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[ Abstract ]

ponicae Flos. Methods: The extraction rate of different solvents and the purification effect of solid phase extraction material on

Object: To establish a gas chromatographic method for the determination of nitenpyram in Lonicerae Ja-

the interference matrix in the sample were eluted with methanol. The DB-1701 quartz capillary column and GC-ECD were used
to determine nitenpyram in Lonicerae Japonicae Flos. Results: The method showed a good linearity (r=0.999 3) in the range
of 0.005 ~0.5 mg -L.™". The recoveries were 79. 14% ~98.37% with addition of 0. 05, 0.1 and 0.2 mg -kg ™' respectively,
and with RSDs of 3. 66% ~4.39%. The detection limit of the method is 0. 006 mg +kg~'. Conclusion: The established detec-
tion method has the advantages of high sensitivity, high accuracy and good linearity, in line with the requirements of pesticide
residue analysis, and can be used for the determination of nitenpyram residues in Lonicerae Japonicae Flos.
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ARSI By FHARE S b R RAS, 2o B R 27 2y Be
25 FIAET ST sk AW 58 58 g A FHE Y 4
Lonicera japonica Thunb. FJTgiE3EE, Bl4&4R1E.

1.2 k7]

N B, W bral, Jesife ) ) N
P (o3 4l 58 5 Mreda 23 W]) 5 5 WE HU A o i
(100 pg -mL™", Al F8ER BT AR B0 BF B U I AT, it
51 20170428) 5 HP AL AR (200 ~300 H, 24
ARG R A H, 550 C itk S h, EAETT
frasrh, AR AT, TEAE B TS SR RO
A 5% ztfoK, FEorHRs), WCEER) s P R+
(60 ~100 H, REHHGE AL L5, 650 C
HIGAE S b, AR T TS, W%, WEAE R
IR LR R /NG A 5% ZEIROK, FEOr RS, T
BB o
1.3 {X&%

Agilent 6890N “AH (4 35 A%, HL 7~ 47l ZRAG I 4%,
KELZHAC A F 3 SB-2500DT 8 I vEAL, 77k
BrZ AR B A R W 3 LABOROTA4000/4 Jig
Wezsktw, T8I Heidolph A 7] ; TDZS5-WS R &0
BL, W R AL S 2 AR T R A PR A 7

2 7k

2.1 S ETESRMF

ZHE AR DB-1701 f7 3 F 40 % #F (30 m x
0.32 mm x0.25 pm); H-FRREM L RS
A >99.999% ) 5 HEAE PR EE 260 °C, A3
HERE s G A% IR 320 °C; THRFEE: W) 4R iR
110 °C, 4 1 min, 120 °C-min ' FEZE
240 °C, f4F 15 ming EFABK, HEl mL-min~';
PERERE: 1 pl; AMRESE R, EROIGAT, Mk
U A A RGN LA iz, DREFIE] Y 7. 68 min,
2.2 BRUE A TR TR A B

B I H B v 5 (100 g - mL™") 1 mL F
10 mLZ% 8 258 H b, 06 3% o9 B 2= %0 B, 75 2
10 pg - mL ™ VERAE N ERRAAET - 20 COKFR . %
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TR 1 mL, R 10 f5158) 1 pg - mL ™ X BV
2.3 R PRI AL T AT I
2.3. 1 FRARIUARI  ASTCIR R MR A 2 il e
SEPOE AR A EAT SR I X M W HL Y T8 1 8 5 1)
VA R A 2, XX PR AT B, i
P A58 1 IO T 0T <3 B A i O B BRIV D0 4% 110 1
o

VEFENER . Z I 3 0 XA S AT SR . A AR
B RAER AR AE b 2.0 g (i (e A RILFI[E 2y
i) 2 Sf) F 50 mL HIERLLAE R, A SRIBGE
30 mLOEA SR 1S min, FE, GbuE. AR BRI
IMASEHE ) 20 mL 75 $2 B 15 min, HA 2 K,
W, g, AIFITAIEIR. 40 ~45 CORIB eI
@mEILT, frg.
2.3.2 FEAREIRAL A A AR BB 70 I 1R e H e 7
BACETH0E, O 7R ARG SRR A O B, R
RFERR XX AR A B T, T ZERIAE i AT Al . S
fITEEALE, FARAC ORI . R IEm, BOR
FHEIARAC IO, o [AH 2 B4 A0 A R i A A 1 2 2
B, AR B AR A B AR S IRAERE R
7%, HEfizmas, PR umms 2 it +
X R A A A L AT B0 O W R, e i e A P
SAALER S IS B LA LOR, BRI IEEE

