6] 5

SI-IIMADZU

Excellence in Science

VBURH €23 5 i v
No.C154
FEHEE
David R. Baker'. Chris Titman'.
AR, JeE;
m RE

ﬁﬁﬁwﬁﬂﬁﬁmwm¢®m@ﬂﬁmﬁﬁiMﬁii AT 518
T B 22 I S (MRMD 5 325 T i W i A s b o, 1R
AT TR IR AR SRS HE R o SRS 7 iE AR 2-3 A~ MRM %
FETFAR, ABTCRRH S HTiRfEs &% B bR 255111 6-10 M A
BT WA . @ TR 2 B E MR ST TR, REK
HARAR 250 F RIS . 23RS ] T S R R, Bk
FH H 5 bR o 2 L6t 1 DS AL/ 43 T BEAT AL S 0N . B “MRM #5530”
W5 1291 4~ MRM B 75 LLXT 193 Rl 2453347 % 5 F1 € &40 4, A
AR RS I PR . 2Rt AN R .

Cl

Cl \)\
’ ™

o WEW AT
L o

/T3 C9H10CI2N202
CAS 5 330-55-2

MRM i 4% =,

9 4> MRM 7%
1:248.80>160.00
248.80>182.10
250.80>162.00

[| 4248.80>133.10
250.80>135.00

6:248.80>161.00
250.80>184.10

248.80>125.00
248.80>153.00

L WIRS h
2 MRM & %f S ,
1:248.80>160.00 || H
2:248.80>182.10

| l'E%%@%E
: I\ s e s s
; }JT% TPl RO TR B SR

| -

B 1 REELHERETH MRM R RRIERE, HREER
PR MR S RAER . KB, XHFBEEHT 9 MR TR
Erxail, RESENEHERE, NMREREBER. REET
EBNEA B TREEN, BARTERTE BEREFRE
K. PIMTETRESRE. SUEMERMYRA REFH—2E.

JSLF 25 2 IO S U0V A X A AL R Th IR M LR 2 SR B AT R

Neil Loftus®, 15

Jonathan Horner?,

2Scientific Analysis Laboratories, & [F

B HE

£F LC-MS/MS Hi AR £ [ I (MRM)
A& mikPett. REUEMRIFM A, Kkl
Tz T = EIURA R G0t B AL & iltir e
BN TER M ARG, BRI
LI I 8 0 e R 43 TN S PR AR 2 i DU H
HNERE ST, RN R AR PR RS A T
Fu&%%&#mwiﬁiz mﬁﬁ%\ﬁ

Kb SANTE/11945/2015 Bk ZE /> 2

MRM%%H%%EM@%%?%?T%x@
VRREEN . V4R, BT ZbRdE, AR
RIS R W R AR 24 UK P S A A 2 BB
PEMEEE R, 24

BEARABR B A B PR 5 R AR 3R, AR 5T
IS G H AR AR 255 T MRM 27X 4

B, REYENCHENRE, Miiemi Rk
B MRIES HERKRZ 5 T 2E g, WE—
A 6-10 ANBFE A B8 TR TRE A 8 755 1
. MRM #30EE 48 MRM 58 & 5% 5 5
B MRM P9 8 TR AHSE &, T TR I
12 DL B AL B (i AR 45031

AN EAS, FRATESH—Fhd@i b
1291 4~ MRM BTt 43 41 193 Bl 250 77
%, HAGEAA 15 8. NTEQIE 2
70 1) PN SR B i He K 0 MRM 35146 5
5, B— MRM B 5E B (A e 3 2=
), IERREYIHE N 5 Zf. P —1ik
EPIH MRM B 7588 7. 8 Sk 24
B R AT R A R N R . IR RN
750 ZHR 2581 6000 AN T 6HE B3
Y PE, & FF 468 5 18 S0 A i i 1) K 35 Bk
GEVHA . RIS MBS MRM B 5% 4=
YRR, ATEK MRM S
L EWNE 2 MRM B1%F (54t 386
A MRM B 15 LG 25 Wil 53347t
Bo STEFARE ST T 0, AR A
TRERS (FH. 7. . RRNBTRE,
PERE. Hhe. MR Fh. LS. HHAES
HAx MRM H 2hi 1 & Th 88 LabSolutions
Insight %1 X H s AT AL 2



