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i A p T ol o R oo B e wON RO B by N - o W CNCIEeY
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g9, dAzad, sy, EZEE, dvfolvels B ZeuHs 3 22 CYP26 71 FA| TS
Aol "FAE" S UE AA At

A9 ol WA FA-txT A7 % f-dEx d7E, dE Bl @A 2 wSgS S8 e 23X
TS &3 e Ao gRlE AR FP% ¢ vk, AmE 125 dA Fgrt. Fuigel xR g
d ARE st "FAg o] flEE EE ¢ Avk. Y, AR 52 124 239 257 $hAke] A
Al olm yehd ¢ vk, dF SW H &Y A5 "RAE HaE F3 hAAdS Brket. 5 @n
2, Mg Al 2 e AF 2 Ao AA%g. g% 4] A A, 53] EIFYE FHEY,
EfzyE Weazsolgs 9 IR E ERIA0 AHE BN dEbdt. dERE 9 £33
Foll, T2 AAHS, A Gy, BEHE A5 o R A3 &4 ° Ay Wy &4 B ool AIDS §
7 2L Add alE 7Rl olEe] EFHETE. FAEL (i) SERI(CHTUL)AA AlZste] 24 2 mE"2 7}
7hol 2 | Tk SHo ZIFSUNFF) 2R Z, (i) Fteo] FEIE 2 AR (ENEE #HAI71aL, v
Eg o o2y x3F A UE A He o9 2Ast 233dTE, (1) d9Ael Fgeld =034
= 2 (iv) Y WA (superficial white) 2HXFFE ¢dert. devd, 21U 34 $58 44
Ao g wE EdoA ZIAIg kel o] Pk & 9tk EWrRA Y HEMUE sie s A
g & FAEo N HUEE ¢ gl

<A1 o>

s7]19] AAjdE 2 AES oAGt. BE 2EE M (C)elth. mp.& 3ol
AAd 1: a2y [-(=)-3 =271 DHo|E (A He A)

HE813A A7) 15.54 g (53.32 mmol) 2 L-(—=)-Z2F 6.79 g (50.65 mmol)E 60TColA <& ofAHIE 12
ml Foll &AIFATE. &AS 0CE YA 713 A8 AAgetsiet. 4TCoA 29 w2t A& §, b
Arko]l AAEFRTE. oA, TFES 0Tl uwtalgivt. 8AIZF &<k uwke & 533 S oE o}
AFelE 50 ml= Ak, EFES oAFeArt.  Ad= wig AHs] FPEgin. AolaE: A
g olAEO]E 60 mlZ Al 3}aL 50°C/10 mbarol Al 20A17F St AxAIACH. FE) A9 ®Al 3

ot (M AleE WA B mp. ~96°C; 25TCeA 9 3= oehg, oel/E (2 : 8) (v/v) F o ofAlE| o] EM]
o] &= > 30 mg/ml; =AM &= ~12 mg/ml):

(@]

AAR]: 70.57% C; 7.34% H; 3.29% N; 18.80% 0O

54X 70.35% C; 7.39% H; 3.13% N; 18.94% O

0
°x
e

w3 'l & 3 FE.
AAd 2: HE2Hud [-(—)-3|=27 T olE (v} A e B)

"H2Zu v 7] 200.0 g (686.2 mmol) R L-(—)-Z2F 92.02 g& 60TColA ol oRAH O] E 1500 ml Foll &
Az, ololA, ¥ &S A WAAZG.  HEHuE L-(-)-s|l=22 THolE e B 243
(seed crystal) (s}7] 71Aek vk o] 59) 20.2 g& 32ToA H7hstar, AHAE H2 (20T WA 25
T)olM 2077 &)F wubshglek.  o]ojM, Edbas 24Rtel] AA 3TE W7AA7]aL, w3 2ol 443t
eob akskint. AAE AdEE dusidr. A4S 50T R 10 mbarol M 20413 SF ARAIAE. FH]
( m
Ll

D ~96T; 25C9 EoAMel &al%: 15 mg/ml; 365 nmell A<

p
EroBAN, F5 100 ngs AsHAER 2 ml Foll S A

20

0.2 N NaOH 3 mlE #H7bstar, e L-(—)-Eiks Fi3te 74409 IHas 54 546 mollA9] o =
-0.134° ):

Aa 24

AAR]: 70.57% C; 7.34% H; 3.29% N; 18.80% 0O

=R 70.54% C; 7.37% H; 3.26% N; 18.75% 0

-4 22 g4 g = 4 Fx
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HEZ8ud 7] 19.57 ¢ B L-(—)-ZAF 8.55 g& 50Tl old olAlHo|E 160 mlo] &A1 F, 45 1
AlZEel 71l A A 25TCE WZAIZAL, AAle] 1ol Z]AIgE nel 3ol F5g HER|U L-(—)-3| =22 wy
OJE (He] A) ZAA 5 mgS AFTIAT. AGE EFES wRksHA] g2 A2 18AIE B vl x| & A
ZollA HH3] wwkekodt. AgE AHEYd EFES 50CE 7Fgh ol AgE g §98 25TE YA
71aL, BlE28|ya-L-(-)-3| =27 Ldeo]Ee] el A A 10 mge T AFSITH. EFES whHkshA] ¢
Az AoA 3d ¢ wAE T 101*1 A ZFES GutetA ohAl wwkstal, dxs] AAEE 3
SHATE.  A2olA 24A7F FF U wykek & E3ES ek, oFste] AZRAZY

AAld 3: Ha2vyd [-(-)-s|=272 BHolE (H3HA e A)

gl2uusd 7] 400.0 g (1.3725 mol) 2 L(—)-2AF 180.34 g (1.3450 mol)S 35ColA o] AZT &3S 3200
ol &3AF T, &dE 45%e AA 25TCTE WAL, HEHYA-L-(-)-3| =27 TeolE FHE
Aol 1ol Z]A1gE mel o] F53F) 5.72 g& HFEAArE. Aol 27AF St gk § 553 dE
S sty oFE HHE FPsY. ARG o] AT ERS 500 ml2 AFSEAL, 50°C/15 mbarol A 244
5 FA

ol

b AZAIH . HE AY eSS FEAT (W AF WA B opop. ~96C; 25Tl &=

o gh-go M) §3% > 50 mg/ml, NEolMEHO|EAY &% > 30 mg/ml; EoNAY &= ~12 mg/ml):
A

o 1=}
i FA4:

AALR T 70.57% C; 7.34% H; 3.29% N; 18.80% 0

-4 2 34 g = 3 Fx.

