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(12. 0g, 70mmo1) IO, UKZKAEIR, Zi8 F 0 456258 ClE (668ml, 7. 04mol) , fRIE
PikE 4h, IO =2 Hz (15ml) , Bkt 10 208h, KA & PR A FF/K5E, oK1
i, PR IR A A TREAT 21V R (L B (PR Y) 2. 43k, IR E &V o

[0069]  LIRMHPIRY) TLCCRHIFILIR MG © A= 1 © 5) SR MLEY, &IKEA
WA BN, 10 58 2R B EE (1 ¢ 2) 4518880 iR K74, HPLC
>90% . BUPERIBEWEALENT (300-400 HAERS ) /B33 IV (RN ) AT Tv2 (f)
PERHT)

[0070] fb & #) IVL, ¥ 2% & W IR 4 MS :315(M+1), 651 (2M+Na) ;' HNMR (CDCL,) -
0.96(d,3H)), 1. 20(t,3H), 1. 24-1. 34. (m), 1. 37(d, 3H) 1. 44-1. 50 (m, 1H) , 1. 52 (s, 1H) ,
1. 75-1. 97 (m, 8H) , 2. 14-2. 22 (m) , 2. 28 (s, 2H) , 2. 50-2. 70 (m) , 3. 46—3. 60 (m) , 4. 0 (s, 4H) ,
5.10(q, 1H) ,5.60(d, 1H),

[0071] 4k & #p 1V2, B & 45 &, & & :131-134 C :MS:315(M+1),651 (2M+Na) ;
'HNMR (CDC1,) :0.97(d,3H)),1.26(t,3H),1.33(d,3H),1.45-1.49(m),1.52 (s, LH),
1. 77-1. 97 (m, 8H) , 2. 13-2. 28 (m, 6H) , 2. 52 (d, 1H) , 2. 77 (d, 1H) , 3. 55-3. 74 (m, 2H) , 3. 98 (s,
4H) , 5. 02 (g, 1H) , 5. 59 (d, 1H) ,

[0072]  SZjfe) 317 a-[(F)1-(1- L FE) L ] HE-17TB - & -3,3- & =5
5 -19- A -5(10),9 (11) - —HmHIH %

[0073] ¥4k &%) 111(50.0g,0. 147mol) . — 50 FF 4% (500ml) DL & % B 2 T &% (0. 3g,
1. 7T4mmol) MIANR NHEH, UKOKAEIR, il N0 40 2E 4B (17ml, 0. 18mol) » fRIE Fi F:
4h, [ NGRS FIFEAL TR BRI 17« -[(£) 1-(1- 28 ) 23 1-178 - &
5 -3,3- WL I -19- LR ZE -5(10),9(11) - 4 60. 7g, WHEE&E.

[0074]  SEJfM] 4.17 a [ () 1-(1- IENEIE ) &5 ] I -178 - 5% -3,3- WL =4
5 -19- A -5(10),9 (11) - —JmHIH %

[0075] O £ 0aFE 1B A BE MR S, [R) S tifp) 3 AbEEAS BV iRy, kg 2. TLC &
MG

[0076]  MS :324 (M—OCH (OC,H.) CH,) , 368 (M—0C,H.) , 450 (M+Na) , 877 (2M+Na)

[0077]  SEHEM] 5. 17 a —[(F)1-(1- IE T4 ) 4F ] A& 178 - &3 -3,3- WL 4

12
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F-19- ZHZE -5(10),9 (1) — =Xl 24

[0078]  U§H] LS IE T ZEmE N, [R] St s 3 AbBEAS IR B kY, R e E . TLC
BRMIMEY)

[0079]  MS :324 (M—OCH (OC,H,) CH,) , 368 (M—0C,H,) , 464 (M+Na) , 905 (2M+Na)

[0080]  SEJf 6,17 a —[(F)1-(1- T 83 ) & ] & 178 - # 3 -3,3- WL 4
5 -19- A -5(10),9 (11) - B4

[0081]  U§H] Lt T BEME I N, [R) S tifh] 3 AbBRAT BV T R, o E & . TLC &
N MG

[0082]  MS :324 (M—OCH (OC,H,) CH,) , 368 (M-0C,H,) , 464 (M+Na) , 905 (2M+Na)