No. C154

B SRS

A 25 nAnRE i B 2 E Scientific Analysis Laboratories
R4, KT QUEChERS J7ik L. MG
MRM 230 AT HERE, S8 T3 AR kAT 7 S0k
FERNE R R, BIREER. 1. M. BINBTR
BLOMERE. BT, BN B LE. BRI
BT O, REMBEREN LC-MSIMS R4uHkHT
. BT 2 KR AR B g AL, B B3
BERESRIEAT K SL RN RS, DA R e B 26 4 (1 0 T
(1,

£ 0.01 % 0.2 mg/kg vl W I LA HE T 2. SR s
0.1 mg/kg A2 MBS 5 5 A K R A
KHTESI +/-r g, IE SRR DI (0] 5005 5 %=
b, X A TT R EAT 73 AT

SR MRM &P EBEAN 7, 34 MES
¥ MRM B 55 8 KT 10. i@id MRM & R&EFH
MRM 780, ol B iR RE. A7k
14 193 Pk 2519 3LE 1291 > MRM & 14, 1847
AL Y 15 min. & — MRM & 7% (535 5 i 1Ay 3
2R, NP MRM B0 AR R &, SRAMR
HIRAE VRS — A IR 2 A MRM B 1%
(35386 41~ MRM B -7%) AR 7 (£ 2).

K LabSolutions A4 A ZNRLATE K i TRES
¥, HAER MRM B0, R AR 2 5% W 5dE
PERTERNA . Pk T T3 AR R Ak A A 1
MRM #2307 . ZEHE AL 750 £ Rk 2411 6000
£ZA MRM B 1-5HE 4.

1§ F| LabSolutions Insight v3.0 #1485 2 & = 50k,
I Bk MRM #5220k 224G 26 Th e AN B 1) v i ik
THEA SR R AT H A, AT FRARES SR A IR

R 1 BAHRESH

MERWAAEE  Nexera GRS
ST HSS T3 (100 x 2.1,1.7 um)
B 40 °C
PRIE 0.4 mL/4y 4
BR A 5 mmol/L FEZ#A1 0.004 %
FH R I 7K ¥ TR
% B 5 mmol/L iR 0.004 %
PPV 1) PP VL
ZICHE B WHE (5 %B
)
1.50 35
11.50 100
13.00 100
13.01 3
15.00 121
R 0.1 uL Chn 30 uL 74O

* 2 MRM ERPEH MSIMS 773K EUE, 1£4: MRM 75
BRI 2 S MRM &Fxt. 7EMALLBFSEH, B

oA R A AE E AR 254
LC-MS/MS Fi MRM
® B AR AT
EERE R %

Bk & e 193 193
MRM E-F5t s 1291 75t 386 MBS TRt

(1229 /~ESl+, 62 (3744

> ESI- ESI+, 124
ESI-)
FEIRET LRI 1 =Zf/3 =R 1 Z//3 =W
FEIR B 6]/ B A
]
G- - ESI +/- ESI +/-
EfFEYI8SRAE 5 =/ 5 =Zfb
BN 350 °C 350 °C
BrE
HFRAEEEUR B 300°C 300°C
DL B/ 150 °C 150 °C
FRTE 3 L4y 3 L4y
MRS FE 10 L/ % 10 L/ %
THRSRE 10 L/43%h 10 /453%h
B R

A RAEA LS R WITE T, FREEERT— RS M55
FPRIR AR B W T, FF B S 7 A AR R M AR B 1k £
R KB SANTE/11945/2015 f64 H AL S5 HITE R - 1%
S bR ER F /0 2 A MRM 515X F 4% B A ) 5 1 L A B
I VFIRE N

DBAR AR 225 W D00 v R R TR 5 R AR R, AR ST A F
MRM J7i%, JERLHEINS HARAR L7 T8 MRM &7 8o, $i
e B VR, T B et R AL . DR R B 2
A MRM &7 57 ik a5, JF S MSIMS ik i A s
A, AN AR 2GR REAT RN . R MRM B URT 8 25 P IR R
Rl 5 A A A, HAN 2 S e D0 g B A0 42 5 23 A P 75 Bl it

