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WOE: BM O T 4B A EE B AL - S ROR A @5 - 5 BT 3 75 (ultra performance  liquid
chromatography-tandem mass spectrometry, UPLC-MS/MS) P # I & /K B 5 32 W T 2 By R & 2 o i
[4-nonylphenol-ethoxylate, NP(EO);.;]H1=% 1y 2 48 £ J#i lik [4-octylphenol-ethoxylate, OP(EO);.7]15% i 1 iU K5
WJrk. AR PSRN NI (8:2, V:V)HE RS I, IO i P TR A Wi B 590 [ 22 BE R 49 K 4 (multi-walled
carbon nano-tube, MWCNTSs), +/\ % rd b fe & FEAE (octadecylsilane, Cg). N-N#kZ —f#(primary secondary
amine, PSA) 4k, b5 HEGE ] Phenomenex Kinetex Blphenyl R4 B, ZME-10 mmol/L 2R &V ik
BEVERR, 78BS TR 474 (single ion monitoring, SIM#R I F AT EMEMER0H . ZER  NP(EO),.; Al
OP(EO);.;7 7E 2~100 pg/L £ M3 BBl A 26 RN RTF 0.99, &‘#HEE%%"J%J 0.5 pg/kg 1 0.4 pg/kg, HE
N 74.5%~109.2%, FIXIFRUER2E N 2.5%~14.9%. &G ZIrikfi ., REE. FE . REUE S, aTHITACRE
321 NP(EO)s.1; Fl OP(EO)s.; FHH i 25
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Determination of alkylphenol ethoxylates in fruits and vegetables by
dispersive solid phase extraction-ultra performance liquid
chromatography-tandem mass spectrometry
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ABSTRACT: Objective To establish a method for the rapid determination of 4-nonylphenol-ethoxylate
[NP(EO);.17] and 4-octylphenol-ethoxylate [OP(EO);.;7] in fruits and vegetables by ultra performance liquid
chromatography-tandem mass spectrometry (UPLC-MS/MS) based on dispersive solid phase extraction pre-treatment
technology. Methods The samples were extracted with acetonitrile: acetone (8:2, V:V) in ultrasonic way, and the

extraction solution was purified by mixed purifying material [multi-walled carbon nano-tube (MWCNTs),
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octadecylsilane (C;g) and primary secondary amine (PSA)]. After purification, the samples were separated by

Phenomenex Kinetex Biphenyl column, eluted with acetonitrile-10 mmol/L ammonium acetate solution as mobile

phase, and analyzed qualitatively and quantitatively in single ion monitoring (SIM) mode. Results

The correlation

coefficient (r) of NP(EO);.;7 and OP(EQO);.;7in the linear range of 2—100 pg/L was greater than 0.99, the limits of

detection were 0.5 pg/kg and 0.4 ng/kg, respectively, the recoveries of method were 74.5%—109.2%, and the relative

standard deviations were 2.5%—-14.9%. Conclusion This method is simple, rapid, stable, sensitive. It’s suitable for

the rapid screening of NP(EO);.; and OP(EQO);.;7 in fruits and vegetables.

KEY WORDS: alkylphenol ethoxylates; 4-octylphenol-ethoxylate; 4-nonylphenol-ethoxylate; fruits and vegetables;

dispersed solid phase extraction; ultra performance liquid chromatography-tandem mass spectrometry
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e BL P B8 48 2. 4 Bk [alkylphenol ethoxylates, AP(EO),],
{35 T I By 48 2 ik [4-nonylphenol-ethoxylate, NP(EO),]
=7 e By 3R 48 £ Ji fiik [4-octylphenol-ethoxylate, OP(EO),],
PR BRG], T TR L
WAL SIS S, Hih, NP(EO), 29 5 BB 1)
80%!"1, AP(EO), il 1 Tk /K KA 8 R bg v, s Stk
i, HATEmgEiR® . JRAKAEP D RIS i
P P A R BRI B (1 R B, AP(EO), 7EA BT H
ARLHE AR W A, X IR BRIk ¢, PEREMIQUEL-
TRILLAS %1% B A filt AP(EO), 5 LI A — & X
BE, sh¥yscsb 3200, AP(EO), XT3l 4 it LA 40 i #4E |
SN L | Eo g ALY A I e 7 R K7 L N R A2 7 )
i s A AL Y KA B R H R 2 A 0k A
NP(EO),!", w4 246 72 Ir 2015 4E & A (A2l
B RIZSBR A2 5 ) (TR B LR C % NP(EO), FLfgy™
1T 2 Wi (nonylphenol, NP8 BN . HF APEO),
TERSE R 2 AR, AR ORI 2 57 #8 A] R E AR
B2 5 YL, i E R4 S 1A Y S R L T
PE U BR AL A U e e oK SRR S R TR 1Y 4 BT R 2D,
L E i AR AT AR ] SR A 2 R B AR A,
BT KRB S T AP(EO), R . R AASI 77k 1
AhEL, AT T S W IR XU A -

