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Agilent Technologies

1. KU+ 16 MARESRNE Agilent fFRIRTTH

1.1 EHEHE

Pt

XFrRBRTRERT IR, EXNBREFERBY T 16 MARSRONE.

RARTTRSEN 16 MARSREESREIEEE (NV). RESERIIEEE DON). HASRETIHE
Be-3-HEEH (DON-3G). 3-ZEREH AT EHIIEIGES (3-AcDON), 15-ZEEH AT EiRT] EIHEZ (15-

AcDON), #HHBH K B1. Bo. Gi. G2 (AFBi. AFBy. AFGi. AFGy), HT-2 H XK (HT-2), T2 H X (T-2). B
FFEA(OTA), RBFF B1. B2 (FB1, FBo). EAKFEBIFEE (ZEN), REH#MBEFE (ST).

AXFriREEFT77% (e-Method) 1EMAT Agilent REREXARSE. EAMNKEEE R KB Agilent 1290
Infinity LC 70 Agilent 1290 Infinity Il LC ; & AR = EMNRAT RIS AN B & LERBENR (AS) BHE B FIEA
Agilent 6470 Triple Quad LC/MS ; & FBBYEr {4 iR 2 4 MassHunter Data Acquisition BO7 % B07 [)_F AR 7~
MassHunter Quantitative Analysis BO7 % B07 [X_ERRZN,

1.2 MUHREHNEE

BIER G

Bl
HIRAH
prisE S

ELEE
FoBah#FR
EEpid e s aEEs I
BB
BT Bk

1290 Infinity LC 1290 Infinity Il LC

G4220A 1290 Bin Pump G7120A 1290 High Speed Pump
(Jet Weaver 35 L) (Jet Weaver 35 pL)

G4226A 1290 Sampler G7167B 1290 Multisampler
G1316C 1290 TCC G7116B 1290 MCT

G1316-80002/3 (1.6 pL) G7116-60015 (1.6 pL)

Capillary 0.17 x 400 mm (green), 5500-1245

Capillary 0.12 x 500 mm (red), 5500-1157

A-Line Quick Connect Fitting, ST 0.12 x 150 mm, 5067-5958
B} Capillary 0.12 x 150 mm

PEEK tubing, 0.13 mm, cut to 600 mm

RERG 6470 Triple Quad LC/MS

BTIR

I

Agilent Jet Stream (AJS) Electrospray (ESI), G1958B
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1.3 HAATIESirErLZ%

IZNE. ER[/AFHEREMENME, & 1mmALZRRHE, B, ARG g fl&FHEST 50 mL
BLOER, A 20 mLIRBURZEE-K-ZBIBER (70:29:1, vAiN) |, FRRIEREG:ES 1 min, BETHE
BPEIR EHRHIREN 30 min, A5 6000 r/min B0 10 min, BREX 0.5 mL _EE&TF 1.5 mL BOEH, 1A
0.5 mL KFIRFERES, £ 4 C° T[4 12000 r/min Bi(» 10 min, Ei&E&RIT 0.2 um B EEZIGIEIE. HKEX 180
pL B IRRT 400 pL NIREF, IIA 20 L REBMNERIRESIRE TIESRR, RITEITFN.

AARRARIREEE, FEPIRABAMEHNFTREIEECs]-NIV, [Cis]-DON. [*Ci17]-3-AcDON. [**Ci7]-
AFB1. ['3C17]-AFB2. [*3C17]-AFGi. [*3C17]-AFGa. ['3C20]-OTA. [*3C24]-T-2. [}3C22]-HT-2. [*3Cis]-ZEN. [*3Ca4]-
FB1. ['3C3s]-FB2. ['*Ci1s]-ST, DON-3G, 15-AcDON 4> 55% B 454948 A9[*3C1s]-DON . [*3C17]-3-AcDON 1E 4 [
¥Ro AZBE-K-ZBAMR (35:64.5:0.5, v/Av/v) ERHIREIRENRINEGIELER, G0 400 ul HIEE
BN 20 L RERBMNENIFRERELERR, F2 3N 180 uL RIVESIRETLIER, RIEEIREL
VAN, LHIARRAERZ .

