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A RBENBT RERE / BT BRI TE E B X
HUBPE T 2R TEMERS. HEFANETHELE,
BER - RERURASEERNERSREHEERE. REH
HRALRA Florisil #1/ME, ATREBRBR. REE
&/ BT MS/MS BRARKHIERTF m/z 174, M
FIR&E / THERERTRFASFEF (IM+H]* m/z
230) FHEEHSN, AHBIRANBERRERTETZ
PEENBIRLRS . MFTHERENGHRERE
INF 2 ppm, WHERABRNE, SMFRERS. Rt
1%, BRERDIES. BHEERRT HEEHR, R,
A8/ B B A TR 1B B AT LAV B P 4 T
BHRBE.
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PN T2 5, SR AL AT A A B LAGRIE IR Tk Y ST &
TEHRIEE R (A, PUBEFANERR) AR
FECRBREGIAR R AR £ 2R T R
SRR AR B, S B .
SRR AP T HIORE P A & ik
DA 35 £ ] T SR A A UL 1 RS AIAEORE 1ih
WEFREA MR IRE . BE, AR i 25 Fhok
25 B TR P I AR T EL L DA B B4 (11,
X LR AL (73 S 6 26 Y R AU RN e B i Y
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FEEEZ, SHRENMRN, FEOIT 2 2R
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25RO AT R AT IRARSE AR S AN ], i L
AR AT T S DRI il P ) R 25 5R BE . Herp IL
77V AR GEA R BT AC B — B e RO R B
BB IR/ N TR R BRI AL &, A H
=M (2,31 208, ST IR T 2ERE R Y A 2
SR LA R TRIIEL S, AMRIETH &
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BHEHIRS

S5 [T AR 3 BT A AR o A TS I, At
PRI AR A O AT, Jo R AL
Lo — R
- FE 100 ZFHE9 31, BB S 0 (2
55mL) 5 15 mL kRS, R,
R PIESH — A B AR
- 25 ZTFT O — WA B A S . R
W RIZUE S 3 e, LRSS
JZ.

- A4 10 ZTF LA B AR A b A 5
B . R wi-RIZES 3 bt LIS
SHnz, fOBSa—RNCERE .

- wa, 7 EZTCRERBGEEE R 10 2T
H, WIEE 2 ZTE. RITTH 2 ZTHER 2
T oA b BT 2 i AT 2 AL

2. BJE AR Hegk (MSPD):

- BF 2 e AR (Bondesil-NH,, 407K
¥ife, Varian) 5 EHEIE 2 Z2H OB HEBURIR
2], EENH AN N, AT EIFR AR,

- IRGYERERA 2 v Florisil BELpy/ME R
(12 ml Bond-Elute /M¥), /MEERBEERZS I,
T HCEAE 3 ml/min 245,

- B 5 ml OTEEBIR . S5 a VeI T,
A1 1O KER.

- TEHEFEZ AT, A 0.45 fJOKRY PTFE JEad i
(Millex FG, Millipore), fA )5 HEREHEATIR BT
ST

o B [ AR G 10 (MSPD) 3, BIOBEHIR: f
R TR EICER T 96%, FiEtHx Rl 2 (RSD)
(n=5) /T 6%,
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Agilent 1100 Series LC/MSD Trap 4%

LC/MSD Trap

&5 LCc/MSD TOF HI&H4—3.
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LC/MSD Trap
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ERELHO:
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BR5HL

&/ EFHRERE R/ THERES ST 2

50 #F, XA 1100 bR B Bhiftaess

ZORBAX Eclipse XDB-C8, 4.6 mm x 150 mm, 5pum, {2 993967-906
A= Z,Haﬁi;

B =0.1% BEKAR

10% A fR¥5 5 980, 7625 940, KUEMETH 100% A, FE 0.6 ml/min

ESI EETFHER

4000V

40 psig

9 L/min

300°C

190V

60V

375V

250V

m/z121.0509 5 922.0098
9500 + 500 @ m/z 922.0098
50-1000 m/z

EER

HP 1100

50

ZORBAX Eclipse XDB-C-8, 4.6 mm x 150 mm, 5 pm, {2 993967-906
A=ZF& (ACN)

B =0.1% BBKAR

10% A fR¥5 5 980, 7625 940, KEMETH 100% A, FE 0.6 ml/min

Capillary 3200 V

40 psig

9 L/min, ;BE:A 300°C
0V

60V

50000, FARZERIE 200ms

B 1 BT UHETR R MS/MS Bl ae
ft (PRSI R 0.025 mg/Kg) . FFAEE T (m/z
174) BOPRBCE TR S . R R AR T
Y C-N B W, 7 AR LR

AR B R R, R S i i —,
TG, o AERRE T, Hit,
X BT HEBRE, ATDAR A MS/MS a0k i i R
P XFFHe T, 0.8V RRIETE i 2 R 55 1
EEMRFIEE T2 m/z 174 (£ 56 amu)
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B1 HEEFHL, MS/MSBAMRHET, BEEHRFNETZ (0.025mg/ke) MHERFHRBEFRELHE.
TERS TR - REEE

