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Determination of 15 mycotoxin in wolfberry

Liquid chromatography-tandem mass spectrometry method
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ficH 15 HEESHRANE
AR eIE-FUSIKRE
1 SEE

ARSCAFRLE T RS HT 15 b B 7 2R RVRORE - T B ECFH U 5 79

AAFEH TR 15 MEFERR Hil%E#H R Bl B2, Gl. G2. ML, M2, kY
& Bl. B2, B3. i A FJEHE I H % EE (DOND | 3- Z B A S 8 9k J) B 45EE (3-AcDOND
15- LB A S B PR ) B MEE (15-AcDON) « TK/REMGEN (ZEN) | T-2 K. &S
A (OTA) D) KIIISE .

2 HeMsImxH

NSO AR P A I ST R S T A AR SO AN T A 2k . b, VEH N
(51 F SR, A% E AN R (R RAS TG AR SO AN I LR SCft, Hosol A CRuds e
AHIMBESCER) &R A

GB/T 6682 73 #1555 25 FI/K HURS 158 77V o

3 ARIEFEX

T
4 JRIE

BRE ] SIS TR SRIGR AR AL 5, WO G- S IO SR, AMmid e
5 Wi SHE

BRAES B RESS, BRI AT al, AKFFEGB/T 6682 HLE 1 —Z%K.
5.1 k5
5.1.1 H[E (CH;OH, CAS 5: 67-56-1) : fajfal,
512 ZJfE (CH;CN, CAS 5: 75-05-8) : fai4li,
5.1.3 H (HCOOH, CAS‘5: 64-18-6) : fhiff4li,
5.1.4 SALH (NaCl, CAS 5: 7647-14-5) .
5.1.5 FTKEiERE: (MgSOs, CAS 5: 7487-88-9)
51.6 ZFR¥ (CH;COONHi, CAS5: 631-61-8)
5.2 RIKECH
52.1 80%ZJEH (80+20, FRFALL) : HHL 20 mL /KANA 80 mL ZJiEH, TR,
522 0.1%H R 80% LM : FH 1.0 mL HERT2AEIH, H 80% L M5 E 7 4 1000



mL, $£%].

523 50%ZMEEI (50450, ARG B 50 mL KHIAN 50 mL ZJiEH, TRAD.

524 CTRE-WRKIER (2 mmol/L) : FREX 0.1541 g LFR%L, HH 0.1% R /KIE G iR T

FiREE 1000 mL, #2257,

525 0.1%WERHEER: B 1.0 mL FRTAEMY, HPEEBER S 1000 mL, £

5.

5.3 tnfEm
AT R Bl bRifEd (CAS 5 1162-65-8, 46F 99.5%) . # i 2&5F & B2 brifdh (CAS
5 7220-81-7, 4 99.8%) « WA EE R G1 AnifEdsh (CAS 5 1165-39-5, 41fE 99.9%) .
FEM AR R G2 frifEdh (CAS 5 7241-98-7, 4FE 99.9%) « & 11555 2 M1 #aifEdh (CAS
5 6795-23-9, 4iJF 91.0%) . BHHERE R M2 bRkl (CAS 5 6885-57-0, 4iiJF 99.8%) .
R 2 FB1 brifEfh (CAS 5 116355-83-0, 41/F 99.6%) - fk &3 & FB2 br#Efh (CAS
5 116355-84-1, 4 99.9% ) fR 85 35 FB3 AnifE it (CAS 5 1422359-85-0, 4 99.8% )
it 455 T AR (DOND A dh (CAS 5 51481-10-8, 4% 99.9%) . 3-Z B4
FEETIFE R (3-AcDON) FrifEdh (CAS 5 50722-38-8, 4 99.8%)  15-Z Bt
AT EIRIIEIGEE (15-AcDON) FrifEfh (CAS 5 88337-96-6, 4l 99.9%) . KK
HIHEA (ZEN) Bl (CAS 5 17924-92-4, 4LJE 99.9%). T-2 #&brdEd: (CAS 5
21259-20-1, Z1iJF 99.5%) . it 1B TE & A (OTA) FpifEdh (CAS 5 303-47-9, 41JF 99.6%) .

5.4 FrERRECH

5.4.1 HREMEESVER (1000 mg/L) : VEFHFRELZ 10 mg CRERBZE 0.1 mg) FRFIFRHE S,
M (5.1.2) WRIFEARZE 10mL, #6-18 C R LA R FMRAF.