FIT, $2HAP(EO), AIRTALFRT-BE 3 B AL
A AEBORU SH A AR BOL T RO - A LT,
AT R B WO kY A - W
AR - TR L), S - A T SRR S A TR | ot
A BB, BRI, WA A5 EAREAE
fRT R AR S5 S MER AN, VA G- BT i A TR . &
B B RRE, BTz AT R R R E R R R
AT PRI, AT W E DL B SRR R I, 35
SO ERL RAE. MG, Bk, SLEL FEAR. NESEL
EIR . T, TR S EUE AR ZE RS, 8 SO
T - 58 15 BT % ¥ (ultra performance liquid chromatography-

tandem mass spectrometry, UPLC-MS/MS)illl € NP(EO), Fl
OP(EO), I Jvk, RISt TF Rk R gL APEO), ¥
SRR M I B P AR S R

1 MR5ERZE

L1 R 5F

SEG BT ARSI BTN ZR G, AR

HR RLAE, MIE. Bk, SIEL A, ADEEE. EE.
3, it 30 ik,

N, Wl NI, ZEW L, PR, CRE . "k
AT HTEE, TSR LI R EE(E A, e AR
Sy H); NP(EO), #RifEdh . OP(EO), bRifiEhs (V-4 5 K
n=9~10, 4 = 98%)( b & 3% S 3 B B A7 PR w);
AL RE (silica) . B 2 BLAE 4 (florisil) . N-PNJE 2 T
(primary secondary amine, PSA). fi 84k (graphitized
carbon black, GCB). +/\%¢ 35k & kE % (octadecylsilane,
Cig). RN (NH)(Hral, T~ KRHZE YR A B A
H|); £ BEBR 94 K & (multi-walled carbon nano-tube,
MWCNTs) . ¥ 3 fb £ B i 44 >k & (COOH-multi-walled
carbon nano-tube, COOH-MWCNTSs), #3122 BERR KA
(OH-multi-walled carbon nano-tube, OH-MWCNTs)(Z1i i =
95%, FIERTHL T A ARRHE AR A FRA A
1.2 UE5R%F

TRIPLE QUAD 4500 i i 20O 4135 - T Bk A (36
AB SCIEX 2\ Hl); KQ-118 j# i S AL (b [ B 1L T 56
22 wl); ME2002E HL7- 734 K-F- (e 0.01 g, FibAe -
FERZ AL PR F]); Pro750 BEBEREFEHL(GE [H Vitamix 23
wl); 3K15 B OHL(EEE Sigma /3 7)); Phenomenex
Kinetex Biphenylc {641 (100 mmx2.1 mm, 2.6 um), Thermo
Fisher Accucore Cg (A3%F(100 mm»2.1 mm, 2.6 pm),
Waters BEH Cig 31445 (100 mmx2.1 mm, 1.7 pm)(3E EJE
WEAFD; 022 pm F MUK 2 K (polytetrafluoroetylene,
PTFE) (R H AN AR A A]).
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1.3 WA
1.3.1 AFfERR LS

e i) B i 25 W 43 I FREL 10.0 mg NP(EO), Al
OP(EO), FrifEfh T 100 mL 5, IR e A2
ZIE, BRFEEWE N 1000.0 mg/L WIFREMGR, BT
4°CUKFEHRECIRAE