AAld 4: HE2HUA p-(+)-3| =27 DHo|E

HEZry3 7] 8.70 ¢ (29.8 mmol) % D(+)-ZAF 4.00 g (29.8 mmol)E 50Col|A o& o}lAE|o]E 100 ml

Foll S3AIAY. T A4S HHF] YzhA 7|, HERYA-D-(+)-3| =2 HolE AA (3}r] 7]A T

upe} o] =531 254 mgs 25CeolA HIlskitt. 3] AAIA7I, EFES A2 (20T UA] 25C) A
Z

63A17F B wRkEklth. w3 dAEAS ettt AFE vig JHE] FdET. o AelAE dE
olAHIOIE 20 ml o2 A|H&}aL, 50°C/10 mbarol A 20A17F FoF ﬁi/\] B} BA 3FES 539 (m.p.
~96°C; 25C9 HEolMe gafl=: ~7 mg/ml, FFE3}; 365 mmoll A [a] = ®ES = -7.0° ) (29 3439
PEzTLo2A, =53 4 100 mgs F3tdgd 2 ml Fol &3 171 , 0.2 N NaOH 3 mlE #7}sta, €3

D-(+)-TAhe gt sAake] HAES S 546 molA9] o = +0.137° ):

A B4

(o

glEuud 97] 4.35 ¢ 2 D(+)-ZAF 2.00 g& 80TColA o]AZERE 35 ml Toll &A1, £I9S 308
o] 717kell AA 25CE ¥Z4A7]1aL, HERYA-DL-(£)-Zo|E (HAld 50 7143 vie} Zo] 53 20 mg
E AF3STE. olojA, AAS AL w A FAEGITE. 2d T AL wnrgt &, AgFe] AA
o] HAHsgtt. NS oFeta, AolAZ olAZTRRES 5 mlE AFHEct. AARS 50°C/10 mbarol A
20A1%F B AxAIZ Y. ARG HENYA-D-(+)-3| =22 DY EE F5T

AAd 5: 28U DL-(+)-3| =27 gFoE

O] AZEFE °F 70 ml F9 HEv|YUFA 7] (29.8 mmol) 8.70 g 2 DL-LAF (29.8 mmol) 4.00 go & ERN
80C= 7tgsta, w2 &4 5359t |98 dHds] WA AY. "HavyA-L-(-)-3==2 &
(H&A) el A, AAel] 1004 7]A8 bke} Zo] =53 10 mgs 25TolA H7tsidler. E3ES A2

_8_
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AlZE FoE wnbekgith. AR AHAES ofFstal, o3 AlojAE o|AXEFE 30 mlE AHIAY. AAHS
50C/10 mbarell A 20A17F &<F AxA R B4 stEs 58t (04 &2 mp. ~107C; 25Tel4 <]
g% oekgolqe &= > 50 mg/ml; oE olMEH|o|Eo| e &= ~17 mg/ml; EolAMe &= ~7

mg/ml):

AAR]: 70.57% C; 7.34% H; 3.29% N; 18.80% 0O

=R 70.49% C; 7.36% H; 3.16% N; 18.82% 0

o
BA g AWA 1% H2HUA-(L)-(—)-3| =22 Zyo)E gaol 3|5 (Th9]; ng)
) &

A Aea e 2 54 A uE 24,

g

ey

30 H2Hu L-(-)-3| =27 eolE kAl FEl A (A 1 % 3)9] X-A B 54 e,

Y

40 B2 L-(-)-3| =22 Dol E Al Ful B (A 2)¢] X-4 B 5 w9,

O

T 5 HE8 YA D-(+)-3 =27 Ldeo]E (HA]d 4)9 X-4 &% IH 4.
T 6 HERYHA DL-(£)-3 =27 D olE (HAd 59 X-4 &% 34 d=.
T 3 WA 69A, 'eps'E AZY AE (12 G Ag)ela, 'E'E 347 (¢ )o|t},

Ry

Ed]

w7
A 3 \ \ / ue
~
27— |
g / \
L

R RES
(tempered bath)
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-~ 1% ®=93a-(L)~(-)-

sl=al dHoE {9;

—o— 1% " =x}A-(L)-(-)-
Sl ol &9;

EEEE

B

12

24

36
AIZE(AD
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NS4

e
[=)

B
H

Ccps

4440_
4200.]
3960_]
3720]
3480
3240
3000
2760
2520_]
2280_]
2040
1800_]
1560
1320
1080

840_]

s00_]

360

-
120.]
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NS4

e
[=)

B
H

cpg |
3700_]

3500_]
3300_]
3100
2900_]
2700_]
2500
2300_]
2100
1500_]
1700
1500_]
1300_]
1100

900_]

700_]

so0_]

300.]

100

3.0
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JH

e
[=)

CPS
6475_]

6125
5775
5425
5075_]
4725
4375
4025
3675
3328
2975
2625
2275
1935.]
1575
1225
875
525
175 ]
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