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W E B RSB ARES TN S 25 VI3 &, 7k R A S 80k 635 8 LAk r R AR RS PO Sk
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Study of Transfer Rate of Standard Decoction of Dipsacus asper Decoction Pieces

LI Junshan'*, CHANG Yunfeng', MA Hao', NIU Liying”’, LI Zhenjiang' (1. Shineway Pharmaceutical Group, Co.,
Ltd., Shijiazhuang 051430, China; 2. Hebei Center for TCM Formula Granule Engineering Technology Research,
Shijiazhuang 050091, China; 3. College of Pharmacy, Hebei University of TCM, Shijiazhuang 050091, China)

ABSTRACT OBJECTIVE: To study transfer rate of asperosaponin VI in standard decoction of Dipsacus asper decocti 1€¢es.
METHODS: The content of asperosaponin VI in Dipsacus asper decoction pieces and its standard decoctio ingd by
HPLC. The determination was performed on SinoChrom ODS-AP with mobile phase consisted of acegﬂe-@ 80770, V/V) at

the flow rate of 1.0 mL/min. The detection wavelength was set at 212 nm, and column temp atufec wa °®. The sample size was
lﬂ dufing«decoction piece to standard

9) RSDs of precision, stability and

10 uL. By the ingredients content obtained, the transfer rate of asperosaponin
decoction. RESULTS: The linear range of asperosaponin VI was 484

etection were 0.3 and 0.1 pg, respectively. The

average recoveries in D. asper decoction pleces
97.07% -100.08% (RSD=0.98% , n=6).

reproducibility tests were all lower than 2% . The limits of @ at
A

b111ty te

coctlon were 95.13% -100.22% (RSD=1.78% , n=6) ,
as lower than 1% .The transfer rate of asperosaponin VI in

standard decoction of D. asper d m rantged 26.3%-49.5% . CONCLUSIONS: The method is simple, accurate, precise,
stable, reproducible and duffable @ n 'be used for transfer rate of asperosaponin VI in standard decoction of D. asper decoction

pieces.
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(HESR B ILRR ) ), AR 15 FHEAS TR) 77 i () 22 K 2 41 2K -
il B BCPR U 7, 00 1 S2 7 e A VI &, DA T3
IR R bR UG AR 2 R S8 A VIR L A5 %, A
TSR T b v 10 I s i B AR s
1
1.1 {4E8

LC-15C T4 &2 24 AR €6 3% (HPLC) 1Y, £1.4% SPD-15C
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5 1 111685-201506, 40 )& : 90.2% ) 5 ZJiE M a4l , 1
AT R oA, K ket .
1.3 Zh#t
SE B ARG BN 77 L Y 15 HE SR 25 612k R (B
W), FELemAbas 25 5L K B 5% Be D B B AR X
poE- R
F1 EEATIR R RIE

Tab 1 Source of D. asper decoction pieces

fit5 [ S5

1609031 DU E D. asper Wall.ex Henry
1609032 DI D. asper Wall.ex Henry
1609033 =g D. asper Wall.ex Henry
1609034 PNpN D. asper Wall.ex Henry
1610111 ~HRH D. asper Wall.ex Henry
1610112 DI KM D. asper Wall.ex Henry
1610114 mHRH D. asper Wall.ex Henry
1610115 PPN D. asper Wall.ex Henry
1610116 ZRHRIL D. asper Wall.ex Henry
1610117 =EfRL D. asper Wall.ex Henry
1610118 SRR D. asper Wall.ex Henry
1610119 “RNE D. asper Wall.ex Henry
1705291 PuIpg & D. asper Wall.ex Henry
1705292 U= D. asper Wall.ex Henry
1705293 I E D. asper Wall.ex Henry

2 HEEHR
2.1 iy

4,35 ¥¥ : SinoChrom ODS-AP ( 150 mmx4.6 mm, 5
um) ; LA : ZHE-7K (30:70, V/V) s i : 1.0 mL/min; K
D 212 nm HEIR - 30 °C; #EAERE 10 pl.
22 BRHFIE

