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L ER b/ ¢ LN 21 G I S COVA§ R 73T
(1 AERIEH W ARFTENE, T AE 0676005 2. ALHARER, T 7RE 050051)
HE.BH 2R RAT P 4885480 5304 EE(HPLC) % J55E €384 48 5 Dimonsil (150 mm x4. 6 mm,5 um) , 73
ABH T - FBE -0, 1% A iz (49:7:44, V/ V/ V), 5B, B A 30 °C, 40 B K A 222 nm, L A 1.0 mL/min, 4 F %
10 pLER #AFFHAMCEAT LN EH 0.024 64 ~0.2464 pg(r=0.99999), KF & H 0.017 4 ~0. 174 pg(r=0.999 99), X 3% &
#0.029 56 ~0.295 6 pg(r=0.99999), K& E FEA 0.016~0.16 pg(r=0.99998); ek £ K& E . K&EBH . K%
FPE A 99.41% ,99. 51% ,99. 48% F= 99. 24% , RSD %51 41 0. 58% ,0. 82% ,0.95% #2 0.90% (n=6) L5 & F kT A T2
FREHEEIEN .
KEHE: SR EEF ;RN TR RA T REL KA R F TR &2
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Determination of Four Active Ingredient in Cassiae Semen by HPLC
SHEN Yulong', XU Da', JIN Yanmin', LIU Yong’, WANG Liwei', AN Lina'

(1. Chengde Yanfeng Pharmaceutical Group Co. , Lid. , Chengde, Hebei, China  067600; 2. Hebei Provincial People's Hospital, Shijiazhuang, Hebei, China  050051)
Abstract: Objective To establish a simultaneous determination method of four active ingredient in cassiae semen by high — performance
liquid chromatography (HPLC) . Methods The chromatographic column was Dikma Dimonsil column (150 mm x4.6 mm,5 wm). The
contents were determined using a mixture of acetonitrile, methanol and 0. 1% phosphoric acid(49 :7 :44, V/V/V) as the mobile
phase by HPLC with equivalent elution. Results The methodological study showed that a good linear correlation existed in the range
0.024 64 -0.246 4 pg(r=0.999 99) for aurantio —obtusin,0. 017 4 -0.174 pg (r=0.999 99) for emodin,0.029 56 —0.295 6 ug
(r=0.999 99) for chrysophanol and 0.016 —0.16 wg(r=0.999 98) for epoxine methyl ether,respectively. The average recoveries for
aurantio — obtusin, emodin, chrysophanol and aurantio — obtusin were 99.41% ,99.51% ,99.48% and 99.24% |, respectively(n =6).
The RSDs were 0.58% ,0.82% ,0.95% and 0.90% (n =6),respectively. Conclusion This method can be used for the compre-
hensive evaluation on the quality of cassiae semen.

Key words: high — performance liquid chromatography; cassiae semen;aurantio — obtusin; emodin ; chrysophanol ; epoxine methyl ether; deter-

mination
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P 2 RS, AR e 3 R R R
My KB 2 ik SRR R R R R SR
FEAFZ IR T OO SRESS A 28", A W AN
38 i g 3 %80, 2015 4F Ji O [ 24 i (— 3B ) )17
H R BB R AR S e B - 24 b (A A A , AL
TR VR AL B TR R 4 ARHIE S ORI 1Y)
PRI T S S B RN TR s T R B - o B ok
Wi KB R K = Rk & i IE I R
1 UFE5RH

{345 : LC - 20AT RUEGRAH G5, 045 DGU - 20A
BIZE,SPD — M20A B AR A FR S A 4% , LC - solution HY
3% TR, SIL - 20A 7 H hfbFEas (A AR B EYA R,

IR 2y B T2 (36 3 it ARG 24\ A PR AT
N BTG 2 RS I T 2 e s R 2 AT 24 0 S
FRBHF Gassia obtusifolia L. F)FhF 5 #6 25 Pe BH 28 %) BE
b (41654 111900 — 201202, {1t & &80 & 11, & & LA
95. 0% 1) , K ZE X B 5 (L5524 110756 - 200110, 13t
R ), K G R (RS 110796 - 201319,
fEE I L S8 L 99. 6% ) , i 2 B EEXT I
(#it 5 >~ 110758 —201013, 4 & &9 & H , & & L
99. 8% 1) , B A v £ i 2 R I B 5 e (it
5o 161218) L E (L5 161123) 34y (53 41, 241
R e Rk B A2 R A BR A 7 5 IR (A3 B4l , K
MALAA A, L5 5h 090903) .

