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FE VA E R HAEE R R P EARNRAEDE . b, 18 45-50C N L ZE R, 7
W B AAE LA T AE 45°C TR TR LIRIF S (IR 1 3- 3 -5 = s - KL . GC-MS:m/
2:179, 160, 151, 140, 132, 7= {44F GC Fl HPLC #5510 F ABCR [ 3- 583 —5- 4 - = P &
FE &L (ABCR FO1075) AH[A] . NMR 14 54 [ ABCR [IFE S AH TR o

[0099]  SEJif] 5 3—(4— FZE — KM —1- 95 ) —5- = A& - 2RI (D

[0100]

F
F F

N
NN NH,

e

[0101] ¥4 EAL4h (12. 18 %2, 55-65% m/m, Fluka 71620) BiF 7 PUS R (60 ZFH) o,
FHAE 20-25°C N E DR I BIF I P AR N 4- FFEBR M (24. 5 7)) 7EPUS R (65 =&
FO PRI AR E ARG Ik F2 AR EF 20-25°C [RIRLRE o FEN I 58 i » 4 OV,
REWAE 20-25°C N A HedE 156 208, B2 UHBBUE 1. 4 3-8 -5 = P2 - AR
(XIX) (25 55) 8 1— FI3E —2- kg el (125 2271 Hh VS TR S8 N 23 [ MR S
HHIREMAE 20-25°C N FEHidE 16 730 Bhe SRJE, I VIR EPAE 100 °C TR F Nk
DLZE VR 5 R ) (DS o 55, FHELEE T2 165°C QI 48 s TR -G-8 i
FENBEFE 22 /NI 5 TN, B SR AR N K (500 Z£TF) A1, FRAE K AR A AT 2E A 3
Mk (2 X500 =) ZHL. & FFRUT 55 FAEBEAE, 3 7K (2X500 270 ZEH. /KR 8
(19 FOMANUZ T, FEAE 45°CFI80E 28 R LLRAS 2 L[] AR IR i) 3— (4— A& — ik
e —1- 35 ) —5— = 3k — RN R e 2 b 1 R g i e iRvs By . 78 80-90°C Kk
HF= e i 28 (93, 4 50 H, IHEE A I 2 =l . £ RY 35-40°CREL . HRIFH
TEZW TR 2 /NI, B B . K BT DKV IR R 2R (26 27D i, SR A P
50°CF TR LIS 4l 5 (4 FEZE — kM —1- 25 ) -3— = 1 5& - XL (1D GC-MS:m/z
241, 222, 213, 200, 186, 172, 160,

[0102]  'H-NMR (400MHz, DMSO-d,) : 8 2. 15(3H), 5. 85 (2H), 6. 79 (1H), 6. 91 (1H) , 6. 95 (1H),
7. 34 (1H), 8. 04 (1H) .

[0103] K7, 4 B BTIR, W LA i 3 JR e 1t 22 PRy AR IR LR 3— 6 —5— fiff 2k - =
TR (XITD. 72 BR TS 6 Tl T A (XITD &b 54 (1D,

[0104] & 15

[0105]
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F
F. F

NH,

(Xviin) (Xvi) ({)]

[0106]  SZHEM] 6 5-(4— FZE — BRME —1- 3% ) -3— = FEEFIE (XXTD
[0107]

(XX

[0108]  1F 20-25°C, ZER/SA R, B 4- AL —1H- BRI (1. 98 78, 24. 11 ZZBE/R)AE N- FIZE
MEE It Bl (NMPD (18 22D A S A I 2 &AL 8k (0. 82 g, 60%, 20. 5 Z£EE/RK) 76 NMP (18
ZTOP RSB  FIREWHFE 1 /AN, ZRE 0N 3- # -5 =3 T EE R (XXID(3. 2 5,
16. 4 ZJEIR) £ NP (8 ZTH) M. PR NVIRG WAL 20-25°C R Hi: 2 /M, 285
TE 20 2B IS K (120 2T, 4 P S B2 EE 16 /N o

[0109]  THYEUTIED, K (20 ZF0) PR, WHEAE LR L1 (70 Z T v, FFHIK (50 Z T
WIEANZ . HKIH IR OEE (2X40 =T B 5 IFANEEE T Fi 2 50
TR RIS INPERE (68 TP 2 J5 , R4t . HEIFRA AR 0CI-BiH: 2 /b
i, ARG L vE . BEuEDE YA Bk (2 X 15 ZZFOWG, E R T 4E 3. 1 s Ak
(bR AAL A4 (75, 3%) Gt HPLC, 73. 7 AR %).

