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[0127] skl (T1D) MG N REL 5 -

" OCH,
NH,

[0128] W E N TR A

N
o
*

[0120]  Hf 2- SUMEWERT AN SF-Tnt2A HERHEATEY) SM-3 (LALEATHE FRE I — 2R 1R £h 1
) IR 132 SF-1 KRR #h, 2k Ab 2 m DL B e e R Sm— 2P 1, 4- —efibe
L 4E B AT, ATIRAS I BRI KT 0%, HAT I 99% Maivd i . Ea SRR
= KT 85%, HALK KT 99. 5%, SRR LA shikah, DA it 255 Ll i ek e
AHEPEL YT o

[0130]  XFPEALZABIR S B ) 5% Bl S AGEAT T W 5E. BUA AIAFIBC S R AE Cs,CO, B FIAFAE T
fERIAE 1, 4 e Red i) (1 1L e AL Pd, (dba) o/4, 5= XU ( —FRFE ML ) -9, 9- —

RO E . RIEAEIX BT BB b R I, A FH R 0 T HEmES R an 1, 4- — b, W33
fEIBE S NAE 56 A AT AEATATT AR AT R 15 D0 SR A s = 2R 4 A, U ANAFAE B o ()4
b4 BT Pd, (dba) ,/4, 5= R ( " RFEPEHL ) -9, 9- — FFLE I,

[0131] Xk A KT 100° C MERER] (FRIEWER) ATIFIT. BF9C T R AVRAE A I
VT AN I ] R ARG O LIS TP IE CEERR QB DARCREE D DMP DMSO A1
HEE ZF k. Frid SF-Int2A FI SM-3 J NAIE AR T, WEE 290 0. M, SM-3 7 10% JE&
JRit &, HBR DMSO FT DM A1 %500 0 #4 Z2 [R13E, 1 456 A DMSO A DMF [ 52 W #4442 135° Co

SRR 1R
[0132] 3K 1: BHINS SF-1 7= KT
[0133]

18
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A LB
4 | ETH | 116118 | 3682 | 17.15 | 42.76 8 5.9 | 8146
5 | DMF 153 3514 | N/A [3945] 257 | N/A | 389

[0135]  WIER | o, —FPamiF RV RI0 1B T I 2— L5k SN 2- AL SR . 15 5541
—AMEH THOEE . IE O H R P BER s b, WE R T AR R RS
MELF, DMSO 5 DMF H A H /D s = e 24 S N R B R BB R AT I, B
=R EA BEEER.

[0136]  IF T b s LA 40gm BIRUBIEAT , 2 WK SCSEitifd] 1.

[0137]  {E# L7 &, AR IR dE— DAtk X (D B &R 5%, fuds -

[0138]  (a) 150, ERRIE AV VRN 5K AR A VLA 2 Rl fn oy (D k4
W), SR JGAE TR 5K AR A WL, 2 B (D S W B s

[0139]  (b) ZRJ5, ] AT IRV VN N AR B AT 228 () TS K R 855 « RN 228 P v ME e, P AN 771
o B HH T 24 5 AR AR Bk ) A B

[0140]  (c) 2NJa, M ZEALIE A IR, LS 300 S D TiE s f

[0141]  (d) 2RJ&, WeBE (D) KA S TTE B0 2 0 .

[0142]  7E44SZifi 5 S, BT IR B 7K VA VA G B R b K V¥R, 0 L 10% PR R B /K VLo
FES ST e, TR 5 K AR IR o] ok LR LR :%tﬁﬂﬁ* Tc,ﬁ;{{a/tm%

[0143]  TE#&SEi /7 S, BV CRERR i B BR SR ) 1173 B m i i s i B g 0, R
DL b (R 5 R S

[0144]  FE& Sy &b, T LGRS A CanBeke ) SRAF AL Il S NS BDTiE . &
DUVE B A Ui 2 AT CLIE S B I R B 0, B L BB I vk e g

[0145]  ZESEi i &, 20 (D) B s F a9

[0146]
H
N<
OCH; Q( CHa
/@/N ~_NH 0
|
(/A\N NS Ner,
0
[0147]  TEX S 7 &, X (D MALEWIR =0 20245 70%, H= (1) ka4t
FE] ok A2 /b 29 98%.

