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[0045]  Jfi#:1.0ml/min;

[0046]  JEFfE:1001;

[0047]  fREAMS(A]:10.5min.

[0048] b &1 T &40 9% i : EST-HRMS :m/z=818.4105[M+H] " ,mp 356~359°C, 'H-NMR
(400MHz , DMSO-d,) 6:7.48 (d, 1H) ,7.28(d,2H) ,7.25 (s, 1H) ,7.19(d,1H) ,6.89 (d,2H) ,5.95
(dd,1H) ,5.86 (s,1H) ,5.74 (dd,1H) ,5.47 (d,1H) ,5.26 (dd, 1H) ,4.78(d, 1H) ,4.32(d,1H) ,
4.25(d,1H) ,4.07(d,1H) ,4.05 (m,1H) ,4.00 (d, 1H) ,3.80 (t,1H) ,3.70 (t,1H) ,3.30 (s,3H) ,
2.36(dt,1H) ,2.11 (dt,1H) ,1.27 (s,36H) ; "°C-NMR (100MHz,DMSO-d,) 6:177.1,154.9,
138.9.137.7,137.1,130.6,129.6,129.1,128.9,128.8,125.4,115.0,114.9,84.9,80.8,
80.6,79.6,75.0,74.9,70.2,69.4,67.5,63.6,57.6,38.7,32.2,27 .4,

[0049]

(00501 ALAEHTTTINRAL -

(00511 HPLCUE i AU —ALik -

[0052] &34 . YMC-Triart C 4 (4.6mmX 250mm, 5um) ;

[0053]  JRshAH: L 7K (80:20) ;

[0054] 4% :30°C;

[0055] A& : 230nm;

[0056] ik :1.0ml/min;

[0057]  iEAFEHEE 1001 ;

[0058]  {REAMS[A]:20.5min.

[0059]  EST-HRMS (n/z) :503.9376 [M+Na]". 'H-NMR (400MHz ,DMSO-d,) 6:77.48 (d, 1H) ,7.28
(d,2H) ,7.25(s,1H) ,7.19(d, 1H) ,6.89 (d,2H) ,5.86 (s, 1H) ,4.88 (d,1H) ,4.51 (br,2H) ,
4.37 (br,11) ,4.25(d, 1) ,4.08 (d, 1H) ,4.05 (m, 1H) ,4.00 (d, 11) ,3.94 (br, 11) ,3.80 (t,
1H) ,3.70 (m,2H) ,3.60 (m,2H) ,3.57 (d,1H) ,3.51 (d,1H) ,3.30(s,3H) ,2.36 (dt, 11) ,2.11
(dt, 1H) ;°C-NMR (100MHz ,DMSO-d,) 8:154.9,138.9.137.7,137.1,130.6,129.6,129.1,
128.9,128.8,125.4,115.0,114.9,84.9,84.8,80.8,79.6,78.7,75.0,71.5,70.2,67.5,
62.2,57.6,32.2.

(00601 HPLCUE i AU —4Li -
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[0061]

[0062]  HPLCUETH AR A —41ki2::

[0063] &34 . YMC-Triart C184F (4.6mmX 250mm, 5um) ;

[0064]  JiBhAH:A: 20 ,B: 7K, 86 EEEHL (0—>10min:A 40% ,10—30min:A 40% ~90%) ;

[0065]  HEiE:35°C;

[0066] A MY : 224nm;

[0067]  Jf#:1.0ml/min;

[0068]  JEFfE:100];

[0069]  {REAMS[A]:16.80min,

[0070]  ESI-HRMS:m/z=451.9212[M+H]",mp149~152°C,"H NMR (400MHz,MeOD) 8:7.36 (d,

2H) ,7.28(dd, 1H) ,7.13(d,2H) ,6.81-6.89 (m,2H) ,4.87-4.94 (m,1H) ,4.11(d,1H) ,4.00(d,

1H) ,3.95 (ddd,5H) ,3.68 (dd, 1H) ,3.36-3.53 (m,3H) ,3.24-3.35 (m,2H) ,2.18 (dtd, 1H) ,

1.98-2.13 (m, 1H) - **C NMR (400MHz ,MeOD) 8:154.9,143.2,137.7,133.1,130.7,130.6,

129.1,128.9,128.8,125.4,115.0,114.9,84.8,80.8,79.6,78.7,75.0,71.5,70.2,67.5,

62.2,36.5,32.2.

[0071] AL EHTTH 4%

[0072] Sy fs1

[0073] K ALEHISM-1(44.40g,0.1mol) ALEHISM-2 (86.73g,0.15mol) HIA VU S K I

(300m1) H, P HE S I NEE (19.62g,0.3mol) , XL (1,5-F 3¢ —4%) 48 (5.50g,0.02mol) , 2,

27 -BRIEmE (3.12g,0.02mol) , &AL EE (11.43g,0.12mol) @SR T, UK [ N3 /N, s 37

GER G RN R T, SEROIN K (100m1) K — & FF 4% (150m1) , A AILAE FH 7K A A0
Eh KW — R Ja Bl TG /K B R AT o ik YRk 25 5870, ol A 4 25 BRI 57, 1S B T T

5 %98.4% ,HPLC4EJ$99.92% .