[o110]  SEjfifs] 7 3-(4— FRSE — BRI —1- 3 ) —5- = FFJE - 2R W% (XXT11)

[0111]

E
F F

(XX

(@]
N/\>,(:H3
NH, \QN
[0112] % 5-(4- F3E — BRME —1- 36 ) —3- =4 05 (3.5 78, 13. 93 ZZJEE/R)AE NMP(28
T B E K (9. 8 2T, 25%) Flid AL S K E I (3. 5 2= T, 30%) AbBE . 4 Fr 1R
HYE 20-25°C R HiHE 1 /MEE, SR SRR K (420 = TP o W TS BRI S5 SR DF
K (50 Z£F4) Peidk, 7E A AE 50 CF4E, 74 3. 2 3 i R B bR AL &4 (XXT1TD
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(85.4%) (@it HPLC, 98 [ %)

[0113]  SEfs] 8 5—(4— FRZE —1H- BRme —1— 3% ) —3— = H &L - B (D

[0114] ¥ 3-(4- AL — R —1- L ) -5 = Ik - XA WERZ (XXTT1T) (1 55, 3. 71 Z&E
IR AEAUT BE (10 Z£ 5 FIK (3.8 2T Hh IR H IR IR (3. 7 Z£ 7, 9%) A ALY
(1.5 2T, 30 FIZKEE AL . ¥ [ ARG YILE 60°C T HiHE 16 /NI, 2R J5 s I FR & ah
W (2 ZTF, 10%) . 73 BN, I F 28 (5 = TH) FuK (2.5 = TF) A3, SR 5 78 I HCT /K
T C2M, 5 Z TP o ¥ T3 BIF M 1.5 /NN, A E1 2 0°CH I8 HIEDFH AR (3 Z7D)
ek, AEFLA PR LA AR 0. 39 e s AR AR AL S R ER IR £k (43. 2% GE i HPLC,
99. 7 R N T REBCRNE, K = AE 45°C N FIAE L8 (1 22T PRI BREVEI K il (2. 2
T, 5%) AbFE 0.5 /NI ARG HE R NVIREWTE 1 /AN NA TR 0°C, HPiFE 2 /Nif . g8
Gy, H CBE (2X0. 75 20 Yk, HAE LA AE 50°C L™ 42 0. 27 38 K F
PR IIFR AL S (1) (32.8%) G HPLC>99. 9 [HFH %)

[0115]  SEJtEf] 9 5-(4- FI3E —1H- BRME —1- 3% ) -3- =3 F3E - X% (D

[0116]

U

F.C NH,

[0117]  7EFCA VA B 2% 1 B SRS b N Cul (89.5 % 71, 0. 47 2 FE /) B ot — i
(107. 3 277, 0. 94 ZZJE/R) F T HEE — B (10 ZTH. FIRSWERENEE FHH: 10 4
Bho fEREZAHBEAYH, A 3- IR -5 =F P EE - KEEHZ (XVDD (1. 13 78, 4. 7 ZEIR,
4— FAZE —1H- BEME (0. 77 52,9, 4 ZZE KON Cs,C0,( 1. 53 30, 4. T ZEEIR) . RS WILE 150°C
TINBIEERCRE 24 . BIRS WA IIE 25°C, Il A @ik Al (R sEt0Ac/MeOH
95 ¢ 5) DMRAHER T (1) (840 =),

[0118]  SEjifs] 10 4— FI3E —1-(3— A —5— = A3k — 2835 ) —1H- BkmME (1X) GREELL

Q)
g

[0119]
N

(IX)

