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Tk, BREOMETETHRE 2 NN, RERALRSHEABHFEE
7 (1500g) 57K (1600ml) A% L. iTRATA R AR, %K (Q200ml)
k.

¥ RET LB T8 (300ml) . HRAK (600ml) %27 £-5°C, XA
—FFik BB MA LR TR IEER, BEBERLY 5°C. RERRAES
HEBRETE, BIHLR. TRAFERMN KK, AK QIO F LB
(100m1) Zti. A EHEGRHANTET ELE, F2 655 7M.

15
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b) (-ZHEEAEAR) FERAD 9K

%) A ER (1800m1) Aw ABK B 4T (5508, 3.98mol), HAT4FR &It 30
S4F. ERHFE TR AN 2-TREXS (460g, 3.329mol). ¥RAEMY
ik EER., mMARTH (275, 3.642mol), ¥ RASMAEE AT HEE
24 hBF. BREBRASHANETE, REEK, ABER(T50ml) ik,
SR, REMFE SN, BiZHETFTLEA8MmL), HiZERMHAER
Ao MmAK(530m1) BEK 45ml) ¢y RoH., ERBETHRROMYSHE
5-10°C, LRBAEGLHEZH, A TB (250ml) 5K (400nl) RAM %
BB RACEE/KRESNTEL R, FELZH (500g).

c) 2-Q2-THREXEL)-1-TH (5) FHBR 64 A,

¥ (Q-CERAXERL) FEAR 400z, 2.257mol) BF F X (750ml),
KEBREBEZGEEN. AFHEEMRA 125g A4, ¥RAWAE 30-
40°C A= 1.7 £ 1. 2Mpa AT &AL 1 ) o, TR FHALH), RELRE,
23,

HixhETLBRTE (550ml), EHFETRATHE (150g). BE
HAFAE 20-25°C 1), SLIRATARM SR, A LB TR (250ml) Bk,
J£ 40°C T4k, 453 430g 4788 =4,

d) Shi¥ A% 3k AR 38 KB 69 A R,

B 40-50°C F, ¥ 2-Q-ZERAXEL)-1-THEF 5L (300g,
1. 08mol) = F ¥ BF (1000ml) . A B T AN\ T BE 445 % (30%Soln,
195g) . ¥RAWAHE 20-15°C, b AT R FTrrerh, AEBE
AEBkAQ x 100nl), A4%%k, HBEZELER. WA -TFTHEA
=5~ (-8 AR AR) FaBLiEk (263. 3g, 1.08mol), & BRBLFE 20 54F.
MAMEH PL/C (5% Pt, 60g), HRAMAE 50-56°CH 1.7 £ 1. 2Mpa

CRAETEMA LS aF, SRR LR, ARFT OB (37%,
90g) . LIRBATA AR LB EH SRR, B FEE (S00ml) 2ok, 4 50°CF
Tk, 55 360g A=A Y.

e) FhIH AR EHT i E AR AR

KR A)FFREESATEA100m]) P, ¥ROWMHKETR,

16
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A A S BAC R (M, 440m1), 28X AK (350ml) . I RAdh i
F 10-15°C, SRATA KRG Sk, £EB LA FEE (150ml) H7K (150ml)
BAM k., £ 50°C FFRRAA, 73 340g *H8.

B 24

o1 3 A 3B IR % B AR 4GB AR

¥ 5-Q-RERE]-2-FREERBE Q00) 5T FAT B
(950m1), Ao 1-(Q2-2 ZHE)-2-ZHEXK (100.3g). ¥ RERSY
ik % 80-85°C ik 4 B, REAAZTARABRE-_TFTATERE. &
B R E A B AmAK (1000n]), ABHFTHRESHMEZE 80-90°C & 2
NI, FROHAEHETE, REFTEARG A, EFEAKOOD) F.
ERBTHERABE 80-90°C ik 2 Jvat, ik L4&k, AK(200m) %
&, TR, 15332548k (150g, 89.8%).