2 HESER
2.1 BEFHS5RGEAMAE

(AR 3 S Dimonsil (150 mm x4. 6 mm, 5 p,m);‘bﬁ
SN : O - HEE 0. 1% BRI (49:7:44, V/ V/ V) 5
PR s A8 130 °C s KM 1 2222 nm; i : 1. OmL/min; i
B 10 L SAEHAE BRI T RAMIE T 6000,
2.2 AEHIE

Xof HRG S VRS CHE T M 25 v T 24 b 1 A e B
2 ORBER R KR B RS o AR
T FR o S, BBURGE L I 90% FR R AR 1 mL
S E YL E 0.009 mg, K # E 0.004 mg. K # B
0. 015 mg . K # K ik 0. 004 mg MRS IE, EIFS .

BT BRI T 25 B 4 0. 5 g, KB FRE , B
HIEHETE T %I AR BE - ShRREW (10:1, V/ V)
25 mL, FRE T, B 80 °C /KIS A i #4 0] ¥ 30 min, A
AR A BB, B8 LB, P RR g BT, T H kb 2
WG L, 5D, U8 RS SR IE I 3 mL, 10 mL
R, M 2% SEEACENE I 1. 5 mL, T EE 220
FEATUE L BRI, RIS
2.3 JFIEH¥ER

VLR FE I | mL SHE K 0. 01232 mg,

KHZE 0.008 7 mg. KE W 0.014 78 mg., K & 2 H ik
0. 008 mg A R LA ML, 43 Il 2EHE 2,5,10,15,20 pL,
D e T AR, AR AR B (X)) R e AR A (D TET AR ( Y) A
AR BRI T EAE B 105 T R 5 A R BRI R Y =
3396367. 8X +770,r=0.99999; K#ZE Y=3822412. 5X-
3923,7r=0.999 99; KM ¥Y=5819232.8X -6 655,
r=0.999 99; K& K H it Y=2929 021.8X -7 557,
r=0.999 98, 45 RERW] B H LI R  KER REW .
KR WO EFE 52 I AE 0.024 64 ~0.246 4 g,
0.017 4~0.174 pg, 0.029 56 ~0.295 6 pg, 0.016 ~
0. 16 pg JEFEIN S ARLEME R R

W 5 B - ) — X R S VA Y, SRS 5 IR,
K10 L, 05 i TR 45 A B I 3 KR R VR
Ty 1K B 2R Ik 1 0 1T BT 2 43 i o 284 616,
77 743,780 744,131 634, RSD 43 % 0. 63% ,0.41% ,
0.40% ,0.51% (n =5) , WL AHT B RU4F o

e M B0« B JR]— bl s, e 31 F 0,1,2,8,
24 h B AR I e TR O 25 RS TR R R R K
By K R Wk 0 T AR Y RSD 43 R 0.41%
0.27% ,0.06% ,0.64% (n=5), 2 WAL 5 iE W AE
24 h WRE M Rt

A2 MR EG  AKHE 2015 4F AR e [ 2 i (g3 ) )
24 it SBT3 ATT 5 B S S R D B SR )
—WREERY 6 iy FE S AT VR, BIEL 100% 11 55) £ , R[]
— AR (1S FE)6 03, MR A5 P i a2
AT S N IESON SN 1 AN
Bk 1) - 45 5 3 A 1. 430,0. 350,2. 251,0. 792 mg/g,
RSD %351 0.13% ,0.42% ,0.09% ,0.32% (n=6),
FHEEE MR

e R 56 < 4 A MRS TR ik BUEL Ny
s —HERE S 6 1 (1 5FE) B30 0.25 ¢, 3% 1: 1 1)
E 0 T AR IE 8 P 6T B, R ] 85 A 3t VR, T
S TR R BRI 1,
2.4 HmEENE

