, 1H, J=8.4 Hz), 8.54 (d, 1H, J=7.7 Hz),
g8§.02 (dd, 1H, J=8.4, 7.7 Hz) 2.22 (s, 3H); MS (CI) m/e

334 (M+H), 254 (B ).

B g 2- H A 32, 1-d]g i-5,6- = 9 B B

EHRHT, M3-ZBEHE4-H-1,8-2 = 75 57(1.00 g, 2.99 mmol)
£ ¥ FK GO0 ml) gy & 32 5% & — % fn A\ Lawesson's i 7 (0.78 g, 1.92
mmol), i K K7 3B 4 41 Am # B K 2.5 B, g 6] fim \ Lawesson's i 3
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(0.12 g, 0.29 mmol), g asympER L e, sz =8, 7R
MR EBEMA I8 — @ Fhe-F Bk iL), 1835270 mg (34%)F 4
7 4

mp 288%-292°C; IR (KBr) 3073, 2930, 1780,

1737, 1586, 1412, 1302, 1262, 1195, 1166, 1149, 1074,
1050, 1022, 780 cm~!; 1y NMR (300 MHz, DMSO-dg) 88.89

(s, 1H}, B8.68 (d, 1E, J=8.4 Hz), 8.5%§ (d, 1H, J=7.3

Hz), 8.02 (dd, 1H, J=8.4, 7.3 Hz), 2.99 (s, 3H); MS
(CI) m/e 287 (M+NH,, B ), 270 (M+H).

CHig: 4-[3-(2-F 2 5 5 (2,1-d]og o -5,6- = 9 B T Jr 4) g 412 ]-1-(2-
PEFH21-dlE 56— FERTBE)T A TS
W2 R FA Al w56~ FHE L TRGEEL, BHBEER
(92%):
mp 275-278°C; IR (KBr)

2954, 1695, 1661, 1593, 1434, 1333, 1175, 782 ecm~i; 1H
NMR (300 MHz, TFA-d) &9.33 (d, 2H, J=11.7 Hz), 8.99

(m, 2H), 8.70 (d, 24, J=8.5 Hz), B8.24 (m, 2H), 7.30
(br s, 1H), 4.49 (m, 4H), 3.43 (br s, 1OH), 2.45 (m,
2H), 2.12 (m, 4H); MS (CI) m/e 648 (M+H, % ).

VU B AR LY — B 2 (93%): g 5 318-321C (4pfE)

IR (KBr) 295%, 2782,
1698, 1656, 1613, 1591, 1452, 1433, 1333, 1285, 1208,
1183, 1058, 783 cm~l; lH NMR (300 MHz, DMSO-dg) 88.79

(s, 24), 8.52 {(m, 4H), 8.26 {br s, 2H), 7.95 (m, 2H),
4.13 (m, 4H), 3.04 (m, 4H), 2.97 {s, 6H), 2.29 (s,
3H), 2.02 (m, 2H), 1.73 (m, 4H}; MS (CI) m/e 648§ (M+H,

).

2 717 83
(RR)-1,2- = [2-(2- 5 g 3% 3£ [2,1-d] s o -5.,6- = 1 gt 5 ) 75 421 7,
L e
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2 (2, 1-d]g e -5,6-— B B 5 (RR)-1,2- - -2 5 &
) Lhe(US& F| & 3%92/02130) 45 4, 15 5 i B 51(50%):

mp 238-
241°c; IR (KBr) 2970, 2931, 16%7, 1661, 1615, 1591,
1452, 1421, 1329, 1284, 1237, 1197, 1173, 1078, 782,
750 em~l; 1¥ NMR (300 MHz, TFA-d) 89.23 (s, 2H), 8.88
(d, 2H, J=7.7 Hz), 8.64 (d, 2H, J=8.1 Hz), 8.20 (dd,
2H, J=8.1, 7.7 Hz), 5.84 (m, 2H), 4.43 (dd, 2H,
J=13.6, 10.2 Hz), 3.88 (m, 4H), 3.60 (m, 2H), 3.41 (s,
6Hy, 1.76 (d, 6H, J=7.3 Hz); MS (CI) m/e 677 (M+H},

308 (B )

Kl BRAE Ny — T m £ (G5%): ki £>215C (44) ;

IR
(KBr) 2934, 2729, 1702, 1661, 1616, 1591, 1452, 1421,
1382, 132%, 1285, 1195, 1058, 784 cm~i; 1H NMR (300
MHz, TFA-d) & 9.24 (s, 2H), 8.88 (d, 2H, J=7.7 Hz),

8.66 (d, 2H, J=8.4 Hz), 8.19 (dd, 2H, J=8.4, 7.7 Hz),
5.83 (m, 2H), 4.39 (m, 2H), 3.90 (m, 4H), 3.4l (s, 6H),
2.91 (s, 6H), 1.75 (d, 6H, J=6.9 Hz); MS (CI) m/e 677
(M+H), 245 ( & /.

5K #4790
Afg: FEIH[2.1-b] ok -5,6- — & w5 B
BRSO LT R T ok, MBS E B — FEf2-vk g TR 44
T 5164

o -[(Z-sk g )T FH]-Q-S K )75 F g
1H NMR (300 MHz, CDClj3) &.20
(1K, d), 7.65 (1H, s), 7.60 (l1H, t), 7.51 (1H, t),

7.29 (2H, m), €.24 (1H, m), 5.74 (1H, d), 3.74 (1H,
d), 3.74 (3H, s).

