515 BH 13 B A4l (TR AR ) Vol. 15 No. 1
201543 H JOURNAL OF NANJING NORMAL UNIVERSITY ( ENGINEERING AND TECHNOLOGY EDITION) Mar,2015

M )7 ok DA Y SE 58 W I9E 4 JE IR 1) i 280 PRE X

wEE R E e AR AL B E A

(LR 2 A AR 22 B, YT IR A B U AL T AR BRI vl VT 0048 A ) 5 5 R 2 2 TS SR 2
T Z R S A B R R S S0 00 %, V195 M AT 210023)
(2 JEMT 25 LR H IRA T, =8 B 650106)

(] R o v O A HF 3 e 45 R R RO I T 20, B S iE R B IR] R EL 4 M EE N R
X WNMEREZE SR BRI A R . A SR 72% (R 53 °C HRINAS ] 102 min BHE L 1:54(g/mL) ST, =
MNMERE 25 JE BRI PR BUR A 91% , 1535635 3.30% ; LC/MS 557 ik R 7 3038 vh i MEREZs J2 i 1) 8 s 4 R, 7 3L
Erh TR s e iR i 3,5-diCQA 4, 5-diCQA FI 1,5-diCQA LAY, Hid 2051 14.2.10.5 F1 8.3 mg/g, DX 7T BF
ICE R e B R R A E AR

[E$ER]  BIE, Bz e iR, BEE, ) i, LC/MS

[RESES|TS202.3 [ X#EHIFEB A [ XEHS 1672-1292(2015)01-0073-05

Optimization Extraction of Dicaffeoylquinic Acids from Artemisia
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Abstract : Response surface methodology is applied to optimize the extraction conditions of diCQAs from Artemisia lavan-
dulaefolia DC. The combined effects of independent variables ( ethanol concentration, extraction temperature , extraction
time, solid-liquid ratio ) are studied and the optimal extraction conditions are as follows: ethanol concentration 72%,
extraction temperature 53 °C ,extraction time 102 min,solid-liquid ratio 1:54 g/mL. Under these conditions, the yield of
diCQAs is 3.30% and the extraction yield is 91%. The content of diCQAs(3,5-diCQA,4,5-diCQA, 1,5-diCQA) are
14.2 mg/g,10.5 mg/g and 8.3 mg/g respectively,,which are identified by LC/MS. A. lavandulaefolia DC. is the materials

that rich in dicaffeoylquinic acids.
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535 (Artemisia lavandulaefolia DC.) |, >R B 1L75FE AL 5 105 218 B R A8 FH.

1,5- " WnMEBEZS JE R .3, 5— - MnmEmEZS JE iR 4, 5— - MnmEmEZE e B bR v i (BLERS B vk B T & AT PR
o) s CBE R (EZ BRI A BR AR 4Bk
1.2 FHik
1.2.1 HPLC %#1

Ultimate AQ-C18(250 mmx4.6 mm,5 wm) (B354 ; i hAH A:0.05% L FR/K (pH 3.0) , i 81 4H B LiF;
Pk ;0.6 mL/min ; K237 K 327 nm AR 30 °C bR .20 WL, VEMGEEE K 88% A ~70%A (0~ 15 min) ,
70%A ~60%A (15~25 min) ,60% A ~88%A(25~35 min).
1.2.2 LC/MS 5#7

Agilent Technologies 6460 Triple Quad LC/MS & Ji Bk FHAX , B W55 55 o, 55 ( ESI) 422 115 8 74 = il
B R 320 °C 5 HHIEH m/z 50~800; IS TT 45 psi; 5 LHLUE 3.5 kV ; — BTk flf fE g i 5
eV, "R FHERIEREE N 5 eV Al 15 eV, HPLC 244 1R 1.2.1.
1.2.3 ohubBeA RERIRIA) B A & 1

HERRFRIBCE SRR D 0.2 g, FRHE LU AN [R) R B2 1) & B VR, 6N TR P BOI B2 $ BB 8] °F 3647112
P PRPURAG RIS 42 0.45 wm JEMESLVE, (] HPLC 43Hr. —minmEmEZs Je MR R B0 (%) = —WmmMEmEZs Je
FRELIUR: (g) /FESh A e IR s JE IR & i (g) x 100 ( LA 22 YR B BUAY & 0 22 FIAE R ke St — mim il /ot 45 J& /R 1)
) AR (%)= ZWNMERE S R R & () /KRS E H (g) x100.
1.2.4 = vpeBE A R BR AR B4 vh 2 vl ik AR

HR 45 Box-Beknhen "0 G52SR 3, R B £ Pk B L RE | B R) BRI EE A A AR o B SO el
METE 2 JE fR A5 3 A ma AR, PO PR 28 =K S0, 3R Bk sk 1 R,

F1 MEEHEENAE

Table 1 Factors and levels of the response surface

K LR IE A/ % PEBURE B/C $RULH] €/ min BHE L D/ (g/ml)
-1 60 40 90 1:40
0 70 50 100 1:50
80 60 110 1:60

1.2.5 & @R fA Rt oA
g5 MR SPSS17 34F, B9 50 #71 R FH Design Expert software version 8.0.5 {4

2 #ik5ite

21 iR E R RRIRENM R E R K
2.1.1 LEREMNRREW A

A 1 (a) AT UL, X 2 v B 1) B R R S IR 25 SRR B | 70% £ Tl 3 $ U, — bl FE 245 e i 9 7oK 3
S KA 5 3 K SR B 2 80% B, —Minil Mk 45 e R i 45 2 J0 B S 3 , 2088 o 1 By 30 rp ( RS 414011
i S A 5 Ak
2.1.2 BEAHEIRE YR

