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B 7ATH2 1a-2-BLE-2, 2-=A-D-Fliftrekhbe-5- K F BRE-3-(4-F54)
KW B Be-1-F BB EE 49 'TH-NMR (500MHz,CDCl;) B,

B 8 A T892 1 a-2-BLA-2, 2-—f-D-F vk vh#E-5- K F 8L 85 -3- (4- K48 )
KW B B5-1-F AR B ES 49 PC-NMR(125MHz, CDCl3) B .
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A 11 2702 1-(Q-BLER-2, 2-=H-5- K FBE-3- (4-FKK) XRFERES-D-FT
ek b -4- R A er 2B 4 "TH-NMR ( 500MHz,CDCl; ) B %,

5t F AR BAAR KL LHI2FE, TEEEAGARZA TIHAALAZL
VA s, RIBIA BASS L RITHEERBRBRE T AL AGRFECEA.

HPLC 2 #7 K 11 044, X 13 44449314 K Phenomenex Luna C18(4.6
x250mm, 5 pm) A, VATHE/1%ZTH: (B8998 pH £ 7.0) KiE%k (80:
20, v/v) HiAZHAE, Aik 1.0ml/min,

741 1

22-=F-3- (4-BEEEE) ER3- (2, 2-=FH1, 3]=8X4K) &
BE (s 4) Hl&

Ne BR3P, )79 2 P Am A 290.0g 4843, 2900m] =2 F AIA AR /& Ae vtk

%2 117.2ml, 364 10 54F. 45 0.5 /)N BF-dm 296.8g BARBL R, LA P iR4% 20 ~
25C., he B, TR 6 B, A 950mlIN 2 B2 8L #6,950ml5%NaHCO;,
BRI, 950ml 464 NaCl & kb, £-dARf LK NapS0, T #i%,
PRI B R YE B F4% 490. 0g.  (3R/3S=3: 1)

MFE: 98.9%
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2-BLE-2, 2-—F-rkhiE1-BA-3 (4-XE) XTEE (1éde6) “4l&

¥ 4950g 2,2- = F-3- (4-BREHEA) AMXK3- (2, 2-ZF K1, 3]=AX
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200710106089. X oM P FE14/20m

4 B BERES (LA 4) N 2500ml TP RBEME Ao 14.5m] = A
LERR 8lml #AK, PLHFARZWIARM 3 0, RERAEE, FEKE,
FF7 5 BURL % 500ml, #Mm £ K F K 500ml. 42 4 A48 B 500ml/15 547 A4
AERMBREEZ 100C, RABRREREZET, A LRUERELK
F o LA 6: 317.5g (3R/3S=3: 1) #&&: 80.0%

L8P 3
D-# X-2- 82, 2-—f-cknhdE-1-BAR-5-FEFERE3- (4-F L) XFBE

(febdn 7) H4%

No#R3?, FIBT & 5L w9 % Ao 200g D-7k X-2-BLE-2, 2-=#-"K"
PE-1-EAR3 (4-F ) RTEREE (A4 6) , 2000ml =R FICEME/E Im A
MeE 59.5ml, 4k 10 4. FIB T ide 96.0g R F BLAA) 480ml =& F s
%, A, RIRBEFER T 6 BT, A 950mIIN 2 B B 28,950ml5%NaHCO;,
R, 950ml 48 NaCl %k #h 2k, a8 A LK NapSO, T Wik,
BRRERGEZT, AFEFETKR T EL AN, FaEBEMMER T
170g (3R:3S=50:1)

BE: 65.0%
'H-NMR (500MHz,CDCl;) (JLFHE 3) : 0 8.23(d,J=8.0 Hz,2H),8.13(d,J=7.3
Hz,2H), 7.79-7.35(m,10H), 5.88-5.85(m,1H), 5.12-5.10(m,1H),4.88-4.80(m,2H).

