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[ Abstract | Objective; To prepare chemical constituents and establish an HPLC method for determining
these constituents in Gardeniae Fructus. Method: The chromatographic separations were obtained on a Kromasil
Cg column (4.6 mm x250 mm, 5 pm) with the mobile phase consisting of acetonitrile and 0. 1% phosphoric acid

“'. The detection wavelength was set at 327 nm, and the

aqueous solution (18:82) at a flow rate of 1. 0 mL *min
column temperature was 40 C. Result; 6”-p-coumaroyl genipin gentiobioside (1) and 3, 5-di-O-caffeoyl-4-0-
(3-hydroxy-3-methyl) glutaroyl quinic acid (2) were isolated from Gardeniae Fructus. These two constituents
showed good linear relationship in range of 0. 118 8-1. 188 g and 0. 122 8-1. 228 g, respectively. The average
recoveries were 99.23% (RSD 2.4% ) and 100.4% (RSD 2.3% ). Harvesting time has significant effect on the
contents of the two constituents. Conclusion: The tests reflect the variation of the constituents in different
harvesting time and the methods established are suitable for the quality improvement of Gardeniae Fructus.

[ Key words ] Gardeniae Fructus; 6”-p-coumaroyl genipin gentiobioside; 3, 5-di-O-caffeoyl-4-0-(3-
hydroxy-3-methyl) glutaroyl quinic acid
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k&EW1 A ERKmAKR, ESI-MS m/z
719.4[M + Na]* ,'H-NMR (600 MHz,D,0)§:4.66
(1H,d,J =8.4 Hz,H-1), 7.10 (1H, H-3), 2.43
(1H,m,H-5),2.37(1H, m,H6,), 1.50(1H,m, H-

6,),5.46(1H,H-7),2.78(1H,dd,J =8.4,7.8 Hz,
H-9),4.03(2H,d,J =13.8 Hz,H-10, ,H-10,) ,3. 41
(3H,s,COOCH,) ,5.94(1H,d,J =15.6 Hz,H-2"),
7.25(1H.d,J =15.6 Hz,H-3") 7. 10(2H.d, ] =7. 8
Hz,H-5',H-9"),6.61 (2H,d,J = 7.8 Hz, H-6', H-
8'),4.66(1H,d,J=8.4 Hz,Glec-H,.) ,3.97(1H,dd,
J=24.0,14.4 Hz,Gle-H,,, ) ,3.91(1H,dd,J=24.0,
10.8 Hz, Gle-H,, ), 4.55(1H,d,J = 8.4 Hz, Glc-
H,.), 3.49 (1H, m, Gle-H,, ), 3.70 (1H, m, Glc-
H.), 4.31 (1H,dd, J =15.6,8.4 Hz, Gle-H,,, ),
4.27(1H,dd, J =15.6,7.8 Hz, Gle-Hy, ) ,3. 15 ~
3.36 (6H, m, Gle-H, 4 540 ) C- NMR (600
MHz,D,0) % 30 852 5:97.3(C-1), 152.3
(C3), 110.9(C4), 34.4(C-5), 38.0(C-6),
129.0(C-7), 141.5(C-8), 45.0(C9), 68.5 (C-
10), 169.1 (C-11),51.6 (C-12), 168.6 (C-1"),
113.5(C-2"), 145.9(C-3"), 125.8(C4"), 130.4
(C-5",9"), 115.8(C-6",8"), 158.5(C-7"), 98.6
(Gle-1"), 74.8(Gle-2"), 72.9(Glc-3"), 69.8(Gle-
4"), 75.5(Gle-5"), 63.7(Glc-6"), 102. 8(Gle-1") ,
73.4(Gle2"), 72.6 (Glc-3"), 68.9(Glc4"), 75.5
(Gle-5"), 59.8(Gle-6") o LA b %uda 55 3CHk[ 3 ] %4 A
— 2, i T E AL S Y 67X A S A e P e
JIE RSO o

