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Comparison on extracting methods of total alkaloids in Crinum asiaticum seeds
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Abstract: Objective To optimize the extracting methods and technology for total alkaloids from the seeds of Crinum asiaticum.
Methods Ultrasonic extraction and reflux extraction were used to extract the total alkaloids from the seeds of C. asiaticum. Results
The two results showed that the extracting rate of alkaloids by ultrasonic extraction was 0.435 7% under ultrasonic temperature of
58 °C, ultrasonic time of 47 min, ultrasonic power of 600 W, percentage of ethanol volume of 95%, solid-liquid ratio of 1 : 6, and
extraction for three times. Additionally, the extracting yield of alkaloids by reflux extraction was 0.449 4% under extraction
temperature of 84 °C, extraction time of 2.5 h, solid-liquid ratio of 1 : 9, percentage of ethanol volume of 95%, and extraction for three
times. Conclusion Considering the extracting rate of alkaloids, operating methods, and the difficulty of removing impurity, the heating
reflux extraction is an ideal method for total alkaloids extracting from the seeds of Crinum asiaticum.
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Table 1 Box-Behnken test design and results (ultrasonic extraction)

WIS Xg/min X, /T X /W X /% Y/% | RIS Xg/min X/ C X /W X /% Y%
1 30(-1) 50(-1) 600(0) 90(0) 0.3725 16 40(0) 70(1) 700(1) 90(0) 0.3875
2 50(1) 50(-1) 600(0) 90(0) 0.4012 17 30(-1) 60(0) 500(-1) 90(0) 0.3810
3 30(1) 70(1) 600(0) 90(0) 0.3987 18 50(1) 60(0) 500(-1) 90(0) 0.4078
4 50(1) 70(1) 600(0) 90(0) 0.3883 19 30(-1) 60(0) 700(1) 90(0) 0.3774
5 40(0) 60(0) 500(-1) 85(-1) 0.3982 20 50(1) 60(0) 700(1) 90(0) 0.3985
6 40(0) 60(0) 700(1) 85(-1) 0.4057 21 40(0) 50(-1) 600(0) 85(-1) 0.3744
7 400 60(0) 500(-1) 95(1) 0.4222 22 40(0) 50(-1) 600(0) 85(-1) 0.3890
8 40(0) 60(0) 700(1) 95(1) 0.4378 23 40(0) 50(-1) 600(0) 95(1) 0.4295
9 30(1) 60() 600(0) 85(-1) 0.3706 24 40(0) 70(1) 600(0) 95(1) 0.4459

10 50(1) 60(0) 600(0) 85(-1) 0.4132 25  40(0) 60(0) 600(0) 90(0) 0.4267
11 30(-1) 60(0) 600(0) 95(1) 0.4021 26  40(0) 60(0) 600(0) 90(0) 0.4268
12 50(1) 60(0) 600(0) 95(1) 0.4290 27 40(0) 60(0) 600(0) 90(0) 0.4271
13 40(0) 50(-1) 500(-1) 90(0) 0.4150 28 40(0) 60(0) 600(0) 90(0) 0.4270
14 40(0) 70(1) 500(-1) 90(0) 0.4124 29 40(0) 60(0) 600(0) 90(0) 0.4265
15  40(0) 50(-1) 700(1) 90(0) 0.4123
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Table 2 Significance test results of regression equation (ultrasonic extraction)
T H S5 H F i P I H ST A H F i P i
A 0.010 14 5.71 0.0012 | XgX4 1.640x10°° 1 0.13 0.728 3
X1 1.535%X10° 1 11.75 0.0041 | X2 3.673%x107° 1 28.13 0.000 1
X, 2.380%X107° 1 0.18 0.6759 | X, 1.096x10°° 1 8.39 0.0117
X3 2.523%X10°° 1 0.19 0.6670 | X32 5.683X107 1 4.35 0.055 8
X4 3.866x10°° 1 29.61 <0.0001 | X,? 1.734X10°° 1 0.13 0.7210
XX, 3.822x10°* 1 2.93 0.1092 | 4z 1.828x10°° 14
X;X;  8.123X10°° 1 0.062 0.8067 | &flii  1.828%x107° 10 3207.04 <0.0001
XX, 6.162X107° 1 0.47 0.5033 | 4z 2.280%x1077 4
XX 1.232Xx107* 1 0.94 0.3479 | Bi%%E 0012 28
X,X,  8.100x1077 1 6.203%X107° 0.9383

RI25 . PRI AR 2 m7 0 4% IR 32 o0) Sk 24 H i A= i
PR FEAFE B IMK IR O REARFRS £ > 68 75 1)
() > 75 Dy 6 > A il L
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R PR B LR AR BN RSN R,
P[RR P DO A R 2N R, X 4 DR
I A A IR, SR LK 1.

X,/ C X, 1% 87

X3/ W

1 4RAREXEMEAMEBEYBRINENZID (BFRIR)
Fig. 1 Four facrors interaction influence on extraction rate of total alkaloids (ultrasonic extraction)
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(380, SCER 2R B AEMIIRAS RE Wi ok, 4
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Ko P LABR G I S B AR R 0 £ 2% S I e ol
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5.1:6.1:7) UK OEHRFAI I (Xqs 90%. 95%.
100%) Ay [ A8 i, SCIR =201 B A B I $E R (YD
S NAE CRAR D, JE7 B RE AT AT A
By, WSy 2 R R AR YRR ECR S I A R L3k
3, EHURALEE AR, 7D A B3 29 MK
Borie 24T AL SANERIMETHRZE . TN
AT RARES, F RS . B A B4 R ST
DL AR B A A e AR P (R 5 R, AT S
PRI ST 22 o0 M, WARILAL S, R HERTE .

