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[(HZE] BW:EHEEFKIBBETETE JUAEE THREMNIFRIER FMEERR T ZES8. FiE RALM0ER
RSN F K P E 0 VU T L RUEM . DINE 1 U IE T 1 & & K255 0 AR &, 32 WO B 32 IR ] Ok
W H A5 i, B Box-Behnken #¢ H-280 W 1 ik R R L T 2450, SR mAARN T ZS B O FEBUR R 45 °C |, 4& B ]
60 min, B LL 1: 14548 T RS0 50 3.51% , PHLL 461 T R 050 1. 21% , 12 75715 % 28.24% ,RSD 43 % 1.44% ,2.21% ,
0.96% , 25 K75 15 15 T B i 22 65/ o S5 18 - D8R 3R WU & 5 20004 b BVBIOPE 1 43 I 3R B, D0 3 i U s T 2R W AT, MR T Y
L5 R T R 4R L S 30K 4
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Investigation of Stability and Optimization of Vacuum Extraction Technology

for Active Constituents in Gardeniae Fructus

WU Zhen-feng'”>, WANG Ya-qi®, YANG Ming'>* , WANG Fang'?, HUANG Juan', HAN Li'*
(1. Chengdu University of Traditional Chinese Medicine (TCM) , Chengdu 610075, China;
2. Key Laboratory of Modern Preparation of TCM , Ministry of Education,

Jiangxi University of TCM, Nanchang 330004, China)

[ Abstract | Objective: To investigate stability of geniposide and crocin-I in water extract of Gardeniae
Fructus and optimize their vacuum extraction process. Method: Stability of geniposide and crocin-I in water
extract was studied by classical constant temperature acceleration test. With extract yield, contents of geniposide
and crocin-I as dependent variables, solid-liquid ratio, extraction temperature and time as independent variables,
Box-Behnken design-response surface methodology was optimize vacuum extraction technology. Result: Optimal
process parameters was as follows; extraction temperature 45 °C, extraction time 60 min, ratio of liquid to solid
14: 1; Under these conditions, extract yield, contents of geniposide and crocin [ were 28.24% (0.96% ),
3.51% (1.44% ) and 1.21% (2.21% ), respectively. Conclusion: Vacuum extraction method was suitable
for Chinese herbals which contained heat-sensitive components. This optimized process was reasonable and
practicable, which could provide useful reference for comprehensive utilization of Gardeniae Fructus.

[ Key words | Gardeniae Fructus; geniposide; crocin [ ; vacuum extraction technology; Box-Behnken

design; response surface analysis
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2 2 1 v 25 4 BT B 465 [l 4 B 0B D IR
A, v ] g 4R L N A 2 (B A e 1Y) [l £ BT
AFAE B HUT ) 4 T R v 3 B R ot &2 4% ) A
Pl [ S 4 BT 2 A A% 4 1] 3 i Tk 1) R Ak - 14
— AR R A DA A 4 R S BRI B IR S
PRI, b7 1k A M B R e A R ] T A
PR IR B AR T R L T A R R 43 1Y 4
&8 R TR LR T AT o T LA A 25 9
o BB HA TS JCBR B ORI | B i i B = 2
R, R A TR YT IR PG | AR R R E N R A
o, 35 Ak B A B B R 25 (AR T ) A
PELAE R (NPELL 64 1) o ARSEK LINE T B
RYZY R 28 M AE IRV 25 5808 - 32 OB i JAga e Pk,
K H Box-Behnken &% T-% I [ ¥ £ 3% B8 + A 36 1
P2, I F G T RIS
1 ##

1260 2Y /5 20 W AH 0 35 R 48 (55 [ Agilent 2y
Al ), BT224S R 43 B KOV (b 5 98 2 ) B AL 2%
ZEGARAT) , UV2550 B4 5k 43566 B i (B 4
) L6202 AUHE 2 2 b 20 AL (b PR R
TCHLM AR A R 7 ) , GZX-9140MBE I %k 1 5 X
TR (LIRS A R AR EYFRAT ) .