&2 KAGILELK K, ESI-MS m/z
659.2[M - H] ,'H-NMR (600 MHz, CD,0D) §:
7.63(1H,d,J = 15.6 Hz, CA-olefin) ,7.57 (1H,d,
J=15.6 Hz,CA-olefin) ,7.07(1H,d,J =1. 8 Hz,CA-
H,),7.06(1H,d,J=1.8 Hz,CA-H,) ,6.98(1H,dd,
J=1.8,4.8 Hz,CA-H,),6.97(1H,dd,J=1.8,4.8
Hz,CA-H,),6.79(1H,d,J =3.6 Hz,CA-H,),6.78
(1H,d,J =4.2 Hz,CA-H,),6.32 (1H,d, ] = 15.6
Hz,CA-olefin) ,6. 24 (1H,d,J =15. 6 Hz,CA-olefin) ,
5.64(1H, m, QA-H,),5.64 (1H, m, QA-H, ) ,5.56
(1H,m,QA-H,),5.29(1H,dd,J =3.6 Hz,QA-H,),
4.92 (4H, CA-OH), 2.73 (2H, m, GA-H, ), 2. 69
(2H,m, GA-H,),2.62 (2H, m, GA-OH, QA-OH ),
2.44(1H,dd,J =4.2,14. 4 Hz,QA-H,, axial ) ,2. 35
(1H,brd,QA-H,,equatorial ) ,2. 27 (1H,brd, QA-H,,
equatorial ) ,2. 17 (1H,dd,J =6.6,14.4 Hz,QA-H,,
axial) ,1.35 (3H,s, GA-CH, ) ,”” C-NMR (600 MHz,
CD,0D) 8. 175.6 ( QA-COO0 ), 173.4 ( GA-COO ),
170.1 ( GA-COO ), 167.0 ( CA-COO0 ), 166.5 ( CA-
C00),148.3(CA),148.2(CA),146.3(CA) ,146. 1
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(CA), % 145.3 (CA),126.4 (CA),126.3 (CA),
121.8 (CA), 121.7 (CA), * 115.1 (CA), 113.8
(CA),113.8 (CA),113.6 (CA),113.2(CA),73. 1
(QA-C-1),69.2 (QA-C-4),68.3(GA-C-3), * 67.6
(QA-C-3,QA-C-5) ,45. 1(GA-C-4) ,44.3(GA-C-2),
% 35.0 (QA-C-2, QA-C-6),26.3 (GA-CH, ), CA,
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Fig. 1 HPLC chromatograms of Gardeniae Fructus
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Table 1 Results of recovery test of two compchents in Gardeniae

Fructus

®2 TEARUHBERFH2AEIHEE(n=3)

a8

ke WA AR R CPRME RSD

/g /mg /mg /% /% /%
/mg

ol

Wiy

fen

1 0.2582 0.914 0.950 1.876 101.2 99.23 2.4

0.2514 0.890 0.950 1.812 97.01

0.2527 0.895 0.950 1.832 98. 68

0.2496 0.884 0.950 1.808 97.26

0.254 3 0.900 0.950 1.835 98. 34

0.2489 0.881 0.950 1.859 102.9

2 0.2582 0.723 0.737 1.459 99.91 100. 4 2.3

0.2514 0.704 0.737 1.424 97.73

0.2527 0.708 0.737 1.463 102.5

0.2496 0.699 0.737 1.427 98.85

0.2543 0.712 0.737 1.478 103.9

0.2489 0.697 0.737 1.432 99.73

Table 2 Determination results of 2 constituents in Gardeniae
Fructus of different harvesting time(n =3) mg- ¢!

S WA IS [ 53 1 LY 2

8 HrhA) 0. 00 3.59

8 A 0.00 2.73

8 Hfy 0. 00 4.24

10 Aty 1.87 3.18

10 A #4) 3.44 312

10 A ¥ Ay 3.57 3.21

11 A sl 4.64 2.07

11 H 9 H) 3.19 2.84

11 H ) 3.54 2.80
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