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P AEFRITEN, Al (HPLC) B hm T 98 HiE %, XA T2y AR = A .
[0089]  FTIR T VEAEHIAR EW] AR SERMUEAT , Ho A vr DA TR A: 7 o HnT LR i M i
A RS B IE R SE 77 Z2rh, /22X (D R ait b, e T a8
PEETR D WEsE S ES RN D ML SRR SRR 2 S, b5, 768
B WA PR EE (TD W%, il i s s T BRI NGR4T ATE gE T
Hegg A ) 0 B 28 (TT) P24 40 55 DMSO. I 3850 T MO AR EE A (T1) 7= A ] 445 SR f)
V5 5 R o
[0090]  RIEGHE
[0091] %55 &g 3] -

13
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[0092]

abs.
cat.
Cl

DC
DMF
DMSO
d. Th

€C

EI

ent

€q

ESI
GC-MS
Gew.-%

HPLC
konz.
LC-MS
min
MS
NMR
Ph

Rt

Rt

RT
viv
Wissr.

FK

P4 84
WFEEEEMS F)
X

BRI

Z WA T B

= F LR

WSAE G (FR)
TRk i S
BF-REELHEMS F)
Bk F A AR/ B AR 4
4%

oA B (£ MS F)
A48 &R B
TEBFHL

AN

BE. HRORAEE
AR &38R B
a4F

St

T AN

R

R $64(/&£ DC F)
#% % 8+ 18] (/£ HPLC )
£3$)-1

PRAR AT AR AR PO (U8 R )
SR, KER

[0093] i St 51 e Sk A 5 B 5 AELA 52 U AS BIR 1 P S i 91

[0094]  SZjiEfH 1

[0095]  2-[1-(2- i F3E ) —1H-ntkmedt [3,4-b] kg —3- & 1-4,5, 6 Mg — =iz (VIII)

F) il 2

14
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[0096]  7EE S, K 1100g 2 (TT1) LA Y)EIFAE 5. 41 [ DMF HHo NN 44g 1 R
[RI7K = VR IR (29 50% ) 5% Pd— BRAEAT], IR R UM AL NS S5, £F 65bar ]
SURFP AR 2 60°C R, B3 B 1 R R A EY 18h. TEAHI R 25°C 2 Jia, B R AE
1, BB i 28 34, FH 650ml ¥ DMF 5

[0097] & 3 LIAHR] 77 AT B9 =AM HURE ik o8 A i A0 50), A 1. 11 [ DMF ke, FRAE
W R IR IER E R BN = 02— gk, ¥ 8. 251 1 BIEEAT 8. 251 (/K TFE A
21y 6. bkg FIFTIRTRRY T, Jy 1Ak 58 G ¥ BIF A H1 24 5°C, i g H A 44,
B /K (L0 L) Pedke 18 b0 CTERE T . m&EEA 2415, HAHN THL
fHR91.8%. X (VIID) MBS CHFE) IS EA> 98 A %E > 97 E&E % . &
KERIZFCN DMF (£ 0.8 EE % ) FIK (40.5 EE% ).

[0098]  SLjifs] 2

[0099]  4,6- & JE —2-[1-(2- HEHE ) —1H- mEMEIF [3,4-b] nikig —3- 3% 1-5- Mg L4
FEFRFE (VD 6l

[0100] #3063 = (VITD) LGAN30. 71 1 Tk g F AR SEde N RN 2585 . 76
PLFER, 76 20-25°CilF =AM 1641g I kIR — FBE, FFE R T RS H %R 59 22h.
W UTVE P~ AR 8, I OMb 2 57 T B BRI, FFAE 50 CHEMUE T4 H RN R A =R N
3748g, BRI RAENT 105. 9% . X (I) WP a5 29 4. 7% S8 Fn b AR T o 452 25
[ NI CHINARAE R N BRI ), s 28 89. 5 i % (HPLC) » BT E &, 7™
FNHILAEK] 94. 8% .