oraEE YRS L IR 2 BLRE AR D IR
B BUEAE (12 mm x250 mm) FAKUMA 2 g ok
BREREN . 5 g BURE, 2 g JOKBRIREN . HR R A B
AR |y A W, RfFRim K, H
20 mL H A PO RS AL N A OB, R .
Fe AR il A T R B A Y, 25 mL
BEVEME , WCEEVEMGIR T BUR BN, T 40 ~45 C
WA =T, WAE AN E AR R 2 mL,
4000 r-min ' B0 5 min, B IR TEA S 6
A, A

3 GBRELSW

3.1 PRI e

BT AA, I, ZHEXF0.5 mg -kg ™~ HRNAY
SRR RE i Hh s E HL i B 3R IR 53 5 D 86.90%
95.40% 5 MRAEIEN 1 PR 2 X <6 R AR o A 4
WOSCR AT, N6 B R 5 B AE 55 o (0 3% [ Hh Y
WEE R S/ T R, R 2 AR D A S A 4R B
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3. 3 SARAE IR WE U R 1) T VR AR
3301 MU R RV R T R A R S
10, 20, 100, 200, 500 wg-L ™" ZR 41 % B S I TR
SPMGEREL pL, DU R B O AR AR, AU A
AebR, MG, MEIHT R Y = 35.729X +
239.98, AHXKZHr=0.999 3, ULHATES ~500 pg L~
I E HUEUR P S e T AR G R R 4T
3.3.2 [UFRMKE S HLO0.2 mg - L™ bRyl R A
HERE6 I, #2E3 d 47 GC-ECD M7, 15346 0E
WG ARE % R . A5 o, H WK% L) RSD it
H1.08% , HIAKGEEE R 2.76% , FFGMa 2K,
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3.3.3 kR i BR SE aBR E  m E] RE
sl VA VR TR LA I R e 1 I A AE MR L, DAME MR L
(S/N)3 Rk ke R, LIEMEEL (S/N)10
TERE R . B R B IR, 7 kX E R R
Hi B (LOD) Jy 0. 006 mg -kg™", & &R (LOQ) Ky
0.02 mg kg™ ',

3.3.4 LM ERREEFIORE B KB AR IS AR
2.0 g, 4 NG % U 0 M nE HR N A o T A B
0.02, 0.1, 0.2 mg -kg ™" Jil B INFE &, i R
JIREEST W 7 AT 4R I, vfl, R 3k,
PRUETE RIS & i, 19 2045 S vk B [l 32 JKs
IR 2) o 3 ATV EE 1 IR AE 79. 14% ~
98.37% Z [a], X5 % & (LL RSD i) 7£ 3.66% ~
4.39% ZI], FEEREEHE (R FAET0% ~110% ,
RSD <15% )" e AR SLHHR o

x2 eREPHERHBFIMEGERBEZEE(n=3)

WK/ mg kg™ IR (%)  FEIRBCR(%)  RSD(%)

0. 02 79.76 79. 14 3.69
75.96
81.70

0.1 95. 86 98.37 4.39
95.89
103. 36

0.2 88.20 86. 39 3. 66
82.74
88.24

3.4 BRI E
N T S 5 i N IE A, R S B
A7 IR WOER A9 it 24 ) A B B AR R AL AT N E , 4
RIFE 3,
®3 ERUEFERTHRRARKEE

WiZi 5 R B h/mg kg ™!
i [a]/d 1 2 3 SEHAE
0.1 0.286 0.281 0.278 0.282

1 0.122 0. 129 0.132 0.128
2 0. 047 0. 056 0. 051 0. 051
3 0.037 0.031 0.037 0.035
4 <10Q <10Q 0.023 <1L0Q
5 <100 <10Q <10Q <100
7 ND ND ND ND

T ND #85% B R TR R

4 Itig

FURTARAT AR AL FF i e SR e 10y doe Rk 7 B
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TG T B i e 2 [ AR A e UK ) B A o
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FRE STk, R, TR %
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