BR8] & T A Fiebd:
D-#r X-2-BLEA-2, 2-=f-skobdE-1-BAR-5- R TBLE-3- (4-54) R T ERER
(Bl 48.7%; 3R:35=38:1)
D-7k X-2-BLE-2, 2-=F-rkddE-1-AR-5- K F B -3- K LB AR
Bl & 46.5%; 3R:35=42:1)
D-r X-2-BLE-2, 2-ZR-skbdE-1-BAR-5- K F Bk -3- (4-KK) RORE
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200710106089. X oM P ZE15/20m

(&% 43.5%:; 3R:35=35:1)
D-Fx R-2-BLE-2, 2- = f-rkvfdE-1-BAK-5- K TR -3- K W B A5
(Bl & 45.0%; 3R:35=43:1)

%764 4
1-8K-2-BLE-2, 2-— Ak (LEH9) H44

609 2 AR AN 290g 1484 3, MeCN 2700ml, HEHFIEME AN 8§1ml
A487K,14.5ml CF;COOH, iR R RIAENAR L 3 . BRI #48,
F R EA AR B & 500ml, A e K T 3K 500ml. 45 %) &A8% E 500ml/15
S EAL. BERBRBHERXE 100C, RALFRERE ZTHFLAZES
Kipad4 9:200g BE: 100.0%

RkH 5
D‘-‘ﬂ-: &'2‘%5{.'27 2"-:‘ ﬁn'ﬁ%ﬁ'l'iﬁ'3’ 5':—" ( 4‘%& ) X? &gg‘ ( 4‘&%

h7) HHE

NoPR37, 35 2001624 9 A 2000ml — &, F a5 im . DMAP 34.8¢,
BLUE 257.5ml. A 10 247, £9 0.5 )BT odm 617.0g BERBLE, LA FIEKE
20~25C. TRHFHR AL 6 8, A 1800mlIN 3k & B #,1800m15%NaHCO;,
BRI, 1800ml 46.F= NaCl Bk 2k, 448 ) L7K Na,SO, TR, FiE,
RRBERBET, NFEFELRY ELMLFEG EEKLEY T: 358

(3R:35=45:1)

ME: 57.0%
'H-NMR ( 500MHz,CDCl;) (JLKHE4) :
d 8.26-7.28(m,18H),5.84-5.83(m, 1H),5.09-5.07(m, 1 H),4.82-4.79(m,2H).

Bl ik 414 T A Tioad:
D-FRRN-2-FLER-2, 2-—H-khE-1-84K-3, 5-=- (4-FXK) RS
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200710106089. X oM P E16/20m

(B . 52.0%; 3R:35=20:1)
D-#F X-2-BLE-2, 2-=f-skrhde-1-8AK-3, 5-—-RLBRES
(BAk#: 55.5%; 3R:35=46:1)

S5 6

2-BLE-2, 2-—R-D-FEackhdE-3, 5-=- (4-KL) ATHE-1-T5
BB (1bad 11) 8941%

N, %3 T ¥ 59.8g =R T L S 44248 N 630ml THF F, 4#7%]-18C,
oty 7, WERPLFHRA 2 I, ST TFRAZE AN 2500ml IN HCI, A
ZR T 600ml x 3 FIHHAMANE 10%KBR4A, Rikk, 2BAIAEA
FKFBRANT IR, T, ERBREREET. AZA T 950ml 5B, 4o
NZ G 41.7ml R3] 0-5°C F il FAABER 23.2ml 49 50ml — & FRIER,
PRRBEHB A 2 DB, B INHCL, 10%58% 840 BoK sk, o b A A f Lk
REBART IR, 38, IRRREREET, ABAAHAE G ERK 100.6g (o
B=2.4:1) (HPLCAMLRILKE1) H&KFE: 85.0%

A T BB (A LER BB THA JMA ) 2oL, 17314649 o -
st A T AREL B Ao B -5 AL T AR BB
o -3 A FAEBRAE mp:154.5~156.5C
'H-NMR ( 500MHz,CDCl;) (JLBE 5) :
58.17-8.13 (m,4H) , 7.74-7.64(m,8H), 7.52-7.43 (m,7H), 6.18(d,J=5.5Hz,1H),
5.63(dd,J=3.5,16.5Hz,1H), 4.91-4.73(m,2H),3.22(s,3H),

PBC-NMR(125MHz, CDCly) (LW E 6)

5 166.5,165.3, 147.4,146.6, 140.2, 140.0, 131.0, 130.7, 129.4, 129.3, 128.8, 128.6,
128.2, 127.7, 127.6, 127.5, 127.0, 122(q,CF2), 99.9,83.0,71.6,62.9,40.6.

