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AL, R 136 T 32 AN BRI R A A B 2 SRR ¥ 1) Bk ] AT S 25200

01111 AL BT —Fh i 22 i BRI S0t 42 v 2 i AR SRTS, oot o1 (BEZRED) 19
I RVE I - 22 G BRI SR TS Rl X -5 8ok R AT 59 e R AIE

[0112]  E 1R AL S LI 2 G AT QTS IR AR XS 2R AT 51 B ARAE B L) R L, B
XL 2018 o AL BT 22 i A UTS AT Il I S I AR Cu (Ka D) XS L fiThf k25 2, o H
A 220 5 E CLEET) .

[0113]

20 20
28.913 22.429
26.942 20.325
25.672 19.053
24.451 18.603
23.316 12.871

[0114] 2 S AT STS AT AEAL 1540 LI 11 26 JU3 ), £ 2896 700 (0 A7 £ 7T B 2L R B 45
e il B g .

(01151 AL AW SR &5 e 2 dn AR R 3l am 440 2 s BB T KA o i B A4 3 A& AR VA
PR o 25 i AR R QA TSI HOM AX SR 20 AT 5 B RRALE

[0116] 1 R HAL AW LI 2 i BUAR T RARD M AR X5 BT 5 I AR 21K e 2, 71
X 2048 o AL A LI 22 AR AR TR SRA T = D R Cu (Kal) X 2R AT S IRk 25 2 , HLH
2020 AL E LT o

[0117]

20 20
30.367 25.973
29.131 25.604
27.995 24.285
27.611 23.H82
[0118]

20 20
26.49 19.789

01191 2@ T (AT5 AT £ 2 B AT TSI, Wbl B2 o«
[0120] 2 G780 fA TS A B T 754k 2 LB 4 3 , 7 0P E T 9 R 47 70 e 50k
BB % , 1% I3 o

01211 ¥y 4 8% & (R T XS AL 4 1L 10 25 = 45 8 % & A TR ol — S8 AL
. % T AT AR XS T HOS AR XS £ T 5T R R A

[0122] [ 1t 7% ML 20110 56 5 P60 A TS sXS T XS 28 7 P A U3 5 30 B

12
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XL 2048 o AL A1 22 i B AR SAXS AT I IS S AR Cu (Kal) XS L fih ek 2 g, oL
14220 A E L) .

[0123]

20 20
30.767 24.836
28.964 24.100
28.045 23.499
26.324 22.397
25.621 19.906

[0124]  Z G RUA TR sUXS AT AEAL A 4 L1 i) & A 1], 72— FF 2RV 550 /248 T B L R B4
il 2%, il 24 4 Bk

[0125] L at— PR UL, 3515 AR GUREIEARN R UL TR A 25 7] 4 % B R
2 f KPR B2 o BRI DA T S 451 B2 FR A SR AN 28 48 1 BH T AS DA 77 QB 1 AR 2 o SE 461w B
FHEAE S A0S « rpm Ay BE 73 B 2, pXRD R R XS 26T 5, wt %6 Y FHHPLCIN & 1) 3 & H 77t
(fft AR HEREE) 5 2% S FHHPLCAE 230nmss KA &= (1) A 1 43 LE .

[0126]  dhile& 15 vh BT FER) 43 B T ik TR SCEUCRAAE 491

[0127] oy KX L7 (0—XRD)

[0128] {3 FHM AKX B fiT 59 ok %5 58 A W LI 25 PPoRE it B 45 i A o £ A 30408 Phi Tips X
PERT H Bk AR TSR IR E AR o 4 BH AR X -5 S 5™ A B FR S HE Cu—K (al) Cu—K (a2) i
Cu—K (B) o ATFMU B & A HRIE AR , 72 R UG E S Th o FRCu—K (B) FR5Y , B F Cu—K (al) HiCu—K
(@2) ofE Jade At DI/ Jade K AFRRARI . 1), 78 -5 BRI 10 10) 25 BRI H Cu—K (a2) ¥
U, AT BE "N 43 H Cu—K (a 1) 1921 H B e KAR « BT 90 T B X5 4 it A 27 2 (¥ Cu—K (a 1)
BCu (Kal) Fa54H K M0 . 154056nm.