HEF 4 PELLAEET T S (v B o 2 0 G
W5 Be, #it 5 4> 5 A 110807-200205, 10457-
201210) ,HEF (W A VT VG I/ 42 A, 4T v v 5 24
R U R E R R YR T Gardenia
jasminoides Ellis i) T RS , T . 2 A6
T4l K R WLZE K, AR Y o 43 B 2
2 HERER
2.1 BT R
2.1.1 g%  Diamonsil C A% #F (4. 6 mm x
250 mm,5 wm) , G AH £ MG -7K (15:85) , Kl ik &
238 nm, i3 1.0 mL-min ", #E 76 30 °C, W 1,
2.1.2 XFHRARIEWA WIS RS B AR IBONE 1 X IR
i 18,32 mg, BT 100 mL A% 80, P B
MR E LI RS, BV X BRI 45 o
2.1.3 s sl A RS E A R RO
1% F 10 mL &S, BE R 525, 4:0.45 pm
AL UB R L, D15
2.1.4 KYEXRRFZE FEERBOT MR 1,
2,3,4,5,10 mL, 3 & T 10 mL s, i B st e
5,5 F 5 X B W R R IS R R TR
20 wL,#% 2. 1.1 0T €8 35% 2010 5, DA 1 AR Ol 90
As bR, BTOE MR OBE Rk BE Ak bR, AR BT R Y =

5 10 s 20 25
A RIS B L AR T 2. PHLTAETE T

Bl {EFRERRK HPLC
288 41X —22.912(r =0.999 7), £ P 7 B 3.66 ~
36.6 g
2.2 PHLLAETF 1 ik
2.2.1 %% Diamonsil C, B4 (4. 6 mm x
250 mm,5 pm) i 2 AH B EE-OK (451 55) & I )% K
440 nm, {3 1.0 mL-min " FEE 35 C L, WLE 1,
2.2.2 XFHEMEWECH R AREBOE LT 1 X
HE A 15.08 mg, & F 50 mL & Jfi b, P B3 i O
SEZE, BAS A SRy Xk B i 45 TR o

2.2.3 MRS 2. 1.3 31,
2.2.4 ZRPECREE N W BOT IR i i s )

0.2,1,2,5,10,20 mL, 43518 T 25 mL &3 5, fi i
B 25, 15 2200 VS U o R R WG A5 R R TS R
20 pL, 2. 2.1 TR €838 5% 14 D0 2, DA 0 T R R 90
As bR, BTOED MR OBE h RE Ak bR, AR IR R Y =
46 560X —55.757(r=0.999 5) , £y [l 0. 048 26
~4.826 pg.
2.3 AENEH %
2.3.1 HEFOKARMW MW A RSB AR IRE 7 ML R
10 g, fin 10 f5 &K T 45 CuUESRE 3 W, K 1 h,
PETL MK E 75 2 500 mL, 547, 4 55 W 0% 4R U
1 mL &F 10 mL &, K EZ, 845, RIS
2.3.2 5 Az Bet AR O R M s
M OHE ¥ K W 6 iy, 430 B T 50, 60,70, 80,
90,100 “CfH il KB N, & FE M T 0,1,3,5,7,9 h
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ORE , TV A, #2010 T0UF 7 vA I E AR F A A
SR 1o LR 74 B i vk B2 1 1 4R X £ (In€)
IYNA R S S A b, A5 [T A D R A AR R (R I A
MR A k) FAHSE R (r) AR R 2,
£1ORESEAMEIET KRB EFHERE O

Z Ht i) G T 45 B f e JiE /mg - L
/h 50 C 60 C 70 C 80 C 90 C 100 C
0 70. 86 70. 86 70. 86 70. 86 70. 86 70. 86
1 70.77 70.76 70. 67 70.52 70. 49 60. 08
3 70. 67 70.57 70. 39 70. 19 70.01 69. 33
5 70. 53 70. 31 70. 08 69.79 69. 39 68.27
7 70. 39 70. 11 69. 64 69. 18 68. 54 67.16
9 70. 26 69. 89 69. 39 68.72 67.94 66. 03

R2 |RFAREIRTFENMALEFERERSHRBXRY

BE 7 PELLAEtr 1
T/ C
k r k r
50 0. 000 9 0.997 8 0.083 7 0.992 2
60 0.001 5 0.998 5 0.1197 0.997 9
70 0.002 4 0.995 3 0.176 5 0.998 8
80 0.003 3 0.992 2 0.2396 0.999 5
90 0.004 7 0.993 6 0.3159 0.9959
100 0.007 6 0.995 7 0.797 1 0.997 4
2.3.3 RS SZ BT PG LA AR E R

e HUHE F K4 6 1, 43 5 & T 50,60,70, 80,
90,100 CIHR /KB N, &4 T0,1,2,3,4,5,
6 hHURE , B A 3, $% 2.2 TR J5 360 5 VG 20 48 4
I & g5 RN E3, Va1 makEnA
SRXTEL (InC) R GhAk b, o R i Ab A, 58 kORI 7, 45
R 2,