B T E BRI A, I T A AT ] B TE) MUETERUERE R, RJEERE 190 V BRI,
S B A T T BORE TER AT . SRR AL BORE Tr AR Ry TR A 2 R T I AR A RS
- SWE (Insource CID) AR R, HTE T  BIREHSILE 2,

W IR AR E AT LASRAS R B ot B ) o0 S T U R e

RET, HICEAEGITEMEIA, =R

FE, 160V, 190V 1230 V (44T, F§THEAMES

T UM B T B0 E B A TER 1

HTPRIERBRERRBE (—BU2 R T n 1

F1. HiEREMEENENR

m/z BF Ve

160V 190V 230V
230 [M+H]* 100 100 20
174 [M+H-CyHg]* 5 30 100



£2. A/ THERE LBINERATETENFEFERETERANERREN. T2
B I0KER 0.025 mg/Kg, GliiEEER 190V

TRAR B ELRE MNERE Rz

mDa ppm
CsH16Ns*Cl [M+H]* 230.1167 230.1168 0.1 0.4
CoHiN:¥"Cl 232.1137 232.1134 -0.3 -15
CsHgN:%Cl [M+H-C4Hq]* 174.0541 174.0542 0.1 0.6
CsHsNs*'Cl 176.0511 176.0511 -0.05 -0.3
TEPL A PRI B R 25 A SRR T o T B U
AFHERE B TE AT A TR T afiA, L2
LR FIFENFRAMERERS M, WE 2 PR, FFT
BEA AR T RERE, e EAER
SR AN Bz T R Ea — &R
?‘ o
1 TIC of #TOF MS: from Sample 4 (Aceite MSFD 25 ppb) of Aceite MSFD calibration.wiff Max. 5.1e0 cps,
;o)
B 0 of +TOF MS: 2301 to 230.2 amu from Sample 4 {Aceite MSFD 25 ppb) of Aceite MSPD calibration.wiff Max. 3.2e5 cps.
2301168
32e5 9.50e4 | &6
30 8.50e4 |
., 7504
28e8 £ 6.50e4]
o 8 5504
g 2 £ 450047
F rseoh £ 35041 LEA 2321134
2 250e4
B ges 150e4 176.0511
5000.00 . N N
5004 60" 80 100120 ‘140‘1;;5)/‘;&311"‘5]60 230 240 2680 280

2. i 0.025 mg/kg ¥ T REBEHERIEE/ VTHERENSEFRE. m/2230 EFHREETRER
BN LR



S AERIE

R YA AT T VR B T R b R R A R TR
G, XFEEAS S ATITIEUERT T . A MSPD
BT A1) 2 0 AU S0 A o O oA s AR I 2. AE
0.005 % 0.5 mg/Kg WEEN, #ATAH T TH
L RAIE. M T B, X om/z 230 B TEfT
MRM #EX B ER T, X T AT R i, AT
BT (g E OR5ERE 0.1Da) SAERET. K
3 O AE RAT R _LAS 2 A R BRI A T BOAL
IEHIZ

40 —

wEBR
& y=70.697x + 0.5666
R%=10.9977

30
b mE R

m y=60.442x + 0.7386
R%=10.9977

20 —

Area x 10 E+06

R BRI A, FEA TR RET, 55
HoZ 3 Ry, ATEIRINER 3 FR, S45REY,
B BRI PRI R TIA LR A R R R, K
AT 1] STE W] AGE A 28 BT i O TR A, A
A AMREIE E R E MR, 2GR ERRREIR. b
WEREIR, KA MSPD R b BT A AR /AT
P B 5 1 52 A8 P 5 1 O 07 TR i o 9 A 24 5 B
ViR

T T T
0.0 0.1 0.2 0.3

REE (mg/kg)

0.5 0.6

H3. #HREEE/YTHERLL, HEUHERRESRORERLZ



#3.  EFHRETTHERERAS BB RS T 28757%

£
RETEE S iR RSD (%)
BiE (mg/kg) (R?) (rg/kg) n=5
LC/ITMS 0.005-0.5 0.991 0.2 5.5
LC/TOFMS  0.005-0.5 0.995 1 2
BbhERN ST

R T RUEIT YRR AR, R BRI T S PR A
WP 4 B, TR b R IR R R T, m/z 230
PP T, X — DNESERREM, KRR
A7 Bk ) B 52 AR IO ik o B R R 2 R A
Yy, WERIE T DA 1 AT I ) BT A A ROk R
P TR O B D AE 0.05 Da WA, H58T
m/z 230 5K TEETFA DGO AT AR
JEF BRFAE R B2 R A T H AT e Ve E R AT

&ik

AR T/ T D IR AR €T AT IS TR S T
TS AR E R E BT, X T B T BR
R MS/MS B3, XFFER T m/z 174 FEATER T
Mro XFFWATIF R B, W] AR 205 R R o
BHEFRIA I SR AR T BRI R 2 R e Afxk
AR A RS T AT IA . SRR RO iR 2 —
fB/NT 2 ppm. BT HHBUTORT AT IR ] S oA O A
RIGE, &I, KR, BT PR FRGE T
AT PR TR AL I

[ W7 o+ T0F W5 from Sample 1 (Aceile MSFD Bl of Aceite MSFD calibrationwiff Wax. 5.1%6 ops)
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