[0129] @B A4 1582 (HPLO)

[0130]  HPLCH#r i A DAD/ UVAS Il %% A1 S #HAE: (Agilent Eclipse XDBICS8 (4.6 X 150)
mm, 5um, Part .No. 993967-906) [fJHewlett Packard 1100 ZRFIHPLC RS iHAT JH A1 . 0mL/
min, BT E] 92590 8f, JE AARFR 3. 0ul, 3 HAEE E N40°C .y s AHA N0 . 075 % IE R
(aq) FF HU s BN . JiE HPLCEEZL) AT T 5 1 43 Ll e , MR B v A R o I AR ot 1)
WIE, FF Ha% 2057 i AR B BEROE  HIE S A AR P RIS E A S B 5 i H e g
{EL, FF HLHH AR i B i a %6 41 T B 8 1 43l e, AR 4B s A A A A 00 308 ol 1)
WA,

[0131]  FiF—ZEiILHR (H NMR)

[0132]  fEBruker Advance 300/4001% 2% FHEAT BiF-NMRHT o« BEAESTZE N400MHz , Y6 i
ARZE G JY0—16ppm, REAR I [B] A 240, ik 58 2 v 120, e/ MEREEUN 8 1l R E £90.01¢
() RE S B S B hR YD , 5 N0 . 6mLAY DMSO-d6 LA VA A N R W) 3 55 B ENMREE vb , 1] 46 B 5 o O
ARDMSO (DMSO-d6) 48 [ Cambridge Isotope Laboratory . hRa Y B Bt A3 ppmEl Ay i
I TH IHNMROGTE s “s” B 5lige, “d” o A, 3 H. “dd” 27 BUHE X

[0133] Al #& {31

[0134]  8-F-N-[ Q-F-5-F S AIL) fen e 7 | —6— (= F ) KK IF: [1, 2-a Mk IE -2

13
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Bl 1) FR R A K O aRTS) 1 il &

[0135]  7E23°CR,AEA/ AT, 8- -6— (= F P AL) KM IF (1,2, a] ERE -2- 3R 1R £ B GL
%2 WPCTH FAAW0 2010/129500) (10g,33. 7mmol , & T HPLCH B & % =98.9%) fl2-
S5 A R e (1) 42 ILPCT & R AARWO 2010/129500) (8g,35.9mmol, 1.0534
&) 7E R % (T0mL) H (R (1) 2 9, 2260mi n [P B (8] BE A A E55C AE A AT, 24104
B 112 AN IR 2R e M &P — 2 R (34mL, 33, Tmmo 1, 12498 EUAL 2 BRI N
FEA K 2910 °C R b RIS B R RS o 7E SE AL — Z AR BRI N5 5 22 30mi n s [1] Bt
1 I NIR AR R B 75°CAET3C-T5°C N AR5 R SRS Y78 o Fi #14h , 483X 1]
HAR il AR B R R - £ 294 5 , HPLCA AT 38 B << LI A %6 () 8- —6— (=380 7 %) keI [1,
2,al MEIE-2- R IR L BEFI 4, I IN 5 TAEE (5. 2mL, 68. 3mmo 1, 29 &) FF HIR A MR 5 414 4l
F20°C-25"C . RJG1E20°C-35°C T , £ LhI¥ INF [R) B N5 7K 1K1 10 % £ B2 (47mL, 85 . 4mmo 1 ,
2.5 ) fE25C N HAMRFR S 1h, SR faad v, AH 4k Hb 7K (80m1) FIRR 2K (20mL) ¥k, I
HbF-5h [ 44 M) AE B 25 JP R AE80 °C T it — 2 TR 90h LA HR A1 Sy K 1 £ [ 44 () B A5
(13.7g) ,41/F =98.6a% GHITHPLC) ; JIl'E =97.95H & % (HiLHPLC) .

