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75 ~ 85°C.,
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[0028] M :R1 ANEJE T C~ C MMM, C ,~ C MK EIE. C,~ C ) —hea it
[F)—Fp sR2 R C~ C MRl R R i — P IS BRI T B S5 3 804 .
[0029]  FriAB R (1) FEAL R B FIEE R 130 ~ 150°C,
[0030]  FriAB R (2) Hhé4ia B §5TANREE, 4-R1 BRI ST —R — CERR R EL
A 113~ 1.6, Frikda & R BN R SRR 75 ~ 85°C
[0031]  FFiADUR (2) FP IR S B A 3 BR AT DK IS BR AR R LE A 10 1, Pl i 32 S o2 () e Joi
IRJE 90 ~ 1007C.
[0032]  FriAZb4R (3) =S AUHES DMF MUBE/RLE N 1:1 ~ 1. 3 5
[0033]  FriAZb4R (3) A vilsmiere iGHl5 HHIAMA C IEE/REEN 1.1 ~ 1. 5:1, Frid I EEfL
RN S B FE SR 50 ~ T0°C s
[0034] AR D3R (4) H (g B-1 B B-2 S5 RL BE /R L N 1:1. 1 ~ 1.5, Fridfsfk
RN BEEFE S 70 ~ 80°C s
[0035]  FriA A gR (B) G EMAY) D SBEEMEE/RELN 1:1. 1 ~ L5, #7515 TH & RIR,
PR BE AL s BL I REHELFE A 20 ~ 30°C s
[0036] AR A I ARBRIAET -
[0037] 1 AKUIRIE SR FTEEI0 T R0 H 4 77 15 A Tal B8 5 T S8, 7 W 4 4l 7
VATRIE A R R R
[0038] 2. Ak B )& & 2 S BE O 51 R FIAE AT WOGTE I A 51 R E TR s, [ A8 R R, £E
A WG IR Y T7 T AT AR T () S FH R 5

k£ 152 AR

[0039] [ 1 AR WISEie] 1| FSLHER] 2 FrigisEaSs 51 R ER AR Ui 1
[0040] o, Ja5| KA E A 5. 5X 10 mol /L ( ZJERIEF )

[0041] W& 2 NS A AR HSLEE] 2 Br3 K5 BR800 51 ARG BOR I 76 6 HE [ 4 i F2 o 1
WU LA 2 2%

BT F R

[0042] N4 & BHEFNSEHEG], XA Kk B #EAT BAR IR .
[0043]  SEJEH 1
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OH o]
CHO =N C',JH@
: [ N
AN S
’/~\N'J[:::]:;i:]§ﬁ3 AN o0 o /[:::If[*::lb
) /J <N 0 o

B-1
D-1 Al-1

[0045] S| K& AL-1 il &%, BAR 2 P 3R

[0046] (1) fETA AR EEE N 250mL = [V H, 15 4. 62g ) 4- R -7T- “ O EEFE T RM
3. 3g M) AT A fF 2] 120mL 1 = ok, BEAMA RAE NRP T, e T 130°C B 12h 5
A Rt ERUR S I EARTR I, e TSR, S 20 e iR A Z S Chil
Bk : AR OEE=5:1) o EiRAES R A E A B-1. 75 . T4%.

[0047]  #% ®E :"H NMR (400MHz, CDC1,) & 10. 06 (s, 1H),8. 33(d, J = 9. 2Hz, 1H),6. 66 (dd, J
=9.2,2.6Hz, 1H),6.55(d, ] = 2. 6Hz, 1H) ,6. 48 (s, 1H),3.46 (q, ] = 7. 1Hz, 4H) , 1. 25(t, J
= 7. 1Hz, 6H) .

[0048]  (2) fEH AR EEE I 25mL = 1R, 45 0. 163g [¥) B-1 1 0. 072g [ NH,0H » HC1
TEARAE 10mL oK EE T, 78 NARP R S HE 1% 0. 082¢ O BRAVVE T 1mL HI7K 1, 28 )5
W INBNEB T, FHE A2 75°C N 1h IR J5 He 2 BR 1A, 13 20879, Kk 2 ks F S B2 i
Ve, TGS R B air=1) D-1, =% N 76 %.