[0148]  FHR kb, W LLASFH ] PR W B 55 AR 35 SF—1 3 B B vk 1k — P S N =4, T
HEBRAOK LN TTE PR, O TR SF-1 3 SRR H5 BTV BT
B, B B3R S N BT AR IR ) (R T O AR e = 8 1) HCL, By LA R HOR A7 A5 T OV 71
[ SF-1 H)ERER 25D ] LA I 75 K AN VR I ALV 0 2 20T £ T8 M il 1 7K 5 VR ok e 6 v
T A 3 B e A AT B e 2. By SF-1 3 S A B VI =X (D 1940 & 90 535 =
SrBC T VAR o ZKAH ] FAH R AS R KA TRV A AR R Cn — S ke (DCM) D [k
(backwashed) .

[0140]  FRJi, MIHFVR & J5 BT HLAH 058, A0 A Ak Jie Ak B €5, FLATE 326 A8 FH /K R 6
19



CN 103168037 A OB B 11/30 BT

{EEAE FVE R . D, CORIRAE 40gm [FRLBLRT (BI 40gm 1) SF-Int2A) , [ _E SOk A
NI N2 200gm FeE i B AT A5 8000 L . IINZY 40gm 75 P iy 17 i e ssR, H
AAE A 40gm JoKBR R EE LA 78 70 TR . R S 2.

[0150]  FOCHIT 4 3 J8IR T AR LR — A1 T7 5o il P Al R N A AE W iE T 1
(PR IR L R R R 2-3 Ko Brad | 3 (g RE v HPLC Bl e P s A 56 )i » ¥4
HR NIRE W) H I IE M0 B AUTIE N =)o 1L 38 TR UTIE , AR5 70 e T /K AN TR 1A
WU FIUT 2R £ T FH R A s V8 sk B B A 2 1) DA 0 e 5o ZKAHmT 1 — 20
FH IR BAS R K AN TR A AL an — &R ke (DOM) ZEEL . FRR4 3G A LA U A
FRE b 2, 451 G0 FH 24 JERk A B e R R, ek 8 DAL SP-1 3 B R I sl . ATt
NIGEHEIRHN / BB IR B o AR I UE SV, ) A i ek e 1= (Celite), HAJEWE PR ZE
W, 153 SF-1 W 5 .

[0151] 5% 3:SF-1 &AM

[0152]
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EtOAc
#%  |— ipom
SF-IntZA} 4
SM-3 — | miR
JETH xé%# B — IR,
} B
g [Cea J— 52
1
i —
o
15~
EtOAc
: R g
Bl — B i
f 38,
. ETHEE
itk | — {pp
s—-?—-l
SF-1 HCl
i
EtOAe s
10% K5 CO5 BH
]
58 L1
I
DCM — | B
K3 CO;3
ol |—kE
MgSO B S
y ‘} — [ES0T
P28
P23 T Sp— itk
i
DCM ;
EtOAc al

[0153]  HIAS & Bl 75 32l 1 SP—1 s At 3 (1) AL & mlAe R S 45 it — 2D alifb . 12
A I S 77 G, EATERAE 1, 4- Bk P kT

[0154]  JdI A 1, 4- — o kerh E A5 HL 4l SF-1 I B, A1 H LS R0 1) i) AS 7] E 151

KAl , Hop R S P AL A Fe . SR P IR AN 3 B, TR 2 BoR T
SEA) 3 R TR AR AT N A B AR AT

[0155]
[0156]

%20 M1, 4- TR SR SF-1

21



CN 103168037 A OB B 13/30 T

[0157]
1 1/2(98% /= %) 0.72 0.96 98.32
2 1/3(97% /= %) N/A 0.87 98.13
3 1/5(93% = %) N/A 0.53 99.47

0.24 99.76

1/10(87% 7~ %)

[0158] 1 R AT, A A 1, 4— —ofedor 8 45 i 7 VA AR AU 8% B 4l B R R AR AL, HLAE
2 SR AT AR FE (PR L, 3899 T S Al i, B 23 A R BRI .

[0159]  HR#iE A< B J7 VA 1) 45 STt 77 58, SEIR T4 SF-1 B4k ok L Eh iR 3 UL 5 A i 4l
TEA L T7 Z2rp, A B4t — a5 (D BG5S A 4 2R 2R 1K 7
T Z IR

[0160]  (a) i B 28 — P B VRN AL S0 38 R s v ik 2R )5

[o161]1  (b) MOAJRLCLYTIESR (D) WALED IR ER 3R )5

[o162]  (c) RSN (1) WILEI SRR £h

[0163] 54, 55— Fh B ¥ 7] A E ST P RV R, ISR P VRT A A S A B P IR
W, BB A . AE&SEETT S, i ] Bkt .

