¢ ¥ % Chinese Traditional and Herbal Drugs 25 42% 25 23] 201142 A

247

FHEAES B AL FER TN B S EE

37 23
250000

MAEAEL # ¥, F 2 A
1 INRRZE ST 2B, (LR Hrr
2. WG R2EZ%E0, LA MG 264005
3. WA S RAMRAR, WAk MG 264006

# E. BRY T RFNSIENR B (salvianolic acid B). 753% X205 95%FH R B #EAT IR, PRI AL
PEFAE . REFRAE (il BECAE RS . A VBRI T 45 B 55 7 VAT o0 s MR SEAL M . TLC, Bl HE LA & MS %8 74
gift. &R S8 AMEEY, MNEENTISE (D, MHER (2). FULAEE (3. HHEK (4. FKEFR (5. FHRHR
A (6). JIWRF FHEE (7). JIMER C (8). £5if  HIXIRE IR B 24 =W 45k .

KR 2 SR B; FHRR F WG FRILEE; AR A

hESES: R284.1 XERARERD: A

XEHS: 0253 - 2670(2011)02 - 0247 - 04

Isolation and identification of chemical constituents from thermal decomposition

extract of salvianolic acid B

LIU Sheng-sheng®, HAN Fei®, XU Hui?, LIU Ke*®

1. School of Chemistry and Chemical Engineering, Shandong University, Jinan 250000, China

2. School of Pharmacy, Yantai University, Yantai 264005, China

3. Shandong Target Drug Research Co., Ltd., Yantai 264006, China

Key words: Salvia miltiorrhiza Bunge; salvianolic acid B; methyl salvianolate F; protocatechaldehyde; salvianolic acid A

F}2 Salvia miltiorrhiza Bunge 4 JE TR} il )8 5
JB 2 AR L AT 2 0 TR B 25T, W
SO IR T, TS  A KVE P e AN TRV
BT RZE . PEZ KISV BAT I IR 2R 454
P RIS A EEY T —, A5 )
YRR D7 TR 29T, CAR MR AT ) i /MR
b2 S I 23|11 o5 0 ANt I O Y
JIEL T 5 ol DA A RS IR S 7 1B Mk S A Al e B ke
TR AR HIRL, PHI R B 15 42 & e IR,
WAERFL SR PSR R P2 20 2 51
ST S HE bR %, BAT W LR R 250 R A
FHH R B R MATEEW T, {E#AERT R A5 il
WOl Rk, PRI B BRI B e, Xt
TEFHRE B h 2l Crfid it R LA BT iRYT
IR I DU R AT B R S ARSI T A R
95%FHH IR B HEATHVR, WS IR M REAT 2 SR
&, e 8 MEEY), R ANEZER (D,

Yk BHA: 2010-06-24
fEEEN:

*BAAEE ¥ K Tel: 15965178443 E-mail: ythanfei@sohu.com

WIHERR (2). JRJLZREE (3). BHEIR (4). HRIEFH
1% (5. FHHIR A (6). FHIIR F TlE (7). FHH
1% C (8), H{XIIESHRR B ZAA IS5 o
1 NFEE5RY
1.1 %=

XT—4 R REAG WRR 5 sillE, |
TR R AR IR A W) s LIRS ] Bruker
AV—400 BUZBEILARACITE , TMS iy 45; Thermo
electron corporation TSQ Quantum Access JiiH{¥;
Agilent 1200 1=y 805 AH (4154 o
1.2 #Zm5iRH

FHHEE B (95%, HifiD: FHZ5 MR )L
AT FE bR LR SR 2 I AT PR A wl ity AT
BIR =0, Jrbral, REEWTR AR ESER ), At
20070109; /KA Milli-Q #E4li7K . FHAHIE 4 73 Hr
ai, PIZAMIEBMEEA R, GG Ky
Be I F] e 1 %5 5 4 P12 Salvia miltiorrhiza Bunge.