542 RAPRUERESVEIR (20 mg/L~50 mg/L) : WREL— 2 AIARHERE AT A R
Ol (5.1.2) ERBAEE, #-18C K LLT &M IRAF

543 REVHEAR (Smg/L) « RN —EERIREGIEM S ER G4 TEERT, Ha
i (5.1.2) ERRZIE, BOE-18°C &L FMHIRAF.

5.5

55.1 MALUERE CAFLAD : 13mmX0.22um, BAHYSE .

6 NFESKRE

6.1 AR G- = VURAT RS A EoA MRS S TR (ESD .
6.2 TR & 0.1 mg #10.01 g.

6.3  E0#L: 4000 r/min.

6.4 EHEAFEAL: 10000 r/min.

6.5 AL,

6.6 MGG,

7 DRER



7.1 RAERE

EERIICHE R BEALORE 1 kg, FEMRS], ERHASUSHNLSIR G, AR L)@, T
-18°C S AN S5 A OR AT

THIFCAE  BEALEURE 500 g, FyiEJE 78RS, TNR OJaas8, T-18°C e LR 441
7o
7.2 MHRIERSEEK
7.2.1 3RH

Bk FE e iR e), BERIRARERRI S g, THRIAFEARE 2 g, MEMAZE 001 g, BT SO0mL &
OEH, I 200 mL ZHEE# (5.5) , Z4R%FHEH 40 min J5, 4000 r/min &0 5 min, £§
516 .
7.2.2 &k

WHL 6.00 mL _EiEVRAE 15 mL B0 T (1.5 g T/AKBRBREEA 1.0 g &AL , iRiEE
) 1 min 5, WH 4 mL B3ERESEASWT, HOKER (5.23) EXE 1 mL, SHSLIERE
(55.1) , fFME.
7.3 ME
7.3.1 REABESELG

a) i Ciskl, 2.1 mm (N4 x100 mm, Fifs 1.7 um, BiAH 2

b) FEIM: A A CERE-TR/KIEWR (5.2.4) , BN 0.1% MBS FESAR (5.2.5)
VRBARRS 26 WK 15

¢) Ji#E: 0.4 mL/min;

d) KE: 40 C;

e) HEFEE: 2 L.

F1 AEMEREBERE (KWK

I 1) Va 4
min % %
0.00 90 10
1.00 85 15
2.00 80 20
6.00 40 60
10.00 17 83
11.00 90 10
13.00 90 10

7.3.2 [RiESEEH

a) BTURSRAL. WM U,
b) A LR T AN T [F




c) MMIFHE: EEF5500V, FEST-4500V;

d BFIREE: 550 C;

e) MiZSimik: 50 L/h;

£ SATAIRIE: 50 L

g ZRMIEIN: R EEER S NEREE D2 TE T T & ZAN 72 TR
VNG, Sy By k. AR AR RENE . BT FET AT S,
Z LM RA.
7.3.3 ERILECARET{ErTZ

RS AT SR 7.2 S0 AT AT AR R, 15 3025 R A . RS RN — e SRR
BRI, B 25 1 B A R R OT R A 0.001 mg/Ly 0.002 mg/L. 0.005 mg/L
0.01 mg/L,0.02 mg/L+ 0.05 mg/L. 0.1 mg/L. 0.2 mg/L 1 0.5 mg/L [ 5 VLR ARAE TAF AW
AR A PR R AR I 75 ZLEFEA DT 5 ANREE fL, BEBOME (i S A OGN 52« AR BE R
E T B 100 S B W TR O N AS AR, FEX IR PR S TR G O b LA VR A e
AARR, el UL RO bR TAE 28
7.3.4 EMREE

7.3.4.1 {REBRIg)

B A A bR v Ve (1) O B BT 855 R 97 b oA £ 135 0 117 O B BT [0 AH LU, AEX R 22 8
E+£2.5%2Z N
7.3.4.2 BFFEEL

Fo IR R S AT RS 5, A IUVASE b P €0 R W R B sf ) S5 bR B — 3%, H 5 &R
JEERH 224 P 3 AR VR VR FEAR X R B — 3, AR R SOV m ZE AN 3R 2 B Y L, Ay )
WriE i TR A7 AE B AR

® 2 EMWIEENBEFFENRARITRE

XS >50% 20%% 50% 10%% 20% <10%

FEVF AR S 22 +20% +25% +30% +50%

ARTTERIARHEY) B LC-MS/MS 25 5 J87 1 1 ot = £ 1% 1 2 DL 5% B
7.3.43 TR

AR E
7.4 ZFHIRAK

BRASIEURE SN, SR FH 58 4 A 8] (0 0 5 A0 BR AT TAT AR

8 HRIHE

BB 2 SRR B R R M X i, RN T (mekg) o AR
5.




:pxﬁxﬂxlmm
mxV, 1000

X

A

X—— R B e, AN R T 5 (mg /kg)

p—— FEFVLEChRAE TR R B N R IR BE AU, A N 5 BT (mg/L)s
Vi— REGEIARIEE, BAO8ZETH (mL)

Vs ERBARREAE, BA8ZTH (mL)

Vo— 7 BORIAR I EUE, 8= (mL)

BRI, A5 (2) .

