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Determination of free amino acids in edible fungi

Liquid chromatography-tandem mass spectrometry method
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2 AsetsImxH

N FUSCAT A P A S RIS P 5| TS AR S AN R A ) SR e o, 3
(51 SO, A H T R R A& AR St AN EHR 51 S, ol hiRAs (B3
ARMESUR & T A

GB/T 6682 43 #1556 % F /K HUAE R 56 75 v
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BRAEAERESS, Fra A4, KFFEGB/T 6682 HLE i —4ZK .
4.1 HEE (CH0) : filkali, 4fF (CHCN) : faial,
42 W (CH0,) : k4l
43 50%H AW (50+50, MARFAEL) : FEL 50 mL KAIA 50 mL HEEH, JRE.
44 0.1%HRIEH (HERSED .
45 FIEFRFRAES: EEM Met (CAS 5 63-68-3) . HEM Gly (CAS 5 56-40-6) . 4
Z R Val (CAS 5 72-18-4) . (& Trp (CAS 5 73-22-3) . H& & His (CAS 5
71-00-1) . 2% Ser (CAS 5 56-45-1) . 2R IR Leu (CAS 5 61-90-5) . Rz K lle
(CAS 5 73-32-5) . ZKAAMR Phe (CAS 5 63-91-2) . # &AM Thr (CAS 5 72-19-5) .
& Ala (CAS 5 56-41-7) . & Pro (CAS 5 147-85-3) . EYE L Tyr (CAS 5
60-18-4) . RAZIK Asp (CAS 5 56-84-8) . RA&MWillz Asn (CAS 5 70-47-3) . Fi& R Arg
(CAS 5 74-79-3) . #i&E 2 Lys (CAS 5 56-87-1) . & MEZ Gln (CAS 5 56-85-9)
HEIE Glu (CAS 5 56-86-0)  v-Z I TH (CAS 5 56-12-2) , 20 MR IERIKE N
1000mg/L.
4.6 ARAEVEIRIECH]: 2 AIERRAZEL 0. 1mL IS ELIRbRUE S, T 50% H BV RE R, 4 AIiC
Hil % 10 mg/L BIARE VAR, -18 C R IRFFo

5 UFEH5RE



5.1 (e RO - B/ A BCA WSS B R (ESD .
52 TR EKE 0.01 go

5.3 LML,

54 =g JTRERAEAL: 10000 r/min.

5.5 s HL.

5.6 ESLHL: 4000 r/min.

5.7 ImhEiRE .

5.8 BLEE: S0mL, YKL,

5.9 JEME: 022 um, AHAH.

6 LR

6.1 IXFEEHIHIE

PR B SRR S, FREEERIENUAT R, TR m T RE R e LR i, BT
BES B ST, -18CAESH

6.2 izl
6.2. 1 BERE

FREGAFE 1.00 g CHE#fZ 0.01 ) T 50 mL 504, JIA 40.0 mL50% FHHBER R (4.3), &
HEFHEE 30 min J5, ARER 2.00 mL _EiE WG 0.22 um JEME, £ EALIE.

6.2.2 Ftf

FREGRFE 0.02 g CREffZE 0.01 g) F 50 mL B0, JIA 40.0 mL50% FHEEA#(4.3), &
A HEEL 30 min J&, WX 2.00 mL _E3EWGE 0.22 um JERE, £ EALIIE .
6.3 ME
6.3.1 RIEBILESEZH

a) ilH: CigkE, 3.5mm (K1) x150 mm, HifE 4.6 um, H2HE
b) TiEHH: A MNHER-KIBR (4.4) , BHRNOIERR, WM& IR 1;
c) Yii#: 0.3 mL/min;
d) Fil: 40 C;
e) HEFEE: 2uL.
xR1 RMEREBERE (W)

P[] Va Vs
min % %
0.00 98 2
2.0 98 2
14.0 2 98




15.0 2 98

15.1 98 2

18.0 98 2

6.3.2 RiESEEH
a) BEFURRA, HmEE S,
b)) AR E S,
c) MM E: 5500 V;

d) BFFREE: 550 C;
e) MWEZSIE: 55 L/h;

) A AWIE: 55 L/hs
g) Z MM 20FEERPIIRE R A, BT FEFAE RIS SHOLER2.

