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Application of Golden Section Method with- Dynamic Optimization in
Extraction Process Optimization of Salt Cortex Phellodendri
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Abstract: To optimize extraction process of alkaloids in' Salt,Cortex Phellodendri by Golden section method with Dynamic
Optimization , HPLC was employed to determine six alkaloids in Cortex Phellodendri,including berberine hydrochloride,
magnoflorine berberubine, Phellodendrine;Pakistan , jatrorrhizine , Based on the scope detected by the single factor analy-
sis and Golden section method ;using Orthogonal experiment to optimize the ratio of material and solvent , exiracting time
and frequency. Then Dynamic design is used to further optimize the extraction process. Results that Optimized Golden
section method with Dyniamic Optimization was as following; Ultrasonic extracted twice with 25 times the amount of HCL-
CH;OH (1:100)_for extracting time of 60 mins and 10 mins; The extraction rate of berberine hydrochloride , magnoflo-
rine berberubine, Phellodendrine , Pakistan , jatrorrhizine are 6.51,1.48,0.67,0.62,5.01,73.22 mg/g. So, Golden sec-
tion method with Dynamic Optimization can be used to optimize the extraction process of Salt Cortex Phellodendri. it can
be used as one of the screening methods of traditional Chinese medicine extraction process.
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1.1 {228

1260- 11 # HPLC ¥, & $& U C A (DAD £l #5 |
TEL M4 Openl AB TAESS (3£ Agilent 24
F)) s BP211D AU J7 3 2 —H T 43 B K (H+
Mettler-Toledo /2] ) ; AS20500BD AUAH 5 V& A (R
HERAFPE BT A AT BR A F], %250 W, 4 % . 50
kHz) ; CXP-500A #I i 3 2 D) g #y iE bl (it T A
H A BR A E]) o
1.2 R#h

Xof AR R /N BE B (L5 15401-69-1, 4l
98.0% ), b 2 /N BE L1k (L5 633-65-8, 4l Ny
98% ), L Ih7T (10605-024 , 4l i 98. 0% ) , A 24k
Bl (b5 :2141-9-5 47 98. 0% ) , 4R UE T sl A
Pk gl 2 Wy B R AT BR 2 w5 3 1R AR (it 5
111895201504 , 4l 94. 9% ) , £k iR 24 MR A% (L5,
110733201609 , 43 89. 5% ) ;E W HhE £ 5 24 &
i A GR B s 208 (R U < R HESE 240k A= 7= A FR A
H];#iE5:170501461) , 28 BUAR H B2 25K 2 Ff ) = e
TR SR AT 245 I S R 35 Dl 25 A R AE ) B B AR (%) T AR
Bo N REE(ERERHAF)) A Eikal, KN
aliZk, Hax il b 4l

2 SAESER

2.1 EYEESENERZE
2.1 1 AR RS ISR W A

R PR IBUER R /N BE B L R 22 JE L Eh R /)N B 2T
Bl BRI L L LY T AR B B, 10 mL S,
FH PS5 A D R R 20 B 485, 2 il s 2 SR/ s
BERK 254. 6 wg/mL AR = 4EHH 108. 8 wg/mL LR/
BESTHR 75. 1 p,g/mL\Efﬂ:Elﬁ}ﬁ 96. 6 pg/mL/ 7T
101.0 pwg/mL 253 6% 110. 9 pg/mb JR5 X HE 50
W B4 CHVKF PR
2.1.2 HLPC &% 44+

{0354 ; Inertsil ODS<35 pum 4. 6 x 250 mm; i
HH: O A-0. 1% W2 B(15:85 .PH =2.10) , #47H6
FEVEME (W3 1) ;40 :30 °C 5 i : 1. 0 mL/min;
ﬁﬁﬁ ML;@?)H'J&JL/(:265 nm,

xR BEEBRE

Table J© Gradient elution table

ipy ] G A 0.1% Wik B
Time Acetonitrile A 0.1% Phosphoricacid B
(min) (%) (%)

0 22 78

18 23 77

23 29 71

55 31 69

2.2 REAXRREBEBEAEZZE

K B ARBGER B A2 Y AR (A U 517) 2.0 g,
100 mL HEF R, 36 18 43 AR AR & Sk ARaE ™
A 50 mL FEE R R HEE(1:100) (#h7R:
75% LE(1:100) , R 8 6, 43 il 75 A0 31 2 h 5l
13 2 hy A G A B R R HRE(1:100) (#h
fi2: 75% £ (1:100) 2R K E i, e, Lk
THWT 0.45 wm JERE, RIAS (R A . #2620 1.2
T B3 S5 AR A TN 2 , A AR L2 2,

