KIRF=WIiH I 5 % Nat Prod Res Dev 2017 ,29.1333-1338

X EHE:1001-6880(2017)8-1333-06
AERBHAKEFRLPEHIRF L,
AAE IHEFEIETNLHR
MAE A B B AR R

"R 2 AL TR AR 0 R S 24 5 RO B A BRIEE 519020 5 BERG K22 B, )N 510632

W EESTKIEFAMIEAAET T PR T @ AR (357 (UPLC) & i 5 1 75 125, BF R AR TR Rk
WIRKAE F 25 M th S 20464 1 PHLLAe s T AE T & B ks, PUaqfedr 1 vaenied 1 & &l e ok A
80% FH S 75 $E W, il 3 UPLC-DAD B8 . (A% 4514 Aglient Prol20 EC-Cs (50 mm x4.6 mm,2.7 um) {f3%
K, LAIK(A) -2 05 (B) i shAHBE Ve ,0 ~5 min,5% ~20% B;5 ~ 17 min,20% ~27% B ;%1% 15 °C, i 0. 8
mL/min, K4 440 nm o HE T S PR R 25 L) 2015 4R R—FFAE TN 1935 t il Al o i o 5
B, STAETE T PHACAETE T 439 2E 49. 5560 ~955. 6000 ng 5. 9045 ~ 1180. 9000 ng £&14: 715 Bl P 5 4% 14 06g [ AR A2 L
UFIZME R (r=0.9996 .- =0.9998 ) P-4 H 435 98. 17% 99. 67% (n=9) » RWESLMPTLALT T .
[ EAR S A5l | B =1 DAy T O S WA W= s == < S S = B @ N B S = o N i W 20 =l NI A W S
I/ & B3 A B0, TR T 1% St e B AR S T 328 25 8 0 81— A A (B ASHIF 5 Sl 7K AE - 245 1 o A SR AU )

SERAL T SZER AR
KR KHE T PHLLAEH 1 VUL A6+ 1 ;48 71 ; UPLC-DAD; & il &
FESES.R284 SCERERIRAD A DOI:10. 16333/j. 1001-6880.2017.8.013

Content Variations of Crocin I, Crocin II and Gardenoside in
Gardenia jasminoides var. grandiflora with Different Harvesting Times

LIU He-ping'** ,XU Yan'?,SHANG Qiang'* ,MIN Jian-hua'*,ZHOU Guang-xiong’*
" National Engineering Research Center for Modernization of Traditional Chinese Medicine
* Livzon Pharmaceutical Group Inc. Zhuhai 519020 , China;
* College of Pharmacy Jinan University ,Guangzhou 510632 , China

Abstract : This research aims to establish an UPLC method for the determination of crocin I and crocin II in Gardenia
Jasminoides var. grandiflora ,and study on content variations of crocin I, crocin II and gardenoside in G. jasminoides var.
grandiflora with different harvesting times. The extract from 80% methanol ultrasonic extraction was used to determine
the contents of crocin | and crocin II by UPLC-DAD. System suitability conditions were as follows: column: Agilent
Pro120 EC-C 4 (50 mm x4.6 mm,2.7 pum) ,mobile phase:water( A) -acetonitrile (B) with gradient elution mode (0-5
min,5% -20% B ;5-17 min,20% -27% B) , column temperature ; 15 °C , flow speech:0. 8 mL/min, detection wavelength
440 nm. The content of gardenoside was determined by the method of content determination of G. jasminoides from Chi-
nese Pharmacopoeia (2015 edition) . The methodological studies showed that the linear ranges were 49.5560-955. 6000
ng (r=0.9995) for crocin I,5.9045-1180.9000 ng (r =0.9997) for crocin II. The average recoveries of crocin I and
crocin IT were 98.17% and 99.67% (n =9) ,respectively. It was proved that the method for the determination of crocin
I and crocin II was simple, stable, reproducible and well separated. With prolonging of harvesting time, the contents of
crocin I and crocin II increased gradually. However, the content of gardenoside decreased firstly and then increased grad-
ually to a balance value. The study provided experimental basis for determining the optimal harvesting time of G. jasmi-