XA (1979—), Ji, WIEATSUAL, EBNFRR WS E T I



* 248«

¢ ¥ % Chinese Traditional and Herbal Drugs 25 42% 25 23] 201142 A

2 AREYNFRIESNE

PHEYR B $2HUY) 10 g, 3 Tk A G i 2y
B 1%L B W, Ik R =4hiA pH %
46, 1125 ‘C, 0.4 MPa &M F## 4 h, JA)G
INERER T pH (H2E 2. AL A ik 5007 B
CBE IE TREAEI, FERCBHUR IR 4 DAEEGH
. BUESHR OWE)Z 5.6 g, £ D-101 MR (ZRE-/K
RV FERA R CRU7- AR RVEMD .
A CHBE-K R R D) B2 N Jk 2% 0 Tt I
(Sephadex LH-20) A (a3 ML 45 o A5 1
(89.2mg). 2 (260.5mg). 3 (2104 mg). 4 (50.2
mg). 5 (20.5mg). 6 (386.7mg). 7 (20.6 mg).
8 (2.0mg).

3 KT

& 1 ABKEPRG B (FED, =&k
B hysrtt, W RN 2, REThSEm
PR N FRIL, mp 85~87 C. &5 a3
FAER AN, 78 3 FARIRS NIRIT R AEAHH,
CO-TLC 556 BE fAN 25, VA 5 U 45 iR R B
WSS L AP S 5.

&Y 2. g (FEE-K, 7:3), =&
AR S IR B8 S N3 A PR, TR a5 R TS R R
FeRKE. mp218~220 ‘C. Z45 CLAn I S nmERR
RS, 6 3 MAFIRSG FRIF RE {HAHF,
CO-TLC SEHBE s AN 55, WA o e s ;A B R,
W EAGE ) 2 R NHERR o

EY) 3: KAE ARG (B B, =&
R TR E S R 8 Y SNV E L N (AL Ry
Hy LI LRI, mp 153~154 C. &5 C40%
i SR LRI L 2 0l , 78 3 PRI RS T T Rf
{EAHIFR], CO-TLC SEEBE SR 25, WA 5 e
AT, WS 3 MR LA .

EW 4: AE MR, =S ER-2
B IR Y W S N B BAYE, SRR g S R
FgFE. UV (nm): 255, 289, 261; 4I4MiGik
IRvio (cm™): 3 399, 1 686, 1 608, 1 266, 1 127,
'H-NMR (CD50D, 400 MHz) §: 3.00 (1H, dd, J =
14.32, 8.08 Hz, Ha-7), 3.07 (1H, dd, J = 14.36, 4.36
Hz, Hy-7), 4.37 (1H, d, J = 4.6 Hz, H-8a), 5.17 (1H,
dd, J = 7.96, 4.28 Hz, H-8), 5.90 (1H, d, J = 4.6 Hz,
H-7a), 6.34 (1H, d, J = 15.96 Hz, H-8), 6.62 (1H, dd,
J = 8.08, 1.96 Hz, H-6), 6.65~6.79 (5H, m, ArH-2",
5', 2a, 5a, 6a), 6.81 (1H, dd, J = 8.44 Hz, H-5), 7.21

(1H, d, J = 8.5 Hz, H-6), 7.82 (1H, d, J = 15.92 Hz,
H-7). W% Bl ESI 3813 M—H 1IN [M—
H] 537.15, &4 738 CoHpOmn. “C-NMR $£:41
VA L 1, DA St 5 Sk 2 e — s,
£1 & 4~7 8 “C-NMR (100 MHz, CD;0D #)

Table 1 *C-NMR (100 MHz, in CD;0D) data
of compounds 4—7

= 4 5 6 7

1 1246 127.7 126.1 126.1
2 1276 115.2 128.4 128.1
3 148.8 146.8 131.4 131.4
4 1452 149.7 148.2 148.1
5 118.3 116.3 114.8 114.7
6 121.7 123.1 120.6 1205
7 144.1 147.7 147.4 146.5
8 116.4 114.4 115.6 116.0
9 168.1 168.4 168.6 169.9
1 129.2 129.3 129.3
2' 117.6 117.6 117.4
3 146.6 146.1 146.1
4 1452 1452 1452
5 116.3 116.5 116.3
6 121.9 121.8 121.9
7' 37.9 37.9 37.9
8 74.7 74.6 74.7
9 1734 1736 1734
1a 1338 144.4 144.4
2a 1134 113.9 113.9
3a 146.7 146.5 146.4
4a 146.0 146.8 146.7
5a 118.3 116.4 116.4
6a 116.0 120.4 120.2
7a 88.7 137.9 137.7
8a 575 120.1 120.1
9% 1734