[0083]  SZHEMW] 7 17 a —[(F) (VU ML —27 - 3L) ] & 178 - 53 -3,3- W & %K
e -19- LHFZAE -5(10),9(11) - =41l 2%

[0084] 5 H] 2,3— ZSNLARG S MY, [R] S Jitifh] 3 Ab BRAT BIVE B AR, I3 2 &1 . TLC 2
N MG

[0085]  MS :426 M+1), 873 (2M+Na)

[o086]  SZjififs] 8 A& V (4%

[0087] ¥4 17a-[(£)1-(1- LFKE) LH T HE 178 - F K -3,3- WL 5K -5(10),
9(11)- ME — 4 (12. 0g, 29mmol)  J:7K THF (120ml) AN, vkKAHIR, T 0-10°C
W0 1. OM FRILEE 2- FELPY ARG (58ml, 58mmol) , N, 0-10 C LRI HE 4h, INAIK
50ml, BEPE 10 23%P, 43 A HUAH, KA 4R LBEAEHL, & FH MU, IR 46T J5 , I i
fi 50m1 Fl 2N HC1 ¥, 25°C R BidE 2h, BIAVKK B, 43 A HUAH, KA 1R LB, &5,
T, L8, R IR ST BV B (O K 6. 6g,mp :184-188°C, KA 73% . TLC( EHH L
ST D AMMEE=1 © 2) BaEWAMEEY.

[0088]  F=WILLLIR LW ¢ A= 1 @ 5 RUEMLHI, LA ENT 4 A3 VI AR/ )
FIV2 CRRERIY ), 48 5 5 8 LR LR 45 AT 21 70 B AR

[0089] L&MW VI, M A, MP :196-200°C.

[0090]  MS :315(M+1) ;'HNMR (CDC1,) :0. 71 (s, 3H),1.28-1.48 (m, 2H), 1. 64 (m, 1H),
1.75-1.81(dd, 1H) , 1. 89-2. 02 (m, 5H) , 2. 22-2. 24 (br, 1H) , 2. 27 (s, 3H) , 2. 45-2. 53 (m, 3H) ,
2.67-2. 80 (m, 3H) , 2. 80 (s, 1H) , 2. 86 (brs, 2H) , 5. 62 (d, 1H)

[0091]  F /AR BT B AN T

[0092]

0
[0093]  AL&H) V2, LB AR R, MP :197-202°C.
[0094]  MS :315 (M+1) ;'HNMR(CDC1,) :0.87 (s,3H), L. 34-1. 46 (m, 2H) , 1. 48-1. 53 (m, 1H) ,
1. 59-1. 66 (m, 1H) , 1. 83—1. 96 (m, 4H) , 2. 10 (dt, 1H) , 2. 26-2. 30 (s, 3H, m, 1H) , 2. 2-2. 56 (m,
5H) , 2. 73 (dt, 1H) , 2. 81-2. 91 (m, 3H) , 5. 67 (s, 1H)
[0095] S AR BH AL A0 A B N T

13
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[0096]

[0097]  SEjtfs] 94 &4 V 1] %

[0098] 4 17a-[(+£)1-(1- LI ) L3 ] FHEE -17B - 5% -3, 3- WL =5 % -5 (10),
9(11)— M & — % (10. 0g,24. 2mmol) | JE7K THF (100m1) fp A & N o, oK K A H1F, T
0-10°CY%hn 1. OM FP L4 2— FRFLPU SRR VAR (48. 4ml, 48. 4mmol) , e, {RIE B+ 4h, i
A\ ANHCY 8 10m1, $ikE 30 2080, 08, 70 HANUH, KM C1R LB ZHL, & 38, TR G
s, 2 I BRI A B FE R K 5. 4g, mp :185-188°C, IRL) T1 %,

[0099] ] 1. 6M f) FF FEBE LRSS N, 15 21 30l 5 5L o

[0100]  SEjtifh] 10 4b-&H V &

[0101] 5y [FEISEHER] 9, K w7 O TEaK RN 1. 6M f FF B 2 Bk v v s Y, 15 31 A A
[R165 R, e 74% .