[o101]  SEJEf) 3

[0102]  2-[1-(2- 3L ) —1H- mEmeIF [3,4-b] nikre —3- %8 1-4, 5, 6- MERE =g (VITI) [
il 2%

[0103]  FEFEZET, FULEEN 300g X (I11) HI4LE4.1600ml f¥) DMF F1 60g [#)7K — i
I BT R, FETEME AL G, 78 60 °C ¥ Y fBELRE AT 65bar 4 ) T 44 18h. 1EV4
HIFED 2 J, ok v O AR ), JF 0 100m1 () DMF k. 7R T, K i ik 45 &
534. 5g, H4E 35-40°CF, ML iF &N 750ml ¥ P EL, 4SR5 15 0-5°C FAHIZ G, it
I 750ml (17K o Kl At pE Y, HRAE 5O CHEMRUE 1. A ERE N 219. Tg S (E
%1 91.8%,

[0104]  SEZjifEfsl 4

[0105]  4,6- &3 —2-[1-(2- HEHE ) —1H- mEMeEIF [3,4-b] nkig —3- 3% 1-5- Mg AL
FEFRFE (VD 6l

[0106]  7ER MV ZE#SH, K 1. 50kg X (VITD) BFHb-EPTSEMA 14. 251 R AEEH, I
LEGLHE P RAZIR AN 35°C o 4E 30min W, 23T & N 531g I F R Il , ] 750m1
(1) 5 TR YE, IFLE 35°C FHEHZIR A4 16h, SRS, KRS WIINIE 50°C, 4F 50°CAEHiHE
FHEEIIN 3,851 FEEFT 606g (1) = 2 8%, A 450ml i FFEEMFYE. SR)5, 7 50°C R HFHiZ IR
G4 1h, AE1E RT, HAE RT BidE The A BTF AR 8, FER A S OL R, #H 3. 01 1
FENEE /R (4 01 PREPIK, B 3. 01 BRI BEBEE — I, FRAI 5. B e
R, 8 50°CHEE Lh, SRJEAE 100°CT4: 22h, 13RI FH N 1. 793kg, BHIR{E
£ 103.3% . X (VI) A5 6. 45% ISk b b AR T8 25 i I CHINZ A8 7

15
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ESVEFIC ), S Hr &84 87.9 i % (HPLC) » JETZS &, PR A HIB{E Y 90. 8% .

[0107] X% EbSEjiifs) 5

[0108] 4,6~ —& 3k —2-[1-(2- 7w ) —1H-ntbmeIf [3,4-b] ntkie —3- 2 ] -5 memgdt (

) BEFRTEE (D k&

[0109]  ( LLARHE W003/095451 (15t 8 58 —AUFE A% & iy 7 AT R4 )

[0110]  7E 20-25°C, ¥ 1630g =X (VD) HMLEYBIELE 16. 31 [ THF . %i‘?%ﬁzﬁi‘h

HIF| -6 CHE -4°C, PRI 3480g [ IM X ( = FJEFREGERE ) I . 2 hibti%

REW, RN 596g FIRIU 5, fil s FE TR G4, A L1218 R ii@ié’] 50 1Ei1ZiH

FERFE T IRIR A, BRI NN (4 4h) o B RMIEGYH 4. 11 1 156 % R E AT

Ve 4 K. 2R IRGEA VA RIRR A 6. dkg, FFWIRE 2L 25°Co W UTTE 1 [ A

JEH, LSS 31 1 THF Beik, HEAE 50°CAERUE T, 183817 1112¢ X (1) B, X

A2 TR PR 75. 2% .

[o111]  SCjEfe] 6

o112l  EA &R (D FH=9E& 80 H 4,6- &3k -2-[1- - % E ) -1H- n M 3,

4-b] MERE -3-F& 1-5- mERE AL (L) 2R PR (D M {4,6- —2a %k 2-[1-C2- | K

55 ) —1H-nib M [3,4-b] nibme —3- 5 ] weng —5- 2% + IS IR TS — Wit — e

(IT) HRA D%

[0113]  7E 100°C, ¥4 9. 0g LAZRAL T Ee S fe) 5 (1) 514 1= (D) =% T 16ml

(1) DMSO H1 o (FEIZSEE S ARG T, W6 22 T VT I 8, SO0 T 3R15 nT 25 H 7= i o iy 75 2

(K)) o BRJG, BHZIRGWVEHIZE 75°C, I 110ml (K 288 288, I5 IR Sy e 8 vs 41 48

Q’J 25°C o A YTTE [ AIE98 H , FESE 28ml (1) 4R SR BES, HAE 50 CAENRE T T4 . &
KEEN9. 6g BKHIBIEN 90. 0%,

[o114]  SZjffs) 7

[0115]  4fifbif) 4,6 — &2 —2-[1- (2— FF2E ) —1H- mkMedf [3,4-b] nibwe -3 % ]-5- W

mEdE (L) AR TE () 1kl

[o116] 4 BIRSLHE] 6 il A E i)l (TD B/~ 7E 135ml 1) L8R £ i ]

W (A T8°C) 1h, AEIZRZ) 25°C o Pl A it 38 H , HS 3L 36ml 1) LR LRSS, FHHAE K

J o N o 8 mé@ﬁgﬁ 7.6g BUEIBIEIT 93.8% . W EEFHE T 98 EE Y% (HPLO) .