THEAE R UL GRS TR 2 RS2 45 R F AT E RS, TR 2 A A 2

m

7, SR 1 mg/kg N IRE 3 AT

0

K

FEEEMFMT, FEMPIIIL IS R ZE S AR T RERIE (F7

Y, NATE MR C ESR,

10

PR

fn

o~
rE

AR 15 FRERE R E ERY 0.001 mg/kg~0.01 mg/kg( UL % D).



B#R A
(FERHE)
ISHMEESZENRENE. 87 FTETRBETHRIESH

M

ISP EFE R RORENEL, 87T, TETRETHRESHE, WRAL

T=A1 ISMERSENREEE. BEF. FETRETYRIESH
= | TR P73 o v
BE | s Y B OR g | o | omern | MR gy | AR
R . \Y \Ys
min \Y
1 I ERT R Bl Aflatoxin B1 7.51 142 313.1/285.1 33 313.1/241.1 51
2 R R B2 Aflatoxin B2 E 7.28 135 315.1/287.1 35 315.1/259.1 40
3 HMAEHR Gl Aflatoxin G1 1E 6.92 100 329.0/243.0 36 329.0/200.1 40
4 WHHERR G2 Aflatoxin G2 iE 6.66 100 331.1/285.0 37 331.1/245.0 40
5 HIET R M1 Aflatoxin M1 E 6.71 120 329.1/272.9 31 329.1/258.9 35
6 BT ER M2 Aflatoxin M2 1E 6.35 120 331.1/273.1 38 331.1/258.1 38
7 RE®E Bl Fumonisin Bl 1E 8.53 50 722.4/334.4 54 722.4/352.4 50
8 hREEHZE B2 Fumonisin B2 iE 9.78 85 706.4/336.51 50 706.4/318.61 54
9 REEE B3 Fumonisin B3 1E 9.24 85 706.4/336.50 50 706.4/318.60 50
10 | Fi 4 S i) A Deoxynivalenol iE 3.91 65 296.9/249.1 16 296.9/231.1 15
_ oA =B EE
11 3 mﬁ}ﬁ% Eﬁ /] 3-acetyldeoxynivalenol iE 6.18 65 339.2/231.1 15 339.2/203.2 20
T I I
- AR =
12 15 Z‘MEE%LE Ptk 15-acetyldeoxynivalenol 1= 6.18 65 339.3/321.2 13 339.3/137.1 19
T I

13 TR AR Zearalenone il 9.74 -130 317.1/175.0 -32 317.1/131.0 30
14 T2 &K T-2 toxin iE 9.14 58 484.2/305.1 19 484.2/245.1 19
15 FHIEER A Ochratoxin A i 9.82 -90 402.2/358.2 28 402.2/211.0 38




ISP EERRRZ RNV (MRMD & i & WL EB.1.

Mk B
(ERHE)

MERSRLZRMEN (MRM) REGIEHE

5. FKFBIHE

10. HHBEFHB2

11. B EFHRGL

12 HH#BHFHG2

EB.1 ISMEARSHEZRNEN (MRM) REGIEE

13 Hi BFHEML

14, HHBFHM2

15. T-2%5%




Mk C

(Fset)
SUENEEMHEKR

SR ENELEIEER, WRC.1,
*C 1 SWEANEEMEKR

WA 5 K5 % % (RSD)
mg/kg %
>0.001<:0.01 <20
>0.01<0. 1 <15
>1 <10




% D
(ERM)
1SMERSRPRLEBZMMNGEEER

15 B 35 3R P SCA R AN i BIR, WARD. 1.

RD. 1 I5SMEREFSZETRAMMGEEER

Jrs LI & P4 FiE MR, mg/kg
1 # &R Bl aflatoxin B1 0.001
2 W R B2 aflatoxin B2 0.001
3 piif=t—>e)| aflatoxin G1 0.001
4 HHHEER G2 aflatoxin G2 0.001
5 H i FE R ML aflatoxin M1 0.001
6 AR M2 aflatoxin M2 0.001
7 R 8 Bl fumonisin B1 0.005
8 RO EER B2 fumonisin B2 0.005
9 REE % B3 fumonisin B3 0.005
10 it A 25 T R ) O deoxynivalenol 0.01
11 3- T B 5 T e D o M T 3-acetyldeoxynivalenol 0.01
12 15- Tk Mot S 5 5 0 U0 T e 15-acetyldeoxynivalenol 0.01
13 KB N5 zearalenone 0.001
14 T-2 % T-2 toxin 0.001
15 HMESER A ochratoxin A 0.001




