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Residues behavior and dietary intake risk assessment of
malathion in asparagus lettuce
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Abstract The normative residual trials of malathion in asparagus lettuce were carried out in 6 provinces in 2016.
A new method for the residue determination of malathion in asparagus lettuce was developed by using gas chroma-
tography equipped with flame photometric detector (GC-FPD). The dietary intake risk assessment to different
populations was investigated based on data for malathion residues in asparagus lettuce. The asparagus lettuce was
extracted with acetonitrile. cleaned up by acetone displacement and determined by GC-FPD. Under the fortified
level from 0.02 to 8.0 mg/kg for asparagus lettuce, the recovery ranged from 83% to 108% with the relative
standard deviations (RSD) of 1% —6%. The limit of detection (LOD) of malathion was 1.0X10 " g, and the
limit of quantitation (LOQ) of the method was 0.02 mg/kg. The dissipation dynamic test of malathion in aspara-
gus lettuce in Hunan and Shandong showed that malathion was easily degradable, and the half-life of malathion

was 1.75—2.27 days. The final residues of asparagus lettuce stems were <<0.509 mg/kg, and the final residues of
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asparagus lettuce leaves were <C 5.670 mg/kg 5, 7, 10 days after the last application, respectively. The national
estimated daily intake (NEDI) of malathion were 0.115—0.445 pg/(kg « d) (in stem) and 1.042—5.583 pg/(kg
« d) (in leaves) , and the risk quotients (RQ) were 0.000 4—0.001 5 and 0.003 5—0.018 6 for different popula-

tion in China, which indicated its low risk in asparagus lettuce for long-term dietary intake. The maximum residue

limit (MRL) of malathion on asparagus lettuce stem and leaf are recommended to be 1 mg/kg and 10 mg/kg in

China, respectively.

Key words malathion; asparagus lettuce;
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Fig. 1 Chemical structure of malathion

KT EL AR B AR B SR KR R 2 LR
B ARDE IR SRR b R SR B TS E AN E A TR 2
fErs, w2 A OGCL LC, GC-MS/MS, LC-MS/
MS 5 @ I BA (B B LR e 58 55 E 5k B
1108 B U WA 7 T A5 18 R DL ARGE . A
PN 5 5 b T LA P AR i 20 A 7 i
X AR B A s 25 L R P R L AR S5 7S i g 55 1
e 28 5% B HEAT 50 AT » 5 FH 8 ] i 14 6 £ i F
AT IR £ RS B A » LSBT DA o) 2 L 4 1 55 5
R B B BIR R s v 2 e TS P AU DA 2
PR SR AR KT

pesticide residue;

dietary intake risk assessment

1 HESH®

L1 #FGAF 5

A5 Y6 R AR BRI (CEC) , W) T F M 43 ik 4m 1k
TARAE] s DGR BEARE S (99. 00) g F A0l #B
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Table 1 Residue field trials design for malathion 45% EC in asparagus lettuce
R H INX G5 NXTER/m® a2 E/g « (hm?) ! i 25 IR AL RAE R/ d
Field trial Plot number Plot area Dosage Times Interval
LR AR 1.2.3 15 750. 0 2 5.7.10
Final residue trial 4.5.6 15 750. 0 3 5.7.10
7.8.9 15 1125.0 2 5.7,10
10.11.12 15 1125.0 3 5.7,10
O
A ES 13.14.15 50 1125.0 1 2h.1,3,5.7.14,21,28 d
Dissipation kinetic trial
a5 U IR . s
ZER 16 30 0 0 M2 R4 TR 1 3

Blank control

1.3 SHAE
1.3.1 a#ELE
1.3.1.1 AR

100 mL 2 BE B5.045 T ERR AR 25 g s A
als AN 50 mL, 36 b 8.0 6, TAIRNL LS
HAJHE 2 min, W IETRA 5~7 g AR 100 mL
H IR R IE 40~50 mL, 535 F3ERE 5
FUHRY 1 min, ZE R T E 30 min, {f ZFHHFIK
A2 B E 2 2 AE 10 mL Thepr, Rk
1.3.1.2 Afbitde

