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ISR ZE (400 2T ) , F¥ AR vk 4 22 K2 250 2T IR S A AR AR LUR 1 R V7 W o 1ok 98 25
BRUTEED, JEK IR 28 (2X 100 =T ) Ve B IRAE 2 200 =71 S &R, OF
Y T R DTTE D) P8 I I JE LB o R UEDEHT 2R (3X 50 271 ) Pevik. B B 2R Sk 4
LR 72 B R AE BRI AR KR AEDUE . 55, 7F 45-50C TR 2R,
I % B AE B R AE 45°C R 8 ASRAS 31 (iR 16 3— 8L -5 =31 1 3% — 2K 3Lk . GC-MS
m/z :179,160, 151,140, 132, 7= 7€ GC Fl HPLC H 5 [ ABCR (1) 3- 27& —5- % - =T
ZRFESS (ABCR FO1075) AHIA . NMR i 50 B ABCR fIAE SAHTE o

[0099]  SEZjifEffl 53— (4~ FFFE — kM —1- 3 ) -5 = FH FFEE - 2K (D

[0100]

F
F F

(h
Z >N NH

—

[0101] & A4kdh (12. 18 7, 55-65% m/m, Fluka 71620) & IFLEEMENE (60 ZTF) 4, I
7E 20-25°C FIEIZBEFE FIBTF R P 12 i N 4- FRZEmKME (24. 5 5 ) 7EVYERRE (65 ZT1)
HRIRIYA TR o D ATGRLATVA 21 ALEAS Ik FE A R FF 20-25°C FIRE « TEIS INSE - » 1 O NTR A
WIAE 20-25°C R FdiidE 15 708, B2TAREIUE R B 3- 9 -5 = H 2k - RIE% (XIX)
(25 50 ) 7F 1- 2L —2- mEme el (125 7 ) P B IRBAR I N BNZ R NIR G, 3T
TREWAE 20-25°CF FEHiHE 16 208 RJ5, i RNVIREWIAE 100°C FIHELAE T in#BLZ%
TR R (VUM ) o i FHELEETT 22 165°C (it ) IR R NIR S YITE IR
NEERE 22 AN TN B SR EEIAIK (500 =T ) B, FEE K AR RUT 3k B Ak
(2X500 2Tt ) FH. A HBUT 2 FREBAH, FFHK (2X500 =) FH. H /Kb B
(19 50) ¥ANUZT1E, FHAE 45°CTF 980 288 R LLRAT 2 ([ AR R A i) 3— (4- AR — K
e —1- 5 ) —5- =R Ik - RS NZ . KLl Psk 2 b 1 R g i e iRvg 4. 78 80-90°C Kl
=i 2R (93,4 55 ) W, IR H RS . £ KZ) 35-40°C RAEL i HRIFH
TEZW T AEE 2 /DI, 8 S . FHIEDFHIKR R (25 =& 5F) Yl AR P
50°CF TR LISRIG 4 5— (4- 2L — Rkme —1- 38 ) -3 =g 3L — A5 (1) o GC-MS :m/z
241, 222,213,200, 186,172, 160,

[0102]  'H-NMR (400MHz, DMSO-d,) : & 2. 15(3H) , 5. 85 (2H) , 6. 79 (1H) , 6. 91 (1H) , 6. 95 (11) ,
7. 34 (1H),8. 04 (1H) .

[0103] K7, 4 FBTR, W LA I 3 B e 1t 22 Ry AR IR LASRAS 3— 6 —5— fiff 2t - =
WP XIID . /£ EIRTTE 6 TR T &Y XI1D aEdeay) (D .

[0104] & 15

[0105]
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F
F | F Fl-F AT
FE 6
Br “lliil
et
- - . NC N7 N NH,

I_ | _ _

(Xvi) (XViN) U]

[0106]  SEZJtEfs] 65— (4— FIZE — BRME —1- 3 ) -3— = A EEFME (XXT1)
[0107]

(XXII)

[0108]  7E20-25°C, FEAVA T, fF 4- F3E —1H- BKMe (1. 98 35, 24. 11 ZZE/RK ) 7EN- 2L
MEE S GE Al (NMP) (18 Z& T ) Hr irs s I B &AL Bl (0. 82 g, 60 %, 20. 5 Z£BE/K ) 7E NMP (18
ZT) PR o FIREYHERE 1/, SRS ES N 3-8 -5- =PRI (XXD) (3.2 e,
16. 4 ZZEEIR ) 76 NP (8 2Tt ) MM iz NIRGYIAE 20-25°C R HiHE 2 /oS, SR )5
16 20 ZFBh sk (120 27t ) , HW S BV R 16 /M.