(2) [T RE R R E AT N T B HE
S FCAR AR RO A AR B T 2 R s, A
Design-Expert 8.05b (Jiihit) X5 3 [ S50 H AT
EMEIVSEY S w T X1 BYa 7 ey i Sl SP S A EL 7 1 7
U (Y) SHRBUNTR] (X)) $F2BUEE (XD BHE
Eb (Xa)v LEEARI B (X)) A IR 2 T[] ) 57
J7RE: Y=-23.381 91+0.270 17 X;+0.214 38 X,—
0.040 857 X3+0.309 55 X,—1.380 00X 102 X;X,+
1.100 00X 10® X;X5+1.510 00X 102 X;X,+4.600 00 X

2.3.2 WIS RSN RS IR 107 XoX3+1.086 00X 10 X,X4—3.320 00X 10°°
% 3 Box-Behnken &iHidiE MR (Mn#REIRIZE)
Table 3 Box-Behnken test design and results (heating reflux extraction)
WHES X /h X/ C X3 X%  YI% | %5  Xi/h  X/TC X3 Xgl% YI%

1 20(1) 75(1) 1:6(0) 95(0) 03014| 16 25(0) 85(1) 1:7(1) 95(0) 04303
2 30(1) 75(1) 1:6() 95(0) 03219 17 20(-1) 80(@©) 1:5(-1) 95(0) 0.3910
3 20(-1) 8((1) 1:6() 95(0) 04209 18 30(1) 80() 1:5(1) 95(0) 04021
4 30(1) 85(1) 1:6(0) 95(0) 04276| 19 20(1) 80() 1:7(1) 95(0) 0.4111
5 25(0) 80(0) 1:5(-1) 90(-1) 0.3778| 20 30(1) 80() 1:7(1) 95(0) 0.4244
6 25(0) 80() 1:7(1) 90(-1) 0.3996 21 25(0) 75(-1) 1:6(0) 90(-1) 0.3001
7 25(0) 80() 1:5(1) 100(1) 04011 22 25(0) 8(1) 1:6(0) 90(-1) 0.2998
8 25(0) 80(0) 1:7(1) 100(1) 0.3565| 23 25() 75(1) 1:6(0) 100(1) 0.2897
9 20(1) 80() 1:6(0) 90(-1) 0.4031| 24 25(0) 85(1) 1:6(0) 100(1) 0.3980

10 30(1) 80 1:6(0) 90(-1) 0.3874 25 25(0) 80() 1:6() 95(0) 04380

11 20(-1) 80(@) 1:6() 100(1) 0.3879 26 25(0) 80() 1:6() 95(0) 0.4386

12 30(1) 80() 1:6(0) 100(1) 03873| 27 25(0) 800 1:6(0) 95(0) 0.4389

13 25(0) 75(1) 1:5(-1) 95(0) 04209| 28 25(0) 800 1:6() 95(0) 04391

14 25(0) 8(1) 1:5(1) 95(0) 04302 29 25(0) 80() 1:6() 95(0) 04387

15 25(0) 75(-1) 1:7(1) 95(0) 0.3290
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P<<0.001, XJFEHURPIFEMI N B2, FEUUR A
BHE LA CREARF 0 ) P>0.05 A RA % A
#, PR 4 ] %08 DR 20 SO0k 22 R A g
R M R S R /MR U R 2 HGH 2 > R L > 2
AR5 B> FEEU ]

(4) 2 HAEH M. 454 Box-Behnken 1%
W R &3 4 h Rl FE B E AR AE 3, 1T
FUIX 4 AR Z DO S AE YRR IR s mm, A
M) 1 (T P, AR I R AR R 43 T AR X TR 3%
(A2 HAEHIE) 3D ma i, 1B R P<
0.05, FRWJHA B3, [IHMIRREA, HE 4
AR B A E R A R, SO ] R L
M TR B RS R 3, 31X 4 AN 2 )
(WAS AR FH8SS, 2R ILE 2,

F4 EPEFEREMEEIGER (NHAERRER)
Table 4 Significance test results of regression equation (heating reflux extraction)

T H S5 AN H i1 F {4 P i H S5 AN H F {4 P
A 0.053 14 4.86 0.0028 | X3X4 1.102x10°2 1 1.40  0.2558
X1 1.038x10™* 1 0.13 0.7215 | X2 1.498x10°° 1 1.91 0.1888
X, 0.016 1 20.91 0.0004 | X,? 0.018 1 2254 0.0003
X3 4.344x10™ 1 0.55 0.4693 | X32 1.895X10°° 1 0.024 0.878 8
X4 2.314x10™ 1 0.29 05957 | X2 0.016 1 2059  0.0005
XX,  4.761X10° 1 0.061 0.8091 | ¥z 0.011 14
X X;  1.210X10°° 1 1.541x10° 09692 | ‘AfUli  0.011 10 6353.13 <<0.000 1
XX,  5.700X107° 1 0.073 0.7915 | 4tz 6.920X1077 4
XoX;  2.116X10° 1 2.70 0.1229 | B%  0.064 28
XXq  2.948X10°° 1 3.76 0.0731

< O

%

X 0.

%

2 4 REXBERXMEYHRIMERFMN (NARRRR)

Fig. 2 Four facrors of interaction influence on extraction rate of total alkaloids (heating reflux extraction)
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