B2 A 10 mL TR 7E 80 COK i
AR R A S S ZE R T A 2 mL P
i FERTERE . BRI S 2 15 mL %)
FE BT B2 3 mL N R BEAR  HER E
BUDE . REERE S mLIERERA % LIRS . &
0.2 prn GBS 8 0
1.3.2 AAMeEiH

Agilent GC-7890A(FPD) ; # K : N, (4fi fif =
99.999%) i : 10 mL/min; #j B . H, (4lifiF =
99. 999%%) i34 : 75 mlL/min; 2% <, (4 B ==99. 999%%) .
JiLEk : 100 mL/min; N, (4B >=99. 999 %) , Jii ik .
50 mL/min; {43 £ . DB-17 (30 m X 0. 530 mm X
1 pm) s Wik : 1. 0 m(0. 530 mm NAZ, BTG A 9 B4
R s A 150 C (2 min) KA IEIREE . A 8°'C/min
(3 B HEAT TR 2 250°C (12 min) ; #EAE H IR .
220°C s Rp I 5 B - 250 Cy iR 1 pls A0
HEFE
1.3.3 #EB& S AmEkE
1.3.3.1 FrEw

PRI — 5 2t 1% S i W s o4 ot o+ P P ) 1A ) g
1000 mg/L 15 o fif 45 W, FF AU B 10. 0,
5.0.,1.0,0.50,0. 10,0. 05 #1 0. 01 mg/L fFRE T

VEVSW . 4% 1. 3. 2 WA PR EAT 40 BT . 78 Agilent GC-
7890A Chemstation | Dh-IhHiv fi s 14 0 1 R () oy
PABTR o B (o) R AR L MR E i 2 Tl A
e .
1.3.3.2 FimEnlc g
Z: MR 1) MRL (RS S ARG 0 94 B 39847
TSI RT3 1 5 980 v i o e 1 5 e 2
WA 0.02,0.5 F1 8.0 mg/kg(5 NEX),F# 1. 3.1
1L 3.2 HETAL 3R B SR G5 A5 PE AT R T
[ADSe 8 R ARG BRI 22 (RSD)
L4 BEENXEITHY
I BB A IXUBS PP 2 (1 D B 2 B 4 4%
] BORF A AT BN [R) AR 2R IR 2 i ) b iy H
TR RS L 255 % B AL 2 VA HE R 1 S AR B
5 (STMRs) 8 & il 2 /) 5 K 5% 8 IR &
(MRLs) , 7155 [8 3¢/ 5 br A 5 5 H $8% A & (NEDI/
IEDD . 5 8¢ B Al HERR 19 8 H AR VF A (ADD
AT U, AR Ah 445 2 1oy DX, A8 BUATLAG) H 75 d KBk P
WL S {1 s XU 5 A
LB &5 50 h RS B R A XA 2 IS
5 SRS R B R A KU T AR B RS % 7
IR I HE (STMR, supervised trials median residue)
5 HEZEE A H 8 A& (NEDI, national esti-
mate daily intake) , #/AF (D) A1 (2) PEATHE .
NEDI = (SSTMR; X F,) /bw @)
RQ = NEDI/ADI (2)
Joft, NEDI B[54 1A pg/ (kg - )
STMR; FAAER—F i rp AL 5% B e Hh (B
mg/kg; F; (food intake) i —t AT 5 —1 5 AUH
T, g, RQ(risk quotient) iy K& Fi {8 ; ADI (ac-
ceptable daily intake) N4 H R # A &, mg/kg;
bw(body weight) i AMR{EHE kg,
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O SR ) e/ i (LOD) %R, &1 15
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£ 0. 02~8. 0 mg/kg WU Ik B H Py . 5
Fr B W 7E 5 5 4 Bk o Y 1SR A1 RSD 4y Bk
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[l 3 A RSD 43 3 Ry 95% ~ 108% Fl 206 ~
5 %6, FE 5 S R LR A RSD 43 51k 88 % ~
107 %M1 196~ 6% (& 2) . 3F B 3% 07 Bk 1 E 1 1
TR0 IR ) L A 24 R B o D 7 43 B K
R S AR TR N B2 3% 7 W AE 4% R T v i 1 R
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Table 2 Recoveries and RSDs of malathion in asparagus lettuce samples at different fortified concentration