[o164]  FEFSCHE T %, X (D AL EY R SRR Ehml s kiR 2k, Bl —Fp LAtk 25 0h =R
E 255 E RS2 Rk R

[0165]  FEFSCHE 7 %, X (D) MALEYIR Eh R EhnT DL ot 5 25 i & ik — D 4k,
BN 1, 4- 2Bt A o AR B TR 77 i 25 1 (D) b &1 sh ik &, Heali i n]

203 99% 52 /b2 99. 5%, B Wik A HPLC AR H 7 bkl & . ] 3R15 2 /04 85% [ HE 4
i, A (D) WAL S YR ERER B 5 = n] g 2 /D2y 70%, Hal g4 2 /025 97%, =X (1) )
AT LY SF-1 KR IR Eh, Bl R Xk &4 -

[0166]

0 « HCI
[o167]  HIRIFHILiE hy 22 /0 %) 99%, HIEET SF-Int2A fE = F K 2 /0 %) 60%.,
[o168] T ICHIFSEHER] 4 3t T HI X (D ML S IR ER G SEI 4l . N Ty
A AR B T B R R A A3 R S T SRR
[0169]  Jj % 4:SF-1 gk 7= ALK
[0170]
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[0171]
[0172]
[0173]
[0174]

[0175]

e
HCI-IPA

SF-1 # & # }

BB —= | BL#

HE | LB, IPA, BR

41 &S -EtOH — | s | — B3 -EtOH

FH/R | — EK -EtOH

SF-1 HCI

4 SE-1 2R84

TR ST S0, A R IR AL SR T SP-1 b (D) Rtk ai I .
o, AR WY T3 32n] N T e SF-2 AL G4

F

ZT

OCH; " “CHy
@ N ' N NH O
N
(\N 7N,
© (SF-2)

HAER 25 B2 . SR, AN I IR A o] LU B SOPTIR
23
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A S SF-1 4015 30T, 402X AL &Y SM-1, T AL &4 SM-1A A% SM-1, LAk

1T ECE TS LRI
[0176]

F

“CHs
NH; O (SM-1A)
[0177]  ZJRRI AT #A AR SO R KAL&4 (11D, FRAE R A S A 8 I B B2 sRAR Y 1 7 1,
AR SF-2 BIb&1.
[0178] & A% SF-Int2A

[0170]  {ERS STy S b, AR IR A2 5 (1) I ST
[0180]

(R,

CF;
(R%)y (11)
[o181]  Hirp R® 1 R* AE RV HE BE SRy b Ay e 3k L 95 3k IR Be 6 JR IRk 95k L R0 i b
Eale SNy S SN
[0182]  R° N&(KidE. 5ok  BRGEdE  Zu bRt o7 3k sl 2y 75 3t
[0183] Y H 0% 2;H
[0184] 7z HO0F 4,

[0185] 45 .
[o186]  (a) ¥ (IV) HHLEW)
[0187]
(R%),
H
N,,Rs
NH, O

[o188]  FI (V) HIHLEW)
[0189]
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Cl

N
X CF,

R%
[0190]  7EZ980° C [KIMKSSF ¥ i,
[0191]  ONAAELHE
[0192]  (a) AZ T4 0. 5wt% 1] Pd, (dba), ;
[0193] (b)) AZ Ty 1. 5wt 1 4, 5- B ( ZRFEREIE ) -9, 9- —HREE N E ;
[0194] () AZ T4 1.1 BEIRYEN Cs,CO0; 5
[o195]  (d) X (IV) WAL SRR EA /N T 0.5M ;
[o196]  (e) 2 (V) WILAMIIIIREEA/DNTZ7 0. 5M 5
[0197]  (f) FR&LIAIZY 2-3 K,
[0198] 511, Tk BEVAFITT 4 1, 4- —#%He,
[0199]  TE& S /7 &, AR ISR (1) Btk&4, Had i LT 772, A4
[0200] (&) ILIEMEASHHI ;I8 S
[0201]  (b) FHEKANRES FIESHIGE I8, 19 B 2 38 W R85
[0202]  (c) HHBRMHE /KIS IRPEG A I8V 28 )G
[0203]  (d) ¥ il i AR AR Yk 2 90% 4R J5
[0204]  (e) IMAJRLAYTIE X (H) K&
[0205] 11, PR 5 /K ANVREE IR o 418 L BE
[0206] 540, ATl ekt K »ezfﬁz"fﬂii@&%ﬁjw)ﬁ@a@ RIS -
[0207] M54, FradJ m] kg B o
[0208]  FE&SEH Ty %, 2 (IV) LG A

[0209]
b
N\
NH, ©
[0210]  fERSCHE T S, 2 (V) Btk Pml b
[0211]
Ch~ [ :
NS Ser,
[0212]  {E&SEETT %, X (1D KAEWRIZERE ] 2025 99%, HaX (I1) K&
ST Yy % A2 90%.

