Aegizadk 2013,15(2) 2211 =216
Chinese Journal of Pesticide Science http://www. nyxxb. com. cn

R -

WRREEEREMT R TIEPH
5B o th BB EHES

FNF, PEEF, HKEE, K OF, MK,
them, EaE", FXE"

(L. A RRABE MFDFFERT, IR 7 5 2661015
2. IARARE R RSP =# e, IR 282 271018)

W EATRAESL T AT R IR P IR E K G 0 5 RUR A €% (HPLC) A& M| 77 % : £ )8 v 4F
sk A VL) V(K) =19: 18 RAEMFEI, TR R LEHRRKA V(TH): V(K) =17:3
8 R 42 B, 4 PEP-SPE [ 48 % Bk 440  HPLC #m), %2 £ 9. /£ 0.05 ~2 mg/kg Ak
FF R E L AR TR e 23 P 69 ¥ =k & 55 A 82. 7% ~89. 6% 78. 7% ~81.5%
F279.6% ~97.8% , }a3F A7 A4 £ (RSD) 531 4 4.9% ~5.7% 2. 1% ~5.8% #23.2% ~6. 1% ; J&
Ao 23E Pk X692 (LOD) 354 0.05 mg/kg, RAHE I F EN LT |G RF 4k
7 & 62 KA RO TR R S PR R AN B S AREEE, SRR E
REEASEE A I P EZ SN A3.4~5.1dF1.3~3.1d; FRERG-RAM, 2L 2%
Rk KA 3 AR 28.2 ~42.3 ¢/hm” ¥ 7) $ 5625 2 ~3 K, FER KL E T.14 F221 d, 1A
B R PR E A A9k G 234K T LOD 14(0.05 mg/kg) .
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Residue and decline dynamics of cytosinpeptidemycin
in tobacco and soil

LI Xiaofang'>, SUN Huiqing', XU Guangjun', ZHANG Qian',
XIANG Zhenbo', XU Jinli', WANG Jinxin**, LI Yigiang "'

(1. Tobacco Research Institute of Chinese Academy of Agricultural Sciences,Qingdao 266101 ,Shandong Province ,China
2. College of Plant Protection ,Shandong Agricultural University ,Tai’an 271018 ,Shandong Province ,China)

Abstract:The field trial and sample analysis of cytosinpeptidemycin in tobacco leaf and soil were
assessed. The sample of fresh tobacco leaf, cured tobacco leaf or soil was extracted with mixture of
acetonitrile-water (19:1 or 17:3,V: V) and filtrated with PEP-SPE , and then determined with the high
performance liquid chromatography ( HPLC) equipped an ultraviolet ( UV ) detector. The limit of
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detection (LOD) of this method was 0.05 mg/kg. The average additive recoveries fortified at 0. 05 —
2 mg/kg levels were 82. 7% - 89. 6% in fresh tobacco leaf,and 78. 7% —81.5% in cured tobacco
leaves,and 79.6% —97.8% in soil. The half-lives of cytosinpeptidemycin in tobacco leaf ranged 3.4 -

5.1 d,and 1.3 - 3. 1 d in soil, respectively. The results showed that the ultimate residue of

cytosinpeptidemycin in cured tobacco leaves and soil sampled in different interval were below LOD,

when 2% cytosinpeptidemycin AS was applied with the label recommended dose.
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12,1 Hdm4REC dERRFRIBCEE AR AR 6.0 g (E)
THEMAER 3.0 g, HIERES 12.0 g), E T 50 mL
ELOE . BEEMHAES P MA 40 mL V(ZE):
V(IK) =382 RISV ], T M0 R - A o vp 2%
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1.2.3 HPLC # il 4 # Waters Sun Fire-C , ff %
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JIF ST D7 LA TRE Al R I 4k S HPLC 2
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ARIRGS o - e HE A MR SRS H o 100, 3K 5
HOIE RS AT BREE D 1.2 m x 0.5 m, Hopfe 452
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. GURRW, AL OIS SN HORAME, FH S
D 7K BOTE A5 VA MR BB ORI A AR 54
el ZHE K2, B ARAR 254 KA R B (i
il 90% .
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MR A B /N S T 7K SF- 453 77 35 1 K BR (LOD)
0. 05 mg/kg,
2.3 RAMEKERSHENEZE

WINEICREE R R 1, 1£0.05 ~2 mg/kg if
TKSE T s B R 22 76 6 0 i v ) 7 2 DR Oy
82.7% ~89. 6% , A X} bR ifEfw 25 (RSD) J 4. 9% ~
5.7% ; T-HAM 59 SE 2 [mlIscR Ky 78. 7% ~81. 5%
RSD 3y 2. 1% ~ 5. 8% ; + 4 v iy °F- 35 [l Uit 3 hy
79.6% ~97.8% ,RSD 4 3.2% ~6.1% ., i3 1 fl
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Table 1 Fortified recoveries of cytosinpeptidemycin

in tobacco and soil (n=5)

B SRl R

S:rin]/jes Spiked levels/ Average *Eﬂi':];{ffﬁﬁi
(mg/kg) recovery/ %

i A 0.05 82.7 5.5
Fresh leaf 0.5 87.8 5.7
2 89.6 4.9
Rl 0.05 79.2 5.8
Dried leaf 0.5 81.5 3.9
2 78.7 2.1
+ 4 0.05 79.6 6.1
Soil 0.5 91.6 6.0
2 97.8 3.2
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2010 F1 2011 4F 11 ZL A5 g 2 b %) T4 At s 25 00
SELEIEULE 3 R 4. HtiZhIa 1 hy 4R A5 K e epomg
FREE 5 0 I d DORR B 43 ) oy 1. 32 F0 1. 45 mg/kg,
W S LS OB 4393 R 1. 03 A1 0. 86 mg/kg;
A et PR 2R AV A R b e 2 1 d i, s
JIREZZEAE 2 Kb AR 0 Hp ) 3 A R 00 R B 220 4%
36.5% F137.7% 36.0% ,3 d J5iffRH#5t 50% ,
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A. V(methanol): V(water) =9:1 as elution of cytosinpeptidemycin at 1 wg/mL; B. Blank tobacco leaves of V( methanol): V