[0074]  Sjsti {52

[0075]  f4ib & 4ISM-1(44.40g,0. 1mol) AL EHISM-2 (57.82¢,0.10mol) JIA Z M (300m1)

P S NN S EE (40.89g,0. 2mol) , X (1,5-F8 3¢ —4%) 42 (5.50g,0.02mol) ,2,2 -

BEMLRE (3.12g,0.02mo01) , EA4EE (11.43g,0.12m0l) WS T, UK [ N 3/NIT, J B &5

Ja » NI e A e BE FEUIM AN K (100m1) K — & H k¢ (150m1) , A HLAH FHZK Fv g 2

IR — IR G TG 7K B RN T8 o ik Y o 25 18 711) , 0 TR A 2 B I 571, A9 B 0 T T, Wi e

94.5% ,HPLC4J99.62% .

[0076]  SEjififFl3

[0077] ¥ ALAWISM-1(44.40g,0.1mol) ALAHISM-2 (115.64g,0.20mol) I H 2K

(360m1) H1, B FE S E NN B R & (54 .44g,0.2mol1) , W (1,5-FF ¥ —#%) % (5.50g,

9
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0.02mol) ,2,2’ -BRMERE (3.12g,0.02mol) , & ALEE (11.43g,0.12mol) WALRY R, VKB L
S/INEF, S R RS, O A R v sk BE L RO K (100m1) K — & H e (150m1) , A HLAH
FH/K RN RN 6 $h 7K 55— I I PTG /K B BR AR 0 o S B R 25 I8 711, 98 Tk 4 28 B Vs 711, 74
e EWTT U #294 . 8% ,HPLCAL 599 .48 % .
[0078]  Sjitifs4
[0079] K LE&HSM-1(44.40g,0.1mol) fLEHISM-2 (86.73g,0.15mol) HI A DY Wk MR
(200m1) P bk S I NEE (16.35g,0.25mol) , ZBEPI B (1T) (5.14g,0.02m0l) ,2,2” -
BERERE (3.12g,0.02mo0l) , 504K%E (11.43g,0.12mo0l) E/SART T, UKIB S N3/ NI, | v 45 TR
Ja » JONIR e R e BE  FEUIMAN K (100m1) K — & H k¢ (150m1) , A HLAH FHZK Fv g 2
IR — X o TG /K BRER B4 T 16 o 1 B B 25 108 751, U8R R 4 28 BRI 571, 194 & 1T W3R
94.5% ,HPLC41iJ%99.45% .
[0080]  SiZjitifil5
[0081] HALAHISM-1(44.40g,0.1mol) ALEHISM-2 (86.73g,0.15mol) HIA VU S K I
(200m1) o, BERESEF NS (22.89¢g,0.35mol) , &ALEE (2.60g,0.02mo0l) , 2,2 - BXALIE
(3.12g,0.02mol) , FALEE (11.43g,0.12mol) AR I, VKIS R BE3/NES , [ M &5 5, =
N 2 e v I SRR DN K (100m1) Jz — & F ¢ (150m1) , B AUA /K A A 2K %
B — R JE TG K B BR BN T 068 o ik B B 25 8 700, ok R R i 28 BR VA R 1S AL BT L i R
95.5% ,HPLC4E£99.32% .
[0082]  Sijitifil6
[0083] KAt EHISM-1(44.40g,0.1mol) fLEHISM-2(86.73g,0.15mol) HI A DY Wk MR
(300m1) 1, P bk A IR (19.62g,0.3mol) , XL (1,5-F 3¢ —4) 482 (2.75g,0.01mol) , 2,
27 -BKMEmE (1.56g,0.01mol) , & AEE (11.43g,0.12mol) @SR T, UK [ N3 /N, Jse B2
GEE , RN RS RETE kg, SE I K (100m1) K =& H 4% (150m1) , A HLAE FH 7K A A
R K &P — ] G - TC /K BR BR AT o 3 B R 25 T8 1), 90 e 4 28 v ), IR AL B 1T
He#%94.1% ,HPLCZEF£99.61% .
[0084]  Sijstifs|7
[0085] KAt & 4SM-1(44.40g,0.1mol) fLEHISM-2(86.73g,0.15mol) HI A DY Wk MR
(300m1) H, P HE S IR (19.62g,0.3mol) , XL (1,5-F 3¢ —4%) 48 (22.0g,0.08mol) , 2,
27 -BEEnE (12.50g,0.08mol) , & AbEE (11.43g,0. 12mol) G SARY TN, UKIB N3 /N, Js Joi
GERE , RN RS RETE kg, SE I K (100m1) K& =& H % (150m1) , A HLAE FH 7K A A
R K &P — R G - TC /K BR BR AT o 3 B R 25 T8 1) 3R e 4 28 v 1), IR AL B 1T
W #95.2% ,HPLCAIF99.48% .
[o086]  Sijiif8
[0087] ALAHISM-1(44.40g,0.1mol) ALEHISM-2 (86.73g,0.15mol) HIA VU S K I
(300m1) H, P bk S I NEE (19.62g,0.3mol) , XL (1,5-F 3¢ —4) 48 (5.50g,0.02mol) , 1,
10-3E 2k (3.6g,0.02mol) , & ALEE (9.52g,0. Imol) G SR T , VKIG [ Wi 37NN, J2 J8i 45
Ja » NI R e BE, FEUIMAN K (100m1) K — & H ke (150m1) , A HLAH FHZK Fv A 2
IR — I o TG /K BRER B4 T 15 o 1 B B 25 108 701, U8R R 4 28 BRI 571, A9 & 1T W3R
95.4% ,HPLC41i £99.72% ,