Ho

K 2 Wk MRM R 5 BT i 193 Fhuk 24 FI#E i MRM
I E, IFRIREE A 0.010mg/kg. SFFZHEEE 193 Fhk
25T 1291 ANE TN R R MRM AR R AR 30 %
W (i 3 pror, 23#r b | — I a) & g 3t 151 A~ MRM B -1
STER ), (H S R A R IR R BT




75 No. C154

B

m kMR

MRM B 73 &

B 2 HREEne—nE L THTEMNK MRM B 70, RikEERMA 193 Bt miaitE. REBIR A
HBK MRM B TXEERMIE 151, EENERERERET, HMNI54E% 2 AMEEY) MRM 7% —3 W
BT 5.2% (n=5). TE 3 FEREAEHEE.

R 3 7E 8.80 4344 % 9.30 54, FIETMAIEZ 151 ©~ MRM IEEAE
TR . BhA 18] B PO PR G 22 M AT AR S E B I T AT
o
. Ve T
maet MRMET e myRsD
PR E (=
n=5)
IR TR 8.80 6 ESI+ 2.2
ORI i 2 8.80 6 ESI+ 34
T 1 8.80 5 ESI+ 2.6
TR T T 8.82 12 ESI+ 2.0
PR 1R i 8.83 11 ESI+ 2.2
AR 8.88 6 ESI+ 2.3
12 2,1 8.89 6 ESl+ 2.6
CEERTE 8.90 5 ESI+ 3.1 _ : _ ) min
A 8.91 5 ESl 3.2 Bl 3 7 8.80 416hE] 9.30 440, RN
s 802 5 S 151/ MRM IESUE T 508 B LB A B
A : . HH 22 B iRRZEE%RSD #/M T
L Pt e 9.07 10 ESI+ 1.9 5.2%. %HHTAR 0.1mglkg K25 HIESALRE B2 1
ZRIR 9.09 4 ESI+ 2.0 TR,
PG 9.11 8 ESI+ 2.0
- Ak 9.17 6 ESI+ 2.1
R, 9.17 6 ESI+ 2.0
£ T 9.17 6 ESI+ 2.4
FoduE 9.20 10 ESI- 5.2
Fofe 242 M R 9.25 8 ESI- 2.8
T 9.27 6 ESI+ 3.9
Hh OB 9.27 6 ESI+ 26
TR 9.30 9 ESI+ 1.7
&it T3
MRM ¥ 2.6 %
R RSD

151



No. C154

TriEthRE

o Pk e
7370 C11H19N30
CAS 5 23947-60-6
TREGIS 1] 7.02 535

T MRM %
2/ MRM B 14§ 12 A MRM & 7%}
ESI+ ESI+
210.20>140.20 . A :210.20>140.20
2:210.20>98.20 I |I| 210.20>98.20
I | 210.20>182.20
| [| 421020>193.05
| | 210.20>70.20
[ | 210.20>165.20

210.2071.20
210.20>138.10
I [ 210.20>150.20
| . 210.20595.15
| 'l"-|| 1210.20>107.25
[ (1| 12:210.20>167.20
| e V-
: | S
1] N N PR
| \ (WIS R R
N T HEAT T A 2R (KR e
i

/37 C17H8CI2F8N203
CAS 5 103055-07-8
{REmS ) 10.75 43 %H

F
Cl- o A _rF
£ oo j\jijigﬂ IS {2522 iR
/%N NSl
I H H
\\% F

&G

2/~ MRM &5 MRM &R
ESl+ 10 4~ MRM B 7%
ESI-

1:508.90>339.00
508.90>326.00

1:508.90>339.00
508.90>326.00
508.90>175.10
1:508.90>488.80
508.90>202.10
| [ 510.90>328.00
' | 510.90>340.90
A 510.90>177.10
| | 9:510.90>490.80
| | 10:510.90>204.00

; [ e ma
- B AR TS
| AT AR
RS

B 4 7R AMUER 2 M E T RIES MRM J5 VAR
WITE 2 H R A0 -7 BT X H MRM J5 3R i) 29
B QEEF MEWER (AET) MRM &EEPER. 5
— VAR AR B e e AR S AR .
RETHATIEER RN MRM HiEREELHE MRM T
S (—ANHIERE 1291 MEFHEE), HESERE
AR 2 ANFEF B F 454 MRM RSt F (— ANk
£ 386 METXEIE. 2HIFA 2 Fh MRM J7 s EE BEA
5 Wtz 0.1 mglkg R HIESRUR A LAY & J7 5 T IR T
FREIME. 2 F MRM J7i% Fr 45 B9 ML A Ve T
#%RSD /M T 3.5%.

