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RERAERNET—HEENTLHRES 26 WEFSENAE, ZHEET LuEAL
FHOILX (1], BAERAZREFLMME QUEChERS FRXTHERIITRERISL, K
B Agilent 1290 Infinity I BIE R R B Agilent 6460 = EUARAT B X FTSHIRR
HITHBRN, AXFENFEZTERTEIMIKE, REEEHENEEHEE
Bl, HXRE0A2 0995 ES. FIAZAERNT 26 WEFSE, HTEMR (L0 1L
FHRTFLRFE. REREMEENENENELZAZEKE (MRL), IMFRERR
B, ASHEBEEBE 60% - 120% KSEEN, MM RSD HETF 15%. £HR
FENAZEENENRGE. sREMERE, HEAGKSHEE, ERTXXER
BERTHEESRHTERYFE.
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EMKRER (BRRMHMNNIENER) ASZAERSEN
nH, AEENSERMT, AESRIRHHATE. FTE.
RIEEURFES A ERNM YT L. SERFSRSHH
SHES, EZRAHEN (23], B, RESRCRATSN
HHEE, LERAEXEN @ (fiM, 84, EX. 0N
i) # 4], RRTEESENEARNEEXARARGET
SHHE,

BETEE, BHRERESRELERRBRENEKARS
(HPLC-MS/MS) @it 5 & E 4%k (IAC) S EHZEE (SPE) 48
#&, BHNATEFRSZEMRNT, QUEChERS R—HEER
MEBMELFTE, ZHECHT BESNT—LENRGRER
(Gign, WM&, EH. AY. FEEE) PHEFRSZE(5-7]. &

i, EREFEAZ—MEMERNRARER, HRBERNIN,

THRETEHZRMELTN, FEFASLXERTENTE,
NTATRESHA XBRERCHIEM, XMHEESER. Rkite
Y. EERMAAGER, BEBREEL. FHRANWENZEIE
BB QUEChERS FiE S BB NRH AL /Rt R HKER S
(UHPLC-MS/MS), FEH—MAIEMFE, WZRETH 26 #
FHERSEHTREENE.

EEERS

eI

ERSERALEY: FMFBENEEE (NE0). BMHFH
(DON). 3-ZEE-BEEREHEIHSEE (3-ADON). 15-ZEE-fit
FERFEIIHAGE (15-ADON). HHHESE B1 (AFB1). HHES
% B2 (AFB2). EMESZE G1 (AFG1). EHMESZ 62 (AFG2).
HEHESE M (AFM1), ERESE M2 (AFM2). T2 F%. HT2
5%. ASEX B1 (FB1). #BMER (ST). KAEFS/E (VER).
HEESE A (OTA) FIEXKIGHE (ZEN) B Alexis Corporation;
45-ZZ BIEERERTIEES (DAS). BIVEFE-X (FUSX). B3R
FIRILEFZE (DOM-1). KESFZ (GLT). EHEZR (FUM). KB
% B2 (FB2). {RO&E X B3 (FB3). EfE (MPA) EFEZ
(PAX) B Romer Lab, —4i45 (BIMNEEE. ZE. K. Z
B$RAK) A HPLC . EMikFI A SR H 8 A ik i
. EHA QuEChERS ZBX (EN15662 Fik) IXFIENNE%
HEMEZRARR AT,

HRERTFME

FREUEERR (2.5 g) BN 50 mL BOES, HRARHABRARIK
RITEERREERN 30 40 20 mL & 0.1% FERAY 80% ZBE/KARAN
5mL & 0.1% FERRY 20% ZREKBK, EERENR, xR
#TED, FRELER. ARERANEN LERREE—E,
J1E B R#EE QUEChERS ZEEURFIE (51145 5982-5650CH)
B BNRIERS 1 2 $0/E7E 8000 rpm TEL 5 min MHTEAR,
REHLEREBEESOERMAT, HER 20 mL E2R#HT
W, BEER. BREETENATYHEEZEE 150 mg C18
1900 mg FESHEMZEER dSPE BLE (EF4S 5982-4956CH)
F, RIERHERAR 1 min, REH#TED, BRELERE