Ji % FAB 609 (M+1); AENH CyuHyoF,0sS T H4E: C:85.69% H:5.84%
F:8.47%  FAME: C:85.71% H:5.80% F:8.49%
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200710106089. X oM P FE1r/20m

Bl 414 T A FTidd:

2-BLA-2, 2-ZRA-D-Fiadhekdits-3, 5-—- (4-FKL) K TELAES-1- CAEER Y
(fe&: 79.8%; a:B=2.2:1)

VA BRI S 45 B A

2-BLE-2, 2-Z R -D-F3afhekwdg-3, 5-=- (4-FK5) KT BRES-1- B Bms
(IC&: 66.5%; o:p=1.5:1)

(2-BLR-2, 2-Z#-D-Fifackrg#t-3, 5- = (4-FK4) KPBRE-1-xF AL
FR LB

(JCE: 69.0%; oa:B=1.7:1)

L34 7
2-BLA-2, 2-ZR-D-FTEAk dhdB-5- K B EE-3- (4-FX 4 ) RV BB-1-F 4
BRE: (Lo 11) H4l&

N KPP T 59.8¢ = T R AA4548m A 600ml THF ¥, %£-37%]-18C,
B AAe M T 64 THF 450ml 557, ARIBHEH R 2 /I i, AmA 2400m] 1IN HCI
AL R, Bl =R FH 500ml x 3 EER A MAA 10%KE 4, Kk,
o A AR R AKBLBAA T IR, R, BRMEREET. WAZLATE
950ml &M, ImANZ T 41.7ml 58 5] 0-5°C F i FAEBLE, 23.2ml 49 50ml
SRT ISR, BB 2 B, B INHCL 10%%E 4Kk, 2
HA AR R ARKARBAATIR, IR, BARERE LT, AEEAFIGE
Elfk 88.2g (o:B=2.5:1) (HPLCAMLELMA 2) IkE: 83.0%
A TBiEAAEN (L LB TUBERE I A RBA ) 4k, 135465 a8k
T AR ER BE A B -5n AR T AABRER,
o -3 A T AR BR Y mp:136.0 ~ 139.0°C
"H-NMR (500MHz,CDCl;) (JLHE 7)
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200710106089. X oM P E18/20m

d 8.11( d,J=8.0Hz,2H ),8.04(d,J=7.5Hz,2H), 7.72-7.41 (m,10H), 7.60-7.57(m,1H),
6.15 (d,J=5.0Hz,1H) , 5.60-5.56(m,1H), 4.79-4.67 (m,2H), 3.18(s,3H)
BC-NMR(125MHz, CDCl;) ( JLHH 8) :

5 165.9, 164.9,146.9, 139.6,133.5,130.6, 129.8, 129.1, 129.0, 128.5, 127.4, 127.3,
126.1,122(q,CF2),99.7,82.7, 71.0,62.5,40.2

Ji#% FAB 533 (M+1) ; SUE S CyHnF0sS ¥ AE: C: 83.85% H:
5.95% F:10.20% S=mi4E: C: 83.88% H: 591%F: 10.21%

B -3% X FAAERES mp:162.0~163.5C

'H-NMR (500MHz,CDCl;) (KB 9) -

5 8.16( d,J=8.0Hz,2H ),8.11(d,J=7.5Hz,2H), 7.73-7.45(m,10H), 7.60-7.57(m,1H),
6.07(d,J=7.7Hz,1H),6.01-5.95(m,1H),4.78-4.62(m,2H),3.06(s,3H)
BC-NMR(125MHz, CDCl;) (JLKE 10)

5166.2, 165.1, 147.4, 140.0, 134.0, 131.1, 130.0, 129.4, 129.0, 127.7,
126.9, 122 (q,CF2) ,99.7,80.1,69.7,63.4,40.7

Bl k414 T A Tieb4:

2-BLE-2, 2-—H.-D-F3iavk wadE-5- K T BRES-3-—- (4-FKA) KT EREE-1-
LR B B

(Ik&E: 802%; o:p=2.1:1)

vAZ W B A B )