(water) =9:1 as elution solvent; C. V(methanol): V(water) =1:1 as elution of cytosinpeptidemycin at 1 wg/mL;D. Blank

tobacco leaves of V( methanol) : V (water) = 1: 1 as elution solvent; E. V ( methanol) : V( water) = 1:9 as elution of

cytosinpeptidemycin at 1 wg/mL;F. Blank tobacco leaves of V(methanol): V(water) =1:9 as elution solvent
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Chromatograms of cytosinpeptidemycin at different extraction-cleanup methods
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W10k 1.3 3.1 F12.5 2.2 d, FHmE kA 2 76
IR A g A e e . AR R A 2 e 3R Y
W S R0 A3 b s s Ik B R B T 5 e vk ok
2,
2.5 BHEBEEERAMNTEPHRLRT

2% W KRR Z KA RN 28.2 F142.3 g/hm’
A9 2 0 R B S B0 F AR e 55, o i 24 2 R
3, B G — W )5 714 21 d, IR RS RS 2 H
R R - 9 s KRR R A 8% BR R AR s (T



215

-=-2010 L% Shandong
——2010 #E§ Hunan

-=2011 1% Shandong
—-—2011 {15 Hunan

P& Residue/(mg/kg)

0 2 4 6 8 10 12 14 16
BRI a) Time/d

B3 MREREEMPAERINSHE
Fig.3 Decline dynamics of cytosinpeptidemycin

18 20 22 24

in tobacco leaies
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A WEIREZBRAE (S mg/kg) sB. 1% 1 C RSN (0. 05 mg/kg) s D. SEAHI45 1 E. SR8 (0. 5 mg/kg) ;F. +
HAM25 15 G TR (0. 5 me/kg)
A. Standard chromatogram of cytosinpeptidemycin at 5 mg/kg; B. Blank soil; C. Soil fortified at 0. 05 mg/kg;D. Blank fresh
leaf ; E. Fresh leaf fortified at 0.5 mg/kg;F. Blank dried leaf;G. Dried leaf fortified at 0.5 mg/kg
2 BRERWARREEIEER
Fig.2 Typical HPLC chromatograms of cytosinpeptidemycin blank and fortified samples
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Fig.4 Decline dynamics of cytosinpeptidemycin

in soil
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Table 2 The decline dynamics equation and parameters of cytosinpeptidemycin in tobacco and soil
IRy I R e sl TH i sh &0 7 AR FE(r) B 2]

Year Field site Sample type Decline dynamics equation Correlation coefficient Half-life/d

2010 1i%: Shandong fif 4l Fresh tobacco ¢, =1.030 8¢ 1487 0.957 2 4.8

+ 1 Soil c, =0.841 3¢ 031l 0.992 1 1.3

i ® Hunan #£ 4 i Fresh tobacco ¢, =0.936 1¢ 0283 0.990 3 3.4

+ ¢ Soil ¢, =0.603 7e ~*-28 0.944 6 2.5
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4:3% ( Continued )
IR R A FE R TH i ah 7507 e MREL(r) W
Year Field site Sample type Decline dynamics equation Correlation coefficient Half-life/d
2011 11175 Shandong f#f {1 Fresh tobacco ¢, =0.955 1e 13 0.926 9 5.1
44 Soil ¢, =0.609 8¢ 0220 0.767 6 3.1
1175 Hunan fif H 1t Fresh tobacco ¢, =0.714 170188 0.982 7 3.9
143 Soil ¢, =0.725 2e 03124 0.990 3 2.2

LOD {5 0. 05 mg/kg) . % M m Ik 7 28 76 40 it A+
S rp MR AR, FEMA T bl A 4

3 e

WFFEHEST T R 5 RO AH €835 (HPLC-UV) il
R R 4 b RS R AR B Y A AT O R R R
(LOD) 2 0.05 mg/kg, Jrikmymmatikss, e,
HERAJE K 5 SR i FREA0 R AR 255 o 2ok

TH A S A0 25 R R O - g JIK 5 2R e A
B HR I G — B T R AR R L
BB R 3.4 ~5. 1 d 1.3 ~3.1 d; b
B A A5V A 3 R T L AR A5 B U
ff R TR b . % BRI 2E R 2 IR BT L 21N
TG R ) PEAN B v s A 2 2 A R -
J& g K frtAb 5 .

2% W JIK 2 2 KR HERE T A0 1. 5 A4 7 77
T2 2 U (HEFE IR0 13 UR (HEAF DB
1IR) G — it fa 7,14 21 d, mE ke R At
AT ) dpe 28 5% BRI T ARG HE B 0. 05 mg/kg
H1ilf FAO/WHO 4 4 X6 41 i o ik 85 25 1) MRL {f
VE I FE , T 0 1 AR ) e s R 2R 7 0 o R A,
YEYIH ) MRL ARifE , AR A A IR 45 3L, s i
W KRS 2 1) MRL {H 7] % S8 - 0. 05 mg/kg,

2% 3k ( Reference) .
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