Be R G AR v TRV 43 500 v e 8 TV D A v i 2%
W4 1.0mL 2 100 mL FaiH, HNERBEERZELE,
PR BT E S 10.0 mg/L MR G AR a] TYER, & T 4°C
PKAE T ROCIRAE . S HII 10.0 mg/L HIRE-ShRIE R E T
YE¥#E 10.0, 50.0, 200.0, 250.0. 500.0 uL Z 50 mL 78I
w, ACERBEAEZE, 1FIEEEN 2.0.10.0.40.0.
50.0. 100.0 pg/L MR -G FRIE TAER, BLAHBLE.
132 Hmaras

B 1 kg DA BFRS, AT RISk E Y,
FERE YIS INCR, BT BESE FEAL B B . A3k
R, BIAZ AR, W18 CIRF A HIAE, WMRTK R =
Eife

HERFRE 10 gCRETI 2 0.01 @)FFih 2 50 mL HLKE Y 2
D, A 20 mL ZJiF: (82, ViV, TR)EIR, i
480 W IR L 10 min, fIIA 3~5 g EAL4H, 1RIE 30,
L 5000 r/min 25.0> 5 min J5H(ZY 5 mL FIHK 2 15.0 mL #E
WATE O, 2550 mg MWCNTs, 100 mg Cjg #1200 mg
PSA ¥k, iWHEIRS] 5 min, FELL 5000 r/min 5.0 5 min, B
B 0.22 pm PTFE JEE, # HPLC-MS/MS 45l
133 RABEELM

{6154 Phenomenex Kinetex Biphenylc {2i41(100 mmx
2.1 mm, 2.6 um); FEif: 30°C; HEFEMRAN: 10 pL; FshAH:
10 mmol/L ZFREFTR(A AH)FIZIIEB #H); Ji: 0.3 mL/min;
TR VR Y L3R 1.

*1 BERBRRER

Table 1 Gradient elution procedure

it 18] /min Al% B/%
0 90 10
3.00 40 60
6.99 5 95
7.00 90 10

1.3.4 it

B URISRL: B U IE 2 F (electron spray
ionization”, EST)MEs; Wil Jyat: #Eg Kl (single
ion monitor, SIM)E=; HLBIZEHE: 4000 V; & F IR
550°C; ZEALSUES1: 50 psi; FHBISUESI: 50 psi; ATRUER
1: 30 psi; NP(EO)s_; Fll OP(EO)s.., B 85 TSR % 2.

R I 58 B A R A B 1 B 153,
RIS XTC (A Pl () 4 RS 1 A 7 e, 38 2o 45150 10

P BE HEAT AR i b S 0 3R A M T A% 2R 5 JEE B PR A
T IR BT A P T A A TR S JoE R 3R SR s ik 2R

ER/L)SS

*x2 NP(EO);.i7 ¥1 OP(EO);.7 BY 3% BET
Table 2 Selected ions for NP(EQ);-;; #1 OP(EO);.y7

feam AT oo IEFEE T

[M+NH,] [M+NH,]
NP(EO); 370.3 OP(EO); 356.3
NP(EO), 4143 OP(EO), 400.3
NP(EO);s 458.3 OP(EO)s 4443
NP(EO)s 502.4 OP(EO)s 488.4
NP(EO), 546.4 OP(EO), 5324
NP(EO)g 590.4 OP(EO)s 576.4
NP(EO), 634.4 OP(EO), 620.4
NP(EO); 678.4 OP(EO),o 664.4
NP(EO), 722.5 OP(EO)y, 708.5
NP(EO);» 766.5 OP(EO),» 752.5
NP(EO);3 810.5 OP(EO),3 796.5
NP(EO)4 854.5 OP(EO),4 840.5
NP(EO);s 898.5 OP(EO);s 884.5
NP(EO) 942.6 OP(EO);s 928.6
NP(EO),; 986.6 OP(EO),7 972.6

1.4 BIENIE

fii [l TRIPLE QUAD 4500 # = 24 M {0 18- T 15546 7
1Y B AL IR Analyst Software 1.7 Ab¥R%HE, i WPS
AR,