TR it i IR /mg » k! ININEIR/ % Recovery RSD/%
Sample matrix Fortified concentration 1 2 3 4 5 SEX(H Average ) !
B AR 0. 02 95 93 91 90 92 92 2
Asipeizs lsties 0.50 89 91 90 96 96 92 1
8. 00 83 93 94 94 93 92 5]
B 0. 02 96 103 95 107 103 101 5
Hsyosizzos et sram 0.50 103 107 105 106 108 106 2
8. 00 100 104 102 103 105 103 2
B 0. 02 88 93 92 89 95 92 3
Mg lefines et 0. 50 92 100 107 100 106 101 6
8. 00 107 106 105 104 104 105 1
15() pA ~ FPDIB J5#§{& E(E:FPD 12-0612-02-29\H-CK D) ]50 pA ~ FPDIBEH{E5(E: i 1 FERIM, &S 12-0612-02-29'H1-1.D)
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8 8
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P P
B § 6001 B ‘gl 600
E 2 | = 8 L
S 400 S 400 -
200 a 200¢ S b
G_r A| 1 1 1 1 0 _b’ AI 1 * 1 1 1
0 5 10 15 20 25 0 5 10 15 20 25
I5f ] / min Time fi5f ] / min Time
150 pAr- reom st s:re SRR S 12016-12-0809-05-33\.CK.D) 150 pA s amEsE D, 12:0809-05-33\12-1.D)
1000 1000
8 8
< 2 800 <= 800- «
< < :
P é 600 B é 600+ o
=% 400 =% 4000
200F . 200F d
I A ] L
0 r 1 1 1 1 1] 0 V— 1 1 1 1 1
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150 pA- FPDIB, J5 /i 5(E:\FPD\ 05-33\H-CK.D) 150 pA _ FPDIB, {3 S(E:\FPD\ I A58 201 o 12-0809-05-33\H3-1 D)
1 000 1000 g
s
<= 800f <2 800
~ § ~ §
22 600 22 600
& 400f =8 400t
200f 200
1 A ¢ I Y NL f
0 s s - - ' o . - - - -
0 3 10 15 20 25 0 5 10 15 20 25
fif ] / min Time [} ji] /min Time

a: B ZESE FIRRh; b: B ZEVRINAE (002 me/kg); c: B AR d: B AHRMAE (0.5 mg/ke); e: BHLARZ EIREM; f: BHF 2R

A% R(8.0 mg/kg)

a: Blank of asparagus lettuce stem; b: Asparagus lettuce stem fortified with malathion (0.02 mg/kg); c: Blank of asparagus lettuce leaf; d: Asparagus
lettuce leaf fortified with malathion (0.5 mg/kg); e: Blank of asparagus lettuce; f: Asparagus lettuce fortified with malathion (8.0 mg/kg)
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Fig. 2 Chromatogram of malathion standard and asparagus lettuce samples

2.3 HBHSAE
T FH 45 Y0 1) Sh R0 BB L I X 8 A S5 i 2, 5
S AR TP S RLAT B 1) SR A DO RR 6 WA e AN L 2R 4 )
y 28.9 mg/kg 1 30. 1 mg/kg. 5% B4 & Fifi & s ] 11
HERS M PR AIG o 308 3 X T8 T R L 2 79 b 5 5 4
HH (1 S 7 A 5 BR R A T R MR R A L I A LT A B
BRFG—HN J12% i FE: y=26. 618e "7 (R* =
0.971 5)F1 y=122. 338e > (R?*=0. 962 3), H:[%
R R 2,27 d F1 1. 75 d, BRER W Eh AL
FWY I r o W A 8 P R R L B T ) R
K%LZS*ZU 5
2.4 BRAKBIRW

2016 AR AR b B VB LYY T R S Hb
() e 2 5% B R B0 45 1 (36 3) WU, B Ja — Wit

A5 YOR S RIm R 5.7.10 d J5 . B A E TP K
2% B <20, 509 mg/kg., &5 P iR A5k
<5. 670 mg/kg, 5% B i FEAC I [ ik 24 579) o il 24
YRS 38 i T BG I, B SR A T B DAY A KT R
K, MHBIX 1, i B LU 2R 9 55 0 25 b T if
T ol P 1k B 1 1 o S BORN 1L P Y 8 A ep EL
TR B o B (R 53X 5 45 b XA () A A T 16 R
JEAESR SR B 22 A 6. gt SRR B
5.7.10 d B g8 S 2L vh ESRL AR B Y 5% B P (STMR)
3512k 0. 043.,0. 023 %1 0. 020 mg/kg, 5% B4 i K{H
(HR) 4y 5 /0.509,0. 252 #1 0. 150 mg/kg; & %
I w7 i %) 5% B R (STMR) 4351 ok 0. 539,
0.362 F1 0. 182 mg/kg. 5% B & KA (HR) 5351
5.670.3. 390 1 1. 580 mg/kg.,
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Table 3 Terminal residues of malathion in asparagus lettuce samples