EENAEEDR, ZABERKE 5 mL ZEEERR. REH
REHBREEEBRES, HERERELSE 40 °C THHEE
F. &R, BRERERT 1.5 mL BER 1.0 mL kS, BHRE
BmamiBEE 0.22 pm iERE, UERA UHPLC-MS/MS #—%
S,



LC/MS &
x 1. NEEMH

LC %%
e REBSHLE Agilent 1290 Infinity KIBEIE RS
Eppiiza Agilent 1290 Infinity B E#HEES, FiRIEMIRE
iR Agilent 1290 Infinity #i2%
il Agilent ZORBAX Eclipse Plus C18,
2.1 x50 mm, 1.8 pm
iR 40°C
eIl A) 0.1% BB (E) Fgk (f#)
B) 0.1% RERMZEEAH (IE) FARE (f)
iE 0.4 mL/min
iy =3 3L
JRIB1THTE 2 min
BRI ML 0—8min, %B H 30% HEME 35%;

ESI-MS/MS &

8—8.5min, %B M 35% HEIN{E 50%;

8.5— 15 min, %B H 50% HEMZE 80% (iE) ;
0—3min, %B REHE 10%;

3-3.1min, %B H 10% HEME 15%;
3.1-45min, %B B 15% EME 20%;
45-8.0 min, %B H 20% EMZE 30%;

8.0 - 8.5 min, %B F 30% HEHNE 45%;
8.5—14.0 min, %B M 45% EME 90% (£1)

R&EZELBSREREBTFIRR Agilent 6460
ZEMEFRRBER RS

300 °C (+)/350 °C (-)

6 L/min(+)/10 L/min (-)
45 psi (1)

350 °C ()

12 L/min(+)/7 L/min (-)
3500 V ()

0 (+)/2000 V (-)
£SR3l
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UHPLC-MS/MS F#&a1iit

BAMIRELSMERZREMIMRE MS RESH, IR 2.
REESEAARE, —HEEBTFURATHITHN, 5—4
EHBTFUELTHRITAN. WME 1 R, EMRLE UHPLC %

x2  HFRN 26 BEEFZEH MRM $3

BT, PAEEBTFURANABFURK THRITANHNHEAR
EERURIATREENELSE. Z—HBERER T AW
HEFH, ARERETERFSHTFRAN., SLARAHH
1 HPLC & Rz, BEHZ) MREIHREERL, BE
HERSAEBFUMGETURERMBITHTREBER 26 #
ERSERGESHNREE,

RT BREE TEEY THEF HE
CPD (min) BE¥ v) (CE/V) (CE/V) X
NEO 1.07 4002 70 214.8(10)  185(15) E
AFM2 2.34 331.1 140 285.1(21)  273.1(20)
AFG2 3.03 3312 160 313.1(23)  245.1(30) I
AFM1 3.33 329.1 140 273.1(23)  259.1(22) E
AFG1 3.96 3292 150 311.1(20)  2431(25)
AFB2 5.07 3152 160 285.1(22)  241.1(38)
GLT 6.09 327.1 80 263.0(4) 245.0(12) I
AFB1 6.45 3132 160 285.1(22)  241.1(38)
DAS 7.17 384.2 75 307.1(5) 228.8(10) I
HT-2 9.97 447.2 135 3452(14)  285.0(16) IE
FB1 10.63 722.4 180 352.3(36)  3343(42) I
T2 11.07 484.3 125 305.3(8) 2152(14)
FB3 11.58 706.5 120 354.0(30)  336.2(40) IE
ST 11.92 325.0 150 310.0(20)  281.0(36) IF
FB2 12.28 706.5 180 336.3(38)  318.3(40) IE
FUM 13.68 459.2 75 215.0(17)  1309(23) E
DON 2.60 295.2 90 265.2(4) 1381(10) £
DOM-1 4.93 279.1 70 248.9(1) 230.9(3) bl
FUS-X 5.22 353.2 80 263.1(4) 186.9(20) £
3-ADON  7.24 337.1 90 217.1(8) 173.1(2) f
15-ADON  7.43 337.1 100 188.9(8) 150.2(8) bl
MPA 8.75 319.1 150 274.9(3) 2428(22) H
ZEN 11.72 317.1 190 175.0(25)  130.8(33) %
0TA 12.36 402.1 120 358.0(12)  211.0(22) #
VER 12.54 510.2 110 306.2(10)  167.2(12) #
PAX 13.31 434.2 90 376.1(8) 3B8.1(12)  f
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16! ESI+ FB3 |11.92
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B 1. LR UHPLC-MS/MS £t THBRAER %, AEBTFHEXTH 16 BULEY (A), H9b
10 UL EPERBEFHEL THITHH (B)