2 HER55H

2.1 AIRCIBEHAIMK
2.1.1  RBGKA 491484

AP AR AU AR IS S 3, 456 H AT SCHR A Hh 43 i AH
AT AL BRI, RN . T e R
I RTS8 MIRBUAF, H
PRBCICR . nE 1 SRR, AR bR B A SRR
B AL T ICARA R, SRR T 70.0%, i HRE . &
i . 2 RIS 2) I ZJE  H 2R (8:2) 32 HUms, BAh BARiiy
B RS T 75.0%, Hd, 2N NE@:2)FM R
(8:2) FE I M R e 5, T 80.0%. NP(EO)s.; il
OP(EO)s.1; 5 & FINEAAI B2, (H BA— 1 B IR 23 it 1
iR R 2 W Ay, BN S b, T OR
BEPERCOR, AR T I R IR . A% K, i
PR (8:2) A A B 52 foe AR 4R B 7], HLAZHL NP(EO)s-y7 I
OP(EO);-,7 IR 435I AT 3k 88.3%F1 82.2%.
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100 & NPEO),.,, © OP(EO), (FREWREII A 100 pg/LYTE 25 : PN i (8:2)% 75 Hh 1% W jf

o 80 L. i 4 5L TR, @A silica. florisil. COOH-

s P MWCNTs, OH-MWCNTs, NH,. GCB &k, NP(EO)s.,;

= fil OP(EO), 1, ARG, J9IET 75%, (I PSA. Cy.

B a0 MWONTS SHERIERT, [l 88.5%~102.3%, ALK

20 MR ER . B, ASHFSTIERE PSA . Cig FI MWCNTs 1E

0 R R

s IR 2R
8:2, V1) (8:2, V1)

T L
A
B R IR I R A B (n=6)

Fig.1 Effects of solvent on recovery (n=6)

2,12 #gaghiie

ek 2 TR (8:2)FE M FRBUR T, HAERHE H(m:V,
TR 1, 2:1, 3:1, 41, S:1 BHGFRBGIER . WA
25BN, MBRE N AR R 2: 168, IR BT, &
F 80%. YARZIGINFE BT, ISR AR BT,
RUPENE LA 2:1 BFE R HAsP o i 2 ialn o, %
BETREAR, AkLR AR i R R N i i
PARAET AR S b B AR TR B AR, AT RS AR IO
(AT BE L AIG, D3 S5 2 v 4 2 B, T REAR R, R,
I KPR L R 2:1,

100 -
—o— NP(EO);;; -4 OP(EO),,

80 |

TR AT 2R /%

70 -

1
1:1 2:1 3:1 4:1 5:1

60 1 1

BHE L (m:V)

2 RRB X ISR A5 R (n=6)
Fig.2 Effects of liquid-solid ratio on recovery (n=6)

2.1.3  FRIRAT E] 69440

1E 10.0 g BEARINA 20 mL ZJ5:TREA(8:2)% 5, 7E 480 W
AT HEF TR AR PRI, WFSTEEIS 4350 2. 5. 10, 20,
30, 60 min B AHEBUSCR . QN 3 255 s, 8 S I )b
K, $REGHTESY, 78 2~10 min (I EE, B RE R R B
(a4, 76 10~60 min HINTEL, BEFRYEBE R
B, DK AN ), BEPE 10 min AYFEERAA]
2.1.4 EAiuptHte ki

A3 BIFREL 9 Fh 431 [ AH 2K U4 Ak A4 Bl (silica, florisil |
PSA. GCB. Cj;z. NH,, MWCNTs, COOH-MWCNTs
OH-MWCNTs)#%- 100 mg, % HX NP(EO);.,, 1 OP(EO);-5

110
—¢— NP(EO),,; -#- OP(EO),,
100
X
‘@_ 90
=
% 80
B
70
60 1 1 1 1 1 1
2 5 10 20 30 60
75 s ] /min
PR3 I TR [T B3R 14 32 1] (n=6)
Fig.3 Effects of ultrasonic time on recovery (n=6)
125 -
#@NP(EO);.; @ OP(EO), .,
100
S
M 75
=
E 50
%
25
o B L8
N Q> R > S >
FFEE oSS
& &L
> NS
O‘b OQ»
O
O
vy

B4 R ebus DS 3R 0 52 (n=6)

Fig.4 Effects of purification materials on recovery (n=6)