®2 RRAXREBAENER(mg/g)

Table 2 Extraction methods and solvent (mg/¢g)

RIS | R pyiEt NSV ZiMRAE  EhER/NEBELIRE [LEIT ERMR/NEERR AEWER FHE
Solvent Methods  Phellodendrine Magnoflorine  Jatrorrhizine  Berberrubine Pakistan Berberine Alkaloids AVG
FH it W 2.3529 0.5601 0.2024 0.1691 1.2803 30.4301 34.9949 34.9667
Carbinol Ultrasonic
2.2609 0.5573 0.2051 0.1702 1.2799 30.4300 34.9034
2.3638 0.5589 0.2068 0. 1706 1.2807 30.4209 35.0017
525

Rf{}ll;( 2.6819 0.6298 0.2401 0.1777 1.4470 34.1599 39.3364 39.2975

2.7001 0.6401 0.2369 0. 1780 1.4550 34.0001 39.2102
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%3¢ 2 ( Continued Tab. 2)
PRI 7 PR CigEl R 2Z ALK RGN FhE/NEELLEE ST ERE/NEER ARV FHME
Solvent Methods  Phellodendrine Magnoflorine  Jatrorrhizine  Berberrubine Pakistan Berberine Alkaloids AVG
2.6827 0.6331 0.2372 0.1787 1.4463 34.1678 39.3458
HCI-H s
HCI-Carbinol 2 3.3721 0.8751 0.2690 0.2725 1.5916 42.5490 48.9293 48.9177
(1:100) Ultrasonic
3.3733 0.8696 0.2701 0.2739 1.5894 42.4988 48.8751
3.3736 0.8783 0.2683 0.2746 1.5922 42.5617 48.9487
25
R[Eelfﬂ 3.4897 0.9101 0.2901 0.2894 1.6431 43.3492 49.9716 49.9898
X
3.5001 0.9089 0.2903 0.2903 1.6329 43.3701 49.9926
3.4934 0.9147 0.2874 0.2891 1.6529 43.3678 50.0053
HCI-75% £, 1% s
HCI1-75% Alcohol -y 2.9694 0.7640 0.2501 0.2381 1.4999 37.4012 43.1227 43.0771
(1:100) Ultrasonic
2.9566 0.7629 0.2481 0.2400 1.5039 37.3370 43.0485
2.9695 0.7635 0.2478 0.2379 1.5046 37.3368 43.0601
25
R[Ee]f{lllh 3.4744 0.8934 0.2931 0.2901 1.6846 4371802 49.8158 49.8164
X
3.4802 0.8929 0.2936 0.2889 1.6851 43,1791 49.8198
3.4737 0.8931 0.2935 0.2893 1.6845 43.1795 49.8136

H1 3% 2 AT DL Y, 2 BUA 5T DL HCL-HTEE (1
100) A, 7 1% 48 BOE 7 i, P 4 IO 0] 7 i
BOEBUIN, B I8 LR 1 Ty 4, al 471, e 2k
F HCL-HIEE(1: 100 ) , 7 31 U £ 3 AR )i 112
WO
2.3 BEZRRENANER

R ARHEE B2 AR (i PO ) 1. 0 g, 8

100 mL MR, 38 15 3, 20 A 20,25 30,35,
40 mL #hR: FHEE(1:100) , FR5E HEi, 20l Ak B
U hs A I A ER R FImE (12 100) b 2 2K 25 1
R B GE 0. 45 wm PR, BRI
Wo 2. 1.2 TUR B @5 R AFBEA T2 , 45 R W3k
3

R3 BERFRILER(my/g)
Table:3 Volume ratio investigated by Single factor( mg/g)

oJRAIER Flfimg 2 1 2 AT et} 1B

(ml) Phellodendrine Magnoflorine Jatrorrhizine Berberrubine Pakistan Berberine
20 3.0510 0.8801 0.2777 0.2581 1.6981 44.1601
3. 0490 0.8790 0.2781 0.2574 1.6899 44.1581

3.0420 0.8791 0.2779 0.2578 1.6970 44.1572

25 3.1668 0.8933 0.2796 0.2601 1.6787 44.9998
3. 1670 0.8934 0.2801 0.2599 1.6801 45.0004