QuEChERS EEAMIIRIE 0 .
RABELBTROMRIE [8,9], BEAMRERILE 70% 1 90% ZHEKAR . gg;gj
G&F 1 %0 2) RS TERSENEINE, ERRALE —

, E#ERBT UHPLC-MS/MS #4f7. TNE 2 Firr, RBEAER 1
AR 2 BAMERRE 50% - 120% ERANELENSHS A
A4S, ERhERERESER. DAS. T2. PAXELE
¥, AW, EtttEMMERESBEHIZER, HT-2. ST, GLT
F1DON £EMM, XAEEHTFRENEUNRMEEELE
B, Blt, ATHEERNE, RINXABEENAR, GEE

Fl 80% MUZBS/KARBTER, RERA 20% MZ BRI I .
1TEEE, ERAR 3, 45K, BRNEWEEL%-120%8  F2 (AUHESEARRFRZREANEHNETEEANMERE.
BN ENHESAA 151, 221224, RRABH 58, 1) 15 mL 70 % ACN-H,0 + 0.1 % FA

B 2) 15 mL 90% ACN-H,0 + 0.1 % FA

D 'y %Y _ TEich 1
E%M = %E’J@L&ﬂgﬁlm 12_0:]/2 HEEM, Bk, A3 FB13) 10 mL 80 % ACN-H,0+ 5 mL 20 % ACN-H,0 + 0.1 % FA
FEXRAARN 5 MRS BEREIERTER, 51 4) 15 mL 80 % ACN-H,0+ 5 mL 20 % ACN-H,0 + 0.1 % FA

JB715) 20 mL 80 % ACN-H,0+ 5 mL 20 % ACN-H,0 + 0.1 % FA



QuEChERS /4t IR B 5 i1 4%

AFERFIFEAFREANER, BEERESRZEAi#TiH
—$&, BRIOIRI, M 20 mL ECKEFHRIERS 10 min &
BENERIAE. XAEE 150 mg C18 #1900 mg HEEHIRE
£ SPE HEIEMREIMIN PSA #1 PSA/FELRE (GCB) A
BHIHERE SPE SEERITH—T %L, ME 3R, RATER
EHIR C18 Eht, 26 MU EWHE) 24 FERE 50% - 120% K
EE (MEEH 61.2% - 115.9%) , ¥ HT-2 #1 ST AYEIIL (K
F 50%. #HLbZT, &N PSA T PSA/GCB EEEMRE T —L&
L&Y (B0, HT-2, FB. ST. ZEN. OTA. VER. PAX %)
B E, SHMEAMPRAE 45% B2 TEEME I EE (50% -
120%) (B 3), Bk, BEEXAREREHN C18 SPE HHER
RS R RIRE M TIR AL