[0218]  "FICHRSLER] 5 FREE T AR P Y SE S AT
[0214]  {ERSSCHE T S b, AR IIRAHI & (TT) Btk S ik, 2 ary -
[0215]
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H
N..‘R5

Clas I NH O
N
CF3 SFE-Int2A
[0216]  ZTVEMRPELA DR .
[0217]
1) Pd,{dba), (0.5 moi%)
I Xantphos (1.5 mol%) @ H
Bl Ce:C03 (1.0 eq), 14 =% AN
| + H g% 23%
w.v-‘ m Na..% e m\qiﬁ ;
NH; O 2) aq. NaCl, aq. NaHCO3 N er,
SM-A SM2A SFIntZA
3R -
CeHLCIFSIN CoH N0 JR# -EtOAC CaHy;CIFSN,0
Mol Wi 30744 Mol Wi 15018 & Mol. Wi.: 329.70

[0218]  FEIXHL, B8 A N B b A I, s N m 4uf7 FH PR e 1) 2 438 A0 R e 52 Wi e 12 5 Tl )
I 1A]. R 3CHIER 3 BoR T AE Cs,C0, H K,CO5 ( BIAAFIK IR — 3 ) RIELAF 5T, SM-1 1
SM-2A I S5 W H ) B 1) Ao

[0219] 3% 3 AFAEAS RIS (I S IV (] I

[0220]
gl Cs,00, (% /=2 ) |KCO5(% /=3 ) [K,COp 7K (% 775 )
3 /N 96.5 14 24
18 /N 100 61.4 49
42 /B IN/A 92 60
66 /NI IN/A 100 69

[0221] W1 ER BTz, AE ] Cs,CO, I, B4k tH N ERHAL TR 18 /NI RIR] 5€ e, i 48 A [ 14
K,CO, 75 2 66 /M, HAGH] K,CO, AKHI 1% R NEAE 66 /NI S5 A58 B4 69%.

[0222] T 7] Cs,CO, BRAN J5URE SM=1 (K EE IR BE, AT T 3E— D BIBTIE. 2K 4a F1 4b 73531
BN TAE RIS EE/R SN, FEI TR) 5103 /NIRRT 18 /NI =40 SF-Tnt2A {17 SR FAl
[0223] & da A AN A EE/R BB 3 /N SH-1 )AL

[0224]

26
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5 | SM-1: Cs;COs0e#) | BAZETIE) | FH(%) | SM-I(%) | #R(%)
(B

la 1:1.0 3 97.8 1.5 0.65
2a 1:1.2 3 97.7 1.0 0.82
3a 1:1.4 3 96.4 0.88 2.28
4a 1:1.6 3 95.0 1.0 3.11
S5a 1:1.8 3 943 0.86 4.85
6a 1:2.0 3 96.2 0.96 2.85
Ta 1:2.2 3 934 1.47 5.2
8a 1.2.4 3 79.2 0 20.7

[0225] 3K 4b AT HANFEE/R E IR Y 18 /NN SM-1 (54 4k

[0226]

B2 | SM-1: Cs,COst | BEME | &%) | SM1(%) | 2/k(%)
4 (I E)

Ib 1:1.0 18 95.4 045 4.2
2b 1:1.2 18 87.6 0 12.4
3b 1:1.4 18 91.15 0 8.85
4b 1:1.6 18 90.18 0 9.82
5b 1:1.8 18 88.89 0 11.11
6b 1:2.0 18 90.67 0 9.32
7b 1:2.2 18 76.47 0 23.52
8b 1:2.4 18 76.48 0 23.52

[0227] 2 T i AE 22 AR A 1) SR 2% A T A TR S S 0 1) e /N PR VR L, THEAT T SE 3R

W% 5 BioR, 75 la=5a Fl 1b—5b Xf N3k 4a Fil 4b 5 S S [R50 B TR) 5 FR A A e ] i, L AT