it 2 70 CHRURSY) /

BRI AR At /mg -+ kg !

B8 Gt i A 5K B /mg - kg !

lﬁgﬁﬂb‘ g+ (hm?) ! ﬁﬁgﬂﬁﬁ Terminal residues of asparagus lettuce stem  Terminal residues of asparagus lettuce leaf
Trial sites . Times

Application dosage 5d 7d 10 d 5d 7d 10d
750 2 <0. 020 <0. 020 <0. 020 0. 091 0. 083 0. 033
FUiNES] 3 0. 021 0. 022 <<0. 020 0. 108 0. 096 0. 085
Hunan 1 i9m 2 0. 031 0. 025 0. 022 0.273 0. 185 0. 126
3 0. 069 0. 039 0. 022 0. 297 0. 251 0. 228
_ 2 0. 063 0. 033 0. 032 0. 520 0. 332 0. 135
% 750 3 0. 137 0.115 0.078 2.170 0. 505 0. 387
Shandong . 2 0. 129 0.113 0. 075 2. 050 1. 720 0. 879
3 0. 365 0. 252 0. 150 2. 250 1. 930 1. 220
750 2 <<0. 020 <<0. 020 <<0. 020 0.133 0. 069 0. 067
Jbat 3 <0. 020 <<0. 020 <<0. 020 0. 145 0. 087 0.073
Beijing s 2 <0. 020 <0. 020 <0. 020 0. 251 0. 138 0.128
3 <0. 020 <0. 020 <0. 020 0. 256 0. 149 0.132
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43R 3 Table 3(Continued)
I E{Eéﬁffﬂi(ﬁﬁlﬁﬁﬁ)/ Mz %%%ﬁ%ﬁ%?ﬁ%/mg + kg™! %%”l‘f’fx’é%ﬁf%’ﬁ/mg * kg™!
Trial sites g - (hmz )1 Times Terminal residues of asparagus lettuce stem  Terminal residues of asparagus lettuce leaf
Application dosage 5d 7d 10 d 5d 7d 10 d
e 2 <<0. 020 <<0. 020 <<0. 020 3. 350 1. 680 0. 765
g 3 <20. 020 <0. 020 <0. 020 3. 630 2.610 1. 230
Anhui 113 2 <<0. 020 <<0. 020 <0. 020 3. 960 1. 290 0. 635
3 0. 033 <0. 020 <0. 020 5. 670 3. 390 1. 320
— 2 0. 087 0. 057 0. 026 1. 050 1. 020 0.510
11 PG 3 0. 051 0. 020 <<0. 020 1. 880 0. 765 0. 785
Shanxi 1125 2 0. 035 0. 030 0. 025 2. 960 2. 230 0.718
3 0. 105 0. 022 <<0. 020 3. 300 2. 980 1. 580
750 2 0. 183 0.163 <<0. 020 0.172 0. 165 <<0. 020
pisneat 3 0.252 0. 063 0. 030 0.233 0. 066 0. 028
Hainan . 2 0. 349 0. 160 0.072 0. 306 0. 126 0. 069
3 0. 509 0.218 0. 076 0.559 0. 392 0.115

2.5 BERBAXKKITMG

SRR A 5.7.10 d Bif Sh PR i e B 2
Hr G 5% 8 P (STMR) 43 51 7 0. 043, 0. 023 Al
0. 020 mg/kg, 7€ &5 F 0w 1 5% 88 H H (STMR) 43
A 0. 539,0. 362 Fil 0. 182 mg/kg, I i i #5 7Y
ADI{E4 0. 300 mg/kg, LA FE A [a] A FEAYJE £ 45
R FERHE AR A (D A2 AL T R R
DRSS 1L » 5 0t 10 e 1 0 A JRUBS K F-, Hr[e]
AN AR B AR TR (Do) (055 58 1 T 4 8%