-COOCH; 52.0

a5 HETERHRAR, —Hbgk-2Eib
BRI W R NI R B, A AL, 1R
IR TR A B R R K. mp 218~220 C.
'H-NMR (CD50D, 400 MHz) §: 3.00 (1H, dd, J =
14.28, 8.32 Hz, Ha-7'), 3.09 (1H, dd, J = 14.36, 4.32
Hz, Hy-7'), 5.19 (1H, dd, J = 8.24, 4.28 Hz, H-8'), 6.26
(1H, d, J = 15.92 Hz, H-8), 6.61 (1H, dd, J = 8.04,
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1.84 Hz, H-6'), 6.70 (1H, d, J = 8.04 Hz, H-5'), 6.75
(1H, d, J = 1.76 Hz, H-2'), 6.77 (1H, d, J = 8.16 Hz,
H-5), 6.95 (1H, dd, J = 8.24, 1.96 Hz, H-6), 7.04 (1H,
d, J = 1.92 Hz, H-2), 7.55 (1H, d, J = 15.88 Hz, H-7).
BC-NMR $offs W4 1o UL EEoH 5 SClkaRaE 1 2Kk
A5,

& 6. wOJCEERA, mp218~220 C.
[a]® 4+41.67° (c 0.10, ZE). UV A (nm): 205,
218, 287, 305, 335, IR v (cm*): 3 385, 1 710,
1689, 1601, 1519, 1283, 1169. ‘H-NMR (CD;0OD,
400 MHz) 7EALIE midg X =415 706 6 2.95 (1H, dd,
J = 14.28, 8.52 Hz), 6 3.06 (1H, dd, J = 14.32, 4.08
Hz) 551 & 6 5.17 (1H, dd, J = 8.36, 4.08 Hz) =
G AMBAADE, MR ABX RS, NIHE k4R
7 -Hy, 7-Hp CEATRIERE T Tt 8 RN
AER T M E AR F 8T KIpXA
8 MaUE TN 3 NI LRITF AR AN 4 Aok
XU b A, Horb 96.31 (1H, d, J = 15.76 Hz), 6 8.06
(1H,d, J=15.80 Hz) Woxsr+5 9 A faSEAHIE
WNMEREE 7, 8 RLANHIRUEE, 52 Bl HEFIAH SR AR (1) 5%
W, H-7 4TRSS, G BT Al i &5
¥4: 0 6.75 (1H, d, J = 8.08 Hz), 6.87 (1H, dd, J = 8.16,
1.56 Hz), 7.04 (1H, d, J = 1.44 Hz) &/~ 1. 3.
4 ZHURIEIR, NIHJE N 5a. 6a. 2a fiAf5 5 6.54
(1H, dd, J = 8.04, 1.60 Hz), 6.64 (1H, d, J = 8.56 Hz),
6.71 (1H, d, J = 1.56 H2) @/n s 7 &H —4 1. 3.
4 ZURIRIR, NIHJE N 6. 5"\ 2 A5 5 66.73
(1H, d, J = 8.44 Hz), 7.12 (1H, d, J = 8.32 Hz) %1
ST EHE A1, 20 3. 6 PUBUREER, NIHE N
5.6 i %55 .07.14 (1H, d, J = 16.00 Hz ), 6.63 (1H,
d, J=16.04 Hz) h4) 5 PR IAAHE I OUEE, W
)k 8a 7a i AU EUE 5 ARG £k 16.00 Hz
50 A, L) DMSO ST tH-NMR %
A IRIREA 6 MG, I D0 JEiH K.
BC-NMR g W& 1o #40#1 53 HRMS 3545 M+
Na {15 7% % [M+Na] '517.110 5, #2724
CasH2010Na CHF5fE 517.111 1), A1k
CosH200100 LA 43 5 SRR A H P e A — 508,

&Y 7: HE L5 (CHyCly-MeOH 50 - 50),
AR SR B B Ry S N5 A B o mp 187~
190 Co UV (nm): 254, 267. IR v (cmY):
3419,1692, 1603, 1495, 1 261. 7E4iE 44 13
YT, 313 AL H, BREsg—4lm 1%