# 3 (2,1-b] ok w5-5.6- — & % BF-
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1H
NMR (300 MHz, CDCl3) 88.84 (1H, s), 8.65 (18, dy,

8.59 (1H, d), 8.10 {(lH, d), 7.81 (1H, t), 7.45 (1H,
d); MS (CH4 CI) m/e 239 (M+E), 287 (M+C2Hs), 279

(M+C3Hg) ;

C14HeO4# HRMS i+ 4 fi: 238.0266, szyi{g: 238.0261

B ah: 4-[3-(# 3 [2.1-b] ok o4-5.6- = 3 gt T o ) 75 4 & )-1-(3% ¢

[2,1-b]ek 5-5.6- — WEL T ) T e 4 F b vk £

K22, 1Dl -5.6- — FREF 5 ERBES, HUBSHELHE

- Fa#EE i, K ga160-165C,

5E % 47 100

4-[3(7,12- = 4-7.12- = G % % 3¢ [a) B -4,5- — ¥ Bt T B i) w5 4 A ]-1-
(712- = g-712- — % 445 — PR T ) T & T st 2

#112-— F-7,12- — g R &K A2l E-4.5- — ¥ g B733
(Kasai, T.; Ando, H.:;

Tsuruoka, S. Kogyo Kagaku Zssshi 1968, 71, 1871, Chem.

Absrtr. 1969, 70, 77657x; Akiyoshi, £.; Tsuge, 0. Kogyo
Kagaku Zasshi 1956, 59, 455, Chem. Abscr. 1958, 52,

3754b; Peters, A. T.; Rowe, F. M. J. Soc. Dyers
Coleour, 1843, 58, 523

5 TRk, 1531 ER25%):

mp  257~259°C; MS m/e 766
(M+H*) ; H NMR (TFA-d, 300 MHz) §2.35 (br m, 4H),
2.70 (br m, 2H), 3.70 (br m, 4H), 4.50-4.65 (m, 4H),
8.00-8.20 (m, 4H), 8.21 (m, 2H), B8.39-8.60 (m, 4H),
8.91 (d, J=8.1 Hz, 2H), 9.52 (s, 1H), 9.54 (s, 1H),
10.00 (d, J=9.0 Hz, 2H).

Frilr B L - R stk 3 (81%):
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mpo 266-
268°C; MS m/e 766 (M+H*); lH NMR (TFA-d, 300 MHz) §

2.35 (br m, 4H), 2.70 (br m, 2H), 3.28 (s, 3H), 3.70
(br m, 4E), 4.50-4.65 (m, 4E), 8.00-8.20 (m, 4H), 8.21
(m, 2E), 8.39-8.60 (m, 4E), 8.9%1 (d, J=8.1 Hz, 2H),
9.52 (s, 1E), 9.54 (s, 1H), 10.0 (d, J=9.0 Hz, 2H).

S # 7] 101
(RR)- 1,2~ = —[2-(7,12- ~ 5 -7.12- = i ft £ 3 [a] 5 -4,5- — =gt T
BMEVHEZEIC G 2 F#e s
B12-Z F-T12- — G R FK [l E-4.5- — g 5 5 (RR)-p=0 - &5
A EE) Tt (£ E & F| w35 92/092134) 4z 2 KL R R E RS
BFEN _RFREBE2SG FEY A FEAET AR EETIE
1#(20%):

mp >300°C; lH NMR (DMSO-ds,
300 MHz) 8 1.60 (d, J=6.6 Hz, 6KE), 3.31 (m, 4H), 3.45

(br m, 2H), 3.90 (m, 2H), 5.52 (m, 2H), 8.00 (m, 4H),

8.14 (t, J=7.4 Hz, 24), 8.25 (m, 4H), B8.66 (d, J=7-225
Hz, 2H), 9.11 (s, 2H), 9.89 (d, J=7.5 Hz, 2H); (&3}

-16.35° (c=0.104 g/dL, DMSQO).

-

T U B 5 U = R 2 (60%):

mp
208-210°C; MS m/e 795 (M+H*):; 1H NMR (DMS0-dg, 300

MHz) 8 1.60 (d, J=6.6 Hz, 6H), 2.28 (s, 6H), 3.31 (m,

4H), 3.45 (br m, 2H), 3.90 (m, 2H), 5.52 (m, 2H), 8.00
(m, 4H), 8.14 (t, J=7.4 Hz, 2H), 8.25 (m, 4H), B.66

(d, J=7.2 Hz, 2H), 9.11 (s, 2H), 9.89 (d, J=7.5 Hz,
2H); [a] 2% -35.28° (c=0.326 g/dL, DMSO).