[0136]  1H-NMRFF&405 FF 2R (441 [ (DMSO—ds) ,83.86 (s,3H) ,7.30 (d, 1H) ,7.57 (dd,
1H) ,7.64 (d,1H) ,7.96 (d,1H) ,8.84 (s, 1H) ,9.34 (d,1H) ] . B R E54AW I E/R L M1, X
KLU R RIE I - 2 G BRI TSI Rk Hoky AR X5 2 177 5 B SRR AE (S DURRAEHIL) o
[0137] il #& 1512

[0138] ALK F ORIE AL T AR B4 4k

[0139]  7E25°CF (M & A T HE 2% i  Dean—StarkE B AT SR EH500mL = 33 5]
JERS NN 25g ML A1 (F2E& B =17.38H 8 %) 7K (75mL) o4& Frfs e AR &
95°C (M YDEHEE) » 7 HAELL 29850 rpmdi £ (1 [H] I, 7£95°C-96 °C T 4E FF5h [ 7] o B
Dean—Stark B UK AR 1 7K-FH6 PR LR FF 20 1E 58 1) S SEAEAR , 7] i) A s B VR A 40 25 R O
FEZI3h G, RWLEE B F 2R 13— 20 2808 o FEBEHE ™ A BB A B BRE it o« 1B I GC Ay
T IR R R AR £ B8R 25 & 43 3 W 52 56 ppmAl 1 7ppm.e A S5 B2 VR 5 1) HX H 27 1 0mL () £
i, R A Z25°C, Tk PRI HAEAR IRIE S BB 2T 155 0 12 UF W 7R 29429 ppm 1) FF 2R A
36ppmfl 7.8 2.8 I HFAE E A 4P T AEB5°C T (8kPa—15kPaZa i Ik /7) T 41 /it LA At
BAL AW o

[0140]  1H-NMRFF A AEVEFML AR I A P01 [ (DMSO—-de) ,63.86 (s,3H) ,7.30 (d,1H) ,7.57
(dd,1H) ,7.64(d,1H) ,7.96 (d,1H) ,8.84 (s,1H) ,9.34 (d, 1H) ] 2 & BUAR K AT T oy R X
STERAT I ERRAE (S WAHEH2) .

[0141] Pl T4 o 38 40 T B S R, 36 B 2 Ak B 2R, i RS S RV RL , £E 5L 25 P
(8kPa—15kPaZfibf [k 77) 1 7#£55°C T T4 L h Ay (it 53 A AR AL 540

[0142]  Hil#& 1513

[0143]  8—&-N-[ - -5 A ox ) Tt L 16— (= F 2) —K I I (1, 2—a ] Mk e —2-
Ml 1) 22 i A4 T CARY ELRE ] &

[0144]  8-5(—6- (= U L) BKIEFF[1, 2, a] L IE-2-F2 8 £, B (3.0g,10.3mmo1) FI2-5—5—
A R ORI i (2,39, 10.8mmo 1, 1. 05 &) FESARIE T bE (45mL) H BRI RMBLAE B
THINFAES0C o FZ RIS N2 F R &AL 23848 (1.40mL, 1. 3mmo 1) «fESERAMN 4

14
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FEARR AN G 8 R REVR A R P E65°C-70°C , 3 BAEIZIRE NA4 . 5h A N 5
MG ACTE T R34 (12ml) , FEEREEAE70°C RN FAMEI 1. 5h o £E70°C T ¥ in S 74 B
(1.6mL,20.5mmol , 29 &) , 3 B HE VR A ¥5min SR G 7E60°C-65C R , £ 10min[fI iy
5] B N5 7K 1910 % 2,18 (15mL, 25 . 6mmol , 2. 524 8) o R Ja i [ M ve 20 2 = 3 3 P Rkt 4
BT A4, 7K (12mL) 2 5 SARIE T e (12ml) Peidk, T AE R 2 4, /£50°C -
60 °C N3t — DB A = P LA SR (AR BAL 54 (4.09g,85.2%) oM RXST LT 5 B AT &
A EITERA, GRFIE B 270 BT IR o

[0145] il #& {514

[0146]  8-F(-N-[ (2-F-5-FF AL LA WAL ] -6- (P ) KM [1, 2-al i e -2-
I fla 1) — R RIS R I 2K O XS) 1 il 26