SNy E R TR JEE M AR B M AR B MR R AR 2, TR R 4
— AR 245 W I B 22 H0E MRM S 746 ) LC-MS/MS J7i
W27 iR B SRR 2GR 2 AN T IS MRM J7
AT HL

K 4 i Bl A MRM J5 2R & BT AR RTRE b 2R i 2
I B R I IR 2 ML A0 MRM (il ] (B AL 57 rb hinb
0.1 mg/kg R Zj). MRM i B B IR 2 R 28118 Ak B ) 5L
W, BAAYE S SR A R s AR R o Z W A EE IR 2 )
T 7.02 53 BhAN 10.75 S BRI A I IR) Rt R A 2
JEN IR IR B, G R — I ] B 9 B S 100 24~ MRM 25
FrHE . R ENBIW BT RER S, HIEIES M
FEFRIARER T, 4SS e LT e A .

5 KPR E MRM J59E T8 K4 4% 25 7)1 W T A
FASRPELRPE R 2 s, 0 ZEA i 2 5 18 2 AR 245K 7
it MRM 75 72 5 AR UEE T AR 220 BAT AT 1 — Bk . 2tk [l )
2 il g 1, #EERGE 0.

MRM

i
(75
7.E+07 -

y = 1.0048x - 4928.6
R? = 0.9989

0.E+00
0.E+00

4 7.E407

2MRM J7 ik BT U TR

Bl 5 207K a3 386 AN XTI HME St MRM 77 ¥ M il
1291 /ME T X HT MRM 77 EB A AT 193 FhR 25 4% i
HARELLE . JF—EE AT T ERRKLEWHIN
BRPMITERTRIANEN S RAKNEFABETHEANH,
ERFBIEHRLF M.



No. C154

B ET MRM KR
A, WINT SR G TRE R BT E, IR
B RNEEES I T A1 MRM P08 73t . S s+
W MRM BACREEFTR, AT TS LR, S5F5
TERE LRI, AR AL AR 25 o

P 6 7= AN (7 e g T R R R P R DL RC S R, XL
fAEE . LE. RBEGHR. &b, RO, HEH%
ANETE . BIEAE R 2 AR o rh, I i DL G T iAK
SRR LA LA g PO AR DA PR A A v ) A 1 o 1 P2 4 )

HH RS TR T
1A 4% TR Tl
. O0— 71 C6H1503PS2
\/s\/\S,F’\O_ CAS *5 919-86-8
LREAI[A] 2.94 4y4f
MRM i
1 HIRZNE R e
' AEALEAT S 99
| 11 MRM's -
1:263.00>109.10 CE: -30V 109 %fy‘lﬁﬁﬁ
(I 2:263.00>169.10 CE: -22\ s 1.25e7
. $:263.00>125.05 CE: -25\
' 4:263.00>121.15 CE:- 16V 169
! 5:263.00>230.90 Cf 125
11 6:263.00>93.10 CE:-21V
Il 7:263.00>78.85 CE: 46\
| 8:263.00>143.15 CE:-16V 23
{ 1:263.00>110.85 CE:-29V 79 93 s
0:263.00>77.05 CE:-30V - ‘
A 11:263.00>65.00 CE: 51V — ).
. HHALLETS4> 100 ';
109 j«?—t}ﬁi/]\—lﬁfﬁ 100 *H{%F)ZT%&} 100
it 2506 L1 R
. JERE 1.8e6
169 169
125 125
231 231
79 93 s 79 93 a3
G A A | e | | |
109 LS5 100 109 AHALLEEAS 43 99
it E F RS
" g 7566 160 /L 6.4€6
125 125
231 231
79 143 79 93 143
6| | I 6| l |
i HIBLEEFE48 100 1o HIBLEEFF4) 100
~ _ FRER
HER S
- JLRRIBEEME 160 5% 1 866
125 [E 7.5e6 125
231 23
T i 173 T T 1r3 1
615...._l.. | O ) P IO I I