1.4 (LB
BAE

it ZORBAX Eclipse Plus C18 2.1 x 100 mm, 1.8 um (959764-902)

pre ] 35°C

I

AR 2L
STRENFE LA R A =1.0% Acetic Acid and 5 mM Ammonium Acetate in Water
B = methanol
R 0.3 mL/min
Time (minutes) % A % B
(=)
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meilinlu
Sticky Note
在该表格最后一行下面再加入一行（作为平衡时间）： 单元格中内容分别为：
自左边第二格向右依次为：
25.0	90	10


REER MRM Mode, ESI Positive/Negative

FrRSUBRE 300 °C

TFRSRE 7 L/min Nitrogen

RERE 35 psi

HRRE 350°C

BWSRE 11 L/min Nitrogen

B 18] B} FS  FFEEETE (min) i AEMV EHEBRENV) BIEBEV)
1 0 To Waste 0(+)/0(-) 3500(+/-) 0(+)/1000(-)
2 1.8 To MS 0(+)/300(-) 3500(+/-) 0(+)/1000(-)
3 3.6 To MS 0(+)/400(-) 3500(+/-) 0(+)/1000(-)
4 8.0 To MS 200(+)/0(-) 3500(+/-) 0(+)/1000(-)
5 12.4 To MS 400(+)/0(-) 3500(+/-) 0(+)/1000(-)
6 14.9 To MS 200(+)/0(-) 3500(+/-) 500(+)/1000(-)
7 16.5 ToMS  300(+)/300(-) 2500(+/-) 500(+)/1000(-)
8 18.0 To Waste 0(+)/0(-) 3500(+/-) 0(+)/1000(-)

HEE A MEEH BET FET Fragmentor  fif{EgeE

4]
3

(m/z) (m/z) V) (V)
5 [3C]-NIV 386 295.1 90 10 il
NIV 371 281.1*/59.1 90 10/30 il
[*3C]-DON 370.1 279.0 90 10 il
3 DON 355.1 265.0*%/247.0 90 10/10 Pl
DON-3G 517.1 427.0%/247.0 120 20/20 il
15-AcDON 356.1 261.0/137.0* 90 15/15 =
4 [*3C]-3-AcDON 356.2 245.1 110 10 1E
3-AcDON 339.2 231.1*/213.1 110 10/20 1E
[3C]-AFB1 330.1 301.1 160 21 =
AFB1 313.2 285.1*%/241.1 160 22/38 1E
s [13C]-AFB2 332.2 303.0 160 21 =
AFB2 315.2 287.1*%/259.1 160 24/30 =
[3C]-AFG1 346.1 257.1 150 25 1E
AFG1 329.2 311.1*/243.1 150 20/25 1
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[*3C]-AFG2 348.1 330.1 160 23 1E
AFG2 331.2 313.1*/245.1 160 23/30 1E
[*3C]-FB1 756.5 356.4 180 45 1IE
FB1 722.4 352.3/334.3* 180 45/45 1E
[*3C]-T-2 508.3 322.1 110 10 1E
T-2 484.3 305.1*/185.1 110 10/20 1E
[*3C]-HT-2 464.1 278.1 100 10 E
HT-2 442.2 263.1/215.1* 100 10/10 1E
[*3C]-FB2 740.5 358.3 180 45 1E
FB2 706.5 336.3*/318.3 180 45/45 E
[*3C]-OTA 424.2 250.1 120 25 1IE
OTA 404.1 358.0/239.0* 120 10/25 1E
[BC]-sT 343.1 327.1 150 20 1E
ST 325 310.0/281.0* 150 20/36 na
[*3C]-ZEN 335.2 185.0 190 25 il
ZEN 317.1 175.0*/130.8 190 25/33 il
x1047 ‘
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0.54

DON-3G

A>A

6

7

8 9 10 11
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1. 16 MEEERESAR RN MRV BinE

12

1

Olp=—— AFG2
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2. BF7E (e-Method) B9{EH