B R

KRR QUEChERS 7k, BITE—SEETERMLERE
Z, UREEEEXARENRAEFEHITEENT. HINLEK
TZAERMEEAR PR ELEYH MRM IR, X+

RAEBFHENUEY, ERX AFG2 FESHIERHNGTE,

EEE N LIAE 50.4%, HXZEHM AF (B 4) . 1t5, FB1 0
FB3 MISSH LR T 8.5% # 34.5%, RALEEFHERME

>120%
W 70-120%

50-70%
W 20 -50%
M 0-20%

W1 WRMF 2 WREEFIS WREEFI4 MRS

B3 WEYHESER LM R REEIREEE B R B
IRH13 1) 150 mg C18
Bt 2) 150 mg C18 + 50 mg PSA
Rt 3) 150 mg C18 + 200 mg PSA
R F 4) 150 mg C18 + 50 mg PSA + 20 mg GCB
IR H 5) 150 mg C18 + 200 mg PSA + 20 mg GCB

Hit k&M= ERME, MHIEATFHERA 3.5% - 90.7%.
ERBFHER. 90% MU EWHRE 62.6% HESEERIIF,
% OTA ZEIERHNF (15.4%) (B 4) . HFHRORGLRIRCHR
BEUEY, ARAXRBERCEMIEL, BEHAES
RE.

ESl+ ESI-

RS (%)

=]

TR R TR TR SR

B 4. BRFEFHT MRM BN E L SEFREERIT MRM BN E RIS BR LB RERF
HRRIEENE, MBI FEUNRAFER TR



HERIE

Lt

WRERZRABRRATAERH#TERS, HHYERASENRES
2. 5, 10, 25. 50, 100. 200, 300. 400%n
500 ng/mL, EXEMEMNRETEAN, RETRENEMEXR,
SMEEAZRE (R?) 152 0995 HES, WMF 3 AR,

5405, 1.

£3. FEWERMNR (LOD). FER (L0Q) FkkERFE

LOD (ng/mL)  LOQ (ng/mL) SMTEE
CPD 3S/N 10 S/N gunE R? (ng/mL)
NEO 128 3.83 0.9975 5500
AFM2 0.15 0.46 Y = 380.831470x — 6148.332713 0.9994 05-50
AFG2 0.10 0.29 Y = 3770.076774x + 7619.686379  0.9987 0.5-50
AFM1 0.05 0.14 Y = 3389.314337x + 3604.677956  0.9992 0.5-50
AFG1 013 0.38 Y = 6783.627614x + 5300.422070  0.9979 0.5-50
AFB2 0.14 0.41 Y = 3327.160443x + 1200.109051  0.9983 0.5-50
GLT 3.95 1.9 Y = 5546.655580x + 4.116544 0.9991 25500
AFB1 0.07 0.21 Y = 4916.135923x — 242.634875 0.9991 05-50
DAS 0.08 0.24 Y = 1108.0438858x — 8130929299  0.9981 5-500
HT-2 1.66 497 Y = 2719.293653x + 41280.602530  0.9985 5-500
FB1 0.23 0.70 Y = 236.852106x — 3123.861876 0.9992 5500
T2 0.10 0.31 Y = 2411.295594x + 70542.978660  0.9978 5-500
FB3 0.17 0.50 Y = 1174.535695x + 8046.769182  0.9994 5-500
ST 0.05 0.15 Y = 4470.085632x + 85183.182429  0.9984 5-500
FB2 0.17 0.50 Y = 4861.838810x + 80850.952376  0.9983 5-500
FUM 432 12.9 Y = 5608.519625x + 105839.123757  0.9995 25500
DON 6.94 208 Y =52.160185x — 819.847770 0.9992 25— 500
DOM-1 128 3.85 Y = 373.373396x — 3825.938174 0.9992 25 - 500
FUS-X 2.80 8.39 Y = 128.820806x — 1564.337340 0.9970 25 - 500
3-ADON 2.33 7.00 Y = 179.599728x — 3510.676535 0.9948 25 - 500
15-ADON 7.25 217 Y = 30.224230x — 317.701780 0.9992 25 - 500
MPA 127 3.81 Y = 469.797341x — 3923.228345 0.9992 25 - 500
ZEN 1.03 3.10 Y = 414.474804x — 1603.879798 0.9971 10500
0TA 0.25 0.74 Y = 1610.057794x + 483.939368 0.9987 1-50
VER 2.92 8.77 Y = 24.953195x — 215.639821 0.9990 25 - 500
PAX 0.06 0.11 Y = 863.998752x — 6907.946499 0.9991 05-50



