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Contents Determination of Curculigoside and Fingerprint Chromatograms of Curculiginis Rhizoma by
ASE-HPLC

WANG Lili', WEI Riweiz, LIAO Qiangz*, LIANG Meiyanz(I.Guilin Food and Drug Control Institute, Guilin 541012,
China; 2.Wuzhou Food and Drug Control Institute, Wuzhou 543002, China)

ABSTRACT: OBJECTIVE To establish the HPLC fingerprint and study on rapid extraction and content determination of
curculigoside in Curculiginis Rhizoma, provide evidence for quality control. METHODS The orthogonal design was used for
ASE 350 condition optimization, and the content of curculigoside was determined by HPLC, using Thermo Syncronis Cg
(100 mmx3 mm, 3 um) column, acetonitrile-0.1% phosphoric acid as mobile phase by gradient elution, the flow rate was
0.5 mL-min™', the column temperature was 40 ‘C, detection wavelength was 285 nm. The data analysis was performed with
Similarity Evaluation System for Chromatographic Fingerprint of Traditional Chinese Medicine (Version 2.0). RESULTS The
optimal extraction conditions were extracting two times at 100 ‘C and static extraction time was 5 min. There were fifteen
common peaks in the fingerprint. The similarity of fingerprints of 20 batches of Curculiginis Rhizoma were all >0.9.
CONCLUSION The method is rapid, accurate, and can be used to control quality evaluation for Curculigins Rhizoma.

KEY WORDS: Curculigins Rhizoma; fingerprint; accelerated solvent extraction; curculigoside; orthogonal design
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B B E R S H K
1 UES5HEH

Thermo Fisher Scientific Ultimate 3000 15 20
A 34X . Thermo Syncronis C g it 43:(100 mm X
3 mm, 3 pm). ASE 350 PRI %5725 X (Thermo
A F]); XA205DU HL 70 M R (Mg s 8- 160 ).

o R AL P (b [ B 2 R e B AR R, it
F: 110771-200904; & HE: 99.6%); LFFANTGIE
aff; HARRI N el

WZF iR ¥ R s, & PaAE N & 2
o 56 e 26 27 ) A v 2450 48 8 A aR RHE AL 5
Curculigo orchioides Gaertn.[f) I 25, SRUR S it
TUHE 1.

®1 HRERERMT

Tab. 1 Sample source and batch number

i ;L] it RS ;! it

Sl g 1508090 S11 i) 1511024
S2 yy | 1511118 S12 i) 150523
S3 i 20150701 S13 i) 20151001
S4 i 150721 S14 IR 150507
S5 i 151201 S15 ™R 150331
S6 i 160302 S16 IR 1509076
S7 RN 1509003 S17 J7R 1508166
S8 RN 1511012 S18 tiEle 151102
S9 Wi 1507103 S19 tipls 151008
S10 AL 1505082 S20 tipls 150630

2 FEEHR
2.1 ikt

% 4E: Thermo Syncronis Cg(100 mm X 3 mm,
3um). MEIMH: ZHEA)-0.1%BEER(B) . 6 i
(0~5 min, 5%A; 5~15min, 5%—>10%A; 15~20 min,
10%—15%A; 20~30 min, 15%—25%A; 30~35 min,
25%—35%A; 35~35.1 min, 35%—5%A; 35.1~40 min,
5%A): A A 0.5 mL-min, #91K J9 285 nm,
FEEN 40 'C, #EREE NS uL. fE EIRORELAAT,
ASEFT B R i A R 0 o) B8 R AT, 3G
BB AL SR I =5 000, iR LA 1.