S5 110 |
(R.R)-1-[2-(5- 5 2 3£ -1.10- = o Bt T J 25 ) 77 48 4k )-2-[2-(3- s &£ 22 -1,8-
—HWBRIMEIWAXILE —aFsE® s

5 3-54 A£-1,8-2 — @ 8 # (Anselm, F.; Zuckmayer, F. Chem. Ber.
1899, 32, 3283) (75 mg, 0.31 mmol)FoS-4 Ze 2£-1,10- — = #% BF(77 mg,
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0.31 mmol) [ B*f)ﬁu)\(R,R)"lsz-L{z-/ﬁ,%ﬁﬁ%)Z%(US—-&;’M B 33
92/02134) (54 mg, 0.31 mmol)# 3ml THF & B VERR B, WiZR-A M Ao
RERAR, HRECEFAANEETE. HERLEH, RAWA
BREHTEE. A% PEA S FEARAR /2529mg (15%)
i
in

NMR (300 MHz, CDClz) 89.42 (d, 1H), 9.13 (m, 2H),

8.98 (d, 1K), 8.78 (s, 1H), B.60 (dd, 2H), 8.40 (dd,

1H), 8.28 (d, 1H), 7.83 (m, 2K), 7.65 (dd, 1H), 5.22

(m, 2H), 3.41 (m, 2H), 2.92 (m, 2H), 2.77 (m, 4H),

1.90 (br s, 2H), 1.43 (&, 3H), 1.42 (d, 3H); MS (CI,

NH3) m/e 631 (M+H*).

B E R F (2 mD e 5y 58 (6.0 1 1, 0.09 mmol) 4h 3 44 % 2 5
RN —WaEmd HEARE, BERERERSY, 5235 mg
e pE167-172C (442) |

L 111

A g 4C-AEFAE)I-CRLE18-—w BEBL) TR -4 &
HR

" 7 ZB (50 ml) ek 4y T 5 f(6.53 g, 45.0 mmol)ys 7 b Ao A # BE K
# # (3.4 ml, 45.0 mmol), KT RBAMAET BHALLI )N Bt {McManis,
J.S.; Ganem, B. J. Org. Chem. 1980, 45, 2042), zE A& A 7, B(100
MDA, AmA3-5#-1,8-2% = w g 7(10.94 g, 45.0 mmol), HARE R
EWmRERAN A, B4, A F (7.3 ml, 112.5 mmol)fs 4 (10
ml). RS WA E R AN B, i, ERBEAHEE R,
ERBA LR ETRNER, B BQx20 mDgg, #FE. %A
EEMKEZB(50 mDFmmEn3040 40, AWM ELR. HRT
B (S0 m)se o ki fo B h3F T 4%, 78 510.09 g (39%) = 4z
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_ mp 143-147°C; 1H NMR
(DMSO-dg, 300 MHz) &1.65-1.80 (br m, 4H), 1.88
{(pentet, 2H, J=7.0 Hz), 2.35 (s, 6H), 2.84-3.06 (br m,
6H), 4.13 (t, 2H, J=6.2 Hz), 7.70-7.85 (br m, 3H),
8.10 (dd, 1H, J=8.1, 7.7 Hz), 8.31-8.45 (br m, 2H),
8.72 (dd, 1H, J=7.3, 1.1 Hz), B8.83 (dd, 1H, J=8.1, 0.8
Hz), B8.99 (d, 1H, J=2.2 Hz), 9.54 (d, 1E, J=2.2 Hz);
MS (CI, NHa) m/e (%) 371 (M+H" , 65y, 341

(100), 284 (18).

B g 4-[3-C-mf -5-F 2 E-L10-— W gt T ) 8 2 1-1-G-m &
F LS —EBM T TR PR

W5 WARE B — B T (112 g, 2.0 mmol)fu3-g% 3£-5-4 2 3£-1,10-
— FEEF(0.59 g, 2.0 mmol) 7,8 (20 ml)s gy B 3% 7% v fu A = 7, B
(042 ml, 3.0 mmol), 4 #718 B2 WA E KIS/ B, Sy, s
#B(0.19 ml, 3.0 mmol), 3738 4 4 o 2 B A 80 B, 3 45 Hh 2t 5.
PR BER CB(10 mDyk sk, 36T, M %M 5%4&Z=QS mhd
IR BTSN B, AR, FABERR L8100 mDk T,
#2|1.07 g (72%) — B T 7 2k

mp 210~-212°C; 12 NMR (DMSO-dg, 300 MHz) &

1.65-1.81 {(m, 4H), 2.02-2.12 (m, 2H), 2.32 (s, 3H),
2.94-3.15 (m, 4H), 4.12 (br t, 2H, J=7.5 Hz), 4.20 (br
t, 2H, J=7.5 Hz), 8.04 (dd, 1H, J=8.4, 4.8 Hz), 8.08
(dd, 1H, 4% J=8.0 Hz), 8.29-8.40 (br m, 1H),
8.70 (d, 1H, J=7.4 Hz), 8.81 (d, 1H, J=8.4 Hz), 8.95-
9.00 (m, 2H), 9.14 (d, 1K, J=2.2 Hz}, 9.29 (s, 1H),
9.36 (dd, 1H, J=4.4, 1.4 Hz)}, 9.52 (d, 1H, J=2.2 Hz),
10.16 (d, 1H, J=2.2 Hz); MS (CI, NH3) m/e (%) 647
(M+H* 7 &5 , 100), 618 (6), 352 (26), 351 (29).