#3 REMZAMEMETFEREAEIEYT | BREMEOER

2 4RI ] PHLL BT T k% /mg- L™

/h 50 C 60 C 70 C 80 C 90 C 100 C
0 17. 66 17. 66 17. 66 17. 66 17. 66 17. 66
1 15.82 15.56 15.19 14. 14 13.72 8.798
2 14.22 13.76 12.37 10. 79 9. 831 3.905
3 13. 46 12. 38 10. 65 8. 781 7.306 1. 624
4 12.54 10. 83 8. 833 6.814 5.336 0
5 11.49 9. 891 7.469 5.355 4.012 0
6 10. 44 8.463 6. 109 4.201 2.577 0

2.3.4 [BEMEASH BEL~3 HHEF KR

W HE 7 1 FPYZL AT 1 % 2 B R BE T i 1 52 A
TF1) S < T 3 T e AR 5 ke i a2 v T i, A ) — L
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JETF A8 KR P a2 BT T i R K T8 7
HLULITRLLAEH | 3HE + 1 R FRE s B8 1 /K42 K
T100 CHLE >4 h 5, FHL et 1 SEEEARENR
), RMPGOAEH T 8 KIOFEM . BRI Arrenius
AR, B gk X /T A B 45 B2 Je & 7 05 /%
lgk = — E/2.303RT + IgA , Hvh k Sk 2 I 3 5% 47 %4,
E NIGALRE R N BE R AR R R, T AT 2R A
KARRTH T o VHLLAETE T 7 AN [R) 387 2 308 B X 7 7y
k f2lgk W& 4,961 | WMEZL TR Y= -
2 150. 6X +5.532 9(R* =0.939 0) , B ko5 =0.020
TPULLAE T | BT G — SR N3 1 2= 0 /R, o
W1 (ty5) =0.693/k, K& fit 10% FF o] (1) =
0. 105 4/k, BIAE F /K $2£ W b PU 2046 1 72 25 C i
Lo lo oA 33.47,5.092 h, PHLLiE1F 1 fEHE T
PRI rh RS e PR 25, B T A% e 4 IO AR 3 B [
BEKHRER R, BT 1 REK, %%
RMAIG, 7™ H 5w LI R N o
4 WFARBEARDBETHLET | WREEREEH

T/K /T k/h ™! 1gk

373 2.681 x10 77 0.797 1 -0.098 5
363 2.755 x10 * 0.3159 -0.500 5
353 2.833 x10°° 0.2396 -0.6205
343 2.915x10 7 0.176 5 -0.7533
333 3.003 x10 ~* 0.119 7 -0.9219
323 3.096 x 10 ~* 0.083 7 -1.0770

2.4 WEFERRBT 200 fEpuls ALl b, ok
AR IO B2 | 5 B 1) ORLUE S B B AT
(Y)FIPELLAEH 1(Y,) & i RERR(Y,) B
AR P mACE L - 1,0,1
Frgmtth, KT W3 5. R % MR BOK #2145
MIAE T 17 63, B0y 10 g, 23 5 & T = 1 R R B,
Fi¢ Box-Behnken 3% i1 #F 17 i 40, & $2 HL 3 Ik, U
oA UE E A 500 mL, He 2.1 HI 2.2 R
B ENE FH ML & &, HHHEREEE, L
B HE R R 6,
%5 ®FRERKNIZ Box-Behnken igitE &k F

K X RBUREE/ C X, R[] /min Xy 0 /A5
-1 40 20 8
0 60 40 11
1 80 60 14

it B8 Box-Behnken i 56 1% 31 FO G5 i1 22 B 3K, i
IO AR TR 38 o e /N AR TE IS Rk 2 I U R ] Rk
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% 6 HEFH/ERINIZ Box-Behnken i I %= Hf %