[0109]  JHYEVTIEY), /K (20 ZFt ) BEik, ARIE LR LG (70 =7 ) H, FFHK (50 =
TH) WEAENZ . BRI 2RO (2X40 ZTF) ZEL 4 I E HLZ2E B3 b
2 50 ZEFHAR . FEASINPERE (68 =Tt ) Z )G, RAEFWIMNLE . BBIFRAHE 0°CH
B2 NI, ARG I UE . HUEDERIVA B (2X 15 Z=TF) YRR, EELAE TP TS 301 e R
A S AR AR AL S (75. 3% ) (it HPLC, 73. 7 TR % ) o

[0110]  SEjffs] 73— (4 FAZE — BRI —1- 38 ) -5 =5 2L - 2R WEE (XXT11)

[0111]

F
F F

(XXIII)

N//st““CHs
NH, L::N

[0112]  f 65— (4— AL — kM —1- 55 ) -3- =3 PEEFE (3.5 50, 13. 93 ZJE/R ) E NP (28
ZT1) PR K 9.8 ZT1,25% ) Mt EALA KB ] (3.5 ZT1,30% ) AL,
PR EYIAE 20-25°C RHEFE 1 /NI, RIS RIS K (420 271 ) o KPS ai il I
KRR (50 =71 ) Yeik, fEELAES W AE 50°C T4, 74 3. 2w A s IR AR AL &4

17
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(XXTTT) (85.4% ) (it HPLC, 98 MHiA% ) »

[0118) S 85~ (4 Ik —1H- BRI —1- 5 ) -3 =GR — s (1)

[0114] 4 3 (4~ FFIE — DKM — 1 3 ) 5 =AY — AT IMG (XXTIT) (1 34, 3. 71 AL
IRD) FEAUTBE (10 ZH) FK (3.8 ZF) PHIEHAHIR AR (3.7 =, 9% ) MEE
B (1.5 27, 30% ) BRI AT . B R NIRGYIAE 60°C T HiHE 16 /NI, 2R 5 5 I E i 1%
SV (2271, 10% ) o P B AL, R (5 271 ) MUK (2.5 271 ) A3, ARSI
HCL JK¥ (OM, 5 27t ) o K PTIS BIFIALEE 1.5 /NI, 12 0°C IRt 8. K ukF A A 2K
(3 2Tt ) Ve, FERA PR LA™ AR 0. 39 su SR IR IFR AL S #h R #h (43.2% )
(3L HPLC,99. 7 IR ) o Ny T REISCK L, ¥4 7 4E 45°C FHIECRE (1 ZFH) HhIkiRRA
UKV (2.2 227F,5% ) ABFE 0.5 /NI SR JEH S RHR G HI7E L /NI A I 0°C, FF4
P2 /NI, RS B, S (2X0. 75 2= Tt ) YRk, JEAEEL A HRAE 50°C R TR L AE
0. 27 3o K b AR AR AL &4 (1) (32.8% ) (i HPLC > 99. 9 [IAR % ) o

(01151 SEHtifs] 95— (4— FIHE —1H- BRI —1- 3 ) -3 = IR A - SRALE (D)

[0116]

(1)

F.C NH,
[0117]  ZEBCA VA 525 I B B0 P o Cul (89. 5 % 3, 0. 47 ZZ EE /R ) VI Ot &
(107. 3 %51, 0. 94 ZE/R ) FI - HEE_FEE (10 ZTF) o FIRAWERTTEE T HiEE 10 43
Bl FEROZHRAY, I 3= I -5- =G % - 23 (VD) (L 13 58, 4. T K |
4— FIIE —1H- BE M 0. 77 50, 9. 4 ZE IR ) 1 Cs,C0, (1. 53 i, 4. 7T ZJEIR ) o HIREG WA
150°C R IAAFEFIBERE 24 /T J IR AP HIF: 25°C, FBR R E A HRAE CREF (EtOAC/
MeOH 95 @ 5) LIFRULAE R E=#1 (1) (840 =35 ) .
(o118 S 104~ A& ~1- (3~ ik -5 = 1AL — L ) ~1H- Wk (D0 R A 1
)
[0119]