[0147]  fE23°CH,FER T K8-F-6— (Z/H &) Bk IE (1,2, al kg -2-R R LB
(5.0g,17. Immo1) FN2-5~5—F 4 L ZR AL % (3.98g,17.9mmo 1) 7E —H 7% (60mL) H 1 4 FF
IR 60°C 229550 B AN RIS AR I S AL = 848 (2. 4L, 18.8mmo 1) &AL
LRI IMER K15 CRIEE b A AE E R AR FF I 5h AR R H R R
(5mL) FiRE S BT A0 5 SR S AE60°C RN S A 2h 48 I BEVR A H1 253 °C i i TR
B (2.6mL,34. 17mmol) , 3f H & BLVE-A VIBE J5 4% % 21 2220°C—25°C o 8 5 28 30mi n i ) 7] B s
JNELER (2N, 22ml.,42. Tmmo 1) o %8 J5 ik 98 I B2, A4k A 7K (20mL) A1 —FF 2% (10mL) FEsc A =4
[l 45 o 4 W 4 7= (1. 5g) B —& 75 .8 (0.75mL) FI7K (15mL) FIVRA W4T, /L7851
BiFE T INIET5°C, IR FRE1Z IS T 4h o 82 Ik 8 S VR A4, 1 Ho 3k 98 J5 16 [ 44 FH K
(6mL) ¥k, IF H BMAAE B 4 i 7E45 °C R 8 ad & LARR A Dy K 3 15 [ A4 (1) b AL 5
0.91g) .

[0148]  1H-NMRFF & & B KK 4b&41 [ (DMSO-ds) ,83.86 (s,3H) ,7.30(d,1H) ,7.57
(dd,1H) ,7.64(d,1H) ,7.96 (d,1H) ,8.84 (s,1H) ,9.34 (d, 1H) 1. Z & A& T 20X Sl it HOBy &
XS LTS R R AE (3 IWUEFEH3) o

[0149]  Hhil#& {55

[0150]  8-&-N-[ -5 FF A AR I) T 2k ] -6 (U F A8) IR I [1, 2-a] Mk e -2~
B 1) 2 i R T SRA R B B ] 4%

[0151]  7E22°C R, fER/A T, &LI55 BRI 8- —6— (R 2L) WK I [1, 2, al ML BE—2—2
M 75 (Ll 442 WPCT & FIAARWO 201 0/129500) (8g,27. 3mmol) Fl2—%—5—FF 4 Jk TR Tl
B i (Lt 46 2 ILPCT 4 1 A AiW02010/129500) (6.4g,28.7mmol ,1.0548) 7£1,2- &7,
5t (A1mL) =P BERE ) SRS NG AL - 28448 (4ml, 31.9mmo 1, 1. 1824 &) &4k 2 A1)
ININEEA 2923 °C B FE RS JE I . 75 SE S 2RI NG 1 IR A
MILE T RT5CAETSCR , AE 785 B HE N IR SR A Y9291 . 5h, X IR, HAR Rl K
H IR AEZ L. 5h 5, HPLCA Hr 3R B <L AR % (18— —6- (=& F 2) kMg [1, 2, a] it
IE -2~ FRIR L BRI & - SR JG AR N & 7K 1910 % 4R (41mL,68. 3mmol ,2.5 &) FE(— LT,
I HUR SR A BT 2R 8 T 8 A s 3 TR RURE VL o S8 e AT S 2 A 2122 45°C L 3
H A S S8 51 A B R 4% A TV — e i AR S A 1, 2- & 28T (20mL) —
HCHE R 22 B N R BLER o AE KSR T INRE VAL 28181, 2- S &t - R BE £930m]
(AR R i 1) A S B ) S N 2% FR S IN 2R (17mlL) F 4k 452 7808 o 24 S o 2% ) 98 Pk 2 102°C