A 1(b) AT UL $REC e 25 e BR AT DL 50 C R iE 4, IR E MR IR BUR 58 4 T 5 1 7 I 25
S 3 B 53
2.1.3 B iE AR IR ¥k

I 1 () AL, e 2 JE R B4R BUR 7E 40 ~ 80 min MG INEHRE, 7 80~ 120 min I A934 24 T
PR FR U S5 1 100 min Sy 3 FC RS [H].
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2.1.4 #HE LTI Hh
FHIE 1(d) A UL, 2SRNE /N T 1:50 B minsEREZS JE iR O 42 HiCE 2 LA a3 B R 5 32 R
W BRI B e B IR, BRI BHR L% R 1:50 g/mL.
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Fig. 1 Effect of different variables on the yield of diCQAs
2.2 MR EERSFAL
ARAEZE 1 AYMR R I R 2R KB, SRt 20 4S5 (HLrb 24 o AT S5, 5 Ao L SR . 2
RUNFE 2 F1 3 7R, 48 Design-Expert 8.0 #/F 1) Z o BIHALE , #3720 R B ELRL
Y=3.25+0.354+0.10B+0.052C+0.060D-0.0784B-0.010AC-0.037AD-0.017BC+

0.29BD+0.030CD-0.904>-0.41B*-0.18C*-0.15D*
% 2 Box-Beknhen design %t R &R

Table 2 Box-Beknhen design and extraction results

B —BR R | R . . %
1 -1 -1 0 0 1.45 16 0 1 1 0 2.79
2 1 -1 0 0 2.32 17 -1 0 -1 0 1.71
3 -1 1 0 0 1.74 18 1 0 -1 0 2.34
4 1 1 0 0 2.30 19 -1 0 1 0 1.97
5 0 0 -1 -1 2.91 20 1 0 1 0 2.56
6 0 0 1 -1 2.83 21 0 -1 0 -1 2.75
7 0 0 -1 1 2.97 22 0 1 0 -1 2.47
8 0 0 1 1 3.01 23 0 -1 0 1 2.28
9 -1 0 0 -1 1.72 24 0 1 0 1 3.15
10 1 0 0 -1 2.57 25 0 0 0 0 3.23
11 -1 0 0 1 1.93 26 0 0 0 0 3.25
12 1 0 0 1 2.63 27 0 0 0 0 3.27
13 0 -1 -1 0 2.52 28 0 0 0 0 3.20
14 0 1 -1 0 2.73 29 0 0 0 0 3.29
15 0 -1 1 0 2.65
2% 3 Al L, BRI p<0.01, 2 I 1246 5 #3 EABNANNBEHRRESR
? j\ Aﬂ‘& I %@* 7— QJKL _H,,nL. s 7% ﬁ 2= )Z E/‘J . *ﬁ 7] 93 Table 3 Results of significance test of regression coefficient
LI p>0.05, A | 26 B IZAR R X S 56 2% IR i3 3/ S i A th Yo7 F i P1H
=il
j:J\A Eﬁ% R2 =0.990 3 Rid =0.980 7 , wafﬁlz g‘;; 07.06785 i: . 3:)7?(510_3 102.57 <0.000 1
BRRIUA 1.93% 09728 5 AREFIBCAL RS A e 0.000 10 6.998x10° 574 00535
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Fig. 2 Response surface(3D)showing the effects of variables on the yield of diCQAs

CBEVRE AR IUREE 1Y p<0.01, 3 B £ v FE T BRI 88 xof B Sk i vl 7 2 2 12 1) 44 B 5 22 5% i)
IR S KT B L BRI ] Y p<0.05, 2R BRI LL | B2 IR (i) Xof M 375 — v ik 245 2 i 1) 2 B % £
SN It KT S e B ST P 4 i R A A 5 DRI ZR 485 1 S/ INHE PP IR Sy £ st > 2 B >
AR > 1 ECES ]

308 3 [ O AR 0 ) B S T M P 2 e R AR B e A T AR SRR EE 72% B U 53
C BT[] 102 min BHE L 1:54(g/mL) . BEPE S IS5 1B FEmAES0ET , kw2 Je i 15 5
K E 3.30% , 754 BUNAA.
2.3 REMWMBREEAS SR

LC/MS %578 By 30 iy o ME e 25 JE IR, — 535 Wl /s 19 BT ey Lb 331 515, 9 B3k A7 7E m/z191
173179135 FHEE TR (1,5-diCQA ik wn & 3 iR ). m/z191 Fl m/z173 J2& 28 JE IR R i
AT m/2191 J& m/2353 % ZeMMERE I AT B, m/2173 J& m/2353 2 e mnmfl ik A Fil— 2 F 7K B i
B 5 m/ 2179 FEMIHERR AERAE R B 06, & /2353 2k 2548 8 TR 3 T J 1 5 m/ 2135 2 W Mk 3 110 2 At 7=
Y. Br TR SRR TSN B TR AT 25 5 IR X SERR AR e, X b SCRR[ 12-14 ] B 23X 3 Fh
Yo B2 1,5-CQA 3,5-CQA 4,5-CQA , F 4371k 8.3.14.2 F1 10.5 mg/g.
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Fig.3 MS? spectra of 1,5-diCQA
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