201949 A o % September 2019
ALY FHoOW Chinese Traditional Patent Medicine Vol. 41 No. 9
MEEEREFFIPFELZERD B-HHMBEEEIZHNMRWK

mEE, F o, F #HT, E K, K A

(1. b EG kP2, i 201203; 2. FETEHAEHZ LR+, FiF 201203)

WE: BN RIANRSEHER TGP E N -G T2, AiE UISFHKS B-WIG LG, G&RE
WAEBFEME R, FEEEAAR, WEUERNTMIER, EXREBRAAE T, &8 BEAEHNITHEKS
B-FAMIRE LG 10 = 1, FAIREE 40 °C, WA 1 h, FEEEEER 72.06% , LAY 83.73% ., &it ZHES
FRAT, T B-FORIRE AL A RS HE AR H G th R MR

KW RS #EAMSY; B-FWIES 1.2, E38lR

hESES: RYM XHEAARERS . A XEHS: 1001-1528(2019)09-2039-05

doi: 10. 3969/j.issn.1001-1528. 2019. 09. 004

Optimization of B-cyclodextrin inclusion process for volatile constituents in
Supplemented Linggui Zhugan Decoction

GU Si-hao', LI Ning', LI Ling®*, WANG Bing’, ZHANG Tong**

(1. School of Pharmacy, Shanghai University of Traditional Chinese Medicine, Shanghai 201203, China; 2. Experiment Center for Teaching and
Learning, Shanghai University of Traditional Chinese Medicine, Shanghai 201203, China)

KEY WORDS: Supplemented Linggui Zhugan Decoction;

process;

volatile constituents; B-cyclodextrin inclusion

orthogonal test

LHARHZATIRA (B2, A
KK T Z—, BE I 3 Wl A A A i 107 A 4 i
MR L R 25 KA Z O R AR % B A L
ATURT, TREIMREEEAR T, 1 H R T IL
M, s IR, AR A A, BEm AR
JE ) e 05 (AR . R Z AL,
il FHZURER A ORI AT R B e . REIR | A L
%\E%Xﬁ%m,ﬁﬁﬁﬁ%ﬁ%ﬁﬁ%%\
PoR™ | PURTETEED, LLREUR ., BELERE A,
HNE%K% L SRR MR Hel BRI
TR B T 2500 HH R R4 0 10%

BB vh 5 A e 4 5 TR T 2SR A0l 5 1R
RS IZR . I, T S ekE f RS E

T, RTﬁTﬁEﬁhﬁﬂ% PRk HAH

Wi BHA. 2018-07-09

WITEL, ASERXZT A T AT,

SR P T R 2 AR Rt By PR
VTR RN A 2R, WK A B IRIE, BRI
RN BRI L, K, AR SLs Ty
TACRACR# , JH AL B-MAI & T2,
DA Ay o ke 25 4 AR H 3 A 6 251 i 24 HLS K
e, TRV 2 5 M o TR 2 A 5 T AR B
R
1 8

Agilent 1200 series = ZCRAH (LAY [ ZHERFL
# (PHE) ABRAFE]; Welchrom Clgéﬁaﬁ*i [ H
JERHE (i) BAABRAF ] DF BRI R
T (BT HRAER A RA ) JA31002 £
LR % K7 (LR R PR AR A A ;

E£WEH. HEPHEERLH (20172X09201010-014-014) ; AT h B 25400 & R =447 81T 4] ZY (2018-2020) ( CCX-2001-04) ;

THRZERMIEE  (17401902300)
{EE B, R

B (1995—), 5, WA, MWFHZEHgiisE, E-mail: angus_2017@ 163.com

*BEEE. & OB (1990—), Z, Wid, S50, WFP2HApst, Tel: (021) 51322315, E-mail: liling_sh@ 163.com

g (1972—), B, WL, Bug, WFETHHIZ P THORDITE, Tel:

163.com

(021) 51322318, E-mail; zhangtdmj@

2039



2019 4F 9 A
F4E Lol

R %

Chinese Traditional Patent Medicine

September 2019
Vol. 41 No. 9

DZF-6050 B FL2s T4 (i R S A7 FR 2 F
BESFE4T ) s KH-400KDB % &5 3K 5 ol 5 s il
B vERs (RILAREIE S ARAR) ; BS124S
BRI T R [ AR (b)) f
FRAF]; XS105 B M43 Hr RV [ Mpdeil-Fe R £
X% (Lig) ARRAWE ],

FBRF (b5 160426) . HEAL (dit%5 151231,
160505) . % (#t 5 160220) . H AR (5
160104) . H# (5 160114) WH LN T2y
RRABRAT, 2 bl B 2R S L R 2R
PASEE M IE S, BERZBE (4L 110710-201418) 14
B b E A2 Y By BRI (it
20160108) 1 [ E 254 Bk # iR A R Al &
. FEECh EREAl, W [ LR AR R e A
FRAE] HARIS o Arat, A E 25 4E R k2
WA BRAR
2 HiESER
2.1 FAKPRE FREC12 AR, 8
KIZHE 30 min JE/KRIEEER S h, BRAS, 5 & /KUdE
e HINEE
2.2 abwd g FRECB-FABIRE, AN &5
Ak, FEHLE I ] e IR R R A RS A B E
M, 4 °CTFRM24 h JFuh, gk, SRR, 1§
B E TAE 40 CHAR T T 4 b, BRI EEK, X
Hitfrwres, R, iHRaEwER (5K
R E R TR M S A I, AXhE
= [ W/ (Wt Wk ) 1X100%

2.3 abFae REmmB “2.17 W EFK
FEW 0.5 mL, 50% HEEEZ R 5 mL, TALUERRE L
U, HPLC WEMER: L5 A = AW “2.27
WA 0.1 g, BT 50 mL IR P, KEhE
B 25 mL 70% HEE, AR, A (TR
250 W, #i% 40 kHz) 30 min, 3I{8FLIERE, HPLC
TWE RS A, ITRAER, AXXhas
= (Wapmpiens’ Wisrpme) X100%

2.4 HEBAHZTME

2.4.1 o 3% £ M Welchrom G, {5 3% £
(150 mmx4.6 mm, 5 wm); GBI 0. 05% Bifz-2
(38 : 62); Kl K 290 nm; KB &
1.0 mL/min; F:i& 25 °C; #EFEER 10 pl,

2.4.2 XNRESATRRIAS ORG B PR IO K T B
452.31 mg, ZHEEZAT 10 mL iR, BI1S,
2.4.3 HHASEWEIS R “2.2” R aEY
0.1 g, 70% H FEH A 30 min J5 & & £ 25 mL,
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2.4.4  FIVEREREEWEISS  HRAE DT FRBON S L
MIZGHE, $% “2.17 WURJrEE, “2.2” WF
BALA, “2.4.37 WUk, HIfS,

2.4.5 ZMXRFEE  KEEB BTGB,
70% FP S FRORE & 4.496, 83.99, 22.48, 89.92.
224.8 wg/mL, fE “2.4.17 Wi 448 F yEEE D
FE o VIR B AR bR (X)), TR
bR (Y) HEATEIE, 18R A Y = 104. 86X +
36.60 (r=0.999 9), 7E 4.496 ~224.8 ug J5HE N
EIRIFLELR,

2.4.6 LlEMEFHE WHOT IS s BT
FESRWRAS 10 wL, 76 “2.4.17 Wi i% &0 T it
e, S5 0LE 1, R, kg s
PR R
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Fig.1 HPLC chromatograms of cinnamaldehyde
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2.5 EXRE

2.5.1 MWAERETE AR B-AWREHE, 80 C
KRR, WA W, IR EFREERE (30,
50, 70 C) . FEEEBOFE/K 100 mL, ZZMEME B-
IORIRE AW T, FEAHN IR EE T 1E R 800 1/min 1
FE1h, BAEIEENE, 4 CTAM 24 h J5HUE, 1§



