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(WE] BW AR ARG ARR T 250, FiE KI5 & ks h 254 SFE-CO, 2 BUS M2 5 25
HER A BB Uy (9" x3%) R HEAE , 76 4 25 MU B0 IR R 04V 30 ) 0 Lo VR A 2 AR R M R R R, DA R
B K 95 R R )1 5 0 (TR B I <1 000 Da TR B RIS bR IEAT LA 1M B AT /T T 4R T2 &, &Rk
3FIFHK pHARR A =5.970 7,B=7.4570,C =8.800 8; LB AF[H] D =4.988 3 h, &5t .45 &4 /= Lhn, #fiE 3 AT K W
pH KWK A4 6.0,7.5,8. 8 ; #E U [A]fK K~ 2.0,1.5,1.5 h,
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[FEH%KE] R284.1 [xEk#RiZE] A [XEHS] 1005-9903(2012)13-0074-05

Optimization of the Technical Conditions of Cihangdan Prescription Extracted
by Semi-bionic Extraction Method by Homogeneous Design
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(1. Institute of Chinese Materia Medica, China Academy of Chinese Medical Sciences, Beijing 100700, China;
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[ Abstract] Objective:To optimize the technical conditions of semi-bionic extraction (SBE) for Cihangdan
Prescription. Method: The prepared slice residues, from which the volatile ingredients were extracted by SFE-
CO,, were mixed with Herba Leonuri and U, (9' x 3") homogeneous design was used taking chuanxionggzine
hydrochlorid, ferulic acid, stachydrine hydrochloride, D-glucose anhydrous and dry extraction with molecular
weight less than 1 000 Da as indexes; the result was comprehensively evaluated to optimize SBE technical
conditions for Cihangdan Prescription based on the same drugs, extracting time, equal solvent and the same refine
conditions. Result: The pH value of 3 times of extraction is 5.970 7, 7.457 0 and 8. 800 8 respectively, and the
extracting time is 4. 988 3h. Conclusion: The pH value of three extractions is 6.0, 7.5 , 8.8 respectively, and
the extracting time is 2.0, 1.5 , 1.5 h in turn.

[ Key words ] Cihangdan; semi-bionic extraction method; multicomponent indexes; comprehensive

evaluation; molecular weight<<1 000 Da extraction
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SEMT R (MALLIO Y, B9 5 — RSP AR ) ) , LXJ-
QR EL.OUUENL( BIEEE = 3 Hr iR ) |, R RO A
B (1100 3 51 36 [ Agilent 24 7] ), UV-3010 %!
SO (H LA A, DH-ZR 1 v 23 2 4 i
PSS ( R TE R A Y E R RHOR A R AT o

2y hF 28 1L 7R R 24 R sk R IE A M L 45 B
HoNBIE B A Y 35 B ¥ Leonurus japonicus Houtt. b
AR R, 2SI R TE B Y Angelica sinensis
(Oliv. ) Diels. {8 AR 89K R, )1 % Ry < 2 BHE )
JIIE Ligusticum chuanxiong Hort. i+ M AR MK A,
A B 0 95 FERAE W) 35 B Cyperus rotundas L. 1 11
MWK A

AR K IR (L5 110712200709 ) ] 28 1 (41t
2 110773-200611 ) . £k 8 )i 25 ¥ (4t 2 110817-
200305 ) D-To /K A A58 (HE 5 110833200503 ) 1114
FI 24 A W o A B s TR L 1R
4y, K Sy aliK, AR 24 o A4l
2 AEEER
2.1 KRR SR AT I RRIBCY I I
F Mt A # K R, 4 SFE-CO, ZEBU( ZEHUE J7 30 MPa,
AEBOREE 48 C MR EE T 60 C ff AT ikl B2 1130
C R 4.0 h) , AU (Y 253 fn 4k Jr L i 5
(25 BERE TR A B AT Uy (9 x37) & W e %
BHREAKF R IR T REWEK 2, FETH
a0 A B BORE 4R IR 3 W, n oK R O 2 i Y
10,8,8 %, 55 — MU M 9 pH HI HCL 48 58 — 28
S HUAEF R pH H] NaOH 8 % 5 73 5K 3 B4 Bk
WRYCHLUE , B850 (3 500 r-min~",25 min) , Z& — &
B rh A 2 A s, W4, 5 0T € A 21 000 mlL,
BOAGAE SR A, o (R 174 g-L7')