3.1673 0.8944 0.2794 0.2603 1.6790 45.0104

30 3.0900 0.8901 0.2761 0.2562 1.6899 44.5101
3.0796 0.8839 0.2801 0.2564 1.7000 44.5068

3.0859 0. 8847 0.2761 0.2563 1.6912 44.5077

35 3.1670 0.8949 0.2741 0.259%4 1.6431 44.7489
3.1654 0.8961 0.2730 0.2600 1.6448 44.7396

3.1660 0. 8957 0.2738 0.2602 1.6450 44.7593

40 3.1998 0.9098 0.2789 0.2647 1.6598 45.5287
3.2401 0.9108 0.2804 0.2651 1. 6687 45.4998

3.2402 0.9119 0.2794 0.2652 1.6693 45.5309
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2.4 EEeoREMEBEEERE

WF9E LA BRA B AR 22 AR50 L 24 AR Bl SRR /N B AT
B ELEL YT R R /N BEGR 6 Fh A= Wy AS AN 7 4R
P, XoF P ) 0 R EA T 2 . ¢ A 0 ~ 120 min
B 0.618 2 0.382(1 ~0.618) ,43 5} 75 min J 45
min , ZRERBEAR A8 75 min, P28 HCE AR 1Y
75 min [m 728 0. 618(75 min 5 45 min A9 0.618) ,

>4 63 min, [a] 47 B 0. 618 B (75 min 5 120 min [
0.618) ,24 102 min. ¥4 53 F/n B 1, 258 W&
4,

o @ @ @
| | [ | I |
0 45 63 75 102 120 min
Bl #EESRRITREE

Fig. 1 Diagrammatic sketch of Golden section/method

R4 EHEFEEEZRBMEAMESE (mg/g)

Table 4  Extracting time investigated by Golden section method ( mg/g)

Py o ) T : . A
Ultrasonic time HeAti A LT B ERFR/INBELT R T ERTR/INBER
(min) ’ Phellodendrine Magnoflorine Jatrorrhizine Berberrubine Pakistan Berberine
i

45 2.12 0.80 0.27 0.24 210 31.07

63 2.01 0.68 0.27 0.24 2.09 33.54

75 2.69 0.88 0.31 0.26 2.49 36.57

102 2.97 0.79 0.27 0.26 2:12 34.42

2.5 EXEZITHXRINIE

e E R R TR AL R IEAS 1
TEXTHRE AL B[] SRR LA 5 2, FREER
BHIZIM AR GO ) 1 g(3L9 ), K

%50 BRI PAALUENR 0. 45 wm P81, 7% 2. 1.2 T
OGS SR T I E D SR AR, T R, 4
RILFE 6,

RSOEFKFR
TableS". The factors and levels graph

3
KT Factors
Level VAl PE I EL G|
Solvent volume Extraction times Extraction time
(mL) () (min)

1 20 1 60

2 30 2 80

3 40 3 100

#6 L,(3") EXBITER
Table 6 The result of Ly(3*) Orthogonal experiment
iR s 1 2 3 4 AW R
Experiment.number Alkaloids
% Factors A B c D (mg/g)

1 1.00 1.00 1.00 1.00 29.91
2 1.00 2.00 2.00 2.00 35.35
3 1.00 3.00 3.00 3.00 37.70
4 2.00 1.00 2.00 3.00 51.82
5 2.00 2.00 3.00 1.00 60. 54
6 2.00 3.00 1.00 2.00 58.93
7 3.00 1.00 3.00 2.00 76.67
8 3.00 2.00 1.00 3.00 88.96
9 3.00 3.00 2.00 1.00 89.07
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Table 7 Analysis of variance

Source of variance A B ¢
BII422FJ7 Fll Sum of squares of mean deviation 3849. 66 160.63 1.39
F1 HHJi Degrees  of freedom 2.00 2.00 2.00
)5 Mean square 1924. 83 80.31 0.69
F {} F-test 1026. 57 42.83 0.37

H:Fo s (1.2) =19,
Note:Fy o5 (1.2) =19.