2019 4F 9 A
F4E Lol

R %

Chinese Traditional Patent Medicine

September 2019
Vol. 41 No. 9

i, FERIEW, JEEET 40 CHAP T4 b, 5
P EEEE, SHLHTOE, ISaaY, 2l
“2.27 “2.37 Wi FFIEITAEREBEAAER, U
PR, S5RNE 1, mERH, BERES, G5
RHAL, HENTTREERIR T Fizghd TRz, S
HE WA EGIE KL, B AREER; B
I, WAEWMRREA I TR, HEnT a2 I0E TS
VIR N 5 W AN T s, TR
50 CHMuARCR M, BksE 40, 50, 60 CH#EAT
L,
*1 BABERESER (3)

Tab.1 Results of inclusion temperature screening (x=s)

R/ °C FE R AR/ % TR BB IR/ %
30 63.15+0. 83 16. 010. 09
50 54.97x0.53 75.20+0. 85
70 49.84+0. 59 92.59+0. 81

2.5.2 JfKAG B-PRMIRS LLBT e SR ILp (07
oK B-HMIRG =51, 10: 1, 20 1) FREL—%E
W B-FMIAE, 80 COKWINARIA M, Wl A,
ZNg R 2 50 C, KE B PO7 K50 mL, 4218
IMA B-PAWIAE M AN Wb, fH R 800 /min B HF
1h, Z50EMCEER, BT 4 COKFH%# 24 h,
WOy, BBt FERIEM, MR T 40 CHLRIP T
fE 4 b, BEIEGAERER, XHHETHE, IEas
Y, sl “2.27 “2.37 WUR kit Ak e
aR UEYRR, aiRWEL 2, hERATM, W
Bl 5 21, 10 = 1 BEEBRERAK, 1
20 : IMSRERAR, BGEFES 1, 102 1, 15 1 #EAT
B

®2 FEKE BIFWRBLLOIFELER (xxs)
Tab.2 Results of aromatic water- ( B-cyclodextrin) ratio

screening (x=+s)

JSEOK : BRI HEEREAE/%  HEBE/UE/%

5:1 55.60+0. 18 88.25+0. 96
10 : 1 55.88+0. 16 77.85+0.73
20 : 1 49.24+0. 45 58.21+0. 69

7% 2. FRELB-PRMING 5 g, MIA 50 mL 57
KA, 50 CKEHETR 800 r/min 5 4E 1 h, BHE
iR, BT 4 CUFETRHE 24 h, BUh, W,
VWG, DEEE T 40 CHA P T4 b, HEIAA
A, XTI, RIS AAY.

Oy 2,27 “2.37 TRy AR R A
BFR AAYEE, RNE 3, BRI, ik
2R EAER, BAYERERER T HIE 1 (P<
0.05, P<0.01), WCEFZTEIFITHE

R3 BAFERELER (xxs, n=4)

Tab.3 Results of inclusion method screening (x+s, n=4)

2.5.3 fuirikimg

D7tk 1 BRHR BRI S g, 80 COKIA A
%, HURIBRE R, FEMEZE S0 C, KR
55 % K S0 mLL, 2% 4% A 0¥ W R, R
800 r/minfiik | h R AR ER, BT 4 Cukffh
W 24 h, UM, BEiE, FEUEW, EEET
40 CHERS T T4 4 b, BRI AEAK, AT
JE, EI A,

ik R/ % B AL B AR %
1 55. 88+0. 02 77.85+1.98
2 75.12+0. 54 85.89+0.38"

FE 5, T P<0.05, ™ P<0.01
2.5.4 T2k TR R EAD B, DIV
K5 B-FMMIRTELS] (A) . WEHEE (B) . A
W (C) RMEMHEE, Wa%, QaPsRhirm
fabn, R R =K PR R B AL, K
VUK 4, GERWEKS, TEMIEIRILE 6,
F4 BERKFE