(1X)

F
O.N
F
F

20
[0120]  {ERAEAFY 1- IR —3— fik —5- IR 2L (4. 05 3¢, 15 228K ) 4- 12k —LH- K
18
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e (2,01 b0, 24 ZFEIK,98% ) FIRKIRER (3. 73 »e, 27 Z/E/K) 16N, N- Z I FFEZ (10 2=
) PRIRTER A NG (0. 141 2= F, 2. 1 2R ) FIMALIEAR (T) (0. 204 3¢, 1. 05 %
FEIR ) o K RIZIHEFERR G INFAZE 110°CIE 23 /M. BbJE, KA 1- 3R -3- ik -5— =
PRI AL . AFRIF A I R EIR . RGBT AR (30 27 ) FoR, IR
5% NaCl /K (30 Z=Ft) MR NEE (16 2= ) o 2 E/K)ZE, FFRCT 2 P 2ERE (10 2
) MmNl 6 ZF) MIBEWAERN . GIFANUEHFEE. HIEmAHK (10 ZH)
PEGR, F & ZH (0.303 2T ) ALPE 5 4380, K (10 ZTt) 5 % FE BRI KB (10 %=
TE) UK (10 =T ) Yo, A= T AR (1.2 50 ) ARBE L /NiINEe A8 Bh sl 8
RVEIR FH DRI R 25k 2, DL AR TS I ZDAR (0, 270 B0 T R N e .
PS8 A A A I ERAE, QR CIREFICE 4 © 5 IRAEEN (72 0.5 1
FR% = CWAFAET ), AT 3= Ay m (i Aotk 4- L —1- (3- Al dE -5 =@ P2k -
o) —1H-BRMe, KR 21, 1% (HPLC 20/ :96. 7 A% ) » 1A :118-119C,

(01211  SZjfsl] 113—(4- FI2E — kM —1- 55 ) —5- =5 I 2& — 2R3 % (D

[0122]
N
D
N

H,N

(1)

F

F
F

[0123]  FERIEZET, 4 5% IE MR 7 EUAE (0.6 50) 75 94% LFE/KE I (200 ZFt)
(BT A . BEJ, N 4- B —1— (3— i3 —5- =& — ZK3% ) —1H- kM (6. 0 7%,
22. 1 ZJEIR ), JPRIRGWAE T0°CHI 4 B ) FEAL 3 /it BLJE, K Jm M el 1b .
BT WL B I . W TS UEM BN INE] 0-5°C 7K (250 ZZ ) . KT iR &Yk
42 270 yoE L, BikE, I A 0°C, Rt — BB R KA 3 /NI o ST R [ A4 5t 9, K (20
ZTF) PR, HAE 50°C N IUE T4, L AR K 1 AR (1) 3 (4 FRZE -k —1- 2% ) -5- =
SR - RIENE . e :85.8% (HPLC 4ifi :94 AR % ), 5 :123-124°C,
[0124]  SZjfs] 124- FR3E —1- (3— AHZE —5— =9 — 2R3 ) —1H- BRI ER £ (XXIX)
[0125]

O

(XXIX)

[0126]  7EKZ) 50°C, Kl 4— L —1- (3~ Ak -5 =3 2 — K35 ) —1H- BRm: (1X)

19



CN 102174019 B WO B 18/19 T

(1. 85 33,6 ZZJEI/R, 7 HPLC H 88 [HIFR % 4l fE ) WHAE LR Ol (6 Z=ZF) o fERZ 50T
T PERE B FE B TS R T T SR I R (0. 397 2T, 6 2R ) o ERNIMKIKE,
EE AR T AR DTE « HIXIR G RNBIAS I R W, HAERA 5°CNE— 0tk 75 708h. K
TE R AR g8, F CBR C W (4 271 ) Yal, IR IR AR T T8 F IS RE 2- N
i (5 ZTFt) HIBIEHAE 50°C R 90 70 8h, v E1 2 =35, Bt 1 /N, IFTE 0-5°C R ¥
BidE 1 /NI o B TE s A o 8, VA 2- IR (B =) PRk, 7R B AR T T4, =4
KEE AR 4- B2 -1- (3- & -5— =R 2L — 58 ) —1H- KM PRI £h . O 54, 1%
(HPLC 4/ :99. 5 [HIFH % ) , 45 i :208-213°C,