B 6 AFEZEF BB MRM 24T



No. C154

B ET MRM K5ESHT
SIFRE R G R AORE U RE , IN T SR 255 T VR
BTHCE, I MRM 370 50 4 08 T- 0l @ =4 s 7
B, SEITEGEEITRT, % MRM P28 7 [l E 35
FRUERE LU, B T I AR 4

6 1~ MRM B-7%}; (RIS E 10.801 4%k

1:318.00>136.10 CE: -2
2:318.00>301.00 CE:-9.0 "
318.00>182.00 CE:-14 ,u
1:318.00>154.10 CE:-23.( I.' \
:318.00>108.10 CE:-40.0 [ 1
318.00>93.10 CE: -48.( | |

'|! |

|I |I | Il
|[ \ | \
A\ A\
| o\ |
A | "II \ M\
/ NS ol

Phenmedipham

6> MRM &5-xt; {REIE] 11.041

1:318.00>136.10 ¢ ﬁ%q]
»:318.00>301.00 CE:-2.0
3:318.00>182.00 CE:-14.0

1:318.00>154.10 CE: -23.0

318.00>108.10 CE:-40.0

:318.00>93.10 CE: -48.(

Pl 7 S AT U R O A 5 TV R S S R
f S TR B TR R3S . SR RASE T A Bt
IR BT, ELARBAI A . R MRM BEUF 5 )
HEAT PR I H, T B AT S AR e RS T
CRSET M= 7 bR L miz154 F1 miz182 fwe Fy

BT,

eSS
RIHTE

PSS iibhi
ULACTF 7> 99

Phenmedipham
R

AP m/z 154 F1 182 [f)
WHET

O O

SESL LT
e

B 7 7500w 0.1 mglkg B3R A T H)/MNE B IRIUIK MRM @ik . B TaSeg s T a3t
BT, HUAMERER ML, Fik MRM S35 A TRERNS, B i IBREERE.



No. C154

m EENE

2 BUREAT UL, 2 B R DL =R RPN . 4]
8 iz, BIEAE 0.010 mg/kg IR 5 /KT, A5 rl Al 21 pir 47
MRM B 5-xf, H BT 850 g 5 s Lb 0T 9. i
9 flivn, KRHENEHE (0.010- 0.200mg/kg) P, FTA 281X M o
918 J3E 14 5 FLIR PR R A 5%

MRM 5
AR -1 7
12 4~ MRM % ¥4
:192.10=159.95 CE: -34V
2:192.10=132.10
192.10=105.15
192.10>65.10 CE: -4
192.10>90.15 CE: 4
6:192.10=92.15 CI
~ 192.10=117.15

WEMHIRZ B R \
375 COHIN3O2 f
CAS 5 10605-21-71 fl
TREAIT 6] 4.42 7386

H O,
N >—OCH3
():N)_NH }

192.10>78.15 C
l 192.10=133.10
|| 192.10551.10

I] 1:192.10106.20 CE: -4

|
l|: 2:192.10>78.90
AL

i

B 8 £ RE—RIIAFK/NIREAER FAER 12 NATEEF-

B BTN . % MRM 192.10>159.95 & F X 47 R BUE &

fif P REF R E &, FRREE 12 MR EFERNTY
BT TEL I HiA.

UETTAR

1 EmEamREwR

1 2RI 2R A AL

AR 2% R? = 0.9993576

WE (mglkg)

B9 RARREEZETX (MRM 192.10>159.95) LH#|HLH

REEAERNER . B b 2R AT VIR FBE /K S8 o 0 L 35 A i 22

SHREE&MAEX. BI{#4E 0.010 mg/kg KR &S ATFH, 12
MR B THE LS KT 10,

FAF A = 488 -3 () MRM 31 S %2 b B+
HARRZA AR ST 2R, Hitki s
BEAE 10-60V (R R T A BT, 77 12 MR
HETRE . Wi 10 s, e sise i
Tk FER R A TN . 0.010-0.200mg/kg i [l
W, B RHEACTERE S TS A R EE A 22 2K T 99, s
HEWIN F AR T ZBOR AR BAE TR m] HEAT 1 2
BRI E TSN T B S s, HARM
SE B AR 1) R AR L R AN A

FZHE 1e6)

ZHR
0.010 mg/kg
100

‘hH |

(ESHE 1e7)
ZER
0.050 mg/kg

100

E55E 1e7)
0.200 mg/kg
98

132

;1___ _|_|1__H_J|I ______

B 10 fntx 3 FAFIKE (0.010-0.200mg/kg) LH
R
FIEMIER MRM Y% Tt 5 2 5 R R L
. FrARHEK PR EERRNAUESSSXT
99, R EWH ARG EGREREE.