H 3 6 3 7 KOs T, 52 0 3 W AR B R
EHA>B>C,RIEL > BEBORE > S HURHE]
B2 R R BRER R/ NBE S DA R AE P & 4K
> RO K, W R /DN, 5 MR 08 (4 e e
SEA TS, A E 1 g EREHIINA 25 mL %55,
BEAI I 2 YRIG Ay B e 2RI/, — R U
ARG AR , e ZHAST IR T 250 1 g 2ikHR
JILA 25 mL $REGAF , $2H 2 Y, 5K 60 min,,

2.6 FHEIRRIMIZMAL
2.6.1 ZhsdEEE FREGER B 20 g 40t (i Y

) IS AE R I EE(1:100) TR 43 100
mL, #FHH 2 h, 2351 4E 0,10,20 30,40 .50 60",
70.80.90,100 110 120 min, & Bt 3§ 5 mL, &

UCRMEAH R AR FR Y R 152 HT 2 (12 100 ) ¥R A9
120 min J& , 3 BSOS, 170 2498 PRI AR R
(1:100) AW 100 mL A% IRER 1 Ui o e i
IR IOR . 55 1 UCHR M e bR A A S I, v 20
WL, R LS ml ' 20 mlL S, Jnh g
HEE (1 100) YR 5 M 220 B2, T ALUE AR 0. 45 wm
Dk MBI, IE S (LR 8) o 2R 2 e
FEHRAEBIPL IR, ¥ 200, 80, IR0 1, R 7
5 mL.# 20 mBA i, InERAR: HEE(1: 100) 5
R ZE, SALUENE 0. 45 wm 38, B, I E
i, S PR U B, BRER IR /N BEBR SN, 5 M A
B R, T2 AN, OV TR S B
PAER R/ NBEBRC R AR AR (W3R 9) .

®8 HEME L XRIMEHESIERERSTHEETNE (my/g)
Table 8 Fist time to extract constituent of indexes at each time point of peak area change rate(mg/g)
el ARZAET 2L EN U AR L EyT ERTR/NEER
i Phellodendrine Magnoflorine Jatrorrhizine Berberrubine Pakistan Berberine
Time o BfRE S g0 e 0 kR 0 B e HE Al A
(min) Coﬁnfnt R}"ite of C?ntent R}? te of Content F.{}‘ile of Content R}? te of Content R{: te of Cfnfnt R}? te of
(mge) G () (e (G e (N e (G ewe LY
0 1.80 - 0.50 - 0.14 - 0.17 - 1.25 - 27.36 -
10 2.42 25.73 0.55 9.60 0.18 27.60 0.19 10.82 1.56 24.60 31.64 15.63
20 2.51 3.59 0.58 5.45 0.18 0.68 0.20 4.60 1.78 14.03 35.96 13.66
30 2.58 2.71 0.59 1.72 0.19 2.99 0.24 21.36 2.02 13.21 35.33 -1.75
40 2.67 3.37 0.64 8.22 0.19 2.62 0.22 -7.03 1.65 -18.36 32.73 -7.36
50 2.76 3.26 0.65 1.15 0.20 1.19 0.23 2.77 1.58 -3.88 33.86 3.45
60 2.84 2.82 0.65 1.07 0.21 7.04 0.24 4.35 1.50 -5.32 32.43 4.23
70 2.86 0.70 0.67 2.92 0.21 -2.28 0.23 4.15 1.86 23.90 32.97 1.68
80 2.71 -5.54 0.67 0.47 0.21 0.17 0.23 -1.24 1.79 -3.61 29.94 9.18
90 2.64 2.65 0.70 3.23 0.21 2.53 0.24 5.64 1.64 -8.37 26.35 -12.01
100 2.61 1.15 0.70 0.60 0.21 0.59 0.23 4.17 1.62 -1.07 28.89 9.65
110 2.47 5.67 0.73 3.72 0.22 4.80 0.24 4.35 1.20 -26.02 25.81 -10. 65
120 2.54 2.76 0.76 4.54 0.23 2.41 0.22 -8.33 1.17 -2.54 25.13 -2.64
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Table 9 Second time to extract constituent of indexes at each time point of peak area change rate(mg/g)
] 0 10 20 30 40 50 60
Time ( min)
& Content(mg/g) 3.37 6.97 6.69 6.51 6.67 6.71 6.75
A ALK Rate of change( % ) - 106.51 -3.97 -2.66 2.38 0.66 0.60

WM T LS LR R B, 58 1 IR FEHL
£ 60 min J5 , Wk BEARALHEA/NT 3% 346 2 IRHEITE
10 min J& , W& AZIEANT 3% . HITIHA & 55 1
UARB A S WIAE 60 min, 55 2 WA BUAY RS S AE
10 min,