2.2.1 MRS NS AT VIR ST R
%%JJD?O%EF'@??EW%UEEJH%‘ L)

242 pg/mL X BT !
2.2.2 KA R RN\ MEE PRI T AR AL 4K 0.5 g,

HTH BN T0% H S 25 mL, 2%
FE PR 7 (T3 100 W, 4% : 40 kHz) Ab ¥ 10
min, B, PR E B, FH 70 % FY I 00D F2 06 25 1)
JEiie AT, 46 0.22 pm PAFLUE AR, ISR UG W, RIAS .
2.2.3 PRHEGHEIE W PRI AL 100 g, ik
B 2, 55— 7K 900 mL, ¥ 34 30 min, W J5 Bl &%
60 min; &5 R HN7K 700 mL, 35 )5 B 40 min, &I
R , 22 300 H i P P8R, B g, Bas e s (il
B <<65 °C, ELZSF =0.09 MPa) , 314 TS kS S HR 0.5
g, 4%2.2.3" I F il A An A e A
2.2.4  FAVEXIRIEW L 709% F IR A b BRI o e
S
2.3 R&EAMRE

IR0 AR ) BE S VT RO R v 3 3 A T A
I 2. IN AR SRR E e SR AR, T
ULV 1, G55 BRI AR R )1 2 W7 e A VI T S AR T
30005 FELR A3 RATF, 3 B KT 1.5,

HEZED; 2018 4F5 29 4 20 1

20

15 15
210 210 IR T
5 5 /\
0 I 0 L
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t,min t,mln
A BT R B.XHE

JIZET i AF I
5 I A T
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C.RH kit D ARHE LI
1 SRRERIEE
Figl HPLC chromatograms

24 ETEMRE

B 3 o B T TR BT X B VAR 43S i
“Q1 I T A S P RE I R L 0 7 T P 1 LI 1
S SR BN BEAE 55 )11 S VI Bt A ) (5% 4 e i)
b TET P, FEHA T L Jm M R AT
25 LKMXZREE

Sy IDRS 85 BEIRC“2.2.17 500 % B VAT 2,612, 16
20 pL, # 2. 1750 T A ik S e R 2 | 0 SR A
Nﬁ%@ﬁﬂﬁﬁi&%@ﬁ%%ﬁ\kqb ‘
PRV FERAE RN, 45 15 )y Ly =0.338 35 M0i+5.200 4
ﬁ@l BT, T VI A 0 Bt

10°(r=0.9999) é%%g
%@ﬁ@‘§@§i ;
VﬁéﬁF—‘wm%g

m 2.2, 17T B VA VROE A, A LR

%, IHE 2.1 IR A A R R, DAE M EE 1021
314 AT E R AGIIBR . 255, I LW R VIE i
PR ARSI BR324 0.3.0.1 pg.
2.7 UEBEEILR

B2.2. 17 500 56 BE R TGS e, #6210 S Bk 2%
PRFELEVERENE 6 YK, iE SR TR AN, 255, I S22 1 VI
WG RSD 4 0.61% (n=6) , e #3515 BL4T-.
2.8 HEEEEIRE

2 24 50 B 5143 e AN [R) H 30RS 25 FRBUIK A F
(FE5: 1609032) A i, /3 5Il442.2.272.2.3" W F )7
AR AR TR, 45 6 0%, TR 2.1 T T i Ak A A
AN _E RN 22, T SR TR B R B i i, 4
R %3,
29 REMLRK

A3 HIEC2.2.27 T A i 7 (LS 1609032) |
“2.2.37T00 T A AR (LS £ 1609032) 1 i, T
FCE 0.2.4.6.8.12,18 h A4 “2. 17T (33 25 A b A
AL ORI A, 25 R AR s S v i 22
Wiy 12 VI [ LAY RSD 43 5124 0.74% . 0.60% (n=17) ,
FERA PRI VAR IR R R 18 h NI REAFAE .
2.10 EEMHRE
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®2 HEBEERBRER (KR .n=12)
Tab 2 Result of intermediate precision tests (decoction
pieces,n=12)

x3 HEBEERRER(REFH.n=12)
Tab 3 Result of intermediate precision tests (standard
decoction,n=12)

y em ISRV SECFHE, RSD, y pem JISWREHV SEFHE, RSD,
1)(%% ﬂﬁ? /E\E!',% % 9% 1)(%% ﬁ? /E\EI*;,% % %
BELC-15CEI HPLCAY Al 6.12 BHLC-15C B HPLCAY Al 6.74

