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PRHHEERENE

LCMSMS-903

WE: ANBYTHEASE=ENMTREKBUNERRFABEENEREERNSWNASE, S HERTE

0.1 pg/L~85.0 pg/L RECERLIERYF, HXRBr 099 UL, #S.

t. R=EDRET, CEMBREN

[EFIEEFRAT RSD% 2-57E 0.03%~0.07% F1 0.55%~3.98% i8], (NEEZE R . MIRKREN 70 pg/kg B9EEm,

5 M E R EURETE 98.8%~109.8% zid), HESMRYF,

SPAEEENBEEERNER TSR,
XPE . CENRTRERBN B85 AEEZX
AR :

<+ —HEATRNSTRRPHAEREMNERERR.

ZHIERBES,

SR ERE, ARERH, JBTE

BRAEEZR

*BYT-MERPHERRMEREERES RBEMA LC-MS/MS D75 %.

B MAEZ (Enniatins, ENNs) A1BE&®E Z (Beau-
vericin, BEA) I FRFIMWENFTEERSE, b2
BIERBTENREAE"Y, TB2FREY. kR
FEEXGEE. EINERAEREREAER
A(ENA) . BRIBE R A1(ENAT) . BHRIEHE X B (ENB)
B HFHME X BI(ENB1), HRIFAEFRME, ENNs
BEA W ARz EFRESHENMBSE, MELE
e S EMEMSEENRSEER, BERKRIAE
NEHEZELI. 2RIH%,

W LRES

REEHAFERERTHEREZNRREERNIR
ERNGE, Ab@z—fpEe, iR, K. EH
NG EEBEERE N, AXERKMZENR
BARIRE, & SPERFURER, EEBERR
HEEs B - BERIE, 22 THRNERTPH ENA,
ENA1. ENB. ENB1 #01 BEA B9#M 3%, 7R .
ZRUE, IKES, INERTRERZNEEE
HRATROURERAZIE,

1.1 138
ARSCH KA BiE LC-30A 5 =F MR FRIEN LCMS-8050 BXR &R %, EFEEN:
RS EHEE © CBM-20A B ¢ SIL-30ACMP
W & & : LC-30ADx2 B’ & L : LCMS-8050
B B # : CTO-30A &3 T{Euh : LabSolutions Ver. 5.114
HELBSM © DGU-20A,

1.2 D&M
LRSS
& # & : BEHCI8 (100 mmx.2.1 mm1.D, 1.7 ym)
WO B AH-SmMORERKEKR, BHE-2B
s m o 30°C i E : 0.3mL/min
B AR BERE, MBIREANBMESS%, #HHEMAR : 3uL

iNEEES Ve
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x1 BERBRER

Time Module Command Value
1.00 Pumps Pump B Conc. 55
6.00 Pumps Pump B Conc. 100
8.50 Pumps Pump B Conc. 100
9.50 Pumps Pump B Conc. 55
11.00 Controller Stop
BRI
¥ B : ESI, EBFER DLE & E : 250°C
EO®BK: 1.0k MAERIEE :© 400°C
Z € 5 : % 3.0 L/min # O &R E . 300C
F & 5 : &@&510L/min H#E & X SREEN(MRM)
m H 5 : =510L/min MRM 2 # : H¥E?2
W # 5 : &S (230kPa)
%2 MRM 2%
) CASNo. HIfABF F¥ETF QIPreBais(V) CE(V) Q3PreBais(V)
. 244.2* -40.0 -35.0 -25.0
1 HERZR BEA 26048-05-5  801.4
262.1 -40.0 -33.0 -12.0
. 210.2* -20.0 -40.0 -21.0
2 BHREEZRA ENA 2503-13-1 699.5
228.2 -20.0 -32.0 -22.0
. 210.1* -34.0 -32.0 -21.0
3 BHAEZR Al ENA1 4530-21-6 685.4
228.1 -34.0 -34.0 -22.0
196.1* -32.0 -31.0 -19.0
4 BHHEEZ=B ENB 917-13-5 657.4
214.1 -32.0 -33.0 -22.0
. 196.1* -34.0 -31.0 -20.0
5 BFHEEZ Bl ENB1 19914-20-6 6714
210.1 -34.0 -31.0 -22.0
*RRERBT