No. C154

m HERS
K H LabSolutions Insight #f-7T LLEFA B F H ZhVLAL K
Pk RE A E B R (B 11D,

LabSolutions Insight {4 AT d i i 2 UL ECAS 23 A i 5 A v
v (R B B () (0 22 S A A S S AT, S Bh &
S AU AN PR B MR s R A 2

7

= Compound List = Sample Results - Ethinme

¢ {Fag 10 e~ g

lsme 2Eem s

4
43
4
“

CEOTEOE 7

38

1EESs s S BEEEE 1

& 11 LabSolutions Insight 3B U2 & 2 EMRHIE ELE S R . FHRIENFEAEER LA Sk E
YIS S LEMAUES S & RITRNE, THEBREESERIREIRER, X—RENFBRELRERNEE.

B iR

AR ISH 28 225 SR T A A 24 2 B M0 S 6 = T W 1 — K 3 1)
e WREFER 2D 2 4 MRM B850 (¥ O B i [R) A B
TFLAERETEEI N . SRT, BIEPAAT b, s Zal
A b T T BB PS5 2R

AR SCE A, SR MRM 00T 345 A [5] (4 it 22 o
193 i HARAR 25 BEAT I ME B . AN VL RE A 70
E 9 5 I b e LR v 2 A L

G TTERN AT 2 N MRM 370 Rk
386 ™ MRM & 7Xf), SUbAitt, KA MRM #05%i
ITRE (B35 1291 D MRM B 70D A2z B i &
PIANTT i BOAS 5 i S A EE B PR A — B8 F T AN [ 2
JF AR ZG1¥) MRM 74 B AR AR i A OREF— 3. A7
AN RARIE B 7 A B TR e, IR SRk D)3 ]
N5 =2, LIAT A8 AR PRI R I ORALE B m 1A K R B i
o

it MRM & SREFIFTAE 1291 NE-FR 8RBT %M
LCMS-8060 5 & 1 3E I MR fE, LR MRM 2T
SR TR, R, EER, AT YIRS A R E T
TAEN MRM EF%F, FEXFHE N MRM 275X (3 06 7%
HEATVEAR

Z25 3R

*1 European Commission SANTE/11945/2015. Guidance
document on analytical quality control and method
validation procedures for pesticides residues analysis in
food and feed.

*2 Schurmann A., Dvorak V., Cruzer C., Butcher P,,
Kaufmann A., False-positive liquid
chromatography/tandem mass spectrometric confirmation
of sebuthylazine residues using the identification points
system according to EU directive 2002/657/EC due to a
biogenic insecticide in tarragon. Rapid Communications
Mass Spectrometry, Volume 23, Issue 8, April 2009,
Pages 1196-1200.

*3 Kaufmann A., Butcher P., Maden K., Widmer M., Giles
K., Uria D.. Are liquid chromatography/electrospray
tandem quadrupole fragmentation ratios unequivocal
confirmation criteria? Rapid Communications,Mass
Spectrometry, Volume 23, Issue 7, April 2009, Pages
985-998.

*4 Pozo O., Sancho J., Ibafiez M., Hernandez F., Niessen
W., Confirmation of organic micropollutants detected in
environmental samples by liquid chromatography tandem
mass spectrometry: Achievements and pitfalls, TrAC
Trends in Analytical Chemistry, Volume 25, Issue 10,
November 2006, Pages 1030-1042.

BRAWEE (HE ) BRAT
B33 =2 (&%) aRAS

SHIMADZU

D

http://www.shimadzu.com.cn

800-810-0439
400-650-0439

FFRSHERE

RESE:

*ARFRESTAIAEEEEN, i HE
* FEEPHFEERMESE | TRHURE WEEE) , BASTE