A2 6.11 A2 6.69
A3 6.21 A3 6.71
A4 6.19 A4 6.76
AS 6.15 AS 6.75
A6 6.14 6.20 1.00 A 6.74 6.73 0.49
THEE 1260 B HPLC AL Al 6.23 ’ ’ TS 1260 B HPLC AL Al 6.73 ’ ’
A2 6.22 A2 6.72
A3 6.20 A3 6.69
A4 6.31 A4 6.78
A5 6.28 AS 6.77
A6 6.24 A6 6.68

A FRBUK B RE L (L5 1609032) 41#53E 2, 2051
F5642.2.2742.2. 37T 5 il g A SR 45 6 1, PRI
“217 T RN E T SR AT AR S
o SRR PRUE A A R 1 S VI
T H 8 4 5 H 6.20% . 6.75% , RSD 43 7l 47 1.56%
1.15% (n=6) , RAA L EE R

2.11 A E RIS

HEL AT B IR RBEdh (A5 1609032) 21 k3 i i, 46
1200, 3 I — 2 Jo VA B 1 ) 1| 52 7 R T VDG Bt
WA, 4442.2.2742.2. 37T R il A R SV T, 5 6
By, P “ 2.1 S A AR A2 |, 1 SR T FRIE T
FEREISCR 25 R L 4

&4 EERRIREER(n=06)

Tab 4 Results of recovery tests(n==6)

V= Y

IEERICR, % %ﬁjﬁua‘/@qﬁU RSD, %
9

TR Bk, g FEM A, mg JARE, mg A5G, mg
i 0.521 31781 3.1455 6.2693 98.27 cy o7 178
0.545 33245 3.1455 6.3507
0.547 33367 3.1455 6.4305 ﬁ'
0.511 31171 3.1455 6 ( 97.11
0.529 32269 3.1455 “‘a‘ 100.22
0.531 32391 3.1455 2314 95.13
bR 0.596 1.2034 14677 23442 98.23 98.49 0.98
0.598 1, (\ 1614 2360 1 98.53
0.501 2341 1.161 4 2376 8 98.39
1.161 4 23672 98.62
12157 1.161 4 23780 100.08
. 12280 1.161 4 23553 97.07
2.12 s 2123 UHEELE KRR A (LS 1610111)
2.02.1 @IEAEB S RWAREK R ARG (S . AORIERE, 00 °2.2.272.2.3" 0 Ry ik a6 pHhlah

1610111) Zkyid i, 43 4% 2.2.27“2.2.37 WU F Jy il &
PR3 VA T, 4R 2.1 T a5 SRR [ A A ) i
4 SinoChrom ODS-AP (150 mm x4.6 mm, 5 pm) . Di-
amonsil Cy;(250 mmx4.6 mm, 5 um) ,Kromasil C,s(250
mmx4.6 mm, 5 pm) JHEFEIAE  J0 SR UE TR I T3
O AR LR, ERERMW kA R A — e R AR
B, AR ke e I R i M R AT

2.12.2 WA FEE K BEWEUR A S (S
161011 1) AR id ik, 4 il4% “2.2.27“2.2.3" U N ikl &
M S, 2.1 T gk SR (U A 2 5K
PRFR L3 B R 252 75.30: 70,35 : 65) JEREIN E , 1T %
WETTRR IR A B i A5 R I8 5. 45 R R W, I BlitH
R — R AR, AR Ty ik a il R IEK F
R1f.
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W, P 2.1 IR gk A (i 4 B i B 0.8,1.0,
1.2 mL/min) SRR E 0 S0 ET R SRE S &5
RWF S5, ZEH R, ik & A — e R AR, A ik
RETH A IR T M R A
2.12.4 MREE REEWEUK AL (LS 1610111)
M IE B, A BIF42.2.272.2.37 T R Jy i il 45 L
W, PR 217 IR i A A CRE R 43 501 1 o 25,30,
35 °C)MEFENE , o SR E B AR i, 45 R I3
5o ZERFH AR KA — B R AR LT, AT L AR 2
RIS ER i FPE AT
213 H@mESENEREBZRITE

