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[ Abstract | Objective: To optimize extraction technology of Zhizhu granules. Method : Based on single
factor tests, with yield of synephrine as index, effect of water addition, extraction time and times on extraction
technology of Zhizhu granules was investigated by Box-Behnken response surface methodology. Result: Optimum

extraction technology was as following: took prescription amount of raw materials, reflux extracted 3 times with
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490 mL water, 115 min each time; Average yield of synephrine was up to 90. 57% . Conclusion: Box-Behnken

design was suitable for optimizing extraction technology of Zhizhu granules, the observed value approximated to the

predicted value of established mathematical model.

[ Key words |

FROR UKL AL J7 5 T AR AL, AR AL AR SE R
3 A T 4 OB EZ LT AR, 5K o0 Ay (4 B g )
MR, B8 TERE(HIMGTEZGE) . %
I I3 SR AR, B O B AT AR R PRk, £
ERFRITRE B B0 EEHEE. H
R, X B 25 98 4 5 B D RE RO LR B SE - AR
2500 2 B R R I RS B £, T
PR TZWHGE R N D W WF5E R B, 76 8 5 15 kR
/INERU P ' Tl RE ZE L T AR S R KRR Y 5 A
BOR JLEFS . AKX 5 45 4 0 N ik B Al Box-
Behnken 00 1T 5 D0 Ak AR AR BORE (9 $2 30 2% 14, 9 He
S PR A 7 P R AR AR
1 #Fe

LC-20A %Y w5 20 W AH a0 35 40 ( H A & ),
AB104-N A 1/ KV (-4t M 2 A H)) ,
AUW2200 #1 1/10 J5 HLF K ( H AR B H) |, Mili-Q
R 2 K AX (22 [ Milipore A #]) o

FUSE ARSI TG RS B 8 R K2 s, &1L
VY B 2 e 2 SR S IS X R R Y R
1& Citrus aurantium L. [T 8RRV SZ, AR N5
BE ¥ AR Atractylodes macrocephala Koidz. ff) T 1
2L, 23 bR IR A (d1E 5 110727-200306, [ 25
i A W S BT ) ,60 ~ 90 H BEEEN K (ML B
T B AT DO AR AR BB ), S S i 2t K O
afizK, A o o b 4l

2 FHESER
2.1 “EIRARM S E I E
2.1.1 @& PRIEE Cp ik (4.6 mm x

250 mm,5 pwm) P o AR R — SRR I W (BEIR A
0.6 g, T " HE HBERREN 1.0 o, MUK IEAG R 2
1 L)-HEE(50:50) , kil 3 &K 275 nm, #2325 C,
Pk 1 mLemin =", SERE R 20 WL, BRIEEE BBCHE o
Ff MR T AR T 3 000, WL 1,

2.1.2 XML R EC R R S MO IR
dih 3.43 mg & 10 mL &, 0 K U R O R %
JE T A5 00 R A 5 U R R B BOZ AR A M 1 mL
10 mL B A Ik E 25, il 34. 3 mg- L™ f X 8
W
2.1.3
.20 -

P e ¥ 0 B BC ORI R BT

Zhizhu granules; synephrine; Box-Behnken design; response surface methodology

1

N

0 2 4 6 8 10 12 14 16 18 20 22
Vw B
0 2 4 6 8§ 10 12 14 16 18 20 22

0 2 4 6 8 10 12 14 16 18 20 22
t/min

AR 5 B 5 CL IR IR 1 S bk
E1 #MAREE HPLC

10 mL(AHY FALSE 2581 1 o) , 3 2o 5k e A (60 ~
90 H,2.5 ¢, N4 1.5 em, TiE2E4E) , FH/K 25 mL
VR, WOHE DR, B R = 25 mL B, Aok Z %)
BB, R4S .
2.1.4 kiR EE
2.1.4.1 RPEXFRFZE 43 0K W o bRt
MR 2,5,8,10,20,25,30,40 pL i3 A @354,
PRI R, DA T AR PN AR A, = BE PR R 2 R A A
A FR A5 B 7 R Y =517 576X -7 973.9 (R® =
0.999 9) , FE B 3 AR UERERAE 0.07 ~1.37 mg 5
e T R AR PE R R
2.1.4.2 FEEEREG W% & WU — 3 95 AR od IR
VA R, MKV T S A 6 YK, &5 SR 0 T AL RSD
1.39% , & BN % 2 R A4F .
2.1.4.3 REtilsr  BUE—4H 8IS, 4 8T
il f5 0,2,4,8,12,24 h JEFE I 5E 2 o bR 1, 45
SR I ARUETBLY) RSD 1659 , 41 (634 it e e
24 h WEE
2.1.4.4 HEMWIRE  HBE—HOR G, H b Jr &
FROE ¥ 2. 1.3 TUF J5 35 FAT 6 & 6 O ik i s
MR 5E , 45 = I AR T AL RSD 1. 72% , 3R B