2.1.5 AfuttHeg et
PSA FZMWMHRAEYIET, AR, AR . JEImR .

B, S b S K R I T R FH A4 3 B A L b e ),
Cis WHTRETI0R, FEMRFHEM ST, FTRBRFER T ARG
FW T2 MWCNTs S RIAKk A, BESRSETE A iR
RIGPITIIER, Al KRR | B AL R HR 5
JRTHEEO, e 2.1.4 BYSZIRSERH b, A =N PRS- IE
SLIGTHE PSA | Cig A MWCNTs BUFRAGEC (3% 3), st
BPHERE S AR 5 AN B AR T3 DR T 04, ansk 4
JiR, B K Koy Ky Ke43l2 4 KT R iS5 50 45
REPEHME, KAER RESEZENIER, KSR, XML



%5 23 4]

FEWERL, A o B AR AR G - R SOROR ( - H I T I R AR S P ek I R R L Tk

7585

FobiE, Mitk2E R AR R SCIRAE SR sE AR,
ZRBK, HEMEL, B, Esg0rai K& PSA Xt
AL RO R, & 200 mg PSA 100 mg C 5 1 50 mg
MWCNTs #E1 F5Eb aT A i RS a5 5

#z3 EXZIEFKFER(mg)

Table 3 Factors level table of the orthogonal experiment (mg)

K= PSA (o MWCNTs
K1 50 50 25
K- 2 100 100 50
K3 200 200 75
K- 4 400 400 100

x4 EXIRHNFER
Table 4 Results of the orthogonal experiment

A= PSA (o MWCNTs
K, 73.5 80.2 78.2
K, 78.6 84.2 83.3
Ks 89.6 82.5 80.2
Ky 78.3 82.5 79.2
R 16.1 4 5.1

22 UEFHMHK

JR g AR
73 BB NP(EO), Fil OP(EO), FIAREIAHE, LA 20 uL/min
A A A HLE 55 2 1R b, 7R IE B AR X — g
SR, PR LR B TR RIS . IR
A R, REARAS — RANFE 9 [MANH,]", "I fE
4 NP(EO);.17 Fl OP(EO);_; IIEHEE T, AP(EO), 2LAA
ARG B R IR G PR U T HAR A, T4
X B FEAT R ik, ARG I L R X B S K R A 2 4 XU PR A
HHBE X, MARRAERERG TR RA 2R, W

221

6x10° 2.0x10°

RE TR BHEAE ity b E AR 08 AR B, B T3PS
faFE . A SIM BRI, wIARYE BB 71 e Sk, W
TS5 G T A B 2 16 32 B2 Lo 2 A R BRI o L, R
AL SR T . #5312 R W I (multiple
reaction monitoring, MRM#: =X, T3 241k 60 4~ PE it
BEEXSE, @ MRS R AR A AR, RS
I BARG R EORAR, HIR BN R S K, ARk
PR SIM HHBL
222 E#EHEAL

BT H BRI B 7 S [MANH,TT, S b A K
IEIK . WE-CREER . G- RREVS WA T B AH B
NP(EO);.i7 il OP(EO)s., FUMRNAH . 45K, HEE-/K ik
o, BRI REEZE, MAELE-KERS, BirY
WS R RIS AT . ZNE- KR RVEDLRE 158, BRI 8
BESEGF, P F 26 - /K A AR R iat sl A . e KA o
NG W ORISR, 3% T B e A RCR,
TWARE, SR, KO FREWE K 10 mmol/L I
BRI SR EFRIE, B 10 mmol/L ZMREVA M 2
i At Sl AR

50 mm [ EFEFIRISIEREL 100 mm BTG/,
AR o B BOR 822, AR R 100 mm A Y (354
HEATHRGIN o AS 521628 X} Phenomenex Kinetex Biphenyle 7%
#:(100 mmx2.1 mm, 2.6 um), Thermo Fisher Accucore Cig
354 (100 mmx2.1 mm, 2.6 pm) il Waters BEH C,¢ {%ii%
FE(100 mmx2.1 mm, 1.7 pm)FEF7aa, 45 5% 3% 0 6 A
Phenomenex Kinetex Biphenyle f&i#1:(100 mmx2.1 mm,
2.6 pm) o B RCRIAE, REUE RS . FOVGEB R A L
IETEAL 2= S5 R T SRR, R SR X G T AT A R,
A 5T % ] Phenomenex Kinetex Biphenyle 1%
(100 mmx2.1 mm, 2.6 pm)iEA7 5> B KM . SEBRFE SR 5
)tk I LB 5~ 8.