2-BLE-2, 2-ZR-D-Friigekedte-5- K F R A -3-—- (4-KK) KT BREE-1-
K AR B B

(M%: 693%; a:p=1.6:1)

2-BLE2, 2-=A-D-FEAGk A -5- R F B EE-3-—- (4-F K ) KT 8fa-1-
PR s

(M&: 705%; o:B=1.7:1)
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200710106089. X oM P E19/20m

F b 8
1-Q-BE-2°, 2-=f-3, 5-= (4-F4 ) X FBL-D-FEMakmiE-4- 254
2-2-F (e 13) 4%

REAMEY T, 3 100g FrBsAn N 550ml = F K F, FAnn 0.5g Fibksz,
283ml X PR —HAFRAREDARLL 3 M, BREREEZT, A 600ml
ZE R, R E 100CF 5 A EM 219g 2-BLA-2, 2-Z#-D-ITH
fhekodAg-3, 5-=-(4-3K 5 ) K T ELBS-1- T AR B A (1L & 11) (o : B=2.4:1)
4 1100ml — ¥ RE%E, HEEARA 3 0 (o:f=1:1.8) . BEZE 40
‘T, JK 500ml x 3, 5%E%E:S4h 500ml A& Kz E &, AAARRT A E
s IRk ask A FMAK, T EARMLAM: 119.0g (a: p=1:40) &  53.0%
Bk 44T A TiE-%:
1-(2°-BE-2, 2-Z#-3, 5-= (4-FA) KT BE-D-F 307k h4E-4- LBLE
R Eeg 2B

(& 49.5%; o:PB=1:35)

FH 9
1-Q°-BLE-2, 2-=R-5-KEFBE-3- (4-K4) XFRE-D-MEMKBE4-
KA 28 (Lo 13) 49414

REAMRY T, ¥ 400g g2 ma 2200ml F R4, FinA 2.0g Bk,
1130ml 55 ¥ £ — & f AR 2 AR L 3 8, BJERYE 2T, Je A 2400ml
—WREM, FBE 100CTF 3 D AEm 1228 2-BLER-2, 2-ZH-D-F3
ek rAB-5- K WERES-3- (4-F A ) KT BRES-1-FA8E (Lew 11) (o
B=2.5:1) # 600ml FRiE&, BEEARE 5 Do (a:p=1:2.1) . &
BE 60°C, j@An 780ml FELHEHE 10 H-4F/5 & m 780ml 2N HC1, 7 KEEAK
My, HRIBBEHE 20 24P, BEFRMIE, JEHA 2N HCL 1000ml x 3 ZRATR
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FHEE, BRABERRE o SE A FMIARIT B AR e: 78.7g (a:B
=1:35) k& 55.0%

B —s% B AbB4h 13 mp:247.5-248. 5°C,

'H-NMR (500MHz,CDCl;) (JUHE 11) :

5 8.13 (dJ=7.5Hz2H ) , 7.97(d,J=7.5Hz,2H) , 7.87(d,J=7.5Hz,2H) , 7.77
(dJ=7.3Hz,2H) , 7.66(d,J=6.5Hz2H) , 7.55-7.44(m,6H) , 6.40(s,br,1H),
5.86(s,br.1H) , 4.78-4.71(m,3H).

Bl #& T A Fe:

1-(-BLR-2, 2-Z8-5-RFBE-3- (4-3K3) KT BREE-D-17 3187k d#E-4-
LB R -2

(& 51.5%; o:p=1:40)

L4510
2-BLE-2, -ZRIR (b 2) HEE

AABFRY TR 13 AN TEEERT, 2RI LR, BER
BETF, KEMR, CRUEBEFER, KABREEZTHFIEHEE 187z (4
JE:97.0%,ee 99.5%) AE: 88.5%

£&4) 11
BT HRRGHE

Kbt 2 mmERARY, BIRZE0~5C, FmREBREZPHE 2,
WRIB A 2 0, 078, A 100ml £ AEEH K, 55 BRURRERE: 51.2g
(BLE :99.8%) HLE: 90.0%
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ppm
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': ppm
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