SRHESP S L RO T VS DL A BUR BURL A9 $2 TR 2

B EEE VR,
2.1.4.5 JmAERICRIE B ECE S 9 OMR T
ViR FE BRI O 3, 43 RS B A C R R 5 A% 1
HE A A 2,2.5,3 mL, 432 2. 1.3 TR )7 il A R
TR A 20101 TR (A5 A R RO kR
L

£ EHEEENEN A E R LR

MAGE FESR AR ERER FE RSD
” /mg itk /mg  /mg /% R/ % /%
1 0.2977 0.1625 0.1372 98.54  100.69  2.03
2 0.2918 0.1551 0.1372  99.66
3 0.3097 0.1672 0.1372 103.9
4 0.3234 0.1529 0.1715 99.46
5 0.3257 0.1527 0.1715 100.93
6 0.3491 0.1792 0.1715  99.04
7 0.3638 0.1505 0.2058 103.64
8 0.3697 0.1601 0.2058 101.85
9  0.3717 0.1677 0.2058 99.12

2.2 RRHERRAEHHK
2.2.1  PREREFR] BRHEUCAL J7 & 256, 43 m A 10
K EEE 0.5,1,1.5,2,2.5 h, 2@ 3 9 bR & &t
g5 o I MR 4R R 4y il Dy 48.32% , 54.57%
62.23% ,65. 14% ,69.40% |
2.2.2 fiok&E FRECAE T B A, S HIMA 6,8,
10,12, 14 %7k ( Bf 270,360,450 ,540,630 mL 7K )
PREC 1.5 h, 25 5L 9 AR R 43 5l o 43.81%
49.29% ,54.57% ,57. 46% ,62.48% |
2.3 T2k
2.3.1 s I RTE AR R AR LR
JH Box-Behnken 33 X B Uk Y 42 BT 203047 48
o BEBUMK & P B ) PR B B A AR &, B
A AR RAR PR K ST EL - 1,0, 1 3R 4T
i, DL s MO R 26 (Y) Sy 25 S48 b , RN TH 43 BT 7Y
A I3 2, 10 22 HE S &5 R W3R 3,

F2 ARABR AR T 0k 5% RO E 4 7 E R kT

K- A oK H#/mL C B/ )

B IR ] /h

-1 360 1.5 1
0 450 2.0 2
1 540 2.5 3

2.3.2 MR ES K RHEERE A ANOVA 7
e 28000 AT £ [0 U 2 B, DL ol b e S 3 Ay i 3 (L 1)
TP FEIHT LR 4 BEIR KB, — U K R
UCHIO T A% 30 19 2 50 7 A0 A = 5 — o rp 45 T 3R
X B 7% A i it T A% 48 W3 5 BR BC A% T ALY
MEAEMEE . W3R 3 ki 20l HG,

®3 HABMAMRERR T ZRERMERERH

No. A B 4 F LR %

1 -1 -1 0 60. 04

2 1 -1 0 70. 99

3 -1 1 0 61.88

4 1 1 0 68. 88

5 -1 0 -1 52.58

6 1 0 -1 52.85

7 -1 0 1 67. 62

8 1 0 1 88.36

9 0 -1 -1 61.39

10 0 1 -1 63. 06

11 0 -1 1 87.12

12 0 1 1 86. 87

13 0 0 0 78.38

14 0 0 0 78.96

15 0 0 0 77.87

16 0 0 0 78. 09

17 0 0 0 77.57

Fd4 ZREIRFERFESN
SS f MS F P

Y 2110.30 9 234. 48 590.52  <0.000 1
A 189. 74 1 189. 74 477.84  <0.000 1
B 0.17 1 0.17 0.42 0.539 3
c 1252.25 1 1252.25 3153.72  <0.000 1
AB 3.90 1 3.90 9.82 0.016 5
AC 104.76 1 104.76 263.82  <0.000 1
BC 0.92 1 0.92 2.32 0.171 5
A? 508. 73 1 508.73 1 281.21 <0.000 1
B? 12.67 1 12. 67 31.90 0.000 8
c? 14.09 1 14.09 35.49 0. 000 6
5% 2% 2.78 7 0. 40
E3R 02 O 1.65 3 0.55 1.96 0.261 7
ali iR 2% 1.12 4 0.28
R 2 2113.08 16

B R LT ] KRS Y =78, 17 +4.87A4 +0. 14B +
12.51C-0.994AB + 5. 12AC-0. 48BC-10. 994°-1. 73B°-
1.83C*(R* =0.998 7) , % {A 52 7 3k 5 i 1 % K F,
FWx Oy I % KUK P =0.261 7,
U B 205 R 0 I AU e T AR A S ek
WA R IEAT 0. BB S R AL =0.88% , 7k