ANFIE Y Cs,C0;, MIAFEEIR % BT AT o I TR) 0 4 /DISAT 18 /i

[0228] 3K 5 LML EER %

[0229]
F5 |SM-1 :Pd ##E4LF EL ST (/NS ) [P23 (%) |SM-1(%) | * (%)
la 2mo 1% 4 96 2.6 0.9
2a 1mo1% 4 81 36 0.7
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3a 0. 5mo1% 4 63 36 0.7
4a 0. Imo1% 4 Gk 94tk 0
5a 0. 05mo1% 4 10 90 0
1b 2mo1% 18 88 0 12
2b Imo1% 18 95 0 5
3b 0. 5mo1% 18 97 0 3
4b 0. Imo1% 18 175k 83sk% 3
5b 0. 05mo1% 18 87 0 12

[0230] s #&¥E 440 = AR B B[] (RRTD 0. 77

[0231] sk 435+ pi1 TACSRR PR ) 1, BB AL A

[0232] 73K 5 F1 6 H, 5 — 51 3K R B BE /R SM=1 T 3K Pd, (dba) /4, 5= R ( = 2K 55 Bk
55)-9,9- — RS A AFIR R IR %o

[0233] &5 BRIAEZEEAL D, 290 R 0. 5mol% K FTIA Pd, (dba) ,/4, 5— X ( — KL
55 -9, 9- PR A EAAEAL AR RN, 757 SR B AT T A RS B A A

[0234] 3R 6 WoRHE 4L, R AL E A T 0. Smol% FHEE > (AL PR R, T4 —
wRBE 1 IR & (1) Cs,C050

[0235] 3R 6 =)= ANl S AL LL 1
[0236]

J75  [SM-1 :Pd AL EL 1 BBEISTE] CANIE ) (723 (%) [SM=1(%) (2857 * (%)
la  [0.50mol% 14 96.47  [2.58 0. 94
2a  [0.25mol% 14 95.46  [4.54 N/A
32 [0.10mol% 14 84.69  [15.3 N/A
b {0. 50mol% 24 98.77 [0 1.22
2b  [0.25m01% 24 98.12  [1.88 N/A
3b 0. 10mol% 24 91.67  [8.33 N/A
[0237]

[0238] 4y D IBAL R BAR T 0. 5mo 1% B, 1] WL 7= 2&f4f RS A A
[0239] K 7 W TGP EE R .
[0240] 3K T EFEEEXT P24 B 7= 2R 4l 1) 5 Wi
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[0241]

B A | g atE ety | s (%) | SM-1(%) | 2R (%)

la | 1,4-=7%)% 3 94 5.8 0

2a | ETH 3 79 0 21

3a | LB 3 0 0 100°

4a DMF 3 65 35 0

52 | DMSO 3 58 26 14°

b | 1,4-=7%), 18 88 0 12

2b | ETHE 18 29 56.5¢

3b LB 18 N/A N/A N/A

4b DMF 18 76 13 11°

5b | DMSO 18 87 0 12
[0242] 76 3 /NPT ) 5, — oo Py S B LT 5e 4 FLAES T3, MBI FIE TR 2.

Fit . DMF 1 DMSO HR AT 18 J5 3 75 B AIG 107 ZE R i 2 1 I A%

[0243]  Af HIIXSESEUITE4H G BOD IRTE R SO s tifsl) 5 rh4e it

[0244]  TE#SHl 5 Serb, AR BERAERBCRIZESK 1 2 (D MAE B 2525 ERTHEZ 1
i, B R A R T R 7 VR4 lhn, — AN Szt RN kA

[0245]

H
No
i A /,| NH O
(\N Nx CF3
o
[0246] B FXLED)
[0247]
F
H
N
OCH, CHs
N l xNH O
N N e,
0
[0248] B HLZy22 B2 th. AR, Brid 22 EnT#e2 i sk ml DL EhER 26,

SF—1 B SRIBIRT 7 RAEA GBI LA K ST R (1 Al i
W N, IR 76 BLIOE (FAK) Oy 677 JOE BS0 BE000 BT R AT 240

[0249]
[0250]
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o

[0251]  FHAVH, AR B A & SEiti 7 38t 73X (D MG WA 6l #5167 RAE B S e
PR B R R B2 i &

[0252]  FE % SEHE 7 2, A BHAR Ay Y7 J8 38 98 0T BR He 98 s BOR 1T 98 11 7 7, A4 DA
— E AR — g FF A ) ) AR g 2 ORI E B (D B AP D B IR A s R
fan, prik= (1) Wiba4m A