15



B # 13/15 7

I ] LA 7K (64mL) F 4% 42 2818  AENCER 55— 30mL I W 70 )i 5 1) ROREA% H B K (4
40mL) , &5 WZE1H , I BB RS (R 2 28 AR E B HURHR IR 75 C IR TR 205 . 5h AR
W RUENA EN 2 =00, S8 G 98 K (20m1) Wedak 8 19F o 1 I8 4 =40 40 25 1 79 8 0 » 380K (1) 358
SAER IR LESOC R TR L6/, FF H AN 2 ST R 16/ DL (AR AL 54 (4
HIH9.98gH11.48g) , Ml H N89.6% , I H 4l )F=96.7a% GHIIHPLC) . 25K T~ &
IR B BRI A 2 AR TE A 2 AT SR ATE R ok R XS R AT i R RAE (=
ILAFAER2)

[0152]  fi] % {516

[0153]  8-G(-N-[ -5 -5-FF AR B L] -6- CHFF L) R IF [1, 2-a] MEmE-2-
B RZ I 22 i R A T AT ELEE 1 %

[0154]  HE17TCF,/EASR N, &L 155580, 18- -6 (ZHF L) DK [1,2,al it ie-2-%
TR Mg (FLii] &2 WPCT L H] AAW0 2010/129500) (3g,10. 3mmo 1) A2 —5—FF S J: IR T
fiie (Hith1 42 IPCT 5 R A AW02010/129500) (2.4g,10.8mmol, .05 &) 7& — & 4
(24mL) H IR EE I SRR NS AL = 2 R 48 (1. 5mL, 12, 0mmo 1, 1. 1629 8) &k = 2 H 481
ININFEA K213 CRIEE BRI SRR 7R SE S 2RI NG 16 IR A
(36 5 22 40°C, IF HHERME B K 1 U 7840 °C T R STR & P IR FR B HE 20 24h .
HPLCAr #r (24h i) 2 #H 3. 6 AR %6 [ 8- —6— (= FE ) KR I [1, 2, a] WEWE -2—FR R £ R 8
A, B (1.6mL) FIPEEE (12mL) B 43 S 0 22 s b S5 8507 1 S8 BRI 2R S8 5 B8 5 7K
[1)10% .18 (15mL,25.6mmol, 2. 524 &) FEGRII . /£20°C-25°C M R NI REZI L. 5h,
SRFEIEDE , I H K (12ml) Beigk s i o 1 8] 44 7 ) 43 8 R 30 4 » K () 308 49 A6 1 25 P e £
80 °C T THEL6 /NI, IF HEL /AN 432 AT 1 16 /i) DLR HE AR B & 4 (4390 2. 8g Al
0.95g) , kU H86.8% o« HLZ TR P MIFT & 2 g BUAR T 20A, 10 2 TR 0 A RF o
% i AR T A I R AR XSS 2R A7 59 B R R AR (2 WUAFAEH2) .

[0155]  HFfiEfL

[0156] b &1 £ @ RUAA T IRTS (BA9S0T) My A XU 28 437 5 1O X £ K R A 5 R g FH T %
R SR R RS R 2 2R e R (2 S BUETE R TS) A 30402 Philips X PERT
A a1k RATHACRIRAZEE AT 5 4 8 30 ] AR Bl 5 28 1R §i8e 42 . X Celerator
RTMSHS: I 2% FINT S8 2% . 55T A Cu—K (a) (45KkV,40mA) o 7E 2R T , 48 FHAE0-0 J14] 45 fyh
0. 02JZ 5525 KRN D 32080 (TN 7] 1) 7E B2 47, W B2 3 2250 20 (1) Hi i - w1 21
T EL, I ES R R AR R AR B R i, I HL ARG SRR AR AR JE R 2% 1 i1l 2% Wi AR M R
IR AT 9. 1ARMDT / Jade 3/ 5 International Committee for Diffraction DataZy
P FEPDF4+2008 4T #H %5 52 « fF HIMDL/ Jade “Find Peaks” #2711 HALA ML 2 TSH Cu—K
(al) XS L firiit s KA, FF B TR 19

CN 104903318 B 'Ué

[0157] %1

[0158] {4 4 KSR TSI 20 X-STARIR A (D)

[0159]