2.5x10° 2.5x10°
» 2.575 » 2.713 2
e E15x100 & 2.0x10° 2820 52.0x10° 2933
e 3x10° % 1.0x106 % 1.5x10°¢ % 1.5x10°
= = =l 1.0x106 = 1.0x106
200 NP(EO) E 5.0x10° = 5.0x10° §50x105
110 N s NP(EO), > 0 NP(EO); °- 0 NP(EO),
01234567 01234567 01234567 01234567
% £4 Af [) /min B4 Bt 8] /min £ B8 B[] /min 5 B 5k ] /min
3.0x10° " 2.0x10°
” 2.5x10 2.5x10°
£2.5x10° 3.069 25 0x105 3.260 gzoiwb 3397 £ 106 3.456
i 2.0x10° S sx106 z 2010 @
E 15x10° . 5 1,510 = 1.0%10°
E 1.0x10° Z21.0x10° £ 1.0x10° =
E = =5.0x
5.0x 10(; NP(EO), 0% 10(; NP(EO), 5:0%1 0(; NP(EO), 0 NP(EO),
01234567 01234567 01234567 01234567
£ £4 Bsf ] /min B s} ] /min L83 B[] /min 4 B4 Bt 18] /min

Bl5  NP(EO)s-i; JEHUES 7 1 14 (XIC)
Fig.5 Extracted ion chromatogram (XIC) of NP(EO);-;



B ah % 4 B R I A i

13 E

7586
» 1.5%10° ., 1.0x10° 6x10° » 3.5x10°
& 3.713 £5.0x10° 3.847 & 5x10° 3.976 £ ga0s 4.105
gl 0x10° %6.0“05 @ P10 2210
& 5.0x10° g +0x10° = E Lax10°
. NP(EO), 2010 NP(EO), — X10 NP(EO), T0x10 NP(EO),,
01234567 01 23456 7 01234567 01 23456 7
A5+ B4 15} 8] /min 5+ B4 5} 8] /min 5+ B4 B} 8] /min A5 B4 5} 8] /min
2.0x108 1.0x10°
§ 15105 4.365 38.0X104 4.526 §12X104 4737
Z Lox10r %60”0: %9.0“03
‘E 5.0%x10* "=@4'0X10 :§6.0><103 NP(EO),,
0 NP(EO),s Z'OXIO(; NP(EO)s 5 gx 108
01234567 0123456 7 0123435 6 7
A4 B4 15} 8] /min {5 B4 5} 8] /min % B3 B5F 8] /min
B 5(5) NP(EO);-, #2525 B (XIC)
Fig.5 Extracted ion chromatogram (XIC) of NP(EO);.7
3.0x100 T .
2.3 IIESEEE
2.5x106 | .
23.1 TAEm KAy kA Bk
g 2.0<10°F ACifil—FR 5125 AR SRR, & EidibErE
g 1.5x10° | TEAFIERE, DL AR RS B N R AR (X, pg/L), W
F | ox10¢ b TRUE RN NABAR(Y), 2hilbrife ph 2 8 vk e, Rl
S 010 DL 3 A5 B M B (SIN=3)ffi o Jr A R o 7E 2~100 pg/L Yl
OX B N N y N
M, NP(EO);_7 FUZME TN Y=329656X+10885, LA F
0 : : . . . : . HH 0.9987, OP(EO);.; FUZRM: 2N Y=598736X+20684, £k
o 1 2 3 4 5 6 7 HEAHSCRECH 0.9990, NP(EO);-i7 Fll OP(EO);-; Mk HiFR4Y
£ B 5} [ /min

Bl 6 NP(EO);., #&HUE T i (il B (XI1C)
Fig.6 Extracted ion superimposed chromatogram (XIC) of

A 0.5 pg/kg F1 0.4 ng/kg. Lotk BRAAHSE 2R BRI 2 ke
H B B FADIAG I 23R, e B T4 ) 4 O ok T T S IR ot
NP(EO);.;, 1 OP(EO)5.7 HUAGI