B = R IB AR E S R B &

2.1 HRBIAIE
FREX 5 g1 # (FBHZE 0.01g) T50mLBOEF, A 20 mL OfE - OF& - 7K (84+1+15, {AIRLL ) IREUR,
RIETR S IREX 30 min, 8000 r/min B4 5 min, BEXEE®R S5mL, A 10 mL KE#{THRE, F#.
HEFRFBENS mLBEBER EHFZESEA S mL S 5 mL ACEIIA HLB (200 mg, 6 mL) , 5 mL 40% & B8 -
KiBRERE, 2mL CEDRRER, IWESEBRRREE 40°0CFTRSKT. A1 mL CBEBBEXEY, R
FeiRS 10s, A 0.22 um IEREEIEEHF,
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2.2 RYIR S R EC I

2Bl AERREFEEX 100 ng/mL BBAMRETL/EA®R 10 uLy 50 pL. 100 pl. 500 L. TmL. 2mL. 4mL. 8.5mL
ZE1I0mLEENRY, ACBEEREZE, BY. iWERIITHERIRES B9 0.1, 0.5, 1. 5. 10, 20. 40,
85 ng/mL WRIIFFRERR, IRFAIES,

HER5E
3.1 BHEREMBARARRNESRIEE

Fchl 0.01 ng/mL BIHEEZMBAREBERESIERKR, LD, S8 5 PHUEMIRERRE MRM &
EENTE 1, 8BEPRY, BELTIL.

Q 801.40>244.20 (+) 141e3  Q699.50>210.20 (+) 132e3  Q68540>210.10 (+) 149e3
100.00 - Y 100.00 - ) 100.00 -
BEA | ENA ] ENA1
% -] % - % -]
/\_IL J_AA_J\I\M -\ A A A J ‘J’\ ,J\“ NN
O'OO|""I""I""I"'I 0'00""I""I""I""I 0.00||||||--|----|-|-|||
35 4.0 45 5.0 45 5.0 55 4.0 45 5.0 55
RT (min) RT (min) RT (min)
Q 657.40>196.10 (+) 126e3 Q671.40>196.10 (+) 1.09e3
100.00 - Y 100.00 - Y
ENB 1 ENBI1
% % -
000 Y4———F+—"—FF+"—"+"7+— 000 --——"™m—————7"—
30 35 4.0 45 35 4.0 45 50
RT (min) RT (min)

1 0.01ng/mL BEEZMBRAEERESIRESR MRMR 2i%E

3.2 BUERI AN H IR

BEHNORITERRER, UEEBFEBERICANLYR, RENELR, SERERLZNE 2 .
RAE 0.1 po/L intF iR, U3 BEREITEAERZFMARAEZRNMNGRER, JUEMRERURLME
KEEINFE 3 Fimo
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Area Area Area
4.5e7 - gea ENA S ENAT
Iy =487258.3x - 25427.24 5.0e7 -|y = 584748.6x - 23704.42 E y =492252.7x - 26483.24
40e7 R =09984614 R =09992304 {R2=0.9990255 R=0.9995126 4.0e7 |R2= 09983546 R=09991770
7 Curve Fit: Default (Linear) I curve Fit: Default (Linear) 9 curve Fit: Default (Linear)
3.5e7 - Weighting: Default (1/C) -+ Weighting: Default (1/C) 3.5e7 | Weighting: Default (1/)
3| Zero: Default (Not Forced) 4.0e7 | Zero: Default (Not Forced) 3| Zero: Default (Not Forced)
3.0e7 1 30e7
25e7 4 30e7 ] 2567 4
20673 ] 2067 3
p 20e7 | i
15€7 ] 0e7 1 1567 4
0e7 3 ] 10e7 ]
1.0e7 ] 1.0e7 ] e
5.0e6 1 5.0e6 -}
0.0e0 F———————————+——7——  00e0 71—+ 000 F——
0 20 40 60 80 0 20 40 60 80 0 20 40 60 80
Conc. (ng/mL) Conc. (ng/mL) Conc. (ng/mL)
Area Area
5.0e7 - enB | ENB1
1y = 546416.7x -31143.07 3.0e7 = 344158.5¢-19278.36
JRrR2=0.9983636 R=0.9991815 ] R?=0.9982062 R=0.9991027
°| Curve Fit: Default (Linear) | Curve Fit: Default (Linear)
4.0€7 | Weighting: Default (1/0) 2.5e7 - \yeighting: Default (1/C)
.| Zero: Default (Not Forced) | Zero: Default (Not Forced)
] 2.0e7 ]
3.0e7 | 1
1 1.5e7 4
2.0e7 - ]
1.0e7 4
1.0e7 - ]
1 5.0e6
0.00 ¢ . . . . 0.0e0
0 20 40 60 80 0 20 40 60 80