VERER, LR LBERI S 820 0. 2% . DMSO & & KT 0. 1%

[0117] peme 8

[o118] B BEESESEZEWH (4,6- &K —2-[1-2- FFE ) -1H-mkme It [3,

4-b] e —3—-FE ] mEmE —5- 3% | F R AU PR TR - ]]Zﬁﬁﬁ@f‘ﬁﬁ'EgEF'ﬁ* (1) HREWR (R
Gy B &AL 4, 6- 2t —2-[1-(2- RS ) —1H- mbME g [3,4-b] ERE -3- F& ] -5 &

mEsE () REFRTE (D

[0119]  ZEZ96°C T, 193. 5g LA T X b szt 5 19 75 sl & 1128 (D =i T

344m1 ¥ DMSO 1 172ml 1) LPR LBEF o ARG, N 19, 4g TG PR 172ml (K] L8 L8, FF

TEMAT R AR5, EIIAT g g R, H 172m] 9 4P SR f Mk 4 uE v A 1

TR T8°C, BIEH A 1850m] [ LR LBR. 424 2-3h, FHZIR S WA EN 2L 25°C, L i H

[ 44, I FE AL 772m] 1 L8R S BEVEE: . LAm S B TIREY T (D MG

16
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TR PRTFAE 2900ml (1) LR LR, ARl 1h, 11 245 25°C o Fé [l A4 H Wt 6 HH
FEHE 774ml (1) LFR SERBESS, JHAE 50 CHEIR S T 1. /331 A B R 155. 1g Bl sk}
1) 80.2% . =W ErmEEia T 98 Him% (HPLC) o VEAWHI, SEfs EAUNAFAED & 4R
L EEAT DMSO,

[0120]  SEjfEfs) 9

[0121]  {4,6- — &3k —2-[1-(2- H 5 ) —1H- nkmeJF [3,4-b] nibmg —3-F& ] meng —5- %k )
L G 55 PR ARG — MRS — F ke (TD) Hla& R BT R AE

[0122]  7EZ) 94°C R, ¥ 14. 8g IR F X Ebsiciis] 5 117 2l =X (D 1ok +
28. 9g ¥ DMSO 1 11. 85g I LR LBEH o RJG, I 1. 5g HIFE Ak Norit A-Supra FIZRAL
[ 11. 85g I LR LB, FHRHiZiR S WAERIA (88-90°C ) FEkLEpitE 1h, #:5, Il i i yE#4
TR GV UL i ek o o Horp — 28 D2 PUUE I B R P DI 29 78°C Fs R, S8 » T i g
B HLAH . 75 RT 1, 0T TE 1 [l A Feh Wi ot 38 H» AR 50ml (1) L8 LB ¥Ed: =K, F-AE
30°CETHEAM T4 18 /Mt 4321 9. 2g BRIEIRAEIY 52. 5% = (ID A& kR
JAERTTR S i 7 N

[0123]  HPLC :99. 90 i % ( A7 & DMSO)

[0124] DMSO(GC) :14.7 EE %

[0125]  'H-NMR( £F DMF-d, &1 400MHz) :

[0126] d = 2.59 (s, % 6H, 7E DMSO H ] 2CH,) , 3. 13 (s, 3H,N-CH,) , 3. 58+3. 67 ( i1~ s, 3H,
O—CH, FIAZPHES% ) , 5. 91 (s, 2H, —CH,~) , 6. 53 (s, 4H, 2-NH,) , 7. 05-7. 40 (m, 5H, 2} — F FFEHL
FRIEI 4 A 05 T s HFNEIE 2R 1 7Rtk e AR AL IR 1H) 5 8. 60 (dd, 1H, 7ERLIE R [ ntk e & 4B A7
1),9. 12(dd, 1H, ZERLRE PR R LEIE B4 1) o

[0127]  JTE ST

[0128]  SEZUlME C :52.2%  HE{H € :52.79%

[0129] H:4.9% H:5.03%

[0130] N :22.7% N :22.39%.,
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