[0102]  SEjlifs] 11 A&V k&

[0103]  JR Bl 17a-[(£)1-(I- 2 ) o R THE-178-8 £ -3,3-F & — %
H-5(10),9 (1)~ MEE — 4 (4. 0g,9. 68mmol) , ¥ FF LA e FH 7 €65 dhl 4% 1 PP 24 R
N, IS, GRIE B 2h, SO 25 S RS 9 AbHEAS BV B (U K 2. 1g, IR 2 68% .
[0104]  sZjfifs] 124k &9 V K44

[0105]  RpJgildie ] 17 a —[(F) 1-(1- IENEIE ) 45 ] A/ 178 - # % -3,3- WL
S -19- 2 -5(10),9 (1) - Z 4 (8. 0g, 18. Tmmol) , [FISLififs] 9 1t 13 33k o (k)
X 4. 0g, LF 70% .

[0106]  Szjifs] 13 4b&4 V %

[0107] el 17a -[(F)1-(- ETHE) &3] HE 178 -5 -3,3- WL
A 19— LHAS -5(10),9(11) - =44 (10. 0g,22. Tmmol) , [F] S jlafs) 9 $i4E, M3 RR G
¥R 4 Tg, INE 67%.

[0108]  SEjtifh] 14 4b-&W V &

[o100] ¢ Jguksh 4 FH S s 7 i il £ AL &4 (21. 3g, 50. Tmmol) , [FISEJfAA] 9 #5419 21 1%
ERIAR 11, 2g, R 72% .,

[o110]  Szjifs] 15L& V %

o111] Bkl 17 a - = FIEEEIL 178 - 853 -3,3- W2 5 HE -19- FHR A
5(10),9(11) - —J& (6. 8g, 16. 4mmol) , [R5t 9 #RAE, 13 FR BB K 3. 3g, 0% 65% .
[o112]  szjifs] 16 AL&4 V %

[0113]  BJsUkl ] 17 o — SR ARSI —17 B — (5 -3, 3- WL A A -19- £ H
Zi -5(10),9(11) - — 4 (5. 0g, 11. 2mmol) [RISLHEH] 9 #AE, BRI EK K 2. 4g, A
68% .

[0114]  SZjlfsl] 17 4654 V2 145 -

[0115] 4 17a-[(£)1-(1- L5 ) &K ] A H 178 - 5% -3,3- & 4 -5(10),

14
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9(11) - HEE — 44 (50.0g,0. 121mol) , Z ik (500m1) , T 0-10°C i 0 1. oM L8 2 Bk 5 i
(380m1,0. 61mol) , e, S HEHE 4h, BN UKAK A, 2 BA WA, KA 4R LBs2EH B
P, G IR, AKPE—IK, T4, i i 4s 2 fH 54 58g, I 20 f5 & E, N AN HCl
HEUE 80m1, 25 CHiHE 8h, (FIN 5 f5 EUKKH, Fl Z & HEA I 2 e, & FF A HUAH, MR
PR SN K SRR R 5 08— IR T8, I 9B IR 48 2, I\ S8 L1 50ml, ¥4I, ke 30 43%8h,
LIRS B (A 1 27. 4g, mp :195-199°C, INFL) 72% . TLC Won ALEY) V2.

[o116]  SEifsl] 18 AL &4 V Il -

[0117] W44 111 (1. 5kg, 4. 40mol) « THF (7. 5L) LL &4 B 2ETERR (5g) AN RNV,
FR TN OIEEE LTE (632m], 6. 6mol) , fRIBHEFE 3h, AR JGVAE1 2 0°C, FH = LIl i g PH
PR, T 0-10°CiE b 1. oM 8 S BRI (8. 0L, 12. 8mol) , e, fRIEHEFH: 8h, 12
BH 2N HCT %9 300m1, 25°CHiH: 4h, §E, 73 HA HUAHE, KAH LR L BEAHL 600m1*6, & FF,
IKYE, T E I IR AR IE ., 28 5 58 IR SR INAA R, VA EN 45 AR 3R F R R 1036g,
mp :183-187°C, W HEL) 75% .

