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Determination of flavin and oryzac acid in food poisoning by liquid chromatography-
mass spectrometry/mass spectrometry
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BmPERFZMARBEERINE REIE-FUE/ FRIEE

1 EE

ARSCAFRIRE T B i o B E ORI A 8 PV € % - %/ o 0 5 5

AR SCARE T B B B R AOR R B R (1 5

AR F R R AR PR N0.1 ng/mL, € &R N0.2 ng/mL; KPR 1 L A4S H R M0.05 ng/mL, € &
FR~0.1 ng/mL.

2 MEMsIAxH

A SO R P A I SO A BRI B R T R AR AR AN RT D B AR e, v H IR 51 SO,
0% B R B FIRRCAS IE F T A SO AN B IR 5 S, HBcH A (BT A8 SR EH A
G

GB/T 6682 43 #5256 % FH 7K FUAS AR 36 7 v

3 RIEFEX
ARSCAFBAT T ZEFE I AREANE 3Co
4 HEREIE

N H A nE S T A

QUEChERS: —Fit F 4% 7= St ASr i A R A o BT AR BEH R (Quick. Easy. Cheap. Effective. Rugged.
Safe)

dSPE EMR-Lipid: —Ffhn N gr AU Bt 77 A4 BHIQUEChERS Ee AR, RERS % £ 1 25 4 s R & B AL
CHRE D A (1) 32 2R o 4170 T AN 2238 o3 ) e A 2k

5 [RIE

P50 I R 80% F B AE AE L, B FIE A QUEChERSTFAL AL, B0y, A % - % /i 1
Mg, SbrikEs.

6 WAISHH

BrAR A U], ATTEIT G A T4, K IGBIT 668285 i — 4K

6.1 HEE(CHOH) : fhitkafi,

6.2 HIE (HCOOH) . fhifhali,

6.3 FFHEZE (CHN0,, CAS 5: 84-82-2) : 4ifF=98 %, HLZ EFINEFFFE T HruEY R IEP Kb UEY)
Ji

6.4 KEZEER (CyuHyOr, CAS 5@ 11076-19-0) : 4l =95 %, HZAEZFIAEI AR TAruEY L)
FRUEY) I -

6.5 QuEChERS dSPE EMR-Lipid: 3% g H 2= ie b .

6.6 80% (V/V) FIEE/KVAW: EH 20 mL /KT 80 mL HIEE (6.1) 1, JBR&IA.

6.7 0.1 SHEEKEMR: B 1 ml HEE (6.2) , M/KERZE 1000 mL, JESJHH.

6.8 FREMEZAR
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6.8.1 KEEHRAMEM AR (0. 1 wg/ml): MHEMFRBOKEEHEBRPRE T 10 mg FEHH 4 0. 01 mg) , F HEE
AR, A 100 oL e, FAFEEE. B T-18 CKMTEGIE, HRUA 3 M.

6.8.2 BEELEARAEME R (0. 1 pg/ml) - HERAFRINEE B AR 10 mg OR§HAZE 0. 01 mg) » FIFH BEIA A,
HBE 100 oL AEmS, HPEER. BT-18 CKETBOLRE, HREN3 M.

6.8.3 IREIMETARER: 2 B K B R AN 75 35 R bR vl S VA TR R R B 2, MR 1) ik
0.1 ng/mL. 0.5 ng/mL. 1.0 ng/mL. 2.0 ng/mL. 5.0 ng/mL. 25.0 ng/mL BIFRUE R TAEW, Im
FH B ECH

~

NRERE

TR B~/ R AN Ao HME S5 2 TR
R JEEN0.01 g #10.01 mg.
Bl HEE =>5000 r/min.
IR

RERA S .

P IRV A o
MALEHLLIERE (FL4Z 0.22 um)
E LK 5 o

9 EEBIFRAL.

.10 FEWi#s: 5 mL. 10 mL.

S HEEWRIELE: 50 nl.

NNNNSNSNNNSNSNN
o ~NOoODNWN

oo

ME LR

8.1 1RH

7E50 mLIERLES O H RN GV G RS g OREiRZR0. 01 @) , KE L& B T1000 r/minf
B FRACE L mine HIFIFHAEEFIIANLO mL 80% (V/V) FEZ/KVAW, We'XsE T adinieE iR
213 min, JREIERARFET8000 r/mingEid Z O 05 min, WH GRS nLH T F—2 k.
8.2 &t

5 mLPEHRE T15 mL QUEChERS-EMR (PN#dSPE EMR-Lipidif b)) b, mistikieE %3
minfEFLF S e RS, IRAIE R T i B 0 HLH8000 r/min B05 min, HULIEW2 mL
FLE B TATIRG AT IR GE 2T (B, 40°C/KH) , FIFEEEHEZEL oL, AR50, 22 v mG AL,
FEIE
8.3 MK
8.3.1 BAILsELHY

a) ik C18 i, 2.1 mmX 100 mm, 1.7 b m BEFEIZEVERE K kAT,

b) Jii#E: 0.3 mL/min;

c)  HEFEERRN: 5 uL;

d)  IH: A0.1 %FERRKEW, B:OHg. BEEELERILE 1.

xRN R

A 18] (min) HENAHA (%) JBIAHB (%)
1.5 80 20
2.5 5 95
5 5 95
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T REMBERREH (8D
iHA] (min) FRBNAAA (%) FRBIAEB (%)
6 80 20
7 80 20
8.3.2 RiE/RiESEEH
SEZ R
a)  BETIE: HBIZEE YR (ESD
b) HA#HR: B AET
c) AR ZRMEN (MRM) ;
d  FHA: BA
e) AFIEIE: 250 C;
f)  BEFRIEE: 400 C;
g) ZEMSME: 3 L/min;
h) TS E: 15 L/min;
i) EEETN. ST MBS, QiPre fRZE. QsPre 7z HIASHILE 2.
T2 BHEENKREBEERN S KNS
wEY HMET (n/2) TET (n/z) QPre Wz (V) Tl H . CE Q:Pre Wz (V)
N 109. 05° -29 -23 -21
R 193.90 137. 10 13 16 14
s 397. 25 24 18 23
L 485.05 441. 30 25 10 15
E: R2MFISH L ZMNMESE, DRAARF SN, XBESHTRAEESR, WE KRS
PEAE.
CNEEET.