[0253]
H
N
OCHgH CHs
N~ ! NH O
(\N NS Ser
o
[0254] & FRAMLEY
[0255]
F
H
N
DCH3H CHs
/@N l ~NH O
N
‘/\N < CF3
0
[0256] R HLZh%= Bnl2 .
SEHE 5
[0257]  SEHEM 1 A 1E T BE P4 SF-1
[0258]
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OP¥ | #4244 %5 H# HF | 48 | mmol | FF | #Kh#
B .4 (2) (ml)
I SF-Int2A | 1779-56-15 | 329.7 | 1 | 121.32 | 40.00
i SM-3 | LB-008-125C | 281.18 | 1.1 | 133.45 | 37.52
1 ETHEE 240
4 JEIR 480
5 Z.B T 100
5 Bz 100
5 SRR 100
6 LB T B8 1200
6 K>COs4 13821 5 | 606.61 84
6 K 18.01 800
8 K,CO; 138.21 20
8 DCM 800
10 P 40
10 MgSO, 40
10 235 200
12 gL 50
(Celite)
12 LB L 1200
12 DCM 800
14 BIZ, 600
16 JEIR, 300
[0259] I FE
[0260]
1 AuASF-Int2A(40g, 121mmol). SM-3(37.52g. 133mmol)feET
B%(240mL),
2 AERARAT ottt £BFER2-IK,
3 12 AHPLCA: &R AL, 1881/, A 13.81%49SF-Int2A%| 4. 48
JIE, A 3.18%8SF-Int2 A% 4,
4 A E15-25°C. HARAMITR, mARK(480mL). FiRILIF
wASM Y 1.
5 EM RAIIR. £ LB LB/ BT, 200mL), A ER
(100mL)# & e 5t
6 FEME. 1200mL Z88 285 A2 10%K,CO,7K 2% (800mL ) An A B2
B,

[0261]
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7 2. WK ERGERLE T,

8 FIRA & i A20g K,COr R, B ERE., GREB PN
800mL DCM. #L3fRe-410-2054F.

9 DB, BHAIE,

10 QA ALEANAOgH « 40g MgSOA7200g #EAL.

11 F2 38 Ae B LSRR 2930547 .

12 SRS E TR, 1A EEE(Celite) 2 (50g)it 8. B T8E T B
/DCM(3:2, 2000mL) 7t e .

13 AT 2R AR H~200mL £250mL.

14 DA An AR AZ(600mL),

15 BRETAIRLHETR, TRBROMTRE,

16 R A ARG, FFH BB(300 mL) A IE b,

17 F IR, 133)449(72.5%)% &4y K. HPLC 1779-76-17S: 485
98.9%.

[0262]

o] Jp
e B
[0263]  SIjdsl] 2 :SF—1 Vi 2Bl 1) 1t €2

[0264] JHFEA -

[0265]
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24/30 7T

e ASF-1 HCI(2g), EtOAc(60mL).

otk B 1779-58-5

P ) B 25 F ArA30mL 10%K,CO;
RIER, BB IZRSWIE2IH,

S, BEWERBLERBEYF,

1 R EL B P A A 2g MgSO#20g5E %,

B R 35 F e A =R F R (40mL).

Jn Rt 2 50°CHRIFI0ON 4P,

AARAMEL5-25C.

Oo =1 Oy (W fds R

1% A 2 % £ (Celite) (5g)itJ%. /A 50mLDCM/
LB LB (2:3) R ik B,

EABEF] £5-7.5mL, %) B A B A B
(25-32.5mL).

10

b FRAM E15-25C, HEFERA 23/
B,

11

RN ARG ILIE . A RQ0mL) T ikiE st

12

AFREN, 138]10gB ERBK, FE
57%, #/Z98.7%.

[0266]
[0267]

B .

A ASE-1 HCI(2g), EtOAc(60mL). 5k §1779-58-5
2 | At AR &P mA30mL 10%K,CO;
Riswk, Sz em £,
3 | 9B. BANERGERBEEF.
4 | ERALE P A 2g MgSO, A 2g % .
[0268]
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5 | AmBRA M ES50°CTHRIF3054T.
6 |AHIRAEMELS25C.
7 | B A £(Celite) (5g)itiE. JA60mL LR
LB YA R4
8 | ARMIAEF £5-7.5mL. @ EEBFIANRK
(25-32.5mL).
9 | AHRASMELISISC. MERASW2-3)
i,
10 | LM R eI, B B (20mL) s A e .
11 | AZFREN, F312g84K, FF69%,
4% 98.6%.
[0269] IIFEC:
[0270]

e NSF-1 HCI(2g), EtOAc(60mL).

ek §1779-58-5

MBI G R B Am A30mL 10%K,CO;5
KR, BBRAIZRSWIONT4FELD
Bt

2. BAWERGERLEF,

%] B RL 3 F e A 2g MgSOy. | g Atk
(10g).