[0118] S i ff1 19.3,3,20,20- X (W& 4 ) -17a - I -19- = F 22§ -5(10),
9(11) - s (AW VD HI#%

[0119]  #44k-&4 VI (1035g, 3. 30mol) . — & 4% (11L) Z —F (1000ml,17. 9mol) . J&i A
i —Hf5 (1400ml, 8. 4mol) HIA RN ZET, S8 5 T 25°C N AR FATEH R (30g,0. 15mol) ,
T2V S N 5h JEURIE 25 5 5 B I SRR N MR BR SN K VS v P (Bke) » BiERE 30 234, 7K AH
M =S REAI R ) 20%2 1K, & FFA WA, KB — I A HUH TG KR B BT 158, Atk
WE 10m1, 40 °C ok R4 22 0 — S P 5e, I FEE 600ml, %41 0-10°C, it 30 78h, 138, 4t
T3 1192g, 3 90% .

[0120]  SEJEfH) 2043, 3,20, 20— XL (WL 40 ) —17 a — f23E -5 a , 10 a — 345 -19- K H
i -9 D -4 (AW VID [l -

[0121] 4k &9 VI (1190g, 2. 96mol) , — & 1 ¢ (12L), ML IE (20ml) « = 7K 75 98 A i
(270m1, 1. 93mol) , ¥ E1 & 0-5°C, Z& 12 1% hi1 50 % X4 /K (970ml, 20mol) , T+ —5-5C Jx W
3—4h JFURWH K5, o A WU, KAH A 50 e 2 ORIk A 9, T 10 % it At IR 4 7K %%
W (500ml) PEB— R, AHUHAKBEZE P PE (500m1%2) , oK BREE T4, UL IR 4G B fHE E 4
1310g (#i8 1237g),5a,10a - R © 58,108 HEW=8 . 2, (HPLC ¥l ) 7=
AL R T BN N — 20 M.

[0122]  SEjfH] 2143, 3,20,20- X (WL A )-Ha,17a - ZHFE 118 -[4-(N, N- =
FASEEIE ) - 2R3 1-19- HFZAE 90D -4 (L&MW VIID k4% -

[0123] ¥ Mg (165g,6.8Tmol) 1,2- —JR Z &% (2ml) FI THF (200m1) JiI N = TEEIH, ¥ b
4- YR -N,N- 2% (1380g, 6. 9mol) I THF (3000ml) , fiFag| & & MV J5 74 40-50°CF
0, ke, F 40-50°C Hitdt KA. 3h 15 B K B R FCIRF, A 12 25°C, INAEAL AR (43¢,
0. 44mol) , YA HF I N SE ) — -+ il & A (A7 5a, 10 a - 3 2. 3mol) [ —
AFLE (AL) WL IRFRRAE 10-20°C, IR B HE 2h, 8N UK E) 3000m1 ¥ 1 1) NH,C1 /K
W, B 10 438, 2 A HIAE, ZKAEH Z S LA HL 2000m1%5 7%, H HLAH G IF/K¥E 3
IR TE 7K BB 5%, U HS W 48 22 Y AR, NN &% 415 800m1, 70°C in# 10 43%h, A 415
10-20°C o+ 30 738, ik 4, LR ZWEDEBR IR, M3 203E B Bk K 957g, M IfE 60% ,

15
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mp :230-234°C, HPLC > 95% .