52 ) 112
FB-C-E A5 F 4 -110- = FB T RE )7 5 ]-1-Cogt £ 2 1,8-—
FREME T - Fam
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TREROIILGT R, H3-ER-5-ARE-LIC-—Fnmins s
—~BEKES, FRNEEAZSYEZLHAOL BT g, 25—
BRI Rewh — B 30(69%): i 5247-252C (44 ;

lE NMR (DMSO-dg, 300 MHz) 8§1.58-1.76
(br m, 4H), 1.94-2.06 (br m, 2H), 2.30 (s, 6H), 2.89-
3.08 (br m, 4H), 4.04-4.15 (m, 4H), 7.76 ({(dd, 1H,
J=8.1, 4.4 Hz), 7.97 (d, 1H, J=2.2 Hz), 8.05 (dd, 1H,
J=8.1, 7.7 Hz), 8.22-8.32 (br m, 2H), 8.54 (d, 1H,
J=2.2 Hz), 8.56 (s, 1H), 8.64-8.70 (m, 2H), 8.78 (d,
1H, J=8.4 Hz), 8.94 (d, 1H, J=2.6 Hz), 9.08 (dd, 1H,
J=4.4, 1.8 Hz), 9.49 (d, 1H, J=2.6 Hz); MS (CI, NHj3)

m/e (%) 647 (7), 617 (M+H* WEm, 100), 587 (20),
352(12), 321 (13), 264 (28).

SEHef] 113
(R.R)-1-[2-(7- 8 42 46-1,10- — W B % f ) 75 A I-2-[2-G-7 F 2-1,8-
THREEBWREARI G ST a® S
R L0538, 443-52E-1.8- % — ¥ E B fu7-4. 2 3-1,10-—
TR BT 5 (RR)-1,2- = -Q2- 5 £ 55 848) 75 (US % 5| & 3% 92/02134) 5
G, 15 B i B A (14%):

1H NMR (300 MHz, CDCl3) &

9.45 (s, 1H), 9.19 (d, 1H), 9.02 (d, 1H), 8.93 (m,
3H), 8.67 (d, 2H), 8.41 (d, 1H), 8.33 (d, 1H), 7.92
(¢, 1H), 7.87 (t, 1H), 5.25 (m, 2H), 3.42 (m, 2H),
2.93 (m, 2H), 2.75 (m, 4H), 1.98 (br s, 2H), 1.47 (d,
3H), 1.42 (d, 3H).

BB LA © TR (78%): g & 193205C (4gr) . MS
(C1, NH3) m/e 631 (M+H* W E ).

S 47 114
- E LI PR T )AL -G B R 18— FE T
BE)TRETR% S
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SR 21 pak, K- B AL F A BT L,
BE BT TR (53%), HEag 0B BT
Y B 255-258C (442

14 NMR
(DMSO-dg, 300 MHz) §1.61-1.80 (br m, 4H), 2.01-2.12
(m, 2H), 2.32 (s, 3H), 2.92-3.12 (br m, 4H), 4.06-4.21
(m, 4H), 7.97 (dd, 1H, J=8.4, 4.4 Hz), 8.03-8.14 (m,
2H), 8.25-8.38 (br m, 2H), 8.60 (4, 1K, J=7.3 Hz),
8.69 (d, 1H, J=7.3 Hz), 8.80 (d&, lE, J=8.1 Hz), 8.86
(s, 1H), 8.96 (&, 1H, J=2.2 Hz), 9.19% (d&, 1K, J=3.7
Hz), 9.34 (d, 1H, J=8.0 Hz), 9.44 (&, 1H, J=8.1 Hz},
9.50 (d, 1H, J=2.2 Hz); MS (CI, NH3) m/e (%) 608

(10), 602 (M+H™ &, 100y, 572 (7), 313 (6), 306
(14) .

345 115
A-[3-C-m #£-8-F A 3E-1,10- =~ W BT i )75 A 2 ]-1-G-ml L2 -1,8-—
FBEEE) T K Ea FHE® L
TRERPILLIIT R, #3282k LI0-—9FRFs5 gT
Bt e, FEZBRERH - B (TI%), H s b Bk o B
WRZ: FEE219-223C (4042 ) -

1H NMR
{DMSO-ds, 300 MHz) 8§1.61-1.82 (br m, 4H), 2.02-2.14
{br m, 24}, 2.32 (s, 3H), 2.95-3.15 (br m, 4H), 4.08-
4.25 (br m, 4H), 8.00-8.11 (m, 2H), 8.32-8.45 (br m,
1H), 8.70 (d, 1K, J=7.7 Hz), B8.80 (d, 1H, J=8.1 Hz),
8.97 (d4, 1H, J=2.2 Hz), 9.01 (s, 1H), 9.11 (4, 14,
J=1.8 Hz), 9.28 (d, 1H, J=4.4 Hz), 9.52 (&, lH, J=2.2

Hz), 9.70 (d, 1H, J=7.7 Hz), 10.09 (&, 1K, J=1.8 Hz);
MS (CI, NH3) m/e (%) 698 (12), 647 (M+HT HE R

100), 617 (34), 352 (S80), 311 (23), 294 (28), 264
(13).