2.2 RV A A%

R AR S E 6 FE S 10.24 mg, & 25 mL
EOE A, 0BV O E A, WSRO E N
0.408 0 mg-mL™" 1% I8 i ik 4 W o
2.3 A VA TR R A5

BAISE A M AR GE =502 1 g, BERE,
51 gkEig RG], BARIZEAIEMT 10 mL
FEbHr, HANEREEL, RRERMGZS

-870 - Chin J Mod Appl Pharm, 2018 June, Vol.35 No.6

M OFEF— KPR B, P EREROh B, fR R
TR AT A LT () 2 B (A IO 7 B S A TR
JE 100 'C. FRAREUNA] 5 miny PR 100%.
TEEE 2 VOFE, HWLERE, HEEREHERT
25mL 2, HPEMBERZIE, %4, i,
HW AR IE, RIS,

A

0 5.0 100 150 200 250 300 350 400
t/min

0 5.0 10,0 150 200 250 300 350 400
t/min

1 &Rl g A
AN A BASERE S 1AL H
Fig. 1 HPLC chromatograms

A-reference substance; B—Curculigins Rhizoma; 1-curculigoside.

2.4 ASE [ExZRIER B

S E 25 2015 SRR UL R SE sy D e
AR S SRR, A Fe SR P N RS A 5
AL 0 BRI 2 F6 4R, SR Lo(3%) 1E 28 56 1%
RSRST| EE & S - A R NS Y € 8T
& RS, AR IREOBHATR AL, BIE K
PR 20 IEASRAGE R IR, Ml Al
PRI 145 TR 22 32 ORI Sy A8 U P > i A 2
HWBST (B> PG PR IR H, 7 2 A EUERT ) 78 B 0 50T 552
WA REMARE, SRNE 3. LREH RN E
IR ER R, RIAMRERRTZHE: #
HUEE 100 °C; B AZEHUN 8] 5 min; JEFAEEHL 2 K.

*2 HEKTXR
Tab. 2 Table of factors and levels
%
K A B C
RWEE/C FAZEIES (8] /min IR UKEL
-1 80 1
0 100 3 2
1 120 5 3

25 HiEHER

2,51 ZRMERRFEE  REEWEL “2.27 UG
Mg 0.1, 0.2, 0.5, 1, 2, 3mL, BT 10mL
sEfF, MEERZE, 5. 75 nlkE 2R
IR S IATAS S uL, TEN SRR s, $%
“2.17 TR g E, WCRETA . DAIKEE
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£3 LBHERKB &K ER0=3)
Tab. 3 Designs table and results of Lo(3%) orthogonal test
(n=3)

e HL S ZEHL (EEN A5 2 B
W/ C I [A) /min V& mg-g”
1 80 1 1 0.545
2 80 3 2 0.592
3 80 5 3 0.602
4 100 1 2 0.622
5 100 3 3 0.627
6 100 5 1 0.648
7 120 1 3 0.618
8 120 3 1 0.620
9 120 5 2 0.639
K 0.580 0.595 0.604
K, 0.632 0.613 0.618
K; 0.626 0.630 0.616
R 0.052 0.035 0.014

(mg-mL™" ) AR ARKR(X), VTN ARER(Y), ]
PRAEIIZE, AL EREIE RN ¥Y=3 980.445 6X~
2.285 6(r=0.999 8), MM 20.4~612.0 ng.

252 USRS E RIS HUR —FE A (S9), 1%
“2.37 TUR kM A& AR IS, 1% 217 TR
RSP, EEERE 6 R, il ALK, &
G2 RS U PR A X PR B B TR RN AR X I T AR RSD.
S LR X R B I 8] RSD<0.6% , #H X I T £
RSD<0.9%, i B3 28 K5 2 FEUF .

253 HEEMRE  HBE—HEMS9), & “2.37
TR i 2 il A 6, 1% 217 TRt
WAL, AR, DR EAIER, BERKIL
A UG [ Ko B BT ) AAF G D TR ) RSD 45

o A R AR B I ) RSD<0.4% , A X T AR
RSD<2.2%, Ui HE ML,

254 fam L HUE RS (S9), f& “2.37
WUR J7vES & A W, 4% “2.17 TR (i ok
fEYERE, sr9I7E 0, 2, 4, 8, 12, 24 h#kFE, id
ST R, 55K AT UG [ AR OR B IS TR] AR Xof
W i AR ) RSD . &5 R B R A X R B R JE
RSD<0.9%, HIXUEHi A RSD<1.5%, ZRBAFE LI
24 h WA