NP(EO);-17
4x10° 5%x10°6 5%10°
a1.2x106 2.401 & 1108 2.485 & ax100 2.601 & 4x10 2.671
2'9,0x10° | ] L 3x10° i@ 3x10°
S6.0x10° 2 210 2 00 2 ox0e
@ 5 = 1x10°¢ = 6 g 6
3-0”00 ___OP(EO), o OP(EO), 1”00 OP(EO); 1"100 OP(EO),
01234567 01 234567 01234567 01234567
£ B 5[] /min £ B3 B[] /min £ B B[] /min {4 83 st ] /min
5x10° 5x10° 5x10° "
. 4x10 3.121
& ax0s 2.845 £ 4100 2.901 & 4x10¢ 3.060 & 106
& 3x10° & 3x10° a 3x10° o
= 106 B 108 = 2108 2 2x10°
= 2x10 = 2x10 = 9x10 5
= 1x10° = 1x10° = 1x10° F 1x100
0 OP(EO), A OP(EO), o OP(EO), o OP(EO),
01234567 01234567 01234567 01234567
{4 B3 st [] /min {4 83 B} 1] /min £ B3 st 1] /min {4 B3 B} ] /min
4x10° 3x10°6
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Fig.7 Extracted ion superimposed chromatogram of OP(EO);-;7
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R 2. 10, 50 pg/kg MITRFYIB, 3 EISCR
74.5%~109.2%, AHXHFRifER 2 (relative standard deviations,
RSDs)H 2.5%~14.9%.
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Table 5 Spiked levels, recoveries and RSDs of NP(EO);.;; and OP(EQO);.;7 in 10 kinds of fruits and vegetables samples (n=6)

NP(EO);-17 OP(EO);.17
9511 WWINACE/(ng/kg)
S RN % RSDs/% SRR % RSDs/%
R 2; 10; 50 83.6; 88.0; 99.5 11.2;6.6; 8.1 83.2;91.1;91.7 112;7.2;9.6
£ 2;10; 50 95.8; 84.8; 93.2; 13.7; 8.0; 14.5 88.4; 87.2; 90.4 6.7;13.5;8.9
HRE 2;10; 50 103.0; 79.5; 82.0 8.8;12.3; 4.6 92.5;90.4; 91.7 9.1;11.1;9.6
i 2;10; 50 80.5; 79.7; 98.9 9.7, 14.8;12.0 83.6;92.7; 83.9 13.0;12.3; 12.3
ik 2; 10; 50 88.7;100.2; 96.1 73;7.0;2.5 96.9; 85.7; 96.8 13.9;9.6;3.7
NG 2; 10; 50 103.5; 78.6; 89.8 8.4;9.9;6.7 97.4;103.1; 84.2 3.5,6.1;2.6
A 2; 10; 50 85.5;95.4; 96.3 5.1;7.4; 142 102.7; 90.6; 74.5 10.0; 14.2; 12.2
UNEE 2; 10; 50 80.6; 89.6; 90.2 9.4;4.1;13.3 88.7; 84.8; 87.7 4.8;5.3;8.6
liipaEd 2;10; 50 100.1; 85.1; 80.2 4.5;6.0;7.8 74.5; 104.4; 83.0 12.2;6.4; 14.9
¥ 2; 10; 50 92.5; 86.8; 86.3 6.3;9.1;7.6 101.9; 109.2; 83.5 8.9;14.2;5.8
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B dn 2 4 R R I A 4R

F13 %

*® 6 15T NP(EO);.17 #1 OP(EO);.7 B4 1 1E 5L (n=6)
Table 6 Concentrations of NP(EO);.;; and OP(EQO);.7 in the

samples (N=6)

B9 FESAR NP(EO).ir/(uglkg)  OP(EO)si7/(ng/kg)
1 A HAr A
2 R 2 HAr A
3 R 3 KA H KA
4 EE S A A Y
5 EE ) A A S
6 LR 3 KA EN oA
7 X A A
8 FAE 2 3.07 1.56
9 A3 5.23 2.19
10 A 1 A EN oA
11 it 2 1.37 0.45
12 it 3 HAr EN oA
13 Bk 1 A AAG
14 ik 2 A AAG
15 bk 3 KA H KA
16 B 1 A A
17 01 2 A A
18 UIH 3 HAr A
19 i 1 HA A
20 el 2 KA A
21 Fh 3 KA H A
22 /hAFR1 A A
23 /NAF2 A A
24 /M3 224 0.68
25 hEFE 1 FAr A
26 WEXR2 A A
27 hEH3 0.07 KA
28 i A A
29 k2 A EN oA
30 33 A EN oA
S 3k
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