10
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[o088]  Sijitif5|9

[0089] KAt E&HSM-1(44.40g,0.1mol) fLEHISM-2(86.73g,0.15mol) HI A DY S Wk MR
(300m1) H, P bk S IR (19.62g,0.3mol) , XL (1,5-H 3 —4%) 42 (5.50g,0.02mol) ,4-
TR R E (2.45g,0.02m0l) , EALEE (19.04g,0.2m0l) WM R, VKIS 3N S I
25 IR 5 e SR A a8 JEVRINANK (100m1) Bz — & FF e (150m1) , A ALAH FH /K FifL
FE Eh K BB — R 5 FHTC /KR BR A T 58 o 1L JE Bk 25 08500, B0 vk 4 28 BRI 1) 19L& )
I1,Y0%94.3% ,HPLCAEJ$99.51% .

[0090]  SEZjsifs|10

[0091] K ALE4ISM-1(44.40g,0. 1mol) AL-EHISM-2 (86.73g,0.15mol) HIA VU S K I
(300m1) H, #iE k2 N4 (13.08g,0. 2mol) , XU (1,5-F 3¢ —4%) 4L (2.20g,8mmol) , 2,2’ -
AL IE (1.25g,8mmol) , S 4k4% (11.43g,0.12m0l) G/ SARY T, UK N 3/INIT , I 45 o
Ja » NI e BE FEUIMAN K (100m1) K — & H k¢ (150m1) , A HLAH FHZK Fv g 2
IR — IR G TR B RN T8 o ik Y o 25 18 711) , 0 TR A 2 B I 571, (3 A B 0 T T, Wi e
88.6% ,HPLC4Iif£98.87% .

[0092]  Sjsifs11

[0093] Kb A& HISM-1(44.40g,0.1mol) ALEHISM-2 (127.21g,0.22mo1) JIA DU S FE I
(400m1) H , P bk A IR (24.20g,0.37mol) , B (1,5- 3 —4%) 4 (2.75g,0. 1mol) , 2,
27 -BRHEIE (1.56g,0. Imol) , &A4L%EE (20.95g,0.22mol) @SARTT T, UK [ N3/, e V. 45
WG, N TRA e L g, JE K (100m1) & =& H &% (150m1) , & WLAH B /K Fvs A £
R KW — R Ja FA TG /K B R A T o ok YR B 25 5 711) , sl s A g 25 B ¥ 771, A9 A 0 1T, U
#90.6% ,HPLCAI 5 98.54% .

[0094]  fLEHITTTH Il 4%

[0095]  Sijstifsi|12

[0096] (Al B A I AAL-E 41T (163.48g,0.20mol) « FH 4K (54.02g,1.0mol) FITE/K HY
fi (400mL) , B SR T, 65°C [RIL R NAZNT SR 45 o, TN B 1A% i R 1 PHE2 , i €
B G /K HEE (60mL X 3) |, Y&V IR 28 B v 1), fH - M i/ — R P e B 4G i 13 AL &4
I11,Y5%298.9% ,HPLCAEEF99.89% .

[0097]  REAEZI 5 i) 2%

[0098]  Sjifs13

[0099]  Ji) B U ML S HTTT (48.09g,0. Imol) 5 F 4 S P M LT (V gtV
=1:1,300mL) FHEIEfE, A EE-10°C KM £ 368 (23.26g,0. 2mol) =5 AL £, Tk
%4 (21.29¢,0.15mol) , 21T+ 2 0°C , fHiR S N5 /IN o [ N &5 BRI, 28 18 in N T TR IR
SAN/KH IR (450mL) K, 4 B A WA, KA H 88 L BEAEHL (400mL X 3) , & IH-AHLAH, B L
FH 7K FIVE AT B R /K 8 38— IR, A AUAE F T KB BR AT I5e i BB 25 4700, Bl R vk 448 75 B
WA= OB R 16 (RAR LR 12 1) VR A i EE 45 i 75 S 5103, UL 99 . 5% L, HPLC
4l 99.98% .
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