2.5.5 IEEECERREE B AL SRR S (S9)
91, B 0.5g FEEME, S5 1~3. 4~6. 7~9
SRR 0.408 mg-mL " lIZEFF 0.8, 1.0,
1.2mL, #% “2.37 Wi F 7 iEH & R s, 1%
“2.17 TN i AR T I E , THESEI R,
SRR N 99.12%, RSD N 1.98%.
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2.6 FRSUEINE A AR A 1) ST AR L VRN
2.6.1 FROUEREILA ARG B 20 LA R
UANSERE b % “2.37 TR ikl &, #HS uL,
e “2.17 IR Ak &R T e, /33 HPLC f4
GBI, o HE R HZE RSP EikiE s g
FHACL BE VP &R 4 (2.0 W) B A, 0 AR B I A
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Fig. 2 HPLC of fingerprint of 20 batches of Curculigins
Rhizoma

8910 1112

1314 15

0 5.0 10.0 15.0 20,0 250 300 350 40.0
t/min

B3 fl3# HPLC #84( H %A K

14 SUEAN T NS i

Fig. 3 The common HPLC fingerprint of Curculigins
Rhizoma

Curculigoside as reterence is represented by peak 14.

2.6.2 MM Lot RAERZGRE N
2 il T SURIE AL PRI R 4E(2.0 OB AT
AR5 1507103)1F S RIEWE, A AL
HOE AT 2 ORI A B IR AR SUEIE LR i
5 IR SUEE AEAT BB, TR S AL S 254 1
TROVEITE R, SR IR 6. HARLEE PP O 45 2R
LA, Bl 2581 506 IR S0 TR AR
AEEXI>0.9, RYIZGH TSR AN FEE o

Chin J Mod Appl Pharm, 2018 June, Vol.35 No.6 -871-



420 AL 18 SUE G A AR X OR B R A
Tab. 4 Relative retention time of common peaks in 20 batches of Curculigins Rhizoma
T £ B B[]

Fe 5
1 2 3 4 5 6 7 8 9 10 11 12 13 14(S) 15
S1 0.090 0.099 0356 0.502 0517 0533 0.543 0.674 0.687 0.729 0.798 0.839  0.950 1.000  1.084
S2 0.090 0.099 0356 0499 0517 0533 0543 0.674 0.686 0.729 0.797 0.839 0950 1.000 1.084
S3 0.090 0.099 0357 0.502 0.516 0.533 0.543 0.674 0.687 0.728 0.797 0.830  0.950 1.000  1.085
S4 0.090 0.099 0357 0.502 0517 0533 0.543 0.674 0.687 0.728 0.797 0.839  0.950 1.000  1.084
S5 0.090 0.099 0356 0502 0516 0.533 0.543 0.674 0.686 0.731 0.797 0.839 0.950 1.000  1.084
S6 0.090 0.099 0356 0499 0516 0533 0.543 0.674 0.687 0.728 0.798 0.839  0.950 1.000  1.085
S7 0.090 0.099 0357 0502 0516 0.533 0543 0.674 0.687 0.729 0.798 0.839 0.950 1.000 1.084
S8 0.090 0.099 0357 0499 0516 0533 0543 0.674 0.687 0.728 0.797 0.839  0.950 1.000  1.084
S9 0.090 0.099 0357 0.502 0516 0533 0.543 0.674 0.687 0.729 0.797 0.839  0.950 1.000  1.084
S10 0.090 0.099 0356 0499 0516 0.533 0.543 0.674 0.687 0.728 0.798 0.839 0950 1.000 1.084
S11 0.089 0.099 0356 0.502 0.516 0.533 0.543 0.674 0.687 0.729 0.798 0.839  0.950 1.000  1.084
S12 0.089  0.099 0356 0.502 0516 0.533 0.543 0.674 0.687 0.729 0.798 0.839  0.950 1.000  1.084
S13 0.089 0.099 0356 0502 0516 0.533 0.543 0.674 0.687 0.728 0.798 0.839  0.950 1.000  1.084
S14 0.089 0.099 0356 0498 0.516 0533 0.543 0.674 0.687 0.728 0.798 0.839  0.950 1.000  1.084
S15 0.089 0.099 0356 0499 0516 0.533 0.543 0.674 0.687 0.729 0.798 0.839 0.950 1.000 1.084
S16 0.089 0.099 0356 0498 0516 0.533 0.543 0.674 0.687 0.728 0.798 0.839  0.950 1.000  1.085
S17 0.089 0.099 0355 0498 0.516 0533 0.543 0.674 0.687 0.728 0.798 0.839 0.950 1.000  1.084
S18 0.089 0.099 0355 0498 0516 0.533 0.543 0.674 0.687 0.728 0.798 0.839 0.950 1.000 1.084
S19 0.089 0.099 0355 0498 0515 0533 0.542 0.674 0.687 0.728 0.798 0.839  0.950 1.000  1.084
S20 0.089 0.099 0355 0498 0515 0533 0.542 0.674 0.687 0.728 0.797 0.839  0.950 1.000  1.084