BB HEER R A L A A3 o, 73 2.2.2742.2.3”
TR 7 ik A A S R, A 2.1 I i S A A
DZE AT A 3 YK, 1O SRl T AU TR i B i, 9310
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x5 MAMKELER
Tab 5 Results of durability tests

@ik e

B

pOENIE TSRl

PRl e i 1V

T, % S, % RSD, % T, % SF-HI(E, % RSD, %
it SinoChrom ODS-AP 4.52 453 0.46 4.08 4.08 0.51
Diamonsil Cig 4.56 4.06
Kromasil Cg 453 4.09
Hoksiti! CNE-K(25:75,1/7) 451 4.56 0.96 4.02 4.06 0.89
ZNE-K(30:70,V/V) 4.58 4.07
ZNE-K(35:65,V/V) 4.59 4.09
bk 0.8 mL/min 4.48 452 0.89 4.09 4.05 0.87
1.0 mL/min 4.56 4.06
1.2 mL/min 4.53 4.11
eI 25 C 4.51 4.54 0.55 4.01 4.03 0.52
30 4.56 4.04
35 4.54 4.05

IR BIbRHE e A2 i R b 1 227 s 1 VIR S RS 3 (i
BHR=FRF AR R R x100% ; R =br e+
JI W AT VI i B R/ R R 1 2 2 1 VI <
100% ), 45 3K 6.
*6 HMEENEREBERITEER(n=3,%)
Tab 6 Results of content determination and transfer
rate of samples(n=3, %)

s PTHIZEIE RIS R, ISRtV
VIS, % HVIEE, % % FR, %
1609031 400 361 331 299
1609032 6.10 6.75 348 38.5
1609033 5.60 642 342 39.2
1609034 6.30 6.02 38.6 36.9
1610111 450 408 29.1 26.3
1610112 7.50 6.64 39.1 346
1610114 5.60 6.36 38.5 438
1610115 5.60 5.81 2350 aﬁz/
1610116 6.20 639 51
1610117 530 6, \\‘X\ 20.4
1610118 7.10 ﬁ 374 304
1610119 630 @ 38.1 329
1705291 771 30.0 4.1
1705292 0 8.07 338 495
1705293 5.40 844 30.7 48.0
3 it

JNZEWT BT VINE SR 25 MR R i) 2 m 3, 20T
S W72 b4 IR R o Y B ER AR s SRR A v R 2
W 25 R Ik R 3R B R 4 T AR, TR, T 2 e 4
VIR BE L WK R bR e I FE AR B A o A9 25 1 1
7, DMK R BIRR 7 55 A0 i A b 1 2T i VIBR RS R
26.3% ~49.5% , ¥ N 37.7% . #7 VA I S2 Wt 5 1 VI 4%
B R IME I 70% ~1409% “*4E Ry B 2 v [l (26.49% ~
52.8% ) HEATERN, AR 15 #ESE MRk A A v 12 Hh )1 2
AT VIR B8 AR

ORI, 2 F e e R R T4 160 C 25 T8
1100 CH U 3 X Fbrii s, 45 R 8RR R T
160 CHEAS THEE B & AR AT 1 100 °C
BB E N, RN A A, Wik

HEZED; 2018 4F5 29 4 20 1

PRV R T BE G HR TR KRN
79 1TLAE, 50 IR B NK &R 6.7 8 A5 B ) 1| 22 KT 'R AT
VIR GRS 5 G5 L WoR | 38 R oK &, bRz )1 22l
B VIR R B2 K R 1E g s —
PR K 9% 58 IR BTE KN THy . B
WG %58 T8 — IR AL 30,40,50,60 min, 5 KAl
#.20,30.,40 .50 min B I Z2 W AT VIFI 5%, 45 R B
N, e P SE R JI A R] A v T 22k A VI
R B 'fi%@%fl:iﬁiﬁgﬁ%*% 1

25 R AR 7 4@@@% R R
E’E‘f@k\ﬁﬁ%w Wl ok s 37 T )1 S
KW,

B YR 40 min,
ERAME RS P RAREFE . —36[S].20154F
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