45116
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(RR)-1-[2-(3-gf £ -8- | % 3£-1,10- — F B T B 45) 79 4, % 1-2-[2-G-a &
FLE PRI BRLFEXI L E TR

3-8 -8 4 4E-1,10- — w5 BF 5 (RR)-1-[2-48 4 7 45 % ]-2-[2-
G- E XL~ WB T B £)% 441 7% (US4 F| & 35 07/919227) s
& HaERERKEH#HTEE, A2% PEHN - AFEAREI0%
TEN _AFREABELM, BSHBERO%), SEEnEzs
Lo — P AR Bk 3 (33%):

mp 185-186°C; 1y
NMR (DMSO-dg, 300 MHz) d10.11 (s, 1H), ©.73 (4, 1H),

9.53 (s, 1H), 9.28 (d, 1H), 9.11 (s, 1H), 9.02 (s,
1H), 8.96 (d, 1H), 8.81 (d, 1H), 8&.6%, {(d, 1H), 8.08
(m, 2H), $.47 (m, 2H), 3.93-3.28 (m, 8H), 2.25 (s,
6H), 1.5%9 (m, 6H); MS (CI, NH3) m/e 676 (M+H* Jif 55 a%).

SE # ) 140
4-[3-(2- 9 35 -1H-22 3 [1,2-d] ok »4-5,6- = & Bk T fz 36 ) 79 48 2 1-1-(3- 3
EFIS-—FB )T 8 Pt ah i
BWREHwB 1 frag, #52-9 - TH-35 34 [1,2-d]sf w-5,6- = % g6 BF
T-BEME S, TRGRERN2LETH®, B8 BTN ¥
TR H(63%), M 48 P B3 BT M b 5232-234C (4
)

1§ NMR (DMSO-dg, 300 MHz)
5 1.59-1.75 (br m, 4H), 1.95-2.05 (br m, 2H), 2.30 (s,
6H), 2.68 (s, 3H), 2.89-3.05 (br m, 4H), 4.07 (br t,
2H, J=7.5 Hz), 4.12 (br t, 2H, J=6.0 Hz), 7.93 (dd,
1K, J=8.1, 7.7 Hz), 8.04 (dd, 1H, J=8.1, 7.6 Hz),
8.21-8.32 (br m, 1H), 8.46 (dd, 1H, J=7.3, 0.7 Hz),
8.54 (s, 1H), 8.66 (dd, 1E, J=7.7, 0.7 Hz), 8.74~8.82
(m, 2H), 8.92 (d, 1H, J=2.6 Hz), $.48 (d, 1H, J=2.2
Hz); MS (CI, NH3) m/e (%) 605 (M+H* HEw, 441,
S96 (20), 352 (29), 314 (100), 309 (581, 285 (30), 252
(28) .
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F -8 T AR SUAT ) 25 09 3 T LU AR U BT TF 1 7 35 %1 & B K

RANAH.
B A

AL ABRB NS Y TEMERIT KL, DUEHBTLEEG
RELH., EYMNEHREFRWEA P URE TR Y A
AE AR E AR B0 AR K 0R 1S Ay 0 R E

AR RNEHEFEA FFE RN R ER, ST WE Fib
WA AR EkE, BRHESRTALE. EHfnpE, x -
GRHE-FREATHALATFTHE RN RBE RS 5058 7 s 5K 34
BRRZSWOIF. Bl £

Venditti (1980) Cancer Research 76: 176-191; Goldin et
al. (1981) EBur. J. Cancer 17: 129-142; Mattern et al.

Goldin and

{1988) Cancer and Metastasis Review 7: 263-284;
Jackson et al. (1%80) Cancer Investigations 8: 39-47.

REZEQNTFEHSN, ARAERSFERNLEYB TEAS A
FHTMHEEN.S, A RENIIER RN AL ERBEYE
AREEWNBITRA.
ShAh 2K 1

kR

41 45 % %7 1 5 GIBCO ( Grand Island, NY ) | 38 5~ 5 3 i -
2-#)-2,5- — F & g 4 MTT) iy & Sigma Chemical Company ( St.
Louis, MO) . Bt A4 i 7 # #] & & ££DMSO & gy 2mg/mlgy g g, MTT
#l & a 7£ Dulbecco's g & 4 2 » 1 3 A (PBS) % gy Img/ml gy 2 5. Fir
HEBA-20CH AL KR,
W

AABRDLD- 1B B A T A B R BEAANE B EN, $5HE
AR T ERAF
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(Dexter, D. L.;
Barposa, J. A.; Calabresi, P. Cancer Research 1979,
39, 1020; Dexter, D. L.; Spremulli, E. M.; Fligiel,
A.; Barbosa, J. A.; Vogel, R.; Van Vorhees, A.;
Calabresi, P. Am. J. Med. 1981, 71, 549.).

kTR R B & A L12104g g (Chen, S.-F.; Ruben, R.L. Dexter,
D.L. Cancer Research 1986, 46, 5014.), Fr wmpp A8 #3% CO»-
NNz AW AR T F37CHTHRE.