Tab.4 Factors and levels

KA i
A DK SIS B EAEE/C C A ARTE
1 5:1 40 1
2 10:1 50 2
3 15 : 1 60 3

x5 AWIEHRER
Tab.S5 Design and results of tests

EE

HEE A B (£¥)ﬁ§%@ﬁﬂ%@% wa

CORE/% MER/% W
1 1 1 1 1 75.41 93.44 100. 00
2 1 2 2 2 68. 40 91. 88 93.75
3 1 3 3 3 68.39 92.75 94.12
4 2 1 2 3 71.45 83.65 92. 66
5 2 2 3 1 71. 64 84.45 93.15
6 2 3 | 2 62.92 85.03 86. 46
7 3 1 3 2 74.50 75. 14 91.44
8 3 2 1 3 73.01 73.58 89.59
9 3 3 2 1 67.70 71.95 84. 66

=

95.957 94.700 92.017 92.603 — — —
» 90.757 92.163 90.357 90.550 @ — — —
5 88.563 88.413 92.903 92.123 — — —
R 7.394 6.287 2.546 2.053 — — —

TE ZRE TP or = R AL & 30/ B B X 0. 6 100+FE J2 AL A4
153/ F KAE x0. 4x100

= &
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Tab. 6 Analysis of variance

RIR BMEVIM AmE FIb  FIRSME  PE

A 86.512 2 12. 498 19. 000 >0. 05
B 660. 019 2 8.671 19. 000 >0. 05
C 10. 027 2 1. 449 19. 000 >0. 05
D 6. 920 2 — — —

i Fy05(2,2)=19

S A, & HEZEEmERERIKCE A>B>C,
&6 A, FHEEHILEEZLM (P>0.05), M
WD R A R, R A, RS S 4
R, BEPEB; FEBYARRIE, R C . RAW
E, WILTZ 0 AB,C,, BIF5FKS B-FRMIHS
10 : 1, fUAUEE 40 °C, FLAWHE 1 h,
2.5.5 WURREE % “2.5.47 WRLfE T2k
TG, FAT 3, MSE: G R R 72. 06%
(RSD=2.13% ), & W1G3 N 83.73% (RSD =
0.84% ), AIHIT. 2%, EEMEE, BAFITH,
2.6 TLC AW ST BGUFTS F K P44 & Ak
SHRETAET B-AMIKE NS, R TLC ik Tk
W, FFFKP A ATME Y, FER SR, 15
PP a; FRI— 2 EAEY, A A0 R
P&, BEEEEER, AEMHAM b FRE—E &
HEY, 70% W B S AT A S, 158 HE
c; PRIC—E &t B-PRMIRE A A I BEIR 3, #iE s
B, AR d; l—EmI5 A K,
B-FRMING , HHHIR G YIS S IR, e S
B, ARG e, FIE 2015 iR (PEZY
sy WL, BAE R LR 5 RS
WS 2 pl, STFFE—HR G HZERLE, AR
g fIhEE (60~90 C) (3 :17) MBI, &
IF, BUR, BT, WELATAYIEOE M R, 45
W2, HERE, a, o, e fEMEE BN % 0
BEAL, MHEERERMERNSY; b, d TEAREALE TCHE
N, RUGAYRIE IR RS, Uad
L A YIPE R A ARk, T S S R B-2R
WIS 1o
3 itig

WroT R, FERATIEUENE IR, g
BEE R, SARAN 1%, ANER, U
R T WIS R, 125 ¢ HEAR
BUS 2% &0 0.2 mL, AR SCHk & B, BRiZid
IRZER R L PR IR ¥ 2 AT R 202 0.25% , i
HAREE L SR R R B BT, 5 %
WA 5K, K B RO AE R
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Fig.2 TLC chromtogram of samples
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