[0127]  SZjifsl] 134— F & —1- (3— AZE —5— =R AP 2E — 2858 ) —1H- mkme (1X) (i i 77 e Y

1)
s

[0128]
N

(IX)

F

O,N

F
F

[0129] ¥ 4- FAFEBKME (10. 5 55, 125. 5 2B /R ) FIRRERER (12. 0 75, 119. 6 ZZFE/R) BIFLE
N, N- A HBEZ (80 =71 ) P, FFTE 100°C MHeH: 1 /i 283 10 38PN 1- 5 -3— 4iF
B -5 ZRPEER (12,5 38,59, 8 Z=ZJE/R ) 78N, N- LB (20 ZH) P EHE. ¥
IREYAE 108°C IR AL R HiHE 3 /N HPLC 20 73R B AL R A B 58 i FE . FIREY)
RHIZEKL) 20°CHRE L /DA (200 271 ) o R BTAS i o ok, 776 17. 5 SOl [l ik
(HPLC :88. 8 THIAR % T 7% S A 1, 8. 9 AR %6 AT BRI F MK / B4 ) o HE X P REHEK
(100 Z T+ ) A HBTFIRAESE FREE 1 /. sk, Bk (100 ZT1) Yk, 748 50°C
TR T DL AR =) . HPLC 43 M BRI 90 THIRR % 1 BT 75 7240

[0130]  EE&hd o EIARAEY (9.5 %) {ELIR LB (50 Z T+ ) HEHAE 70°C N H
WEPER (1 5g ) FEhESR] (158 ) Kb 2 /B, )5 38, e R 2 o4 11,1 5%
WY BEMEHERR T T B RS (3. 25 7)) MBPEkE (50 ZTF ) o BHZIEMAE 65°C
SR 4 B -1- (3 AR 5 SRR - 2RAE ) —LH- BRMERR R, JRA R R SRS A, S AE
OCHERE 3 /N B R AL 3, F B (20 =7 ) Phik, JEAE 50°C R T4, 7= AL
A 4= AL —1- (3— A -5 =R 2k — 2R ) —TH- BKMe. Bl :53. 3% (HPLC 40U/ +98. 2
AR % ), 15 117-118°C,

[0131]  SEjtiffl] 141- ¥ -3- figdE -5 =& 3L - & (XI)

[0132]
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Br

(X1)

ON

F
F

[0133] i) 1- il —3— =R AL (41. 1 Z T, 300 ZEIR, 97 %, WY [ Aldrich) 78 4 T
(240 ZTF) PIESBRTP & a 10 488N 98 % iR (45. 7 = FF, 840 ZEEEIR ) o BB
PR TS U EWIHR R 35°C, FF&id 5 AN SN IN 1, 3- IR -5, 56— A - Ik
e -2, 4— Wi (53 53,1 5, 180 =T ) o KHRAWIE 35°C FHHEHE 19 /M. M), R
Wi HPLC 43 M7, 8 97 % WM BG4k A8 S TR -G 74 31 22 33, HAE FH VKK A H1E R
285k 20 23 BPES INE] 0-5°C IR P HE 1) 2M NaOH /K (210 Z7F) 1. R B T+ 2
KA 3B5C. BEME. HARZHCK (3X200 ZTF) 2. B&IFRAIUEHK (200 2
TH) 5% £ R ER AN /K (2 X200 ZTF) .8% NalCO, /K% (200 Z 7t ) F1 10% NaCl /K
W (200 Z T ) Beik, Ia 7RI 45°CF 28 R o B T8 AARAE 0. 71 Z LRI 70-80°C
VIR T AN, P AR VR B AR 1 1= R -3— Al -5 =R, oK :89.6% ("H-NMR &
B RK#2195% ) o "H-NMR (400MHz , CDC1,) :8. 11ppm{m, 1H) , 8. 45ppm (m, 1H) , 8. 58-8. 59ppm (m,
1H) o ¥hri 7E0. 71 ZE N KL 68C.
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