BEHOR, A5£0.1 mls s A o oy 45 91k K oy L121049 g (1 < 103)3;
AN < 1095 FOST R EM =, EEIR, 1 4aMEER
TRNEGARERERBUEHHEEH0.1 mlggspsst, #37C,
THERERIFERT2N NG, Ko HL1210m a0k 2 S 2 uE
N BI00w e KOF s, £37C, FmmEAy 5501 MTT_
REHRANHAD), Figgew TR F200 1 0.04N 2 8% 5 75 8 i Ao
. 7 Titertek Multiskan MCCHa# 3, 4 ¥ # J& 1T (Flow Laboratories)
L,ﬁiﬁﬁﬂﬂm%ﬁ&ﬁQOM@%ﬁ&%ﬂ%E,%%%ﬁ
'%?@mmm%ﬁﬁi,%%AWWﬁﬁm,mﬁﬁM%ﬁﬁﬁ%
BHEKRANTAIER, W =zICso:

Y = ((Am-Rp)/ (1+(X/ICs50)0)) +Ag

i?&fﬁ%%%%%%ﬁ;Af%%%%%ﬁﬁ?%%%ﬁ%
E;WW%%ﬂ%EM*%%%K%I%WW%%%%%&%E
ﬁ%%%ﬁ%#%%w#%k%%ﬂif@%ﬁ&ﬁﬁ%ﬁ%%

%
RERENKERGHRTEDS AN -ARBBEN, B
KU ESRE, BT KR T R T
R R T F R,

R AR R A A
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R A o F AR R R K 4 08 o 3L & e 49 5| DLD-2 4 s
R EAMX-IASL G, AUELMBRR ST 2547, 4
FAMBEBEA. MX-1A A, %8 2 NCUE A th 5% % 4 fp . DLD-2
NG BB 2 XA B AL L,

{(Dextex, D. L.;

Spremulli, E. N.; Matook, G. M.; Diamond, I.:;
Calabresi, P. Cancer Research 1982, 42, 5010; Dexter,
D. L.; Barbosa, J. A.; Celabresi, P. Cancer Research

1979, 39, 1020.)

R o E A ) BOR A AT R(Wnw)EE [ By B % 2 BE 4y Swiss
RACD-INR. EEOR, %tk E22-308 8 1 1 fo e 1 ) B4 7
0-2ml 25%Rbg e, ZBmH B EEEE KT E AL A NLE T 4
KO HEREARNB4H B, EBEAEHT-10X K, &450 mepy
b o i 8 A/ B, R AL ﬁwWWmégﬁ&%%wmmﬁﬁ@
OR—4, §X--k, HEOXRBHAEHRB L AMBRBA. &
HRARBAEDEFSREETHE>20% A4 EE ML 8L
KK ANTERE., EFSERFISIBR, BNRHE. 4
Fo. VIR HFARE,

WAL I 9T 4 xR F 8 5T 3T R 4 ) N W BB £ K R T
BREWE K. bR MAE NGB oy B EA(mm), R H Bk o
Aiaf (MEEEme- (kK x £2Y2) g ek iEeEmy). &
TRRANHEEE (F15-18%) REMH4MEEE, +EE- #
TATBB R G BAG B S E, FFEER M E Y
MET AT RBEEN TR T HHET
% B G KA 4] =

BT EEE < 100

‘ ——
MEEFHWHEEE
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& JH B K& iE 41 47 (the National Cancer Institute) 47 3 x 1k K & 5 A
AEEGTNTE. W EF B 0 M8 & £ 30 5| = 4 58-
89% HBANBE FLF M, WHERFETFI0% AN EHAT
ERA. WEHLTHERIR=F £ 4% 8, FR=ZAME)EFER
RITFERAREFM. KT8 £ KMAE N LMol h g
.

EHp3. 5, 7, 8 13 17 18 111, 114, 115, Fnl18py 4k 4
WK AR FFZRIFHADLD-2 85 4+ K% E . 6.
8, 13, 19, 20, 25 111 112, 114 115 V17521183 % 3 EL# o
F ERIF G FMX-1 55 A 30 4] 75 b

LI210%n 77 s AR 6 5 20 L 35 35 400 50 A B9 3028, % 3038 WU ICs,
T, BArE pg/ml,
DLD-24aMX- 12 th g A B 5 # AR 4y 0 403, 330 3092 0L jb oy 4
KOHEH T2 HET, NEHEFEE Poymegke, £ 844 5.
BRE AKX F e/l F,
nt: RiX %
nd: k.

oA
IR T M AR 5 T LB A o A 1 A e o R
ERAARK ARG WOERBL), R 5 ME. 'TL/LLJ;T%
TERTHNEERT ZHA TR TUREAET EE R
HESZHETERRLBALE., VAT U LM HE, ’fEFEEﬁ%
AREFBENHAREAREG Y LB S G PR — 7.
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HHENEMENF BN TR S, FHEIRECHNBEERS
 ZEBRFROACEREUERSNARFRERLLT 7 Rk
B BXEFHENFR. BERAFMEE: EROSEFARE, &
XENHSE. BTAERMENEE. - HEH, FHERI-NE
HETURFEATHRELSA0ER, BY HEXE AT hEI0-
200, (h#10-50% 3, G R24KAH, HFUFEERAND LY,
LA BT TR &R,

EATABRNAE (HE4) - -EUoHH1.0Z % T 45005
MR, EXEHHA YT, FUBRI NS BERE S AN L
EEWH0.5-95%(F &),

BEER T AEZORA, ETUREBRAN A R E. A
X AEFERAABWBRN. BEOEIR, BFREESTETUAULSD
B | AL 22 A B2 e A

R HEA BRI REE, g #H HE®.
M. HERMTEY. BERE. REARS. TUEHEULNH
BRER. RS HAARESTUARESER =, U LA
REVRNE SRS, EH A TUE AR K R,
UE A ATRNRE, FEFAANFEE A8, REHRET
M NN R .