FVFEE N o
2.3.3 {RECKME O |5tk RA

Design-Expert8 F{: 4 22 45 15 £ [ A — 4E i 1 141, DL
K2 ~4, ZRFHIINKE 5 PO ] ok 5 5
BB 22 BAE PR3 o oK B 3 o bR R R
F4 52 W 5 K, BN K 28I, 5 9 R B R e s R
B/ K ZE 24 495 mL i 5 B R 05 K5 3 0O vt
FeR R MK 2, G EL OO 3 W 56 7S A o v
Fi& FUIRE 8] X 5 B8 R 9 820 fie /N 3 1.5 ~ 2.5 h 3
.21



19 B 14 1
2013 427 H

Hp [ 52 86 07 5 2 2% 56

Chinese Journal of Experimental Traditional Medical Formulae

Vol. 19,No. 14
Jul. 2013

IR IR R A K

Z %

LA
i

[
W ot Iyt egss
Tl Or e ey

. S
Wiy, 7 AR ARRARRRS

74 Vitii e g e At R
7

V//
Wil
iy
Al Ui
641 A A
wl//,,”’,',l;;z;l,;;ll, ;: ":
Uittt o
ittt

FIWEBEY%

59

1.5 360

B2 mkESREEENFEREREBINESRMEE

XX S

SRS
s

SRR

S
RS

2
=
‘\“ ANRAN
RN

SRR
AR
DRI

FIWEBEY%

1 360

B3 mAESREABMERREBERNESEMEE

S e
e R T L e Tt A
T R
T
e ‘:3::3‘:3“‘3\3““““‘%3“‘&\
o QR SRS

8¢

FIMREBE/%

B4 REMEBSRIUAHENERREBENESLZME
2.4 BRI 6 ARR JURL Y SR A B LA R
T 491. 82 mL K4 HL 3 WK, 437K 1. 89 h, 44 A pran
B, SUJE 2L A 0 490 mL K #EHL 3 WK, &K 115 min,
FIARM IR R R 91.2% , FREUAL T & 2

« 22 .

M3 0y Fe AR R BT 20647 3 IR TE G, 25 R
F R 545 3 90. 57% , 5 BB H W) A B
Yo AR T ] RE B S R E .
3 itig

1R e B GE 1A 2R IE A8 i i sl A 15t
e FREAEMHEZ KA A, KRS B Y%
A DX 380 PR3 RS (2 ] — 4 B ) R AR
R, M G 5 3 2 A X3 b A d A R A A
Wil 7 e {8 o Box-Behnken 2505 i 25 2 45 1 i% i1 #il
TR AR A B, LLRLE J7 AR Sy s B S T A
KHEZHRTFREPHRESERNW LR ZmUE,
P F 585 RO R Rk, B 5K B 5 m hfE
(] PR 5 PR D) A R B G 2R 3 s e [l 05 O R 1
Bk TR T2 S8, i e 22 78 45 n) 8501 — Fh 48
Tk

S TG I 7 26 2 58 o AR AE TR B
Wz B T A D7 B T A TS e A T T
AR S 00 7E B R 40 LAl 1, AR 4% Box-Behnken 1
rhC 4 A 1A T D 3 HE AR R IR 11 42 B 28 O
A, i Rk 2T [ SRR S5 B R
I S TN B AR T, PG BE Y T2 AR R AR E
U CEE AV R, ARSI R 2 A Jn R A 4
LR AR

[ &% 3Tk ]

(1] #hae, EA7 28, % AR KL LW IEINE E
R 5x [T]. B 32 86 05 i 2% 4+ 7, 2012, 18
(12) :132.

(2] EHEZ,BRuE, &K, 5% 0 RBAR AR AN # L
A Rl 2GR Bh Sy 2 [T ] v B S G T ) 2 4
#2,2007,13(8) :18.

(3] JE—2, BB, 5, 5. AR 8 {8 ¥ X 1% % i 2L
AR B 45 1 45 1 #fE E 28 .GDNF J¢ NOS mRNA F ik 11
mLT]. T E TP RS AR5 ,2012,32(4) :486.

(4] SKkff, T F. BLA ORI R S dr fEBFGT ()], Bl 24,
2011,33(12) :2088.

[5] JRIRE, B 2. LRI ARG X E Wiz 55
SCEAFST [T ] B E BE [ 25,2005 ,16(7) :599.

(6] THALAS, LB, %+ Wi B I 2k 4 Ak B 25 vh 8 50 4
NI M2 [T]. i [ 52 30 J7 il 2 2k 7, 2012, 18
(6) :48.

(7] FEAROD,ARAR T 2. Sy T2 0 Ak v IR 2 8 s b 24
Be b (0], w2 58 0 ) 44 2R, 2012,18(24) :69.

(8] ik, 4= ¥, ma B TET vk K 7 24 2 48 b iy o
[J]. 3 MAb T2 B 25 42 ,2012,29(7) :21.

[Pttt