®1 ER5KTE

S
A ik 5 UK BERK BRI

pH fi (4) pH fH (B) pH fH(C) h(D)
1 2.00 6.50 8.00 2.00
2 2.50 6.50 8.00 2.00
3 3.00 6.50 8.00 2.00
4 3.50 7.00 8.50 3.50
5 4.00 7.00 8.50 3.50
6 4.50 7.00 8.50 3.50
7 5.00 7.50 9.00 5.00
8 5.50 7.50 9.00 5.00
9 6.00 7.50 9.00 5.00

£2 U, (9" x3%)igit

o, 5K 55 K WERUK AUE R

pH A pH B pH C D/h
1 2.00 7.00 9.00 5.00
2 4.00 6. 50 9.00 2.00
3 2.50 6. 50 8. 00 3.50
4 3.00 7.50 8.50 2.00
5 5.50 7.00 8. 00 2.00
6 3.50 7.00 8. 00 5.00
7 4.50 7.50 9.00 3.50
8 5.00 7.50 8.50 3.50
9 6.00 6.50 8.50 5.00

T B BB (R ) w3 BEAY ] 43 2.0(1.0:0.5:0.5) ;3.5
(1.5:1.0:1.0)35.0(2.0:1.5:1.5) ,

2.2 MW A R RO 2. 1 T AR LR
A, 4550 mL, 53 TR S B AE B 3 K (20 mL x
3) A IEFEBOR K 78 T, 3 n FR s i O o A
10 mL, AW A, L, (BRI 870 g-L7')

KGRI 2. 1 TR A FE R A, o4& 4.0 mL, 43
FN 95% 1 £ 1 20. 0 mL, i 5], # 5 24 h, Hlij& , B
BRI VET , 78 TR K I ff , 2 45 & 100 mL, £330
B, (JREWE R 6.96 g-L7"),

e R 7 ik, 2 4 5 E B ) A A5 k)1
BB BT i s B B AR
2.3 XHESAWAEN A R AR R B E
MR = XS G 5.8 mg, & 25 mL &, FHH
WS 78 B 20,15 0 IR € (0.232 g- L") s K5 % #K
B 22 1 A AT 200 7 X B 2.6 mg, B 10 mL &
LT o R T i O R A L R AT, RIS R R
D(0.260 0 g-L~") ;4 % B BT 94 2 16 5 A £h R K
IREHO B 14,4 mg, B 25 mL S i HY B
fife I A B2 B 5], & 15 X B E(0.576 g-
L7 RS M PRI T 2 48 A M 458 5. 6 mg, & 10
mL 52 0 2 AR KU R O E A 0 R AR A
X HEI F(0.56 g-1L7")
2.4 RARIS R E
2.4.1 H@NEEESEME"  Inertsil® 0DS-3
(4.6 mm x 250 mm,5 pm) 3% 4, i 2 A0 Y EE-K
(52:48) W 1.0 mL-min ™", K& % K 292 nm,
30 °C, #EFE R 20 pl,

e Ze B2l 53 IR % W 2. 3 T X AR
W C 0.2,0.5,0.8,1.0,1.8 mL, % 10 mL &+,
FHWP BERG B B 20 B 5 50, 4% bR a0k 2k 1, HEFE
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DIETH AR R A A b, R R 11 25 W8 % i (g) A Ak PR M2 dil 43RG 2 B 2. 3 T X BRI