§ 3.73 (3H, s) NIHJE AL FF (-COOCHg) HIAE
SfET IR I4 56.26 (1H, d, J=15.84 Hz) &5
Jii U 9 8.00 (1H, d, J = 15.84 Hz) &4, MM
JE& Ry 531 H e I (0B LA, S B RAH AR
BRI, H-7 AT, WHARS & EonTHn
MG, 06.62 (1H, d, J =16.40 Hz) 55 ik
0712 (1H, d, J = 16.36 Hz) &2, MU JE N5
T 7a. 8a AL ANEAURUEE A, HAZRH B
TP E A 8a f &b T8k %; § 6.84 (1H, dd,
J =8.20, 1.80 Hz), 6 7.02 (1H, d, J = 1.72 Hz), § 7.07
(1H,d, J=8.44 Hz) 41/ ABX R4, WonsrTH 1,
3, 4- MU IR G My, N4y VA & 2R A | 6a i 2a
fii. Ba & 55 06.73 (1H, d, J = 8.72 Hz), 6.75
(1H,d,J=8.44Hz) KW THEH L. 2. 3. 64
WARIRIR G 1y, Loy S VAR Ry 2R B8 | 4.5 &5 o
BC-NMR 45 18 MikfE 5, M 6 {fk 52.0
JIHE (-COOCH3) HIfE %, 169.8 AREEMIfE T,
Bl 8 VR LK 1o 2 HERE HRMS 3R M—H
(FIHESY T8 FIg 2y [M—H] 327.087 7, 45 7 18
H CigH1606 G433 CigH1s06, 327.087 4)
TEWAY) 7 11 HMBC 5 278 6 3.73 (3H, s) AbT
AR 5 S EIE S 5 C-9 MG, Ui 43S
SEEERIEE L. UL RS U E 1
salvianolic acid F ({1t FREY, SiF B A0 &4 1+
1%31% F FfE (methyl salvianolate F), %4420 L& 1.

1 FHHER F RERI L5

Fig. 1 Chemical structure of methyl salvianolate F

WEY 8: WELEEMA, —FBHx
N A A . HAME 55 LB T A [M—H]490.98,
4353130 CogHoO10- *H-NMR il A7 3 AN B2
fiE, Ho—J2AE 'H-NMR i, MR B, 4
W IR () — 2R HE IR IR A A= B 6 7.22
(IH, s, H-7) prfeF: H 2 A A RE SN
WEES, 67.93 (1H, d, J = 15.92 Hz, H-7'), 6 6.47
(1H, d, J = 16.00 Hz, H-8), fB&HEE KA, HI=
16.00 Hz, HIAELE R AL ) H =2 mnlX 6
30~53 L4l {55, 6 3.04 (1H, dd, J =
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14.38, 8.50 Hz, H,-7"), § 3.13 (1H, dd, J = 14.38, 8.50
Hz, Hp-7"), 5 5.24 (1H, dd, J = 8.20, 4.24 Hz, H-8"),
AbAE C-T' A7 1) [A) ik AR 5 UK, 2970 3 = 14 Hz,
AbAE C-T'RLAT C-8' (L (WA AR EMH & HHER N, 4
1 J=4,8Hz. b4 CH EMEESHAIKETIEIL
Pk R, PR XA TS, HR A
I ABX 5955, WKt 6 6.65 (1H, dd, J = 8.08,
1.88 Hz) JHJ&E 4 H-6", 6.71 (1H, d, J=7.08 Hz) [
JHJE K H-5", 6.79 (1H, d, J = 1.88 Hz) NIHJE N
H-2", 6.88 (1H, d, J=8.16 Hz) NJ1JE 4 H-5', 7.38
(1H, d, J = 2.20 Hz) WNIHJEN H-6'5 AR R IH
JERIR A BRI A . 45 CERIRIE R salvianolic
acid C 195 x e — 8, WAL S b PHE R
C (salvianolic acid C).
4 i

FHBER B M=) EE PS5 (DL i
2 (2>, LA (3. HHER (4. FHHIR A (6),
WAL A7 /D B (R RRIE AR (5) FHIY R F IR (T) .
FHB R C (8) EMRBNAY, XEAAW R AT
TS A b 255050 R ELCUHER R B R FR AR
JUEE BT bR AE R SR AL T W B, W AT 5T
A X PHBIR B 153 B ORAT LA S e it —
JE A S5 S o b mE R o JSULASE L FHI TR A3
AR K I, PEZRWE D 2.6%, )L

RIEWCER N 2.1%, FHDER A 7= %515 3.9%, UL
SERBRT TS5 LK. FHB]R A FEIK
I BRI B B AIL T S A 25 2% 7 6
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