) R 25 A A =5 T IR (40mL).

e dGRA 4 £ 50°CHERIFI044F.

iR £15-25C.

00 1~ | W

4 B A3 + (Celite) (5g)it 8. A 50mL L8
LB /DCM(3:2) A4 et

AR £5-75mL. SR E B PN ERK
(25-32.5mL).

10

AFRAMELS-25C. ARA 23
ﬂ‘j‘ 3
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[0271]

11 | 3EEM R eGITIE . BB Q0mL)3 AR,

12 | AEFkst, F5129gk 6 BK, =%

74%, #J£98.3%.

[0272] TR C AT RINEA T, B o A DLgE— D i 5% .
[0273] &SR C(10g FiAR
[0274]

/m ASF-1 HCI(10g)A= L8 T.B5(300mL). Aok B 1779-58-5

2 | RBFAE BB AALS0mL
10%K,COsKE &, S4BT RoMmIE2
AN

3 | 2E. REAME,

4 | EREMASEK,COs. BB BTN
R FHR(200mL). HHRAEHISEI044¢,
B ELE A AU Fn N BRL 55

5 | BREEFEHGAIET ImA10g
MgSO,. Sg& FerE K (25g).

6 | An#RAY EZ40CTHEIFI0 4P,

7 | BFRAMELS25C,

8 |48 A £ (Celite) (20g)itiE. H500mLZ
B ZEE/DCM(3:2) A dh v B bt

9 | AR £25-37.5mL. FIEALE PR
}%(125-162.5mL).

10 | AFRAMHE15-25C. BHREAEW2-3
B,

11 | 3EHREITE. B RK(100mL) k&R
#. HPLC: 1779-69-11L

12 | AEFRES, FR71gRERBK, FF
81%, #£/£98.7%. HPLC:1779-69-12S

[0275]
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[0276]

[0277]
[0278]

[0279]

[0280]
[0281]
[0282]
[0283]

[0284]

[0285]

[0286]
[0287]

[0288]
[0289]

[0290]

[0291]

[0292]
[0293]

[0294]
[0295]

[0296]

[0297]

[0298]
[0299]

[0300]
[0301]

4
»
-
&0+
4
4
2T+ 1
& s &&
& #
] Y
T NS S e e Jeny s S T den 4 T Lo e T T T
3 7] £ & o ) 1] £ 18 i o

SEHER] 3: M 1, 4 o frrp 4
SR 1 CSP-1 BB 1, 4- PRl 1:2 (w/v)

A e

BN SF-1 iS50 (1g, 1779-76-17) Fil 1, 4- —#& 4%z (2mL) .
INAGVEEYE 80°C, B EIBE R .

AHNREW 2 15-25CHAE %R DI 2-3 /.

1ot BT B TTUE

TEALEY, 152 A A (0. 98g,98%) » HALREA 98. 32A%.

S 2 SF-1 P BAE S 1, 4— — PR RELLA 1:3 (w/v)

o1 o =

BN SF-1 5 4% (2g, 1779-76-17) F1 1, 4- —#&4% (6mL) .
INHGVRE A 80°C, 13RIV TE A -

RENREY R 15-25 CIHIE R ERFE 2-3 /T
AR R TIE. F 1, 4- —e@e (6mL) PR IEDE.
TG, B RUK A G E (1. 94g,97%) o HALRE A 99. 12A%,

S AR 3 SF-1 Bl 1, 4~ — PRk il 1:5 (w/v)

L.

N SF-1 i b (2g, 1779-76-17) F1 1, 4— — &L (10mL) o

2. IFAREWE 80°C, 13 BIVEIEVE T -

3. WHNEAEME 15-25CIAE LI HER: 2-3 /DI,

4.

5. THALEY, JRIK A G K (1. 86g,93%) » HELUE N 99. 47A%,

I RTTIE. M 1, 4- —&ke (10mL) PEEIEDE.

S 4 SF-1 iR S 1, 4- PRk b 1:8 (w/v)

L.

BN SP-1 978548 (1g, 1779-76-17) 1 1, 4~ —»%%¢ (SmL) .

2. IFAREW R 80°C, 13 RISV -

3. WHNEEMAE 16-25CIFAE IR HER: 2-3 /DI,

4.

