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[ Abstract ] Objective: To establish a UPLC-MS/MS method for the content determination of
dehydrotumulosic acid and pachymic acid in Poria. Method; Chromatographic separation was carried out on
ZORBAX Eclipse XDB-C,, column (2.1 mm x 100 mm, 1.8 pm) with acetonitrile-1. 0 mmol +L.”" ammonium
acetate (80:20) as the mobile phase. The flow rate was 0. 3 mL-min "', and the column temperature was 40 °C.
The injection volume was 5.0 pL. Electrospray ionization (ESI™ ) under negative ion mode was used, and the
quantization of dehydrotumulosic acid and pachymic acid was performed with multiple reaction monitoring ( MRM )
mode. The detected ion-pairs were dehydrotumulosic acid m/z 483.20/421. 20 and pachymic acid m/z 527. 40/
465.30. Result: The linear range was 24.2-488 pug-L™" (r=0.999 9) for dehydrotumulosic acid, and 26.2-
524 pg-L™" (r =0.999 8) for polyporenic acid. The retention time was 6 min. The average recoveries of
dehydrotumulosic acid and polyporenic acid were 99. 8% with RSD of 1.2% (n =6) and 101.4% with RSD of
1.2% (n=6), respectively. Conclusion; The proposed UPLC method is rapid, accurate, selective, sensitive,
and suitable for the content determination of dehydrotumulosic acid and polyporenic acid in Poria.
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Fig. 1 Tandem mass spectrums of pachymic acid and

dehydrotumulosic acid
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Table 1 Recovery test of pachymic acid and dehydrotumulosic acid

of Poria
s R R TR AR AR R IR
/g /mg /mg /mg /% R/ %
RER 0.1023 0.050 0.052 0.103 99.81 101.4
0.1025 0.050 0.052 0.103 100.38
0.1005 0.049 0.049 0.100 102.85
0.101 5 0.050 0.050 0.101 102.21
0.101'1 0.045 0.049 0.100 101.83
0.1007 0.049 0.050 0.100 101.61
LA +ER 0.1023 0.095 0.095 0.190 99.68 99.8
0.1025 0.095 0.095 0.189 98.11
0.1005 0.094 0.093 0.187 100.21
0.1015 0.094 0.095 0.188 99.05
0.101 1 0.094 0.094 0.189 100.96
0.1007 0.094 0.094 0.189 100.96

H:RSD ¥ 1.2% .
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Fig.2 Typical chromatograms of samples
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Table 2 Results of content determination of dehydrotumulosic acid

and pachymic acid of different origins mg-g -1
No. 7 KA PR A 7y
1 w A 0.49 0.93
2 LR G 5 0.52 0.79
3 LRV 0.45 0. 86
4 Wae® m 0.67 0.84
5 WAL JLgE 0.47 0.88
6 WL T 0. 44 0.71
7 PN PN 0.39 0. 69
8 = P B L 0.42 0.72
9 W 2T 0. 44 0.77
10 T i 355 0.48 0. 67
11 V] B T 3 0.53 0.75

H— %% B 7R 527.37 [M-H] #573.34 [M +
HCOO] ,fH[M -H] EZBEK[M+HCO0]
AR, B T 465.35[M - H - CO, - H,0] "~
449.34 [M - H - CH,COOH - H,0] ~,405.2[ M -
H - CH,COOH - H,0 - CO,] ™ 3 A~ E#EgE 1
(465.35 1 I f2 &, B0 LABR 8 m/z 527.40/465. 30
by W0 B 6, w7 AL = ELAR E , I B MRM 52X
o i P A AT A R BT T, WL 2, R B
1% V- X R 3 1 ol 484. 35, — 2 B ok 483. 34
[M-H] H1529.33 [M + HCOO ], H,[M
H 7w b {4 s, il [M-H ] hbkE 1, K
PETh 421.34[M - H - CO, - H,0] ,405.23
[M-H-CO,-20H] ,311.00 [M - H - CO, -
H,0 -C,H,, ], [M-H-CO, -H,0] 7
b R e e A R, AR DN RRAE TR, R R
ST L. m/z 483.20/421. 20 Sy Wi 25 %
UPLC-MS/MS Il 5 #K % iR #l 2 & + 5 R B AT 1R
R I R K & TR E R LA R
B W 0 T RO, AR K R A A I BR S ) 1
pe L7 ERRAE 4 pg- L7, EREEBRA N
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