BR, 7 2 Y = 1795.9X + 19.521 (r =
0.999 9) , £ ML 0. 092 8 ~0.835 2 g,

TRME RS H WA 2.2 TR R A, L,
20 L, % bR O35 FAF RS DI TR ER R I = R
EELARILIE 1, R 3,

A 1

0 2 4 6 8
1
ML
0 2 4 6 8 10
L\—C\/\—__‘

0 2 4 6 8§ 10

t/min

AXPBR 5 B s C. BB L5 1 )i g

1 HEBIZSESENE HPLC
2.4.2 PEER S EMED  Inertsil® ODS-3(4.6
mm x 250 mm,5 pm) 3% FE 3 AR -5 % K g
fif (25:75) %8 1.0 mL-min ™", K0 % K 320 nm,
K 30 °C, HERE R 20 pl,

DO0.1,0.6,1.0,1.4,3.0 mL,% 10 mL 4 (&,
THR A R B RS R B R gk A, ERE . DA
TR G AL R, B 81 R & 5t (pg) M B AL b, 45 [0l 15
F7FE Y =6 393.75X +507.23 (r =0.999 9) , £ ¥4
Fl 0.052 ~1.56 pg.

SEME KBHEWHR 2.2 W FHR K A, 4%
20 L, 4% bl ok 0 A0k I e TR BT R R i
R L 2,33,

A 2
0 5 10 15 20 25
2
;AJL_JL
0 3 10 15 20 25
v:-/\vL/k—\
0 5 10 15 20 25
t/min

A xR B s CLBTPERE S 5 2. BT BRI
B2 MBS ENE HPLC

£3 BERBENELLERESITH

o I B 3 AR ] :’?X;’jj;ﬁ*ii )
/mg-1.7! /mg-17! /mg-1~! /mg-L~"
/gL
1 23.7177 ( -1.4098) 20.2222 (0.437 8) 99.622 0 (1.0206) 99.151 1 (0.6329) 59.56 ( -0.0152) 1.300 9
2 25.1176 ( -1.1426) 6.8953 (-0.3830) 88.1231 (0.5897) 73.8625 (-0.7901) 56.56 ( -1.0602) -6.3205
3 25.8175 ( -1.009 0) 4.176 1 ( =0.5505) 38.2801 ( —1.277 8) 99.509 7 (0.653 1) 59.37 ( -0.0820) ~3.668 7
4 36.8553 (1.0980) 3.1677 ( -0.6126) 34.2837 ( —1.4275) 65.2640 ( -1.2739) 60.35 (0.263 3) -3.3283
5 31.3633 (0.0497) 53.244 1 (2.4717) 87.345 1 (0.560 6) 87.3995 ( -0.0284) 57.49 ( -0.7359) 2.872 0
6 37.9860 (1.3139) 16.188 3 (0.189 3) 86.950 8 (0.5458)  117.260 0(1.651 8) 61.67 (0.7217) 8.883 8
7 34.5131 (0.6509) 3.408 3( -0.5978) 39.4737 ( -1.2331) 74.5874 ( -0.7493) 58.74( -0.300 7) -4.367 4
8 34.0555 (0.5636) 7.1819( -0.3654) 93.3557(0.78538) 103.095 6(0.854 8) 56.84( -0.963 2) 0.460 0
9 30.5019 (-0.11438) 3.546 1( —0.5893) 84.0201(0.4360) 71.001 5( -0.9510) 65.82 (2.172 4) 4.168 1
VE < A e B A b AL A B 45 R (4 )
2.4.3  E oK B S B ED Inertsil ® / E0.5,1.2,2.0,3.0,5.0 mL, % 25 mL {3 a1,