R2 20MEEEM L Kk N BT N EESH

A £ 55 s (] SE LB 0 JE 1 50 R HLE Tl e
VN .

min m/z m/z \% A\
147.1/84.0 14
Gln 4.70 147.1/130.0 147.1/84.0 22 23
147.1/84.1 14
Lys 4.71 147.1/130.0 147.1/84.1 22 24
. 156.1/110.1 20
His 4.78 156.1/82.9 158.0/102.1 35 3
175.2/70.0 29
Arg 4.81 175.2/60.0 175.2/70.0 45 13
Gly 5.02 76.2/30.0 76.2/30.0 29 15
133.1/74.0 15
Asn 5.05 133.1/87.0 133.1/74.0 35 21
106.1/60.0 14
Ser 5.05 106.1/70.0 106.1/60.0 22 15
133.9/88.0 14
Asp 5.11 133.9/74.3 133.9/88.0 35 18
Ala 5.13 90.1/44.0 90.1/44.0 40 14
120.1/74.1 14
Thr 5.17 120.1/56.0 120.1/74.1 25 20
87.0/104.1 15
GABA 5.18 69.0/104.1 87.0/104.1 30 25
148.2/84.1 14
Glu 5.20 148 2/102.0 148.2/84.1 20 ”
Pro 5.52 116.1/70.0 116.1/70.0 31 20
118.1/72.2 15
Val 6.15 118.1/55 1 118.1/72.2 55 23
150.2/104.0 15
Met 7.74 150.2/133.0 150.2/104.0 45 15
182.1/165.0 15
Tyr 9.43 182.1/136 1 182.1/165.0 50 20
132.1/86.1 15
Ile 10.61 132.1/69 1 132.1/86.1 35 25
Leu 10.73 132.1/86.1 132.1/86.1 25 15
166.1/120.1 20
Phe 11.18 166.1/103.0 166.1/120.1 40 40
205.1/146.0 25
Trp 11.70 205.1/118.0 205.1/146.0 30 35




6.3.3 BIENESHIE
ARAEURE e A S e O, 3R ) (B B PR AR HE AR VREAT i 0 M o itk A
TR Hp A 0470 P e S92 35) B TE AR B SR PR LY BB N o 76 IRACER AR, & FH B Rl
ZEETR AR B I TR LA 4.70~11.70 min, 2 J B 257 M €35 P 2 LB 5% A 4208 Bk 4%
PEIEATRE S 25 RS ot 1) € 0 R B I ] S5 v i — 25, FLS IR BEAE i AR
(AR = — B0, M 2 VP ZE AN I 36 3 A0 (O R, U mT P A ot Hh A7 X B2 R

E//R
#* 3 EMMIEEMN B FEENRARIFRE
HHX 1 >50% 20%2 50% 10%2 20% <10%
FOVF (R AH XS i 22 £20% £25% +£30% £50%
6.4 ZTHIRE
RIFEAT -

BRAIREESS, $594% BIRERAE DS

A E IR .

HZRUTEMRE
A

S Az (D) TR SR 2

o

7

X:AXCSXVXIOOO
A, xm 1000

s
X PR BTk B B U, AN T 5 (mg /kg)
BURE T A5 ) 1 Jo e € T PRV T A

A
V— RGBS, BAONZETE (ml)
PRAE AR B M BRI BRI, AN Z BT (mg/L)

Cs
Bt A V0 P B 00970 40 I 2 it ] e i

As
m AR R IEUE, AT () .
e WE SR ATIE R EAP RN, IRE WAL T

8 RBEE

7 B FAM T AP UCAL A S R0 Z 5 HE AT HEE (A
), NAFEHR B BESR.

9 EEPRAEWE

PR

il

9.1 =&



ATTER E RN 0.01 mg/kg.
9.2 [mEYH
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M B

(Fset)
SUEANEEHEKR

I ENELIER, WEB.1,

% B.1 LWERNEEMEX

B2 o5 5% £ (RSD)
mg/kg %
>0.01<0.1 <20
>0.1<1 <I5
>1 <10
Bk C
(ZRHE)