2.1 e-Method 9748

REBKAZKBRNTESER S, TREEEIHN LCMS/MS JAR, FERURENNUESE ; £
TAZSHEEN, WFEXHAENFEFEN. ARSAFPHIERE, REAREAEERBEAR
GRS BEERE, FEAHEFUERMGAIRETIGE, BT O IS “‘plug-and-play” THBERY e-Method, SCLG#R(E
ARRFBRIANNBEE, EFERA e-Method, 2EEEMIFIRE, MUTHTHERRENEENT, KK
BAT FEAERNEFERAEE, FLRERNABRENEL, ARMESTELREEHE KA.

e-Method & U T=HPASA :

1 *m X b4 MassHunter RERGT]EFIBAANA X, ERXNAEXHFESRERESEH. =&
MBI RBRIE S FRESHI 16 MERSE. 14 MREBMEAIRNZ XXM MRM IR RESE
2. *.quantmethod.xmIX 4§ : It jMassHunter E 2T 4T B E RN B EMEE T A X, 1671E
HSEXARREEE, ENERNFRERLNRIIREREFARBENTIIE GRERRN 28D
P ERSRMNNE REEE-BBRIEE) HIE.

3. *.pdf XX I XRY A A T e-Method f915 R i BB RIS &,

2.2 e-Method R&EF7EHEH

WIMUREE, FTAXRER MR, HUTERARS NSRS m XETEX . B—eERBEED
FBREM N MSHRE, AUHTHERD T,

@ Agilent MassHunter Workstation Data Acquisition
File  ‘iew  Sample  Waorklist | Method | Tools  Help

Context: [Acquisition vl La New
For Help, Press FL | Oper.., Chrl+0 |
! Instrument Status Save Cirl+5
_ Save As.. | Open Method (Ctrl + 0) |
€ HiPSampler 2 _
Spply
Q@ (V] Idle Reset

RAATTENIREMZ RN T EREAVERRAREDT, RESMCAYMNRENEIMFBIAELRER
BT, AEPHERNERESSEE, MALE, TREIFREEEDFZENERESLNEDRMNRE R
RIZITEX TR & R MR ERRE SRR RAR D, RESMCEYNIERRUFIATIEFAEMY B
BREEARE MALE, TRESKFHIEBLIBEENLNERAEMY 9IRE,

2.3 e-Method EEF7xMEH
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231  EEHEWIAR

SRR AARE, $TFF MassHunter Quantitative Analysis R, FE— batch, KEEEGER
FHBIBES A batch H. FUFEREFRBRENITAREIE, RN TEFTAA e-Method i 7S
AR BT AN RERE.

B Agilent MassHunter Quanitative Analysis (for QQQ) - Method - [CiMassHunten\Methods\Mycotoxins]
: File Edit View Analyze | Method | Update Library Report Tools Help

s%*.quantmethod.xml,

Mew b | Incurred Blank Offset Layout: B EE B E |
| Open b= Open Methed from Existing File... |
Append r COpen Method from Existing Batch.., wels: 10
B Edit F10 Open and Apply from Existing File...
& Validate Cpen and Apply from Existing Batch... - 1
232 {REMEHNER

ERRSRENIEREIE #ATETENRERE, MTEMAREEEHRENE “Update Retention
Times..” , ERFEEFREMEMNLEY, —MREFE Select A" | WK ANRIFELFFRENEIESE

HEETERMNRERE.