Wondasil™ (4. 6 mm x 250 mm, 35 pwm) 2 3 3% A

T AH CHE-7K (80:20) , 4G I 1< 202 nm, Jig# 1. 0

mL-min "' AR 25 C,#ERER 20 pl,
PR 2R 22l o3 0PRS8O 2. 3 I X B
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TN EE R Z R PRA) . i bRl SR AR LA T
BUM AL bR, 3 R 7K 7508 & 1 (g) A Ak A, 15 1]
977 F2 ¥ =1 309. 875X —160. 12(r =0.999 7) , £ It
0. 230 4 ~2.304 pg.
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e R R 2.2 TN A, L
20 wL, % R 03 20, AR DI R T 5 3 1R K 95
L EURILK 3,53,

A 3

0 5 10 15 20 2530

AXEHR s B s C. BIERE s 3. ShEUK IR
E3 #HhEk%ESBUE HPLC
2.4.4  DOESEIE Rl Lg% IR
2.3 5 F X RS F 0.25,0.5,0.7,0.9,1.0 mL,
BT HZER R T, N ZE KA A 2.0 mL, 43 5]
A 0.12% 1 BECHR 32857 4. 0 mL (CFF B ) 5 I
0.12 g, B R E 45 2 100 mL, % £ E RIS ) iR
5o LAZEIEIK 2.0 mL Jn AR R 4. 0 mL A Bifi 47 23
Ho KM T min, 2R )5 vK K H 1E R 3 min, 78
625 nm bW O RE, DLW W RE Sy 9N A B, 1R TR R
JE(g- L") M RE AR AR, 15 [0 7 #8 Y =2.339 7X -
0.004 7(r=0.999 7) , &G 0.07 ~0.28 g- L',
GREME KSR 2.2 W F LW B, &
0.5 mL, % I & J7 ¥ W 7 W WO B, 4R 32 31 3 45 it ik
W RS R AR IR 3,
2.4.5  FEHIN 2 (AEXT 5>+ i < 1 000 Da)
W 2. 1T FEm M A, o 45 10 mL, 735 & 2
HEMZE R, KBZEERET,105 CHEEE,
T A X4 F i <1 000 Da #2HY T B 15 %, 45
RIWE3,

2.5 KCHRARE LIERER I v B BRI L Hh K AR
B S SRR G 4> iR <1 000 Da #EEUY M FE 4%,
AR XL = (X, —X,) /S, #AThREfLab 30, 5o
X R WAL JG A5, X, R RE S P
X g4 FRE SRR RS B, S, RS )
(OBRUE R o MR A5 H5 bR 7E T2 b i 2R M, 4 T
TR AL R B, B A 2 R A8 b5 Y 8, Y = [ (4
WK 25 B + R R I 25 8 + B BRIR) + 3] x5 + XY
ST <1000 Da $EHCY T3 FF x3 + 4 x 2,
LERILE 3,

W 1 L3 Y {HI JYSYS) #pbab e, 2 —
VK2 T A [ T G A B, 45 ] )y

F=2.93376 +9.306 932E -02 «* A+« A +2.147 5 % D *

D+0.8587915 % A% B —-0.4348275 %« A % C -
0.510 100 875 %« A= D —1.213 201 = C % D;

58=0.3800,r=0.999 9,F =166.390 2,

B FAHZE F,5(6,2) =19.33,F, ,s(6,2) <F,
P<0.05, k45 A=5.9707,B=7.4570,C =
8.8008,D=4.9883, TiM{E Y =83.7, &5&4 "
SCBR B AE 3 RTATK Y pH AR R 6.0,7.5,8. 85 4%
BeRf iRk 4 2.0,1.5,1.5 h,

3 WiFRR

$5 2.5 TR MR 76 10 T2 4 0k 4k 2.4 0 4%
SERRAR AR 7 B 2.5 TR BORAb B B IR
W 5E A BT B AR 4R A IR Y = 19. 808 8, 45 &
T 50 TIF o T A5 5 S Y T (0 5 2 O, 5
W4,