No. X, X, X; He 71 [LEAWIR:R REAE

1 40 40 8 2.86 0. 81 25.92
2 80 40 14 3.17 0.71 28.93

3 60 60 14 3.35 1.12 30. 52
4 60 40 11 3.08 0.91 27.77

5 80 40 8 3.11 0. 68 28.57

6 60 40 11 3.17 0. 87 28. 16
7 40 60 11 3.07 0.96 27. 84

8 60 20 8 2.79 0.72 24. 14
9 80 20 11 2.82 0.51 25.22
10 60 60 8 3.24 1.03 30. 13
11 60 40 11 3.08 0. 84 27.91
12 60 40 11 3.07 0.92 28.15
13 40 20 11 2.71 0.59 23. 64
14 80 60 11 3.34 0.79 31.17
15 60 20 14 2.81 0.76 24. 65
16 40 40 14 2.96 0.72 26.33
17 60 40 11 3.09 0.89 27.62

NY=A,+A,TAX, + ZAX + XA X, +K, Hy
FRAE Ay AL A AT REGX, X, (i=1,2,
3;0#)) N HAZARE AT, 20 XA BIE W
PEBR A OC R B (RY) Rk Gt F B & PE b F A
4. % JH Design Expert 7.0 2 {f 70 #7, 18 Y, =
.10 +0. 11X, +0.23X, +0.036X, +0.040X, X, +
.010X,X, + 0.022X,X, - 0.068X; — 0.045X. -
.0053X; (R* =0.984 4, P <0.01);Y, =0.89 —
.049X, + 0.17X, + 0.008 8X, - 0.022X,X, +
.030X,X, + 0.013X,X, - 0.18X; + 0.002X; +
.019X2(R* =0.973 5,P <0.01); Y, =27.92 +
J27X, + 275X, + 0.21X, + 0.44X X,
.012X,X, - 0.030X,X, - 0.44X; - 0.52X; -
L046X2(R*=0.992 2,P <0.01) , ] 3 A )y
PR BT (R >0.95) By F 5 3, A i 25 #8330
AN G 3 U AR A R g S A DG PR R
i — 3 AL T R i A% AR T 45 PR AR 5 e
B = HERON A, 25 R LR 2 ~ 4,

Vi 1} Design Expert 7. 0 #R A4 %] & K 2 K F- i 47
AT, 4 5 B2 BBGR JEE 45 °C SIS ] 60 min, i
BRI 1401, WM Y, =3.19% ,Y, =1.02% ,Y, =
28.69% o kU AR TR () B 1 Fe AL Y T2 AR A
HEAT 3 IR, A A A R L Y, =

S O = O O O O O W

SRR
s
Shstee

R
SIS
Sy
SRR
S Sl
S R OIROR OISR
S IIRRINRR RS
S SRS
SRR
RIS

4
&
ALK AR
8 2ty ere sy o ts ot eteens
tpeley, o

PR IALACTREA LIRS
AL I E R ALALAR AL
s
LSRRI
QAL FHAIRAL
R2AREA

o2yt

o,
LRLAAFR
IR

5244 2752

(TR IARITARLIARTALS ooy
R580756555550550255

56055005500 50058 22225

Dt e e et et et o gt oo oo ts
B R0 05882825

LA AR AR AR AR IR IR RT AR
e S8
%

H2 SHEEMEFHRNEFMERNSEHNE
3.24% ,Y, = 1.06% , Y, = 28.18% , RSD 4y % Ky
1.44% ,2.21% ,0.96% , i3 W12 B AU 4 a0 vl o
3 it

HEF 32 B A B A A 1T PU LD AR T S M
ARE, RS ZWIE 6L K pH B ", A
FOE B R EE R NG T h VG 2046 1T T AR 1
B RN 5 32 AR TR EE 2 50 °C Ol T IR B i
R G B I b 48 BOHL B DR 5 AE 100 °C HL Ao (1] 4%
LD OEER3 7| N O AN A S W O 2 e
%o PR FR T 204 W B A 45 1, B n] S B
[T A B G I W7 VA N i S = R =
Jo 55 B B B /D, R A SR A H R AR U/, AT
Ry I B2 W R T2 R A

Box-Behnken & 1 1 #E HU B HE £ T 3 4~7KF,
DAL S ol P 25 e 45 T S5 6 R AN R T B 40 °C
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SIXIAEARS
SEREARLARIAAR
SRR EARIARE AL
s s sees
st ossssesssses
1.035 e e s e
S

0.825

40
CIfE 3790 B /min

3 EERENAIEH IRNEXMERN =4SN NE

I 72 mbar, 60 °C X} i 268 mbar, 80 °C X} I 464
mbar, T 50 & B L BB B Al F
YA i V% 270 i, A A 36 W 1 ORI o b 3 UK
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