8.3.3 EMME

2 8 1 OB Bl — il / o 1% 2% I 8 R PR A ARV, I sl R AR HE I b AL S
OB ORI, 2R rpoR 5 2 Aot i €0 i Ve O B IF [ — Bt il g (CRRAL T EIAE£2. 5 %2 D 5 JF
LA G 1m0 5% £ L 00 28 X DAL X = B EE S5 AR R AR YIRS T R R BE LE (k) 22
AN 3HUE RITEIE, AT DA R R A A AL S

*®3 EMNEREMNEFEENRARIHRE

FHXT S FEE

k>50

50=k>20

20=k>10

SRR A MZE (%)

* 20

+ 25

+ 30

8.3.4 FEEMNE

FER R TR (6.8.3) ABIRIESHRAT (8.3) HATIIE, BB RORRER O i
WETRTI . LI A P VAL VR HE B AR, LR T8 T 0 € 0 RO TR LA, S A 2.

8.3.5

R RESNE

%N B0 BRHEAT -

a)

AR b e 2215 2R P A0 B EE, AT TN SE B DT 2 1R

BRI (8. D HZAXER S 55 (8. 2) BEATIE , 13 B S i WU R 24 70 HA) € B U T AR
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b)  ARAER) R E S LI SR A
8.3.6 ZTHIBRHIME
B BRAIINEE AN R0 RS, 1. 8. 23 THAE -

9 HERHHE

REE PR R & B (D)
TEHEADEE A A TR, weeveremsrsssssssssssssssssssssssssssssssssssssssssssssssssssssssssssennes
C xV
—  xf
X =m x1000 e, (1)

AV
X RIS R, AN AT (mg/kg)
C o AR B R B AR IR, SRR NN ST (ng/mL)
4 WS WUE BRI, BALAZT (mL)
m WEERE, BN (g) s
1000—— A7 4 55 2 54
f— RS E
THRAE R DA E ZYE M T IRAG P RIS 52 45 R H AP EMER R, 45 RIRHE =8 30T

I

10 15

B8}

1E 35 2 AF T A A IR B ST g 5 B ) 4 5 ZE AN I HECTFE RIS %.
11 FZERUHRMESR
1.1 FHHEZEMPHIRA 0.1 ng/mL, TEIRA 0.2 ng/mL; KEHEBRIIEHEA 0.05 ng/nlL, EEHR
5 0.1 ng/mL;
1.2 FHARENITE T,
12 B

PAECKTH . 2o By IR AR B 3 5 25 2 0 VR HORG 56 B FIHERA S o 34T =AM, AN TATHIE
EIE . FEHIER IR PR ER IR . H G IR, = MIbsAK TR, 30 EISCR RS 2% 2
DL XB.
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M & A
(R

FEEMNAKERER % KRS &% E
A1 BEZENAEBEERZRNSENEER

EA. 1,
MS Chromatogram
(x10,000)
0.0439.967 5%% *?ﬁ%ﬁ
0.82
3.476
0.7
0.58
1.l|96
0.4
0.34 TICH)@1
0.22 (TICO@2
. #193.9000>109.0500+)@1 CE:-23.0
0.1 1#7193.9000>137.1000()@1 CE:-16.0
: JJ E « :485.0500>397.2500(-)@2 CE:18.0
\ ~485.0500>441.3000(-Y@2 CE:10.0
B e e e L | L | T
0 1 2 3 4 5 6 7 8

min

EA 1 SREMKEEIRS R NMENEER (10 ng/mL)
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Mt X B
(ZERMMED
FERBRINIK B K Bl ER ) SLIE 3 1R

B.1 HEmAVRIRE R B RASLIHIE

B, 1.
FB. 1 FMAVRINIKE X B E RSN AR
5 MK Cug/L) FBEEFIWCRIEHE RSD (%) KR T T [ A e RSD (%)
IR KEEBH IR % %)
0.1 0.05 86.8~90. 6 3.61 89.4~93. 2 2.39
Py 0.2 0.1 88.6~92. 6 1.65 89.3~94.7 1.63
1.0 0.5 90. 2~94. 0 1.27 96.9~103. 6 0.95
0.1 0.05 89. 6~93. 4 4.25 89. 2~94. 4 2.72
WAH 0.2 0.1 90. 6~94. 9 2.97 93.7~97.4 1.56
1.0 0.5 92.8~95.7 1.63 94. 4~98. 1 1.85
0.1 0.05 87.1~90. 8 3.95 88.9~92.7 1.70
Tk 0.2 0.1 94.2~97.9 1.77 89.0~94. 4 2.76
1.0 0.5 93.9~96.7 1.37 94. 3~96. 9 1.13
0.1 0.05 91.5~101. 4 2.09 88.9~93. 2 4. 04
MR 0.2 0.1 88.9~92.6 2.45 91.5~94. 2 2.68
1.0 0.5 89. 4~94. 8 1.51 96. 8~98. 9 3.07