4 IMESIHR

AR5 R R 1] 25 | B B R WK L &
W AR X4y T A < 1000 Da #2504 4 37 31 45 7
e H 22 M7 25 2 A TR IR T LB 5k A =
5.9707,B = 7.4570,C = 8.8000,D = 4.988 3,
SEE P SRR, B E 3 MUK B9 pH AR IR R 6.0,
7.5,8. 8 HEHUET MK K R 2.0,1.5,1.5 h, HiEik
0 245 5 T (L B0, FE WA AR AR T 4T

R4 IMWIFKBER

o ENlIEEY ] 253 1% Y WINT S ARXH 4 F itk <1 000Da »
/pg mL™! /ng mL~! /pg mL™! /ngemL~! S/ pg-mlL !
1 59.373 8 63.204 6 71.8822 86.8407 64.80 19.808 8
2 59.771 1 63.349 0 73.676 3 87.2974 64.85
3 60.053 1 63.826 1 70.859 8 86.992 9 65.32
x 59.7327(5.465 1)  63.4599(3.1009)  72.1394( -0.0092) 87.0437( -0.0484)  64.99(1.881 4)
RSD/% 0.57 0.51 1.98 0.27 0.44
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— I 22 VPIE 45 A 95 SO X AL A i 4 o A AT 5

I L A LS S EEL
(1. AP E X, A4 610075; 2. FRTFHMEKE, ERE 400065,
3. b EAE R KEAE DRI, DT RE 116023)

[(WE] B @A 24845 HPLC 5 S &, JF B — 0 22 3% 1k X 24581 o #2585 — 4 45 B 45 (PDG) (SRR (CA) |
SRR (PA) 19 & [ B HEAT I 2 o F73% 2 R Welchrom™ C,y 110A (4.6 mm x250 mm, 5 wm) {35, LA EE-0. 3% vK
il 1 100 AT M6 R B, AR R 20 °C LB EE 1 mLemin ™' AR I I 238 nm, DUAR i R A B A G R L 502 O 1 R A 2
(GP) 8 bRV i 43 7 kL i 2 b4 9 18 SO 3 . DASRIRRR 9 2 SR AR , 38 0o A o8 A5 IE TR 7 XoF A IR 5 — A 4 B R IR IR s e
FAFRRIEAT S E . R @ T AN Z AR HPLC #3880 BE bR T 12 A IA S50 . X AL feb 3 A4S sl — W 2 9% 1%
BEAT T E S S AR I S 2 (B A B R . B8 L T MR EG M 248 AR HPLC 48 SRS A — DU 22 7 2k X AR
Ji B R A BT (SRR R 5 e S HRR HEAT IR s I S A % 0 R TR AR AT, O B A A R 2 b X L 24 b RO A TN 4
BET BRI
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ARG AR YE “SBE #1387, UL LR 5 TR [ &2k ]
BE VEAT R e AL AL BR AT BR A48 bR 22 (8] BT PR [1] BERUBE AR AL , X038 4 0 2508 H (01 1 00 72 1] 25 s

IR B AR TE], DL K 4% $5 b A5 0 70 1] AR 22 5 5k i 1 A RRE SR RN SR S T LR Ry
WL HAMR . X S BRAE T2 B R A I R T PEridi 2002, 21(4) s46.

I A B8 T e L ) Y e R A L (2] i, 8 TOF. A ke b g )R & s (1], 0 p

i 00U R 18 05 4 B B (1 PRI 1996, 11 (1) 123
’ ’ [3] J=fpAS, 22 TR, HPLC & 25 £ 550 R Fh h ik /K

ik Hy SBE o4 5L FE BEICT 20 AP0 S A B B AL 1] S 20062 (6) 604,
PR IR AR T 2 2 B BT SRR 4y gegkme. o252 R e LML b AR T
A, ARMERL S, R FETE IR A 2 A 0 4 #2009 .68.

R TRt A ) P B A i 4 o o 7 B A [ ATt FREAT]

- 78 -