FEIME 0.090 0.099 0356 0500 0516 0.533 0.543 0.674 0.687 0.728 0.798 0.838  0.950 1.000  1.084
RSD/% 0.430 0.057 0.155 0360 0.092 0.043 0.050 0.019 0.032 0.114 0.019 0.237 0.011 0 0.028

520 Hik Al F A9 L I A7 4 AR 3T 1& AR

Tab. S Relative peak area of common peaks in 20 batches of Curculigins Rhizoma

HIRHETT Y
5
2 3 4 5 6 7 8 9 10 11 12 13 14(S) 15

S1 1.554 2157 4817 1.984 2324 1.070  0.859  0.679  0.710 1.077 09200 1.270  0.411 1.000  0.258
S2 0.521 1.413 8580 2514 1.878 1.807  0.909  2.082 1.526  2.832 1470 2997 0.39% 1.000  0.397
S3 1.300  0.712  5.513 1.103 1.812 0494  0.644  0.790 1.146 1202 0.982 1.138  0.345 1.000  0.757
S4 0.849  4.068 5.045 3257 4122 3.072 1.742 1528 2334 5207 2703 3.088 0.665 1.000  0.668
S5 0.545 1.195 1415 2,656 2576 1936 139 2413 1.927 2139 1236 4.118 0.529 1.000  0.289
S6 1.320  0.750  3.705 1332 0.790 0.501  0.837  2.265 1.071  2.058 0.802 1.520 0.367 1.000  0.410
S7 1.067 1.634  6.164 1982  1.953 1.214 0420 0.776  0.722 1.686  0.586 1.716  0.351 1.000 0216

S8 0.175 0701  2.617 1206 1339 0.666 0.806 1420 0.522 1.686 1.187 1.057 0425 1.000 0.186
S9 0.643 1.807 2.649 3.617 3260 2512 1769 3.078 2936 3.108 1726 4490 0598 1.000 0.417
S10 0366  0.837 4.658 1.691 1243 0.851 0.551 0961 1.031 2002 0.873 1.908 0469 1000 0.313
S11 1.075 2270 4390 2.635 2661 1449 0518 0916 0867 2052 0.607 1.837 0460 1.000  0.203
S12 1.076 1739 3216 2241 2389 1359 0639 1087 1.062 1580 0.524 2222 0.446 1.000 0.175
S13 0.855 1.080 2.388 1429 1203 0631 0.886 1.188 0.534 1.038 0914 0942 0425 1.000 0.280
S14 0.628 1902 9935 3299 2592 2211 1136 2366 1785 3.534 1964 3273 0502 1000  0.540
Si5 0489 1259 6747 2573 2259 1855 1.132 2272 1578 2446 1439 3745 0467 1.000  0.343
S16 1283 0874 4323 1631 1.056 0828 0421 0757 1.193 2358 0958 1.823 0235 1.000  0.450
S17 0922 0717 4.636 1204 1382 0599 0281 0470 0468 1.140 0423 0877 0216 1.000 0.173
S18 1.138  1.586 4427 1.130 1354 0.618 0365 0502 0.601 0.821 0.855 1318 0228 1.000 0.134
S19 1.148  1.552 4813 1.008 0946 1397 0.188 0.140 0373 1.193 0.856 1.097 0357 1.000 0.212
S20 0308 0999 2250 1.827 1.194 0812 0436 0.630 1.082 1.578 1.078 1.772 0245 1.000 0.418
FHME 0583 1363 3965 2116 1917 1244  0.687 1216 1.173  2.037 0950 2.110 0347 1.000 0.342
RSD/%  40.56 53.84 4547 39.76 4479 5678  56.68 6223 57.16 51.17 4931 52.80  29.55 0 49.23
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Tab. 6 Similarities of 20 batches of Curculigins Rhizoma