. THALEY, FRIA G K (0.89g,89%) » ALKy 99. T6A%.,

S IETEIUTE . L, 4- ek (10mL) BEERUEDF.
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[0302]

[0303]
[0304]
[0305]
[0306]
[0307]

[0308]
[0309]

SF—1 ¥ B, 5] PEbeliie . Prid SF-1 28
99. 5A%,
[0310]

S 5 SF-1 P BLAR S 1, 4— — P& Ui 1:10 (w/v)

N SP-1 3B (1g,1779-76-17) F1 1, 4— —#&4 (10mL) .

1

2. MPVREWZE 80°C, B RNEIE I -

3. BHNREW A 15-25"CIHAEZRIEDiF: 2-3 /T,
4

b.

U8 DT

THALEY, 32 B CE 1 (0. 87g,87%) .

DUBE. A1 4- e (10mL) PEVRIEDE.

S 40 ERIR R %
20gm ML 5 B L LU R AT < HESS A A5 57 TAT I A (14 HC L SRR ALV A £ LI HH 1

Hoali 7 5 99. 76A%.

TR £h F= 1K 7= 2k 84. 8%, H. HPLC I 52 il 4t g

F-1i#% % 3 -
1| HCl¢4 R A 8% 1.0 | 39.88
g
1 B2 290
3 JR I, 600
5 LB 40
5 Bz, 160

AN LEE(290 mL)A=HCI69 A E58% (3.4 N, 11.8mL, 1 eq).
2 Jm NSF-13# % #(20 g, 40 mmol)
3 A HORA Y £ IR A B AT BRI, AR A 15-30
o4, ABLEE Am A B RE(600mL).
< AP E1525C, PLaFs4h2-3. 0,
5 LR RGP, B TEE-Bk(1:4, 200 mL)Feid i,
6 TR, #52]18.2 o(/* $84.8%) 99.5 A%.
7 & XRPD(1779-106-65).
[0313]
[0314]
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[0315]
[0316]
A 99A%.
[0317]

S 5: SF-Tnt2A (145K

SF-Int2A DL 200g #UFLA Y

=
ﬁi ‘2;* g z
R RE TN T AT A A "

o IR RHIN T R o Pk 20 91%, 42

1 SM-1 307.44 I 0.65 200.00

1 SM-2A 150.18 1 0.65 97.70

1 Cs,CO; 325.82 1 0.65 211.96

1 1,4-—"%i% 88.11 1200

2 Pdy(dba); 915.7 0.005 0.003253 2.98

2 |45-R(=FHK| 57863 0.015 0.0098 5.65

B K)-9,9-—
FRAREE
5 Akt 50.00
(Celite)

5 LBR Tilg 2400
6,6 10% NaCl 1200
7,7 | 7% NaHCO; 1200

8 10% NaCl 600

10 IR, 3000

12 RIR, 600

[0318]
[0319] o FfE
[0320]
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| mN200 g (0.65 mol) SM-1. 97.7 g(0.65 mmol)SM-2A. 211.96 g(0.65
mmol) Cs;COsF21 4-—*%£z (1200 mL).

2 A APdy(dba); (2.98 g)Aed, 5-(= R KMHK)-9.9- — FRALE (565
g)-

3 I RAM2-IK.

4 F B BCRAR € R M B AL, 458, #40.52%89 SM-1.,

5 SdRAME TR, 1B ARE L (Celite)H(50g)it 8. A LB LES
(2400mL) 4= 4F .

6 1 10% NaCl(2 x 600 mL)# &4 L&,

7 7% NaHCO4(2 *x 600 mL)#b 75 AL E.

8 J10% NaCl(600 mL)#e&H A& .

9 ARAB T BB A HRA229350-400 mL.

10 | A3t A A3000 mL & K.

11 | AHEZBFHFRSHIIR,

12 | R AR, A BRIT(650 mL)ZeiAiEE,

13 | A= TRSH, B2195e5 %, FF91%, HEI%.

[0321]  {E3% HLH K HI BT (BRI TF 5 AT LTI T 2006 A A SCh , 125 | RS2 1)

'R 52 HUAAS AR 254> 2 O S LASE AR 5 T

[0322]

AR B PR BT A PR AT AT R A A e, O AR BRI, [0 Bt AN HE B At 5%

(7] PR X R i B8 7 e i PRI 5 EL R B TR B AE A W] BT 3R 2 SR I Y [ 9 ] AT AR 22 24
Az I, B H RTAS R W] 208 1 5 D0 1 S ) A B R ARV i, AU AR A
S e W] LA BT (M 2B AT 1B SO AR AL, I HX 284G SO AZ A I 4 0 35 78 A< I W 1) P B
PR EE SR R E v f
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