[0049]  #ZHE :'H NMR (400MHz, DMSO) 8 12. 37 (s, 1H) , 8. 45 (s, 1H),8.19(d, J = 9. 1Hz, 1H),
6.75(t, ] = 22. 8Hz, 1H) ,6. 62 (s, 1H),6. 30 (s, 1H), 3. 52(q, 4H) , 1. 20 (t, ] = 6. THz, 6H) »
[0050]  (3) f£ 50mL 5 )T, K 0. 26g F) D1 F1 0. 06g ) Nal V&g /£ 16mL R /K[ T4
IR T, 76 NARP R HEEE 30min 5 FEIR 3] 0°C, 1 0. 15mL [ 2 P Bk G002 T i N 3] B oy 75 2%
B, RS 20°C 20min J5 A 50mL 1) 5 % BRIR SN E TR KON, SR8 5 30mL S b
B 4 4%, FFH 50mL YURT S BN IE BRI A DA, FH DK R BR AN T8 A LA, 8, e 28k 25
TER, BB B AR R Al-1. 72ZR 17. 3%,

[0051] #% T :'H NMR (400MHz, DMSO) 6 9. 12 (s, 1H),8.26(d, J = 9. 2Hz, 1H),8. 19 -
8.05(m, 2H) ,7.82 - 7.75(m, 1H),7.64(t, ] = 7.7Hz, 2H),6.81(dd, J] = 9.2, 2. 6Hz, 1H),
6.62(d, ] = 2. 5Hz, 1H),6.47 (s, 1H),3.47(q, ] = 6. 9Hz, 4H) , 1. 15(t, ] = 7. OHz, 6H) .
[0052]  SLjiEfs) 2

[0053]



CN 104817653 A w Bf B 5/6 T
OH
N
L1 b '
N
N 0”0 Ny 0 Yo
) ) /)\I 0" Yo

D-2

A2-1

[0054] DI &5 A2-1 il &%, HAR & 2 R

[0055] (1) fETH AV EE R 100mL = O H, K 1. 93g B 4- = K EE 3. 2g TH

Mg — CBEA ImL FRIWRE A 21 30mL JooK ZEEH, 78 NGRS, B, T 75°C AL 6h s ig T

LB, AR B F R4, INF 100mL A ¥ 3#EE B = LU, AR 1A 20mL 4 EL R AT 20mL

VKBS, N,AR4 T, FHER] 100°C, HiiHE 6h ;58 FF IR G475 2122 %08, B3 100mL vKKH,

F 40 % B S A A ENA VRO 75 pH AR 2 5 o4, A vk ot [EAA AT Y, 4R 22t 30min f5iduE

RN [E AR, K2 k5, oK QB 2 R, TR G 1R BI 280 C, 7722 :86% .

[0056]  #% B :'H NMR (400MHz, CDC1,) 6 7.55(d, J = 9. 3Hz, 1H),7.26(d, ] = 8. 8Hz, 1H),

6.58(dd, ] = 8.8, 2. 1Hz, 1H) ,6.51(d, J = 1. 8Hz, 1H),6.05(d, J = 9. 3Hz, 1H) , 3. 43(q, ] =

7. 1Hz, 4H) , 1. 23 (t, J = 7. 1Hz, 6H) »

[0057]  (2) 7E 50mL TR B R, NN 2mL B = &5, 76 AR T BEEE, 1 2mL Rk

() DMF ZE1355 in 2 e =, $+F 30min % 1. 50g ¥ C VA fif 21 10mL B 7K ¥) DMF =, 2245 i in

B O, FHE A 60°C, 12h JE 13 100mL FKKH s 20 % B S S AL BNTE WO T pH, B

B K E R AR H, o 3843 20 58 EE 4K ), /K fa K GBE e 2 IR 515 31 B-2,

PEE T0% .

