Research paper RN

22 May 2022, 41(5): 830-836 Mycosystema ISSN1672-6472 CN11-5180/Q Doi: 10.13346/j.mycosystema.210454

& 16 2% B - 18 = L& tH B 18 - 5B B S AN E #hes
HRE T LT a-ifEkTER

g, B RERS BEWY, km”

MR RS b B, B 201306
2 Lﬁizukﬂ%l%ﬁﬂﬁﬁﬁﬁiﬁﬁ PV R AR SRR S S E B R A TR RS
E R BN TEARM A o Bilgm Rl s R S e s, LifE 201403
3 KATERBEWARAE, = FEHE 651499

B BE: AFIRELT —H B4 ERAR SR G- B B0 F ik, A T AW sk T
FART o-HEICEE(Sa-HE 5 -16-M-30-B5) 0942 . TS A AF 502 LK LBER IR, Qasis HLB &£ F g
LG, RARBZBRAMEE-FRFERTHONEE. ZTEFRIELEREAPV LT EOEES
88.49%-92.22%; &4 0.120 9 ng/mL, & FF&4 0.398 9 ng/mL. %7 ik WfE. 45#, &8 FH
BERE P o-HIREE A FE M A,

KR B, o-tRBE; B HERA & k- BB

[BIURAS) Fiithes, 2f&4e, REMESE, MUK, RN, 2022, [EIAHAE - = R0 AH € - o 0T Tt 0l s B e B B 1 Se A
o-HERERE. HYFAR, 41(5): 830-836

Cheng CL, Li CH, Xiong HK, Feng N, Zhang JS, 2022. Determination of a-androstanol in fresh Tuber indicum fruiting bodies by
solid phase extraction-ultra performance liquid chromatography-tandem mass spectrometry. Mycosystema, 41(5): 830-836

B&TH: sEAKA TR T/ER(20210SAF150009)

Supported by ZHANG Jingsong Expert Station of Yunnan Province (20210SAF150009).
*Corresponding authors. E-mail: fengna006@163.com, syjl6@saas.sh.cn

Received: 2021-11-18, accepted: 2021-11-27

830 %%%"—;E Copyright © 2022 Institute of Microbiology, CAS. All rights reserved. | jwxt@im.ac.cn Http://journals-myco.im.ac.cn  Tel: +86-10-64807521



ARIEX 22 May 2022, 41(5): 830-836  Mycosystema ISSN1672-6472 CN11-5180/Q
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Abstract: A innovative method using solid-phase extraction combined with ultra-high performance
liquid chromatography-tandem mass spectrometry (UPLC-MS?) was developed to determine
a-androstanol (Sa-androst-16-en-3a-ol) in fresh fruiting bodies of Tuber indicum. The a-androstanol
in fruiting bodies were extracted with ethanol, purified by solid phase cartridges, and then analyzed
and quantified by UPLC-MS®. Method logical validation results showed that the recovery rates of
a-androstanol by using the method are 88.49%-92.22%; the detection limit is 0.120 9 ng/mL, and
the quantification limit is 0.398 9 ng/mL. This method was rapid and accurate, and suitable for the
determination of a-androstanol content in fresh fruiting bodies of Tuber indicum.

Keywords: Tuber indicum; a-androstanol; ultra-high performance liquid chromatography-tandem
mass spectrometry
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Table 1 The elution recovery rate of a-androtanol
under different concentrations of ethanol

LR L&

Ethanol concentration (%) Recovery rates (%)
50.00 0.00+0.001

60.00 8.36+0.006

70.00 14.89+0.021

80.00 41.734£0.020

90.00 53.66+0.011
100.00 89.86+0.012
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Fig. 1 Fragmentation law of a-androstanol analysed
by mass spectrometry.
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Fig. 2 Quantitative ion diagram (A) and qualitative ion diagram (B) of a-androstanol after optimization.
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Fig. 3 Total ion chromatogram of a-androtanol.
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Table 2 Measured results of intra-day and inter-day precision

H AR E(E H EHg 72 (e

Intra-day precision Measured value (ng/mL) Inter-day precision Measured value (ng/mL)
1 179.724 2 Ist 1 186.385 5

2 181.077 2 2 187.087 4

3 181.682 9 2nd 1 184.952 4

4 181.003 6 2 179.584 4

5 180.322 5 3rd 1 181.0772

6 183.088 8 2 181.682 9

RSD (%) 0.64 RSD (%) 1.69

242 HAREMMEEMN

FREPE o~ A BEARE S AR PR DU 45 R 1Y
RSD 4 3.91% (5% 3), /T 15.00%, UtPARESTE
24h MRS, EEM . o-MELEEEAFE T E
RENEZE R RSD N 2.22% (3% 3), /NF
15.00%, B6IFE S E A ME R T

3 HLBREM. EEMRNELER
Table 3 Measured results of sample stability and

reproducibility
FERERENE  MEH FESERME  DEE
Sample Measured Sample Measured
stability value (ng/mL) reproducibility value
(ng/mL)
Oh 314274 1 329911
2h 32.5770 2 32.404 7
4h 30.885 8 3 32,7530
8h 28.872 1 4 31.664 4
12h 312111 5 31.5100
24 h 30.706 2 6 33.290 5
RSD (%) 3.91 RSD (%) 2.22

2.4.3 fMFREUE

[#] AH 2 B8 5 10 FH 1 v B i b (81 i 3 7
88.49%-92.22%z[a], RSD /NT 15% (% 4), %
WIZ 7 W MERR B R, ST o-BfEbe s Y
T -
25 HmMNESER

B3 HEUR BT e B S0, HR IR 1.4 1
T3 P AT T A 35 A3 0 R AT A I, e B
W o-HEGEEE IS B 4.540 4, 2.100 7.

3.140 4 ng/g. Z5HREW, o-MELERELE 3 (rHrhs
TSR AR

*4 [ERERNELRSER
Table 4 Measured results of the recovery rates
aY |l FHMH RSD (%)
Compound Recovery Average

rates (%) value (%)
a-HERER 91.69 90.80 1.32
a-androstanol 88.49

92.22

3 it

Claus et al. (1981)FH# 2 IESE T B
B T. melanosporum W EEFS2KH & HER
BER LT, (B )2 (0% 40 B RE ) FE B RE
B2, HiEAHITEES . Wang er al. (2008)
1 Huang et al. (2014)2R ] GC-MS 74351 % Ep
FEYE T. indicum % RO FS2AK W) a-RE e
FEVEAT T8 | E o 3% 2 POy R R — 9%
WU TRE R, M E—SURE, AR A
G TG EAG A BRGSO A L A
AT F S AR R PR R - S A rh oA P 1) 5
4N Huang et al. (2014)IME{E/Y 10 54 |,
R A RIS I 7 i ) RUE A G, (ER i —2
AL 5T -

AR T K B R PR BUA R, 1 UCGE
3o PR A - 3 B0 T 9 g 30k 0 e i e ke 1 - 52
b o-BELERERY &5, R B R K b4
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