noides var. grandiflora fruits.
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F1 BELARFE | EREREER(n=3)
Table 1  Results of recovery test for crocin I (n=3)
K e TR )Eﬁﬁ A HIUEE S5y I I L& ST &S RSD
o o Sample Original Added Found Recovery  Mean recovery (o)
(g) (mg) (mg) (mg) (%) (%)
50% 1 0.10393 1.8341 0.8393 2.6473 96.90 95.11 1.62
2 0.10164 1.7936 0.8393 2.5848 94.27
3 0.09901 1.7472 0.8393 2.5377 94.18
100% 1 0.10167 1.7942 1.6828 3.4731 99.77 98.75 1.96
2 0.10283 1.8146 1.6828 3.4969 99.97
3 0. 10001 1.7649 1.6828 3.3892 96.53
150% 1 0. 10208 1.8014 2.5179 4.3546 101.40 100. 64 1.74
2 0.10101 1.7825 2.5179 4.3478 101. 88
3 0. 10497 1.8524 2.5179 4.3358 98.63
F2 BARFIABERBRLER (n=3)
Table 2 Results of recovery test for crocin Il (n=3)
K o) IR )}frifﬁ_g A UEES IFEEIER SFEy R RSD
Level No. Sample Original Added Found Recovery Mean (%)
() (mg) (mg) (mg) (%) recovery (%)
50% 1 0.09902 0.2006 0. 12086 0.3139 93.74 93. 60 1.58
2 0.09843 0.1994 0.12086 0.3107 92.07
3 0.09903 0.2006 0. 12086 0.3155 95.01
100% 1 0.10171 0.2061 0.24172 0.4488 100.42 100. 86 1.13
2 0.10093 0.2045 0.24172 0.4514 102. 15
3 0.10183 0.2063 0.24172 0. 4480 99.99
150% 1 0. 10679 0.2164 0.36591 0.6035 105. 80 104.55 1.06
2 0. 10461 0.2119 0.36591 0.5914 103.71
3 0.10479 0.2123 0.36591 0.5933 104. 14
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Fig. 1 UPLC chromatograms of crocin | standard (A) and crocin Il standard (B) and G. jasminoides var. grandiflora sample (C)

R3 FARARUHAHAALIESE | BLEF I RTFESEMNELER(% ,n=3)

Table 3 Contents of crocin I,crocin II and gardenoside in G. jasminoides var. grandiflora with different harvest time (% ,n =3)

e e S KA 8] PELI 461 1 Crocin [ PELI 46 11 Crocin 1T Ha 1 Gardenoside
h Harvesting
No. Batc Name Time i Assay RSD Erig Assay RSD i Assay RSD
1 S-14-1# 214 Young fruit 2016.07.18 0.001 1.87 - - 13.118 1.04
2 S-142# 21 Young fruit 2016.08.03 0.001 1.91 - - 11.427 1.90
3 S-14-3# 25 Young fruit 2016. 08.20 0.019 1.67 0.003 1.88 10. 630 1.98
4 S-14-4+# 3 Blue fruit 2016.09.07 0.285 1.35 0.017 1.53 9.249 1.24
5 S-14-5# 3 Blue fruit 2016.09.25 0.661 0.56 0.063 1.06 6.553 0.20
6 S-14-6# A Early fruit 2016.10.08 0.771 0.43 0.120 1.08 4.392 1.40
7 S-14-7# FIE Early fruit ~ 2016.10. 19 1.057 0.95 0.125 0.92 4. 680 0.76
8 S-14-8# i 5 Medium fruit  2016. 10. 30 1.449 0.46 0. 146 1.11 5.480 1.02
9 S-14-9# iR Medium fruit 2016.11.11 1.674 0.27 0.149 1.37 5.480 0.56
10 S-14-10# R Late fruit 2016.11.21 1.915 1.53 0.189 1.94 5.386 1.54
11 S-14-11# M HA . Late fruit 2016.12.03 2.026 1.62 0.228 1.77 5.589 0.68
Vo RO G T AR
Note: “-” indicated not detected
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Fig.2 Trend chart of crocin | and crocin Il in G. jasminoides

var. grandiflora with different harvesting time

Fig. 3
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Trend chart of gardenoside in G. jasminoides var.

grandiflora with different harvesting time
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