Conc. (ng/mL) Conc. (ng/mL)

2 BEFEMBEREEZRNOIRERLZ

*3 HEFZNERERZREHLRENR. 2R
PR

RO HXHEE R HEE %

(ng/L)
1 HERE= Y = (487258)X + (-25427.2) 0.9992 86.0-130.4 1.11 3.38
2 BHHEERA Y = (584749)X + (-23704.4) 0.9995 87.7-127.7 1.36 413
3 BEEEER A1 Y = (492253)X + (-26483.2) 0.9992 84.9-128.2 1.23 3.73
4 BHBEZ=B Y = (546417)X + (-31143.1) 0.9992 85.1-128.3 0.59 1.80
5 BRI EZ= Bl Y = (344158)X + (-19278.4) 0.9991 84.7-133.8 1.66 5.04

33EEMLR
BR 0.1, 1 #0150 pg/L R, I 6 R, BRNBHNEEM, WEERILE 4.

x4 OERENBRATZREBNEMERREEEER (n=6)

RSD% (0.1 pg/L) RSD% (1 pg/L) RSD% (50 pg/L)

RT Area RT Area RT Area
1 HEEREZ= 0.05 3.12 0.03 3.30 0.04 1.21
2 BHAEZEA 0.04 2.70 0.03 1.49 0.04 1.07
3 BHRIEEZE Al 0.03 1.91 0.04 0.93 0.04 0.55
4 BHRBEZEB 0.06 2.68 0.04 1.76 0.04 0.80
5 BREEZE Bl 0.07 3.98 0.04 1.58 0.03 0.51
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3.4 INARME

ENEXRED 5 g, MMABIRIIER, EIFRHRER 70 ug/kg, HRZRRERELE, BB 1.2 PRI RENE
S5FE/BRMMIRERER, FIONE 3R, BERERNES, BERTM, ZHERBES, EHZRT, JLERR
ERRNEBEERVTERR,

#*5 AEREMBERAFZMNINREEERBETINERESR
HaRE (ug/kg)

I EHRE % RSD%

piliL xR 2 piliL e
1 BHEEZR 2.07 68.7 67.2 71.5 98.8 3.16
2 BERAEREZ A <LLOQ 66.1 71.1 72.8 100.0 4.98
3 BRAEEZE Al <LLOQ 69.3 70.4 77.4 103.4 6.07
4 BiRMAEZB <LLOQ 774 753 77.9 109.8 1.79
5 BREERE B1 <LLOQ 71.1 71.3 76.6 104.3 4.27
E: <LLOQ FRREFTEE TR

W it

AXEYTERBRE=ENRTREKBMNNEERPAEFZMBRAERSE, 5 HEFEEHEE 0.1 ug/L~
85.0 ug/L RESCHALMRY, HXRMr£0.999 AL, £0.1. 150 pg/L =MNRET, ELNHIHEE,
e R B BFIEEmIRA RSD% 2 3I7E 0.03%~0.07% F 0.55%~3.98% 28, (UEBEEERIKF. MIRRE
7970 ug/kg B9tFm, 5 MERMEIULZETE 98.8%~109.8% 2E, BEEMRF. ZHERSES, SN ERE,
ZREH, TRTREATAEEENRRERRIVEREEWN

BENALS

52eVERE (PE) FRAE -2H 0
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