F
O,N
F
F

[0120]  FEREHEFER 1- ¥R —3— gk -5 = LK (4. 05 5, 15 ZEE/R) (4- FIEL —1H- B
(2. 01 7, 24 2 FE R, 98%) FITEERAN (3. 73 7, 27 ZZBE/R) 76 N, N— — 3L k% (10 =
18
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FO A B TR 2 W (0. 141 2T, 2. 1 ZERO FBUAL AR (1) (0. 204 35, 1. 05 Z&
FEIR o B RIZUFERR S INAE 110°Cik 23 /P, BJE, K 1- 1] -3- ik -5- =
BRI AL, FBIFEA IR SR ¥IREGYA BT AR IEEE (30 =T W%, I
5%NaCl KR (30 Z T M LR ARG (16 =P . A3 K)Z, HHBUT L FEEEE (10 =70
TR AR (b 2O FNREWAR .. GHAVIZIFEIE. FHIBB K (10 ZF) %, H
LN (0. 303 2T AbFE 5 438h, K (10 227D 5% A& R B B /K B8 (10 =7 Fl7K (10
ZETF) PR ARG TE SR N TSR (1. 2 50 b3 1 /e A A BhuE )i pE 807, I8
1R A A s W) Wl Y B T EA I ot e = M A W Wt AT 3 R A R S TN
O AE I R4, H 2B OBER CRe i 4 ¢ 5 VREWVEN (£ 0. 5 1K1 % = Z A7 A4E
O, AT P AR R I AR 4 B3 1 (3 i3k -5 R AR - ORI ) —1H- BRmE, i
F:21.1% (HPLC 46/ :96. 7 [AL %). HF&4 :118-119°C,

[0121]  SEjffsl] 11 3—(4— A2 — mkme —1- 25 ) —5— = P2 - R (D

[0122]
N
[ D
N

H,N

U]

=
F

[0123]  fEREEZES, B 5% HI3EMER FERAIHR (0. 6 50D 7E 94% LEEKEEW (200 =) I
BIFR A . BEJE, TN 4= 2L —1-(3- i3t -5 = 3L - 2R3 ) —1H- BKME (6. 0 7,
22. 1 2R, HIRAWAE T0°CH 4 L) FEAL 3 /o b5, KB IRk .
BIF RS IERN L IE . K FTIFIETR IR N B 0-5°C 7K (250 ZF) H o B TR G4k
42 270 soE A, PikE, B EI A 0°C, FRE— DR K2 3 /NI o B T B ) [ 4ot 3 A 7K (20
ETOVEES S FELE 50°C N R T4, U= A2 K i AR 11 3- (4- AR — ke —1- 26 ) -5 =
SR - JRIE N, e 85, 8% (HPLC 4 94 MR %), 5 :123-124°C,

[0124]  sEjifs] 12 4- FIEE —1- (3 Ak —5— =& A3k — 3% ) —1H- BRME FFRR AR 25 (XX1X)
[0125]

O

N ~H0—g—
RN

(XXIX)

F
[0126]  7FE K% 50°C, B AL H] 4- B HE —1- (3— i3 —5— =& 3 — 55 ) —1H- BRME (1XD
(1.85 75,6 Z£JBE/K, 7F HPLC " 88 THIAN % 4l &) W ffAE LR L8 (6 =T e £E K 50°C
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T LERE IR ) T A TR SV T SRS N R (0. 397 2T, 6 D RN IR, i
S RTFARDTE . IR SN EN 2 508, IRE KL 5°C i — 2 HidE 75 /38h. B
R ] Aok 9, FH SR O (4 = TP PRk, FRESEAE T T4 TS RE 2- T RE
(5 ZTH) P RETFIRAE 50°C FHEEE 90 408h, A1 & 25005, ke 1 /DI, 348 0-5°C F FE i
1N o K T R [ A i i, VA 2- TR (5 2270 Wi, 78 S IR s T, 7= A K o
R 4- L —1- (3— i —5— = A& — X8 ) —1H- DKM FFRERR #h o Wit <54, 1%(HPLC 4k
FE :99. 5 AR %), 15 4 :208-213°C,