[0058] %% W :'H NMR (400MHz, CDCl,) 6 10. 16 (s, 1H),8.28(s, IH),7.44(d, ] =

9. 0Hz, 1H) ,6. 66 (dd, J = 9.0, 2. 0Hz, 1H) , 6. 52(s, 1H),3.50(q, J = 7. 1Hz, 4H) , 1. 28 (t, ] =

7. 1Hz, 6H) .

[0059]  (3) SEESERAEFISEHEM 1 B ER (2), 152079 D-2, "% :T4%

[0060]  #% W& :'H NMR(400MHz, DMSO) 6 11.30(s, 1H),8. 15(s, 1H),7.99 (s, 1H),7.54(d, J

= 8. 6Hz, 1H) ,6.73(d, J = 8. 3Hz, 1H) ,6. 49(d, J = 48. 5Hz, 1H),3. 43 (t, ] = 13. 8Hz, 4H),

1.36 - 1. 03 (m, 6H) »

[0061]  (4) SKESERAERSEHEM] 1 PR (3), 1521/ A2-1, "2 :64%.,

[0062] #% W :'H NMR(400MHz, CDC1,) 8 8.80 (s, 1H),8.53 (s, 1H),8.20 - 8. 11 (m, 2H) ,

7.73-7.59(m, 1H),7.52(t, ] = 7.7Hz,2H),7.40(d, J = 8.9Hz, 1H),6.66(dd, ] =

8.9, 2.5Hz, 1H),6.52(d, ] = 2. 3Hz, 1H),3.48(q, ] = 7. 1Hz, 4H) , 1. 27 (t, J = 7. 1Hz, 6H) «
8
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[0063] i3]

[0064] DA Fa s s o ()7 oA ], Rk ARk B I H BRSSO 51 R GRIEAT 1 PR RE T T Ak
FIRAE

[0065] 1,84 K FRAE

[0066] PR TTEE AEHFRE 0. 002g (5. 5X 10 °mol) HIJGEIRFNE T 100nl (A7 A&
SR 1A T NN 2 TE B N 5. 5 X 10 mo /L MV, 158 43 6 06 B it 3R AT 4R 4R
S K RAE, FRAELE R 1

[0067]  FHI&] 1 ] LAE H Rl A 6 ' 51 R B KR USC A AE 440nm Z245, J& T 0T WOk 5|
R i HL, A R RS2 2 B8 651 A7 W Ao B K, Sl B VE B B

[0068] 2. AU 4 Ak 2R I

[0069] SR AR UL 7T M I S =52 R T e = TR IR ER (TMPTA) , L] 2 13
FIRA A2-1, 65 RANGINE N 2wt % ;

[0070] 5O E iR B KBr £y 3R, i JE 4640 0. bmm Z245 , BEGTE [H] 24 3005, $2 il
eI A 40mw/cm?, i Nicolet 6700FT—TR ZLAM 6 REACHT [ AL i FRSehf WS . iR &5
RILKE 2 ;

[0071] M AT LA th, R SLifd] 2 Br3 Ra EaS o 51 R IR OGRU IR, JLHERYHT 258 K
BB R, X B AL A K, TR B 45% 24, Z 5 N RS, B R AR AL IR B 70 % /2
o

[0072] 3. [&[ b JEEPE BRIk

[0073] GBS B O EC 77 - Y HE AR = 3 R LTI b = TR A BRI (TMPTA) A1 I Y /%
0 -3-FRAE N ER R (EEILN 1D, Kl 2 Fraot sl KA A2-1, Y651 R INE R 2wt % ;
[0074] % B3R SGROM IR AE 405nm KA EIE T B4k i, Hi A FEIA 2] T 3H.,

[0075] DL b Frid i SRS X 4 R B L0 S0 ) 5236 T7 S AT 3RIA , FRAEXT AR B (1)
O FEIBEAT IR 52, FEAE T AR AT I RTFR T, AN 19 H AN T AR & B R 75 R 1%
ORI, 81 B AE AR R B AR ZE SR AP R AR B DA
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