DREEA BT LSEEFEF AR UEAEE G2,

— MR, K. EEWNE. HAK WEBEKERHEEWBEAR
R TB R B RO _HREATERERERN L, EH
BRAGERRE ST ERA SN ABEESE. SFMMEF, UL
WRFE, FHEANR. RELH O ERREH. TRBH%HR
AMBTUEMREERAERERN. ETUEASER ALY
EDTAG . Wb, EHEFERTUSEWREA, WmERR., MEE
RPBX M ETRABRAER T B,
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618 Wy 25 4 & 1K &5 3R -F Remington's Pharmaceutical Sciences, A.

Osol, 1x B AT oy - K A7k 5% $5.
ERTHEAXLZALS N GEN G HH B H 0T
&

WAL EATVE WA R SR B P 4 1002 3 11k 0F 1 K 4
IDEFAE. HEFRBEROELTERRYE, HlEAEHEER
.

HEEURSELETHESY, AEXHRFEEHIARE, ¥
R0 T E A o R A E. R T

il
BATAT R EAENAN, ERF- - FEBEEMLSH100Z 5%
ke, O2ZRRAZE . SEXFEEBRE. 215X Hars
O NZERIREHPOBIZEF M. T LE S #HTER, L8
R E 5

BEIO% (AR WoBAAFHALS% (RN EREL,
BlEETEMAANEGEASY. AESNHEERLESLFRE.

&R AL TR ERFSEARETR T4 H100% ¥ my
M ER RS, 20EX R FEF 454, SELZTmy. 1.0z
L 582 5 B (U.S.P.)Fn0.025 2 A % E gt

ARXAF “EREd - MR RIERERANS L, WA A
N A E U TERARLARECEEY, TRAESLHREL B
B T AL IR BT R, T HE R R AR B A R A
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S61-061 1 0 2 H H - - H H H It H H H ' 9 9 b1
G'€¢Z-1220 1 0 3®nW-(d) H H H H H ®H-(d) 8W-,L CON-,£ ®H-L ZION-£ .S S €1
082< 1 02 H H - - H H H  9W-,L 2ON-,€ ®H-L ZON-f£ ,§ g 21
0€c-82¢ 1 0 2 H ] - - H 1 I ZON-,L H  ZON-L H 'S S 11
00¢-861 1 0 2 H H - - H H H ®W-,L H IH-L H 'S S 0t
g8c-982 1 0 2 H H - - H H H H CHN-,€ H CHN-£ .G q 6
S1Z-11Z 0 1 0 ®W-() H H il i o 9W-(d) W ZON-,& H  ZON-£ ,S§ S 8
2e¢C-022 0 1 0 ®W-(S) H H H H H ®R-(s) H C¢ON-,€ H Z0N-E ,S S L
LBZ-S°bBCO T O H H H H H H H H ¢N-.€ H Z%ON-£ ,S S 9
10£-86C¢ 1 0 ¢ H H - - H H H H C¢N-,¢€ H 2ON-£ .S g S
98¢-682 1 0 1 H H - - H H H H CON-,&€ H ©ON-f ,S S b
G9Z-€92 1 0 0 H H - - H H H H ¢ON-.€ H 2N-£ ,§ q £
SLz-2Le 0 0 O H H - - H H H H <C¢ON-,£ H %ON-f .S S A
LS2-25¢ 1 0 2 H H - - I H H H H H H 'S g I
du d wu 4 g g4 pd i p¥ T zh 2X 1A X BT N LT

cH

g

v/ Y

HENIEFE 1 %
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0 1 0 ®W-{(d) H H H H H 2™-(4) H H H H .89 8’9 €€
¢HN ZHN
0 T 0-%HO-(S) H H H H H -¢HD-(S)®H-,L ZON-,€ 3HW-L Z%ON-£.8',5 8’'S ¢
SHWSCHD BWSCHD
0 1 0-%HD-(S) H H H H H -%HD-(S) H ¢ON-,£& H ZON-£,8',§ 8'G 1€
1 0 1 @aW-(4) H - - H H SW-(d) H H H H .8',8 8'S 0F
01 0 H 8W-(d) H 8W-(d) H @W-(d) H H <ON-,& H ZHN-f .8 S  6¢
0 1 0 SW-(d) H H H i HHOCHD-(Y) H H H 2ON-€ L S 82
0 1 0 ®W-(d) H H H H H 3W-(Y) H H H ZON-€ 9 S Le
£62-052 0 1 0 H ®W-(S) H H H ®W-(S) H  9W-,L %ON-,€ 3H-L ZION-f 6 S 9z
LvZ-9vZ 0 1T 0 ®W-(d) H H 9W-(S) H i ®W-(4d) 9W-,L ZON-,€ SW-L CON-f S S S¢
bbZ-€¢Z 0 T 0 233-(d) H H H H H 29-(d4) ®W-,L ON-,£ BH-L CON-€ S S e
t92¢-%9Z 0 1 0 H H H H H } H  ®W-,L PON-,€ ®HW-L ZON-E ,§ S €z
£L2-TL2 T 0 0O H H - - H H H  9W-,L PON-,£ ®H-L %ON-£ ,§ A/
9¥2-S¥Z 0 T 0 ®W-(d) H H oW-(d) H H ®W-(d) H %ON-.£ H  20ON-£ ,§ S 12
GLe< 010 H 9W-(s) H 1 H 8W-(s) H H 2O0N-,€ H ZON-f£ .S S 0¢
0LZ-L92 0 1T 0 H H H H H H H H 2ZON-,& H CON-f£ .8 8 61
§re-z1z 1 0 2 H H - - H H H H <ON-,€ H CON-E .8 8 81
LyZ-€¥Z 1 0 ¢ H H - - H H H H H H H '8 8 LI
002-S61 1 0 2 H H - - H H H H CON-,& H ¢ON-£ L L 91
qLe-99¢ 1 0 2 H H - - i H H H H H H WL L St
du d w u 4 M ¥4 4 g A qd & ZX A X BT N e
% CBENAEE 1%
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0 T 0 ®W-(S) H H H H H H ©9WO-,8 H H ZON-£ .6 S 6E
ZHO=HD
0 T 0 ®W-(d) i H H H H-C¢HD-(4) ¢HUN-,8 H H CON-E 4§ S B¢
0 0 0 SW-(S) H - - H H ©®W-(S) NO-.. H NO-L H 'S S LE
01 0 H H 14 H 34 H H ®WZoS-,L. H @®Wios-L '8 8 9¢
T 0 1 H SKH-(S) - - H ®W-(S) H %HN-,9 H H ZON-£ ,§ T
SWSCHD
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#£ IX. BiE