5764 2B

S 0N A 32 E-HT 3 B AR 4G ik

BEEAT, # 53.3g 2AHBERET 3700l ZHRTEB/FTERS
# (56: 44 w/w) ., REITFERSW, AREER. HREAWAEHE 15-
20°C, EixmE T8 30 o4, SRS B EKR, AEHNRESHIRE,
TR, KR 45.3g, FHYHBERRAAET IR,

k) 2C

1IN 2RI BAT B B AR Sl

B sH i B ek (159g) (BhAE 94%) &% /£ ¥ 8% (280ml) /K RA Y
(280mD) ¥, HFRAYmKEER, LELHRMEM. ALK (7Y%,
44g) , HRASMEMANE 0°C, BBAERG R/, AL TFE (T0nl)
k., WEHEEEAETEH US) F, FRAOMMKEDR, REMW
AASKEBAL M, 150m1) . HRAHAH, MAK(140n1), R AT
AR R, ATB-KRAY (111, 100n]) ik, TR, #2 117g 4

17
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qh =W (0%, $6E 99.7%) . FHHOBAARRAMET 2R,
38 A3 9 & s b KR
21

:N O s 9 ll—lz 4 20

2N & 10 14 15

S 6 N~ 19
0, E@C\r 13 O 16

11 018
1? 2% 17

'"H-NMR %38
J 400MHz T, ERK=—FEXEM$, /& Bruker Avance—400 L,
& 303. 2K Tl ¥ 'H-NMR b,

) assignment
0.95 (d, 3H, Jy0,1~6.3Hz, H-11);
1.30 (t, 3H, J17,15~7.0Hz, H-18);
2.48 (dd, 1H, Jy ;~7.3Hz, J59=13.4Hz, 1 x H-9);
2.77 (dd, 1H, Jy ;=5.3Hz, Jy5~13.4Hz, 1 x H-9);
2.90 (m, ~3H, H-10 + H-13);
3.89 (s, 38, H-1);
4.01 (m, 4H, H-14 + H-17);
6.89 (m, 2H, H-20 + H-21);
6.96 (m, ~2H, H-19 + H-22);
7.01 (bs, 1-2H, H-4);
7.11 (d, 1H, J74=8.6Hz, H-8);
7.40 (dd, 1H, J;5,7=2.3Hz, J;s~8.6Hz, H-7);
7.58 (d, 1H, J;¢=2.3Hz, H-5).
PC-NMR b

£ 100. 6MHz F, ARAR=—FXEHAMF, £ Bruker Avance-400 L,
£ 303. 2K FT#& “"C-NMR k.

é assignment
14.66 (C-18);
19.66 (C-11);
41.25 (C-9);
45.56 (C-13);
53.87 (C-10);
5592 C-1);
63.87 (C-17);

69.01 (C-14);

18
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112.32 (C-8);
114.09, 114.68 (C-19, C-22);
120.88, 121.19 (C-20, C-21);
127.96 (C-5); -
130.82,131.09 (C-3, C-6);
134.11 C-7);
148.38,148.56 (C-15, C-16);
154.18 (C-2).
E 45 3
F (5 AR -1 0-5% BR 3 4~ 32 7587 5% & A
3 100mg #h 3K %32 847 35 & A= S8mg () MR -10-ARERE T 12ml
B, Flati#h, RERSHETE, BAIR. REFERNGEK,
Fl 1ml T8 A 2ml LB %K, T
K ehE (HPLC): 61. 3%44 R-3Z-#7 () MER-10-5k8R & . M T B

hELELE, AFLEHERE 68, Th.

gk 4

A (+) BB -1 0-5% B 3 o~ 323897 2 3 4%,

AERT, % 2.0g sl HRHBA 1.71g () HR-10-5
BUE T 45ml FBE, WRREMSHE 46, LRKEMERGRK. L
S 45 & (HPLC): 75%#4 (S) 123537 — (+) MEAn-10-84 B £ .

1% 640mg FHM Sml FEEF E4 5. KEIRE, TRICETERY
Sk, FIR. FZLEE (HPLC): 94%%y (S) —3238-#7— (+) M R-10-BR & .

1% 300mg FHM Iml FEEF EL &L, £ 30C TAELERS, LRk
ERTAE AR, BB, TR, AF%E HPLO): 96.5%49 (5)-
18 8R4 - (+) BEAN-10-ARBR 2L .