A (F)  EZEZAG T H AR (NEDD FUXUES R {E
(R NZ% 4 FisR . f k] 0L 6 5 4526 A BEXT S hr
BRBAETE 55 5925 R B 5T () NEDI (B 43528 0. 115
~0. 445 pg/(kg « D) FI 1. 042~5. 583 pg/ (kg « d),
RQ {EHA 5124 0. 000 4~0. 001 5 F1 0. 003 5~0. 018 6,
TE/NTF 1, F B e BE 22 50) it 25 R K0 e 55 4
TP 45 Y0 Sy ik L 3t o £ FH B 1Y) 55 8 (ZE
) K 00 48 A KU 1K R AT 9% %2 1 % 4
K-

x4 HEARAAFENESHFHEHEAE AIHTEEENRKEHE
Table 4 Average intake of asparagus lettuce, NEDI and RQ of malathion for different population in China

P FR M4 HBEARE /ug - (kg )1 NEDI IR RQ
PEI-4E 41 ke R B Bt B Bt
= Body AR/ ) ) ) ) g leaf ) § ) ) ‘1 eaf
exX-age group Wei ht g d71 Asparagus ettuce stem Asparagus ettuce lea Asparagus ettuce stem Abparagus ettuce lea
. .
5d 7d 10 d 5d 7d 10 d 5d 7d 10 d 5d 7 d 10 d
2~T7 %
97 &7 17.9 185. 4 0. 445 0. 238 0. 207 5.583 3. 749 1. 885 0.001 5 0.0008 0.0007 0.0186 0.0125 0.006 3
—~ years
8~12 % _
812 33.1 272. 4 0. 354 0. 189 0. 165 4. 436 2.979 1. 498 0.001 2 0.0006 0.0005 0.0148 0.0099 0.0050
~12 years
13~19% #H . § § _ ;
13~19 /el 56. 4 328.1 0. 250 0.134 0.116 3.136 2.106 1. 059 0.000 8 0.0004 0.0004 0.0105 0.007 0 0.0035
—~ years/male
13~19 % =« _ _
13~19 /f 1 50. 0 336.5 0. 289 0. 155 0.135 3. 627 2.436 1. 225 0.001 0 0.0005 0.0004 0.0121 0.0081 0.004 1
i years/lemale
20~50 5 %
20~50 /mal 63.0 379. 8 0. 259 0. 139 0.121 3.249 2. 182 1. 097 0.0009 0.0005 0.0004 0.0108 0.007 3 0.0037
~50 years/male
20~50 %’ 17: _
20~50 /t 1 56.0 356. 2 0.274 0. 146 0.127 3.428 2. 303 1. 158 0.0009 0.0005 0.0004 0.0114 0.007 7 0.0039
i years/ lemale
51~65 % - oo ) o o . 2
D —— 65.0 390. 3 0. 258 0.138 0.120 3.236 2.174 1. 093 0.0009 0.0005 0.0004 0.0108 0.007 2 0.003 6
51~65 % _
5165 years/female 58.0 352.9 0. 262 0. 140 0.122 3. 280 2.203 1. 107 0.0009 0.0005 0.0004 0.0109 0.007 3 0.003 7
>65% % - . - ; .
~65 /mal 59.5 340. 7 0. 246 0.132 0.115 3. 086 2.073 1. 042 0.000 8 0.0004 0.0004 0.0103 0.0069 0.0035
years/male
>65% Ui . . . _ . .
~65 /6 1 52.0 316.7 0. 262 0. 140 0.122 3.283 2. 205 1. 108 0.0009 0.0005 0.0004 0.0109 0.007 3 0.003 7
years/lemale
M7 =y & LE = y O
é:l:‘/\ SLAA 4 *ﬁj’j {£9#ﬁﬂ7iéﬁﬁZAHE‘%E"X\W@HE%(%{%\(J(/*FPD
3 H5iTit

AWFFEHENT 1 58 Atk 25 b Sh R i 0 5 P

EVEE R, YA EAE 0. 02~8. 0 mg/kg
B, %R AE 83 % ~108% 8], RSD H 1% ~6% .,
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