SEREf L1210 i A DLD-2 MX-1 VAR
1 0.134 0.0860 16(25) nt 2.3
2 0.02¢ 0.044 0¢(12.5) nt 0.01
3 0.00s6 0.004 92 (20) nc 0.08
4 0.011 0.005 57(10) nt 0.45
5 0.006 0.013 82(10) nt 0.0¢
6 0.041 0.005 nt 81(12.5) 0.33
7 0.048 0.028 83(12.5) nt 0.68
8 0.030 0.008 95 (10 7/9 IR 4.0

2/9 IR 2/9 FR (5)
9 0.182 0.166 nc ) nt 11
10 0.588 0.34¢6 nt nt nd
11 0.171 0.543 nt nt nd
12 0.027 0.00¢ nt nt 0.05
13 0.065 0.030 90 (12.5) 99(12.5) 7.1
1/9 IR 7/9 IR

14 0.008 0.003 nt nt 0.9
15 0.002 0.002 nt nt 0.81
16 <0.01 0.002 nt nt nd
17 0.001 0.001 59(6.2) nt nd
18 0.001 ¢.007 84 (12.5) nt .02
19 0.013 0.00% nt 84 (6) 0.95
20 0.012 nt nt 95(6.2) 3.33

1/9 IR
21 0.042 0.005 nt nt 7.70
22 0.020 0.003 nt 0(25) 0.03
23 0.042 0.043 nt 0(25) 0.12
24 0.130 0.022 nt nt 0.15
25 0.048 0.010 97(25) 99(25) 4,82

6/8 IR

1/8 FR
26 0.018 0.012 nc 22(6.2) nd
40 0.098 0.412 nt nc 0.0¢
41 0.317 0.804 nt nt nd
42 0.137 0.271 nt nt 0.06
43 0.357 0.400 nt nt 0.04
44 0.888 1.010 nt nt 0.27
45 0.300 1.048 nc nt nd
46 0.414 0.958 nt nt 0.0¢
47 0.378 0.763 nt nt 0.15
483 0.773 1.462 nt nt nd
49 0.02s8 0.007 nt nt nd
50 0.1286 0.032 nt nt nd
81 0.205 0.747 nt nt nd
52 0.082 0.044 nt nt nd
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g3 0.453 0.753 nt ntc nd
54 0.198 0.615 nt nc nd
53 0.35%6 5.434 nt nt nd
56 0.365 0.222 nt nt 0.04
80 0.38¢ 0.635 nc nt 0.42
81 0.201 22.22 nt nt 7.6
82 0.082 0.068 nt nt 4.5
83 <0.01 D.004 nt nc nd
90 c.013 0.017 nt nt nad
100 0.014 0.07Q nt 24 (20) 0.186
101 0.105 0.050 nc nt nd
110 0.183 0.006 nt nt nd
111 0.003 0.002 99(18) 93(20) 0.24
2/7 'IR 7/9 IR
1/9 FR
112 0.020 0.007 48 (12.5) S8 (25) 7.5
3/8 IR
113 0.008 0.0003 nt ne nd
114 <0.01 0.001 899 (12.5) 98 (12) 0.68
4/8 IR 5/8 IR
115 0.003 0.001 90 (10) . 251(6) 0.15
1/8 IR
116 0.012 0.003 nt nc nd
117 0.036 0.002 nt 8/8 IR (6) 8.70
118 0.02¢ 0.0008 85 (6) 8/8 IR (3} €5.1
7/% IR
112 0.044 0.003 nc ntc nd
120 0.2s61 0.013 nc nt nd
121 0.397 0.032 ot nt nd
122 0.211 0.023 nt ntc nd
123 0.013 nec ntc nt 5.77
124 0.011 nt nt ns .29
140 0.425 0.101 0(50) nc a
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