T S

BT RA () -5 () ARSE-10-BBR 49 20449 F ik AF -5 H I 2R 48837 A
a)

3 1200g sl sei BT B R EF A 47000l FEEY, KRS Mim

19
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HREBRK. QRAWAN 682.4g (+)-HEIHE-10-5BF 4700ml KF &y
B, KRR MRIEAR, EHBFTLEAN, £4 45C T,
A ERFHBREER, BREGMWEIHE 20-25C, EZRBETHE S
DB, R RMEKR, A 200ml 4 (0°C) FEEzeA, TR,

B EARZ & FE 3050ml S0%EKFEE, m#EFR, ARBETiL
HAd, FEARFHILE (EXKY 55°CTF) B, ¥$RoHmAHE 20-
25°C, B3 5 hEf, BBLEZMEFH, A 150m1 A (0°0) FEE#x%E, F
M. dE: 693, 4g (S)-3EAT (+) HAE-10-ARBR 3

b)

MER AN RERGFR, EBF TN 1020ml 2N NaOH &
B, AERAWAHBEARE OH 9-10), ¥AREEHRERSHE 0
- 5°C & 2 oat, itiE, MKk, T,

E: 697, 5g BT B AR, €S T6%4 (R) -3t rkik,

c)

Wi B &t 1920n] FEHY, mAIZHA. Gk
&R MmN 396, 6g (-) FEfE-10-AE8 4G 1920m] KERE., KR ERS
i EER, ERFTLLSH, FEKRFLTE (KXY I5C) &,
HEBAINE 20-25°C, HEaE 5 had. B BMIRLR, AL FEE ki,
T .

ME: 806, 8g EEHT () MB-10-RBERE, &2 89.7%4 (R)-sfuk
K,

d) #R)-EBEH ) RE-10-HER LK EL S

—R&RLL:

ERHET, ¥R Q) -EEHF O RBE-10-RBREETFDATH 3.5
B (Bedh A3t ) S0 KFEE, #IZERASY, HEABRATFHAYS,
RERIHE 20-25°C, HRAHBEH S Iot, LIRS B EK, BKEKRA
LS54 (Bikfat) A (0°0) Fai ik, THR. 2338 ETEETFXR, £
B TRILR:

20
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4 dh No. sk E R-AMEEE
0 89. 7%
1 63. 6% 95. 7%
2 56. 9% 98. 4%
3 51. 7% 99. 5%
4 47. 4% 99. 8%

REHERITRGTHHBRETEEA 208-211C, KK H-17.2°
(c=0.5 AFEEY¥), ZKBr ) IR EEEAIALLE 1740, 1505,
1161 & 1044cm™ &9%, €& R3] NMR k864385,

F B 6

(R) -2 3&-#7 (<) A -10-AR B 3 &) (R) —32 3897 it 35 w69 5440

EERT, # 518.3g (R)-3238# () HB-10-3B 5% (AF8E
99.8%) #&-F 3100ml 50%&/KFE, AN 445m] 2N 4K NaOH, ¥
i &RGHE 0-5°Cik 2 0F. B B4R, ARk, Tk, k&,
315g R)-(-) - HF Bk, 24 99. 9%4 R-FH4K.

AERT, ¥EHETF 3500ml S0%KFEE, AR TEAAHZE
20-25°C, #HRARBEH 8 DH. BB EKR, A S00ml Kk, TR K
F:0309.11g R)-() =B FBB, L2 99. 9%A Ly R-FHK,

L T

(R) -3 837 3 & sé 2 B8 (R) -3 383 9 4440

¥ 309. 11g (R) - (=)~ %474 B &% /£ 1080ml 50%4 K FEE ¥,
A E R, EPFTA 1250l REBKTE, FHAERAN, Gy
Bl ket k., KA ERAIE 0-5°Cik 1.5 vaf, sk B4k Ed,
A 500ml & (0°C) P AR ze i, FHR. Jk%: 320g £8 R)- (<) -=547,
€4 99. 9%KA L& R-FHi4K,

EXE#HATRELY, FRABBARARATHERHLHGRT
HIRS FXGE®, AAFBLRGER, A XRGEHAFCIE LR
FEBRBAEAGREATEEHA.
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