Fs 1 2 3 4 5 6 7 8 9 10

11 12 13 14 15 16 17 18 19 20 XfHEE

S1  1.000 0.903 0.912 0.943 0.928 0.967 0.992 0.924 0.977 0.946
S20.903 1.000 0.986 0.965 0.932 0.906 0.912 0.922 0.986 0.964
S3  0.912 0.986 1.000 0.903 0.918 0.943 0.928 0.953 0.942 0.961
S4 0.943 0.965 0.903 1.000 0.956 0.984 0.912 0.908 0.978 0.946
S5 0.928 0.932 0.918 0.956 1.000 0.900 0.912 0.934 0.972 0.921
S6  0.967 0.906 0.943 0.984 0.900 1.000 0.952 0.975 0.951 0.943
S7 0.992 0.912 0.928 0.912 0.912 0.952 1.000 0.901 0.922 0.913
S8 0.924 0.922 0.953 0.908 0.934 0.975 0.901 1.000 0.917 0.928
S9  0.977 0.986 0.942 0.978 0.972 0.951 0.922 0.917 1.000 0.912
S10  0.946 0.964 0.961 0.946 0.921 0.943 0.913 0.928 0.912 1.000
S11 0973 0.921 0.921 0.951 0.917 0.983 0.907 0.934 0.903 0.934
S12 0.931 0.908 0.943 0.922 0.928 0.973 0.923 0.924 0.918 0.906
S13 0.906 0.991 0.957 0.945 0.946 0.945 0.942 0.935 0.976 0.913
S14 0913 0.942 0.988 0.938 0.917 0.976 0.934 0.972 0.971 0.908
S15 0.943 0.947 0.979 0.910 0.924 0.918 0.948 0.924 0.924 0.982
S16 0911 0.951 0.961 0.956 0.923 0.953 0.909 0.907 0.934 0.936
S17 0.994 0.940 0.923 0.904 0.942 0.928 0.943 0.903 0.927 0.938
S18 0.986 0.967 0.945 0.971 0.907 0.945 0.972 0.918 0.908 0.986
S19  0.947 0.981 0.900 0.984 0.924 0.915 0.924 0.944 0.934 0.908
S20 0.937 0.993 0.912 0.986 0.923 0.942 0.934 0.942 0.957 0.935