B BIR 2581, 25 R TC T4, A 54 & g U
IS TEOLIE 103 il e 45 21 L3k 2,
3 itig
3.1 WEFHELEE

SR - i s S EE RN, LA O - I - 0. 1%
BEBRVA I (49 : 7+ 44, V/ V/ V) N ShAH, 7E (222 £ 1) nm
WA AL [ B 7 e W 7 25 8 R RS B 2R ORI LK
BTy R 3R TPk i) 5 o, A5 08 O 15 BE A 5 20K, HERE
1 %t ,35 min 0858 55 o — & 38 38 W AH €8 35 A3 BV AT 5 A
e 80 A ARG, B S K .
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A1 mAEKGRIEE R (n=6)

Rz #ah 7 (ug) mAE (ug) W72 (pg)

EHE (%)

@ A B ¢ D A B C D A B C

A B C D A B C D A B C D

0.2504 358.1 87.6 563.7 198.3 360.0 88.0 570.0 200.0 716.5 174.3 1130.7 394.1 99.56 98.52 99.47 97.90
0.2503 356.3 87.6 563.4 198.2 360.0 88.0 570.0 200.0 712.6 174.9 1125.6 395.4 98.97 99.20 98.63 98.60
0.2508 358.6 87.8 504.6 198.6 360.0 88.0 570.0 200.0 715.5 175.2 1135.9 397.6 99.14 99.32100.23 99.50
0.2501 357.6 87.5 563.0 198.1 360.0 88.0 570.0 200.0 717.7 175.6 1132.6 398.1 100.03 100.11 99.93 100.00
0.2506 358.4 87.7 564.1 198.5 360.0 88.0 570.0 200.0 713.7 174.9 1123.3 39%.8 98.69 99.09 98.10 99.15
0.2510 358.9 87.8 565.0 198.8 360.0 88.0 570.0 200.0 719.1 176.5 1137.8 399.4 100.06 100.80 100.49 100.30

99.41 99.51 99.48 99.24 0.58 0.82 0.95 0.90

EANBETRNEBARETE,CHREH,D ARE L TE,

U/pvV
75 000

50 000 3
25000 2
0

t/min
0 10 20 30

U/ v
75 000

50 000
25 000

0

t/min
0 10 20 30
B

. B&EmME 2. KEE 3. KE&E®H 4. KEHFZ Pk
A, MBRIER B BEKBIER
B1 ZHzeieeitn

k2 RWTF AL EMNELER(ng/g)

wE O OERANET ARE  AR®  ARFTR 6T
1 1.430 0.350  2.251 0.792 4.823
2 1.285 0.328  2.229 0.675 4.517
3 1.415 0.677  2.232 0.776 5.100

3.2 Ml B RETNIER B

2015 AF i € v [ 24 1) Hp 7 B o A [ 9 4 B, B
G ARIORZE T R P INAR R R AR K R =
FHBE 2R B 4 U, A IO P25 T, PRV 700 8 2% o R I b T T
S AR 1 HEAE ST A PLE R 195 mL, BB 5~ 6 h, 3%
9%, H™EI5 eI BT LG 4 R R T AR
D s BOR T SR I PRI ZE T KR S b
FEW PR R T AR E R G 2  BOR
15 B TR BRI T YRR AT G % R P 2 T
3.3 MIEFEELHEFIEEF

I, 2R B s R 70 1 3 0 e 2 O
TP Z R o A e R R R
R B M A i A I R R R R
R KB R EE A 220 e 20 5 12 Fp s
BSR4 1, B8 e B R B, B SR R R RIOBOAH 3%
136

VR E 1R R ASORORE £ T AT S DA R #E 4 min!™?! (R

PV 73 B AN, JUHR AR i v R R e 0 R B s ] 5 %68

HEOTRE 225K A, FEARI E 4 Ff i o 0 0 3 0k I s

] 2585 4 40 min P L

5% 30k
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