[0124]  SZjfif] 22,17 a — 3H —11 B -[4- (N, N- " FIREG I ) - 83 1-19- L2 -4,
9(10) - — 4 -3, 20— i (459 1X) Wil -

[0125] 5 sizjitife] 21 33444 VITT (9508, 1. 76mol) 2N HC1 (4000m1) ¥ NI [ NI
i, 25°C R 2h, TLC K RN 26 5, FH 8 PAEAEL 5 7% 3000m1%2, 1000m1*3, 4 I,
YR L B8R PR SV A VT K 80— IR, Te /K R BE T, 1k i, ¥R 45 2244 3000m1 45
[0126]  SEjffsl 23, B R A =Mt (1) K&

[0127]  HEsEiEfs) 22 334059 TX 095 G UKBSIR (200m1, 3. 50mol) B & Y.
B, YKOKAEIE -10°C, I 70% ma 8 (237ml, 3. 92mol) , 4R 5 HiedE - T -0-10°C R i hn
EEREF (1400m1, 14. 9mo1) , fRIEHEFE 1h=2h J5, INATVKIK 3kg, 70 WA HUAH, KA — & R R %
H{ 6 % 500m1%6, A 3, K H 800m1 4RIk 2 S M /K ¥, 800m 1L 7K 45 BE— IR, Jo 7K i FR B¢
T, U8, TR IR GG B T, I FIAEE 800m1, HidE 30 4340, i 60°CHET-15 31 vk w5 4 [
47908, F5H 8000ml SFTARE © LEE (95 & 5) MAGEAA, 1% it it i v, v #1282 10°CHi
PE Lh, i, 60 CHT B RRE (45 5 5862, mp :151-153, PIF I 24y 70% sHPLC > 99% .
[0128]  SEZjtfsl] 24, BEER S A EMth (1) BIHI&

[0129] ¥ 3,20— XL 47 Bl (100g,0. 25mol), — & FF %& (1L), ML i 5Gml) . = /K /5 % A
fill (20ml, 143mmol) , ¥4 %1% —10-0°C, 3% N 50 % M4 /K (70ml, 1. 44mol) , T —5-5°C Jx [
2-3h JFURHE S5, 73 AN, A Z & PR BN IR A 5F, FH 10 %6 Bt AR BR M /K v
(10m1) Peig— K, A HAHAKZEPI IR (50m1%2) , T /K Bt BREE T 458, 1ok € , ek F R 47 22 16 T84
200m1

[0130]  # Mg (9. 6g,0. 4mol) \1,2- — ¥ Z %% (Iml) F1 THF (50m1) Jn A = 16, W6 0
4= YR -N,N- 2K (T1g,0. 35mol) F1 THF (200m1) ¥, NG| & 5 Ja AR 55 (B9 T
B, e, T 50-60 CHikE Y. 3h 13 204 [CIAGH, A 3122 25°C, In AN ZALEAR (3g, 30mmol) ,
25 CHEFE 30 7385, YA E NI N LIRS R PSR, AR FREE 10-20°C, InEEfR
TP 2h, 8N UK 500m] P NH,CL 7K, Bk 10 4380, 73 A HUAHE, KA 5
R 2 L 400m1%5 YK, T ALAES I, BN 1000m12NHC ] %9 . T 25°C R4tk 2h, 4> A HUAH,
TKAEFH U e AR L 200m 13, A FF A ATUAH , AU VORI B IR S AN K B 7K % E— IR, Bk
T FR BT, ok U5, VR N R NI, NN UKBE R (18m1, 315mmol) , #1142 -10-0°C, JIA
70% SR (24ml, 295mmol) , ARG HEHE T —10-0°Cii IESET (140m1, 1. 49mol) , fRIEBiFE
30 Zr 8 Ja, AR FH & P BE A5 UM IR 200m1%3, & FF, 40Uk H M Ak R S 3 7K VS T 7K 45Uk
— WK, TR R T, L&, WUE RS = T4 110g, £/ 10 5 B R AEE © 28 (95 @ 5) &
Shm i RR T 61. 2g, mp :145-148°C 500 % 52%, HPLC > 97% o ) FH X H N I -
LI (95 & 5) FELEE, 60° CHET13 BV B (L4 =4 46. 0g, mp :152-155°C, IR 75% ,
HPLC > 99% .
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