XS 0.943 0.904 0.940 0.913 0.958 0.947 0.977 0.973 0.941 0.958

0.973 0.931 0.906 0.913 0.943 0.911 0.994 0.986 0.947 0.937 0.943
0.921 0.908 0.991 0.942 0.947 0.951 0.940 0.967 0.981 0.993 0.904
0.921 0.943 0.957 0.988 0.979 0.961 0.923 0.945 0.900 0.912 0.940
0.951 0.922 0.945 0.938 0.910 0.956 0.904 0.971 0.984 0.986 0.913
0.917 0.928 0.946 0.917 0.924 0.923 0.942 0.907 0.924 0.923 0.958
0.983 0.973 0.945 0.976 0.918 0.953 0.928 0.945 0.915 0.942 0.947
0.907 0.923 0.942 0.934 0.948 0.909 0.943 0.972 0.924 0.934 0.977
0.934 0.924 0.935 0.972 0.924 0.907 0.903 0.918 0.944 0.942 0.973
0.903 0.918 0.976 0.971 0.924 0.934 0.927 0.908 0.934 0.957 0.941
0.934 0.906 0.913 0.908 0.982 0.936 0.938 0.986 0.908 0.935 0.958
1.000 0.977 0.946 0.918 0.923 0.943 0.941 0.906 0.973 0.921 0.966
0.977 1.000 0.910 0.973 0.914 0.900 0.941 0.934 0.912 0.975 0.907
0.946 0.910 1.000 0.917 0.972 0.906 0.982 0.913 0.945 0.956 0.911
0.918 0.973 0.917 1.000 0.921 0.934 0.907 0.911 0.943 0.954 0.938
0.923 0.914 0.972 0.921 1.000 0.919 0.911 0.943 0.907 0.925 0.907
0.943 0.900 0.906 0.934 0.919 1.000 0.953 0.907 0.924 0.966 0.973
0.941 0.941 0.982 0.907 0.911 0.953 1.000 0.917 0.911 0.907 0.945
0.906 0.934 0.913 0.911 0.943 0.907 0.917 1.000 0.904 0.928 0.934
0.973 0.912 0.945 0.943 0.907 0.924 0.911 0.904 1.000 0.944 0.987
0.921 0.975 0.956 0.954 0.925 0.966 0.907 0.928 0.944 1.000 0.947

0.966 0.907 0.911 0.938 0.907 0.973 0.945 0.934 0.987 0.947 1.000

2.7 Al E RN E

BBk 20 HEALSERES, BRAE 3 47, 4% “2.37
T 7 0 AR VA, 4% 9217 TR ek %
PERERE AT, PRSP E R, SRILE 7.

RT 20 HALSF AL H I E &R (0=3)

Tab. 7 Determination results of 20 batches of Curculigins

Rhizoma(n=3) mg-g!

B 5 il B 5 (IS
S1 0.479 S11 0.565
S2 0.276 S12 0.852
S3 1.057 S13 0.304
S4 0.968 S14 1.038
S5 0.118 S15 0.818
S6 0.285 S16 0.195
S7 0.862 S17 0.282
S8 0.424 S18 0.565
S9 0.656 S19 0.639
S10 0.201 S20 0.764
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3 itig
3.1 iBH LR

ki 7 3 AR K Cig il A Thermo
Syncronis Cig(100 mm X3 mm, 3 um). Agilent Zorbax
Rapid Resolution HT SB-C;5(100 mmX3 mm ,
1.8 um). phenomenex Kinetex XB-C;3(100 mm X
4.6 mm, 2.6 pm)XFE SR B AR, A8 [R5 RS
Wi 2614~ , Thermo Syncronis C g )43 25 %R
Bhf. L& Agilent (AT A B S AE T4k
UPLC 43 #THJ 8], phenomenex €&i ¥ )& ik &= A
10%, 1fi Thermo X 7K i A 1 2 ik & =ik 16%,
SRR PR BRSO EIEAE S R, U
FER BB SN Z , WEBH K EBOR, fRE
HUBR, 7 RS EERkE . DR B R T RE I A R A U
A, AR IE I A R ) 4 2 T B R DR IR A IR 4l
R TRk EMEH . AR H T Thermo
Syncronis Cyg T i, (1% 7 B AU TR AL 2 1 4L
T RR
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3.2 Rl

A T A WA 200~400 nm FEAT A K AR,
FXF KT T BT AT L. SRR,
1E 285 nm NS HFHEEHERZ, WREL, &%
O3B BT, PRk 285 nm 9 R Sr B IN E P K .
20 HLZiM TR, HbrE T 15 MR, 3t
GG G R IETE AR 80%LA F, dEdtAg gk
PR 10 FHEAE & A7 76 OR BE B 18] 9 24.75 F1 29.86 min
(0, U RUAH ZE 80K, UG BHAS [H] 7= Hb i Al 58
MTE S AN 225

AHEFFIH ASE 350 PRLidiys AL I R G A L
FEdl, FERAL T ASE BIZEEUEAE, HEZHL 2015
RS A AL S 2 SR ERR B 2 h, 7R
ARSI T 15 min, KKK T HEBURTE,
PEERLER E, AR EREMI RO R, et B
AR s B R, RO TC T sk s, mT A
FASEZM I 25 5 R AN
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