2.7 2HMMMUIZREERIEE
2.7.1 BB T2 FREGER ST 1 g (21U
i) IAERRR: L (1:100) ¥R -G 25 mlL, 5

PEE2 K ,5 1 ¥R 60 min, 55 2 YR 10 min, 24T g,
GIFPI RIS, KIS ZE &, A4S 2 25 mL, Tl LR
0. 45 wm JEit, PEEEUEMR A E S (W3R 10)
2.7.2  EEFHIGEE EARBOTIME T Z
FREGERBEHT 1 g (i PO5:0 ) , ITAFhRR: HEE(1
1100) VRS VAM 25 wL, HAE R 2 YK, BFIK 60 min,
B IR, K 75k, E 45 2 25 mL G Lag AR
0.45 wm g, IELUEIR , W€ &5 (W3R 10) .

®10 2 MBEMREMNIZPIERHTAELR

Table 10 Comparison of contents of markers by two extraction process

=LAy, e, e
Indji tT()gjliJ());lerlt SO ARt RSD
e orthogonal design e dynamic design o

(me ;’) The orthogonal d The d | (%)
HAAHE, Phellodendrine 6.42 6.51 0.98
A 2= TEBH Magnoflorine 1.59 1.48 5.07

E4S if, Jatrorrhizine . . .
2K Jatrorrhizi 0.69 0.67 2.08
LR /NBELT B, Berberrubine 0.59 0.62 3.51
[ 57T Pakistan 4.87 5.01 2.00
bR /NBETR Berberine 74.21 73.22 0.95

- -2

2 ARRBIZH HLPC
Fig. 22 HPLC chromatograms of different extraction process
TE ST XA 5S2 TR T 20583 Shas el T2,
1 B0 52 AR 22 AET 53 2GARM 4 Shm/NRELZTAGS L 55 TT 56 &R
P2/ NEED
Note:S1 Standards;S2 Orthogonal ;S3 Dynamic design.
1 Phellodendrine. 2 Magnoflorine. 3 Jatrorrhizine. 4 Berberrubine. 5

Pakistan. 6 Berberine.
10 KU, AP T ARBUS R TR EER . #
AR TR T A 24 i S0 IR AR AL AN
FY)2008 A A TAHUE 5307, WLIE 2, 5 5R ER

2 Fh TP il A RLE 100% , FWTIEAZH I
TS5BS BT 2R A 25 i AR — 50 R
FHEAAR A 72 F BB A o ri &, X1 4 By Fi A B
WAL, BoRsh AL T I S SR T 2571 2y v
68%

®1 2HBERRRIZOSHILR
Table 11  Comparison of parameters of two extraction process

- P[] FEHL
H. -
Ext ‘fnleXIL Extraction time Power consumption
ixtraction process
proces (min) (kW.h™")

IEAZ L Orthogonal 120 1.5

AL Dynamic design 70 0.82
5724 Conservation 50 0.68

3 e

ARSI A SRR 4 0 FIA 0 155
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56 (8 P [ 5, i/ 1 S5 6 R, 5 56 ) o
Mo S B FIE N LR TEH TR T Z
SHRCERIIRE . i e sl Pk g 4R 4t 1T 5 2y
AT, P TSR . WESEE R AR, B
HE T SRR R e — € Bl B
VRS G IEAZ R , AT R 6 G B A 2R Y R A T AR
e AR I YR T, B g o kAU 4 U
NI B 3 B R SR A B T S, 7 A
UL SRS A5 R A REREAT AR 2 Wk,
BRI H T LSRN ik z —"

WFFEIE R P IE S BT HE R S BOOCBORIA A A
HEATORBE , 76 B 4 43 W8T 37 9 B [R5 B P A T
IEAZBEH, ek B A U T 22, B X IE A i
PRI R T2 W PRI X — [, AR Sk — 2
KBS S BTt 2 T 2284, e e R
BRI LA b RIS T k%, PRIE
PP il A7k MIESZBEHER T Z
MBS T Z SR BUEE R BT A, 2 R T
f4 6 Ffidis b o3 A — B, 2 o T 20O € 3 [T AH
LEE Sy 100% , UE B 3l 25 5031z T 3 3R 3 T
=L/ 0 SN W B G R 5 1 S S
7 50 min, Jg/0 T 68% MYFEHL R, LA T TR
A B ZTEHE

S 30k
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