LoD %1 LOQ

LOD EFHEKARETEEMN MRM &5 E L 3 (EEM0RE i#
TitE, MLoQNEAHEBENEEEMN 10 ERESERILFK
WE, MR IFHF, HRHLOQTEER 0.1 ng/mL (PAX) E
21.7 ng/mL (15-ADON), EiEHFHERPHIRESHA 0.11ng/g
fM21.7ng/g. ZHERERBHREE, #BNETREXE
EFEenERTHREERS

mLU W2 L3

B EREEE

MR IETYRAERTEIMFRAESE, ARITE R, &
SHRENERSZIMFEZAERP, FHEMRENERES
HHE=ZR, EHESERNRENFNLEHN 20, 407 80ng/g; FT
BHAEFNEFRSENINRRESEE A 100 Z 400 ng/g. XI4R
FEmtTEER. RRREFNEL, SRIERA UHPLC-MS/MS Fiki#
T, WE S PR, BRTAMRSKE TH FB2 #1 PAX IR &
RIRETH) ST 25D, 95% FEmAIEIREISTE 60% - 120% HISE
ElM. FTH RSD KT 15%, KEH RSDE (BEHHI 96%)
T 10%, XXRPZAESETE.
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BN

ERRF LA E 30 MERBITHE, X 30 MEREFBENE
M ERYIMEA 20 EZREM 10 HEEE. SHERHETT
MEESZE, HWEIE AFB1. AFB2. AFG1. AFG2, FB1,
FB2. FB3. ST. DON #1 OTA. EMKRHNERSZMNNEEE
WNE 6 Fm, B6FERIETHEREMAMERNEE, &
0MERER, RNEUMEHERYEE FB (FB1. FB2 0
FB3), HiKESEEH 6.8 E 29.3 ng/g; = MM ST i,
ST HYEIRESEE AN 15 F 5.1 ng/g; BEABMERDEEIRE
2504 253.7 ng/g #13.2 ng/g # DON #1 OTA; E MR AF
(AFB1. AFB2. AFG17#1AFG2) 5%, AFRIREEEH 08 ZE
12.3ng/g. FERHE AFF, AFB1 MIREMES TEMLEY
(6.6 ng/g), HFELEHEBESSRTLRNERT, Hb 25% Frah
HEHESRRES TREEHMEN MRL[7] (B1/MF 2.0 ng/g,
AF ZFUNF 4.0 ng/g)

w
1=
=)

253.7(1)

N
123
o
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)

13.8 (24) 19(21)

w
o

7.6(23)

N
121

20

BRPEESRNRETLR (ng/g)

23(8)

5 —|An T2y
01 w0

AFB1 AFB2 AFG1 AFG2 FB1 FB2  FB3 |

ST DON OTA

B 6 7301 EEEGPRENEFSENRES T, SMERELNHFR
TREREURARE 30 MERFAMHERHEE; £ tERTERE
18F LOD B9HEGR

GHETHYT REATAOWEEE., £2REU, 10N EEERRE
R4 AF #1FB i3, AF#0FBRIRESEE S 54 2.4 £ 4.6ng/g
M6.9ZF201ng/g. BEETHNEMERSEHRTASEN
LOD,

LAFELERIER, AF 1 FB REMEMEEETRERMNTE
¥, R, IEEFEETHET SPE 5 IAC BIEH# TR S
W, BAENMUEENIREEEEEER. AHERGET—
#3KF QuEChERS RUBRZEEANLAL ik, WWEK T EMHER
BENAERE.

ik

AXF&R T B QUEChERS 3%, REZAESZEHL
# UHPLC-MS/MS s HEAXMERED 26 HERNMEES S
HITTEESN. AMAFAMNFERE, BEERT L0Q 9K
FHRASHRRERTERNRMR MRL, ZAEEAEREE.
BiEEYE. SERENSRENNKE. CERRATZREN
HRSZEHEDR, FEEET RATOREESEUNRRER.
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