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CH, o 0
COOH HsC o. |
socl,

HO H

. 0
OH ©—CH3 0
COOH COOH 0

S(-)THB
\R(+)THB
11
SOCL (0. 25 mol), lh 125
1 T, 2h, , 75- 85
T,1h SOCk 15 g(0. 136 mol), 1h,
B 5 H 125°C | 6h 45 ml ,
X4 ( ): IR , , ., 30g
Nicolet Impact—410 ; VG .
Quattro ( ESI-MS) ;' HNMR (24¢,62 4 ): mp. 203205C,
Brucker AV-300 ( TMS, IR(em '): 2975, 2955, 1884, 1810, 1732, 1708,
CDChB); Elementar Vario ELIL; 1610, 749
PE-241M C \ . 19 g(0.0515
()W A N EE A (THB) mol) 96 ml , 4. 8ml, 2h,
2,3 9, 10~ 5,8, 13, 13a- . . .
-6H- la,g] " (13.4g,6% ) mp. 165 167C,
1000 m1 30 g( 0. 089 o f'= - 132.28, C:IFOH [lit | [P'= - 132F
mol), 600 ml, , 2(c= 1,20 H) |
9 (0. 17 mol), 20 min, IR(em '): 3400~ 2500, 1739, 1672, 1611, 1578,
3~ 4p, , 1509, 1248, 749
, \ \ 25 \ MS(ESI(= )70 V,m /): 385 1 [M-H] base
19 ¢, 6%%. mp 169 171°C, peak
(- )=3F RFEELE (DPT)" (+ )DPT  D(-) ; .
L) 15¢(0. 10 mol), 20ml mp 167~ 169°C | [« [+ 138.02, ¢ H5OH
30g(0. 22 mol) 200 ml [lit o [P'=+ 134£ 2(c= 1, C2HOH) |

, 80~ 90°C. 1 h 29.8 ¢ MS(ESI(~ ) 70V.m/z ), 385. 1[M=H] base
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peak
R(+ w9 #)s BE A&
+ THBS8 8 g( 0. 0259 mol) 400 ml
, (= )DPT 10. 5 g (0. 0259 mol) 20
ml , ,
7 1¢g 73 &% ,

(- )DPT(+ ) THR mp 158~ 159C | [« |3+
101. 64, CHCB Anal (Cao Ho NOz° 0.25 B O, (% ,
Wo , NJo ) Req 65.70, 5. 41, 1. 92 Found 65. 85,
5.30, 1. 54

(- )DPT(+ ) THB3¢g , CHCE
, CHCB , NaCl , KkCOs )
CHCh , 1.25¢,
, (1L0g, 7. % ) R(+ )

THB mp 130~ 133C [« [P+ 303.84 , CHCL [lit
mp 132C [« ]+ 299, CHCk ]

IR(em '): 3050~ 2800, 1611, 1494, 1488, 1275,
1217, 1081, 1034 ' HNM R(300M Hz, CDCE) & 6. 87
~ 6.76(2H, dd, J= 9 OHz, ArHi.12), 6. 73(1H, s,
ArH), 6 59(1H,s, ArH) 591(2H,s,-OCH 0,
4.24(1H,d, CH), 3. 84(6H,s, 2 -OCH), 3. 53(2H,
m, CH), 3.18(3H, m, CH), 2 82(1H, m, CH),
2 61(2H,m,CH, MS(ESI(+ ) 150V, m/z): 340. 1
[M+ HJ base peak, 176. 1

S(- ) THB (+ )DPT ,

(+ ) DPT(- ) THR mp 156~ 157C | [« |5’ -

101. 36, CHCB A nal( Go HsNO12(% , Weo ,N% ) Req
66.21,5. 38, 1. 93 Found 66.49,5.50,1.53 S(-)
THR mp 132~ 134C | [« | - 303. 45, CHCL [lit
mp 134C p = - 299, CHCl:] IR(em ') 3050~
2800, 1611, 1494, 1488, 1275, 1217, 1081, 1034
HNM R(300 M Hz, CDCB) & 6. 8% 6.77(2H, dd, J
= 9.0Hz ArHIL, 12), 6 72( 1H,s, ArH), 6. 59( 1H,
s, ArH), 5.91(2H, s,-O CH 0-), 4. 24(1H, d, CH),
3.84(6H, s, 2< -OCHs ), 3.53(2H, m, CH), 3. 18
(3H,m, CH) ,2. 82(1H, m, CH), 2 62(2H, m, CH)
MS(ESI(+ ) 120V, m/z): 340. 1[M+ HJI base
peak, 176. 1
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Resolution of Tetrahydroberberine

LIN Yun, ZHANG Can, HUA Wei -Yi

New Drug Research Center ,China Phamaceutical Univercity,N anjing 210009, China

ABSTRACT AIM The purpose is to resolute tetrahydroberberinee METHODS Tetrahydroberberine was
synthesized from berberine chloride, then resoluted with (+ ) /(= )di-0,0,-p—toluyl—tartaric acid which was
prepared from D /L 4artaric acid. RESULTS AND CONCLUTION S (- ) /R(+ )tetrahydroberberine was
successfully obtained and the rotation degree was consistent with that reported.
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