20 26 26 20 20 20 20
6.889 14.508 18.603 24.451 32.222 36.906 42.015
8.608 14.908 19.053 25.672 32.671 37.452 43.869
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9.997 15.728 20.325 26.942 33.561 38.323 45.173
11.433 16.481 21.643 27.945 33.994 39.057 46.092
12.871 16.998 22.429 28.913 34.528 40.711 47.514
13.606 17.433 23.316 30.951 36.114 41.548 48.148
[0160]  HFAiE {52

[0161] WAV 2 i BT AR XS 2k R AT 5T

[0162] {3 F¥n AR XSG B AT 5 ok %5 58 A A W LI 25 PPEE S O 45 J A o £ A 30408 Phi Lips X
PERT H B8 AR AT SR IR AT HAR - A7 ST % F 8 3 7] A2 By 8T 2% AR SOk 48 . X
Celerator RTMSK: JlI%& . FINi &GRS #5 5T HCu—K (a) (45kV,40mA) «fEZ G N, {F FHAE0-0 J1
AT 5 Ry HAF 0. 02 8 1 S5 KR /INFIEE 5 32000 1 B 8] () i 22 F 4, W 23 FE 50 2 20 1)
AR SRR L, IS B R AR B B R L, HLAEAR TS SO0 8 T AR A e R 2% |
1] & B AR B R JZ A 9. LRMDT / Jade 8/ S5 International Committee for
Diffraction DataZ{# FEPDF4+ 2008247 #H % %€ o {1 FIMDI/Jade “Find Peaks” #J7 11 H AL
EWLIRTE AR Cu—K (al) X5 S fiTht s RAE, I B T-3k2r.

[0163] %2

[0164] L EWIH 2 AUATE AR 20 Xgh gk N8 (LR

[0165]

20 20 20 20 20 20 20

11.651 21.026 25.973 30.652 36.967 42.451 47.813
12.854 21.543 26.490 31.905 37.703 42.935 48.167
13.705 23.097 27.308 32.657 37.956 43.538 48.648
14.056 23.582 27.611 33.042 38.607 44.089 49.118
15.426 24.285 27.995 34.629 38.992 44.740 49.502
18.286 24.584 29.131 35.028 39.875 45.926
18.836 24.954 29.764 35.614 40.443 46.644
19.789 25.604 30.367 35.982 41.632 47.279
[0166]  HFAiEA3

[0167]  {b &1 % i R AA TR X ST X B 2Rk A i 5

[0168] By A XS £k AT 5T 4 H T RAEAL AW LI R RIE ML 2 S EA T X (Z2  BAR
XS FAI30408Philips X PERTH Bk RATHNMCKIRAFEIE  ATHHMX AL & A B 3] AR
BT A AR B SE X Celerator RTMSKE JUIAR  FINT JE 625 « 35S A Cu—K () (45kV,40mA) .
R T A0 JUAES MR B 0. 0282 1025 05 K /NI 25 320 8D (1 1 H 50T ] (1) 32 452
P W3 50 FE20 B - i 2R 75 22, FIH BRI AR AZE S O RE B R i, I ELZE IS ek
FEAR S HF 28 1] 28 Ok AR B )2 o A 9. LhRMD T/ Jade 3 ff 5 International
Committee for Diffraction DataidiZEPDF4+ 2008347 #H % F . 4 FHMDI/ Jade “Find
Peaks”” P27 THHAA ML RXSHICu—K (al) XFF AT S B KAE, HF B A TR 19

[0169] %3

[0170]  fh &1 2 d BUATE AXSHI 20 XEF48 S R (E (BUETD

17



CN 104903318 B iﬁ. EH :Fg 15/15 1T
[0171]
20 20 20 20 20 20 20
[0172]
6.786 13.273 19.306 24.1 28.964 35.293 39.853
8.392 14.593 19.906 24.836 29.365 35.816 40.536
9.911 16.394 20.707 25.621 30.767 37.164 41.402
11.283 17.233 21.045 26.324 31.415 37.472 44.356
12.45 17.934 22.397 27.359 33.3b5 38.521 44.906
12.903 18.719 23.499 28.045 33.876 38.909 47.58
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