[0127]  SEHEM] 13 A~ 3% —1- (3 Aildk —5- =3 — 2R3E ) —1H- kM (IXO Gl o 55

AR
g

[0128]
N

(iX)

ON

F
F

[0120] R 4— FIELIKM: (10. 5 37, 125. 5 ZZEEOMBRIRH (12. 0 37, 119. 6 ZEEIR) &IFAE
N, N- Z AL LR (80 Z )1, IFAE 100°C MHiH: L /. Zeid 10 73 BhEsn 1- %L -3 fi
e —5- RS (12.5 31, 59. 8 ZEEE/RK) £ N, N- — FIEE LR (20 271 s L.
IRAYAE 108°C BRI RHEEE 3 /Mt HPLC 20 B AL R AR e 4 ke . BHIR AW
AEIZRY) 20°CIFE 1 /N INK (200 Z=TF) o K BT3B VE L 38, 7= 4 17, 5 SOl [ i
(HPLC :88. 8 THIFR % fT s A1, 8. 9 AL % AT EM T MK / BIF=YD . X Fp kK
(100 Z T BTFIRAE S N HiEE 1 /et b ugRE A, K (100 = FHOUES, 745 50°CF
PR T8 DAL= AL =0 . HPLC 3 #7 R BHGER L 90 THIRR % (1 AT 75 7=

[0130]  EE&E A S LRI (9.5 50 7E LR LME (50 = T1) FHERAE 70°C FHE
PR (1 50D FHBDPESR (1 50> AbFE 2 /NI, B U8, s R 2T 042 11, 1 wihk
Yo Bz M EHERNR NS T L8 L5 (3. 25 ) FEEkE (50 =ZT1). FHZE e 65°C
4- FIEE —1-(3— AH2E -5 = 4k — ZR2L ) —1H- BRMeRR i, JFA H R s 4, b5 7E 0°C
PEHE 3 /NI o KR I [ A i ik, T BE g (20 = TH) RIS, IEAE 50°C RS T4, 724k [l 44
4- PIEE —1-(3— A2k -5- =G AL - 828 ) —1H- BRMe. Sufiee <53, 3% (HPLC 404 :98. 2 [
L%, B A :117-118°C,

[0131]  SZjliff] 14 1- ¥ -3 A& -5 2 - 2 (XD

[0132]
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Br

(b4
O,N

F
F

[0133]  [r) 1- Aifdik —3— =R ALK (41. 1 ZTFF, 300 ZZEIR, 97%, W [ Aldrich) £ 4 F
e (240 BT IR P E 5L 10 488078 N 98% TR (45. 7 ZZTF, 840 ZZEE/R). W4 I FHit
[T — eI EWHHE SR 35°C, FFER IS 5 /AN 73 /NSRS IN 1, 3- IR -5, 5— AL - BK
el -2, 4— i G 3L 53,1 3¢, 180 =P . FREWTE 35°C T R8EHE 19 /M. JHb)im, iR
HPLC 437, #83E 97% ) LA RHEEAL o 45 5 VR A 0vA 30 22 =53, FRAE VKK A E G R N 28
i 20 73 BREASINE 0-5°C IR BEFE ) 2M NaOH /K (210 =) F1e NIRRT I 2K
A135C. NEWZE. KKZEH O (3X200 ZTHAR. E&IFHAIERK (200 ZT1).
5% 5 T B A 7K v (2X 200 ZE ) 8%NalCO, /K 7 ¥ (200 ZFH) FiI 10%NaCl 7K HE ¥ (200
T Ve, WIS AEUE 45°C R 28 RE . IR BAALE 0. 71 Z A 70-80°C ¥l T 2%
PR, P AR ORI 1- I —3- ASJE —5- =M ZESS. e :89. 6% ('H-NMR 4iifF . K4y
95%). "H-NMR (400MHz, CDC1,) :8. 11ppm(m, 1H), 8. 45ppm (m, 1H), 8. 58-8. 59ppm (m, 1H) . ¥
MR 0.71 ZEF KR 68°C,

21