20T R EBRE R AEERDIRIREMESEER
207Fh Z HE IR AE B P TR 2 I P A IR BE AN RN SR i [, R CL 1

0.1 20/ EERAE R RHEERTRURNKER BWEREE

BN N 4
/_' N, S,
H FIKTE | AR BIKT | PR
RSD/% RSD/%
/mg * L 1% /mg * L 1%
(EES 1.0, 10. 40 70~106 1.1~3.9 5.0, 20. 80 81~115 1.6~3.1
His
T 0.2. 0.5, 2.0 73~100 1.1~55 | 02. 0.5. 2.0 77~99 0.9~2.8
A 1.0, 10. 40 84~103 2.1~7.6 5.0, 20. 80 92~105 1.7~10.1
Asn
T 0.2. 0.5, 2.0 87~96 3.9~69 | 0.2. 0.5, 2.0 89~94 1.7~5.8
[ETEE 1.0~ 10, 40 75~109 2.7~33 5.0, 20. 80 85~113 1.1~3.9
Trp N
T 0.2. 0.5+ 2.0 85~98 2.1~45 | 02. 05, 20 92~98 1.2~4.7
[EoES 2.0~ 10, 40 83~93 1.9~5.3 5.0, 20. 80 94~102 0.8~3.5
Met
T 0.2, 0.5+ 2.0 91~99 23~53 | 02. 05,20 98~101 1.9~3.1
[EES 2.0, 10. 40 89~101 1.4~6.1 5.0, 20. 80 99~113 1.1~1.8
Tyr .
FHE 0.2, 0.5, 2.0 93~96 3.2~6.1 0.2, 0.5, 2.0 98~101 22~29
[EES 2.0, 10. 40 74~105 0.9~13.4 5.0, 20. 80 73~113 0.6~4.7
Ile
T 0.2, 0.5, 2.0 79~100 1.8~6.1 0.2, 0.5, 2.0 83~100 2.9~45
(ESES 2.0. 10. 40 73~116 1.9~32 5.0, 20. 80 72~109 0.9~6.0
Phe
T 0.2. 0.5, 2.0 75~102 24~34 | 02, 05,20 73~101 0.9~3.0
A 2.0, 10. 40 92~97 24~4.7 5.0, 20. 80 92~103 2.6~9.8
Gly N
T 0.2. 0.5, 2.0 88~96 24~89 | 02. 05. 20 95~106 0.9~3.7




i 2.0, 10, 40 78~117 1.3~3.9 5.05 20, 80 73~102 1.3~6.0
oro T+ | 0.2, 05, 2.0 75~101 1.1~3.9 | 0.2. 0.5, 2.0 74~101 1.6~10.6
i Ao 2.0, 10, 40 76~114 2.0~3.4 5.0. 20, 80 72~100 1.1~6.5
beu T | 0.2, 05, 2.0 80~102 2.0~58 | 02, 0.5, 2.0 76~99 32~42
R 4.0, 20. 40 77~89 1.5~52 5.0~ 20. 80 78~91 1.0~7.4
Lys
FH | 02, 05, 20 86~91 53~83 | 02. 0.5, 2.0 88~99 1.6~5.0
BERE 4.0, 20. 40 73~106 0.8~5.6 5.0~ 20. 80 72~110 2.6~53
Are FH | 0.5, 200 5.0 73~108 24~6.0 | 0.5.2.0. 5.0 71~97 1.1~5.0
e Rf 4.0, 20, 40 88~109 1.6~2.3 5.0~ 20. 80 88~106 1.8~8.3
Ser FH | 02. 05,20 81~93 48~95 | 0.2. 0.5, 2.0 88~101 23~42
i R 4.0, 20, 40 77~89 3.1~6.7 5.0+ 20, 80 79~105 2.2~51
G FHE | 0.2, 05, 2.0 85~93 53~6.0 | 02. 0.5. 20 88~97 2.7~3.7
i 4.0. 20. 40 90~112 1.2~6.1 5.05 20, 80 86~100 0.5~5.9
A T | 0.2, 05 2.0 85~90 3.3~87 | 02, 0.5. 20 85~92 1.8~5.7
i Ao 4.0, 20, 40 88~99 1.7~2.1 5.0. 20, 80 86~111 1.6~3.4
T T+ | 0.2, 05, 2.0 82~95 2.5~63 | 02, 0.5, 20 86~99 12~33
BERE 4.0, 20. 40 87~111 0.7~4.0 5.0~ 20. 80 84~104 23~75
val FH | 02, 05, 20 81~101 13~32 | 02. 0.5, 20 87~101 1.6~3.6
BERE 4.0, 20. 40 102~112 2.0~9.0 5.0~ 20. 80 87~99 47~10.2
il FH | 0.5, 200 5.0 95~100 1.6~53 | 0.5. 2.0, 5.0 82~108 1.5~7.1
fE R 4.0, 10, 40 102~105 1.1~11.9 | 5.0. 20. 80 82~110 4.1~52
Ala FH | 0.5. 200 5.0 87~100 3.0~6.6 | 0.5, 2.0. 5.0 87~104 1.5~49
i R 2.0, 10 40 91~98 2.0~23 5.0. 20, 80 85~104 2.0~9.7
GABA
FHE | 0.2, 05, 2.0 80~92 48~92 | 0.5, 20. 5.0 74~91 3.0~8.6