: File Edit View Analyze Method | Update | Library Report Tools Help Select Compounds:
|-_iﬁ Update Retention Times.., | Incurred Blank Offset Layout: i EE BB E | iz ) Sllges gl stioo ST Fiza i fCmn e
— [13CHNIV
Update Retention Times from ISTD... Table =
Awverage Retention Times... el Mame Prefix: # of Levels: 10 13C-D0N
Shift Retention Time... ample 2Ll i
- DON-3G
------ = n Name Data File Type I
Update Qualifier Ratics... 13C} 3AcDON E
L Upd 1 s P5_5.01.d Sample LLEh I =
Average Qualifier Ratios... : i
= e
Update Mass Assignments... Name | 15 | Transition |

2.3.3  Qualifier ratios BYE ¥

PR RENIEREIE, #ATETENEETE, NTEMFEEENBEFXILLE “Update Qualifier
Ratios..” , MEFFBEEMNB T WLLAIMNMLEY, —MRIEFE Select AIl' | HIHKE BNRIELFRREN LR

EHEETEENE T XA

: File Edit View Analyze Method | Update | Library Report Tools Help Select Compounds
b Update Retention Times... Incurred Blank Offset © Layout i BN BE BH [@ Name 15 RI__ | lemsdim | ISTD Haf =

Update Retention Times from ISTD...
Average Retention Times...
Shift Retention Time...

o

Method Table

Level Name Prefix:

# of Levels: 10

Sample

Update Qualifier Ratios...

Average Qualifier Ratios...

Update Mass Assignments...

[13C}NIV
Nivalenol
[13C}-DON
DOM

DON-3G
[13C}3-AcDON

5 Transition




234 {EMEEBRNER

*.quantmethod.xml X fFH#) 16 MEESENITEMLRIREMN 14 MEMZRRFORE, FFERBEN
TliRfE (Rl TBEY T 16 MEESRNNE RERIE-REKDE) MIE, FIE 1ME 2,

% 1.e-Method EE777%4%, 16 MARSEHNRERE (ng/mL)

% iR 2 | AR | AR A #RH A 6
50 100 200 500

NIV 1000 2000
m 37.5 75 150 375 750 1500
m 6.25 12.5 25 62.5 125 250
m 10 20 40 100 200 400
- 5 10 20 50 100 200
m 0.075 0.15 0.3 0.75 1.5 3
m 0.25 0.5 1 2.5 5 10
m 0.075 0.15 0.3 0.75 1.5 3
- 0.25 0.5 1 2.5 5 10
2.5 5 10 25 50 100

5 10 20 50 100 200

T-2 0.5 1 2 5 10 20
“ 5 10 20 50 100 200

(o). 0.5 1 2 5 10 20

ST 0.25 0.5 1 2.5 5 10

=

% 2. e-Method EEJIEF, 14 MEMNEAIRMRERE

WA WREE WREE WREE
e 3 2
1 25 4 50

[*3C17]-AFB: [3C15]-NIV 0 [*3C20]-0OTA [*3C34]-FBs
[*3C17]-AFB; 1 [*3C15]-DON 200 [*3Ca4)-T-2 5 [*3C34]-FB; 30
[*3C17]-AFG: 1 [**C17]-3-AcDON 100 [*3C22]-HT-2 12.5

[3C17]-AFG; 1 [*3C18]-ZEN 20 [*3Cag]-ST 2.5
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meilinlu
Sticky Note
在该表1最后一行再加入一行，单元格内容从左向右依次为：
FB2   2.5   5  10   25   50   100


WA RBIT UIRESLFRIER, FEEETTAESTTE "Concentration Setup” T MAREMELIIRIIKE .

File Edit View Analyze Method Update Library Report Tools Help

H ODEH ‘ By (= Analyze Batch - Incurred Blank Offset % Leyour: B3 EH B E Restore Default Layo
Methed Tasks - X
New |/ Open Method Level Name Prefix: # of Levels: 10 Create Levels %
Workflow Sample
| Method Setup Tasks | Name Data File Type
P2 P2_2 01d Cal 6
£ MRM Compound Setup | —
fr{ Retention Time Setup ey
Name 2 TS Transition Scan
EZ ISTD Setup || -Acetyldeoxy nivalenol 4[3B252311 | MRM
4 Concentration Setup - [Calibration
K Qualifier Setup Setup Concentrations Level ’ Conc Enable
+# Calibration Curve Setup 1 10.0000 W]
2 200000] [
& Globals Setup B 40,0000 Fd
| - | ] 100.0000]  [V]
B 5 2000000| ¥
ﬁ alidate & 400.0000 W]

Page | 9



