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Determination of rotenone and azadirachtin residues in foods—
Liquid chromatography-mass spectrometry
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RmRLEERGAE
REFARMMNRERBENNE HEGE— G Gt

1 SEHE

AFRUERLAE 1o i o £ R R R EIV R 8 5% B 8 O VOATT (6308 — T/ SRR 7 o
ABRAEE TR TEHRSE IE R RE 60 e AT P A A B ARG A R N EDBR R
A B S A E , A 8 T 2 R AT

2 MEMESIFAXH

REUSCHRRS AT LR AR A, FLE B H I 31 RIS AT B 900 R A B T A X
o JURAHE H I 5RO, R RTAS AL BT AT (1 20 33 A S f

GB 2763 BmTeEZRIMME B PRYGFEARERE

GB/T 6682  J3Hrscs s /KL AL )7 vk

3 RE

IR B B £ TR A AR R T 2 4R, 3R OB 2 AR T 5 22 TE S ARG A B 2 s —
LR e SR ) SR A A IOV EE AL YA € TR 3/ R S UK I B I L A
.

4 mFna R

BRI A HUE S BT R R A 4, K N5 GB/ T 6682 Hfil iy —ZiK .
K

ZJE(CH;CN) ; fa it

ECEE(CoHyy) : faiat,

H 2 (CH;OH),

H 8 (HCOOH) . fa 14 ,

AL (NaCD

Z.#%k (CH; COONH,) ,
4.1.7 wREH (NaHCO,),
4.2 BREESH
4.2.1 MRBRIR SN BRI — 2 BERBR AN T K h E AL,
4.2.2 5 mmol/L ZFREZE AL FREL 0. 38 g ZBRETET 800 mL K, IIA 2 mL B, IKERE
1 000 mL,
4.3 BHESR

FrUEd) i (£ MR . 953045 Rotenone, 43 F3 Cps Hp Os , CAS 2,83 - 79 - 4, HXF 20 T /Fi & 394. 42;

ENPRE . 4 Azadirachtin, 22 F 3 Css Hy O, CAS 2. 11141 - 17 - 6, HIXH4> F /R & 720. 71) : 4
=>98%,
4.4 FRAEEEEES

eI T Sl N

1
1
1
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441 oA ED B MR 2 (100 mg/ L) . MERFRER 0. 010 0 g fABERRAIEN A BRAEYI T, Ji 1B
VIR R 100 mL, BAREMA W T 4 CRLIAF AT 1A .

44D R E O b T AR - AT BT BT B W LA 20 %6 27K A YO R A AL
fbRAE TAEWR W FHBRRC .

4.5 #

4.5.1 B M — LM TS B IR A OB Y B AT IURE : 3 mL/ 60 me. MEATATHKIKIL 3
mL FI .3 mL KAL 3
4.5.2 yBRE. 0.22 um, AV,

5 (uFEMinE

5.1 WAHEHE R/ B
5.2 MR JRE Q
5.3
5.4
5.5
5.6
5.7
5.8

6.2.2 ¥H MAESE
WA PR 500 g
WEIFARR.
6.2.3 ARA%MA
B AR HERES 500 g, VIR FIZH SUR FEDTPPRrT B ARST G 2 1 RN AR
TEFFIRR,
6.2.4 %
A AR MRS 500 g, X T I045 G IR MEREAE i K BRI 20 . X &5 R AR S FER AR DL T
B PR 60°C KB TR, I&5 (AR TG B, s AR, 20 2 07 R
A R BB AR IR
6.2.5 445
B AR MR G 500 g, FEIMRET 2008 2 4 R ATEEFRE R AP SR FAR IR,

6.3 RKERE
2
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AR R R RS T 0°C ~ LCLRAF BRI KR B 3 5 T — 18°C 1A,
7 SR

7.1 $#£E
711 FM AURBRRERS

PRI 1 g R #8 % 0. 01 @3B, B F 50 mL ELEEMRI B0 8 o , T A 5 mL TR PR S AN AR 5
YR 10 min, A 15 mL ZJE, #83h 30 s J5#BA$EK 10 min, 4 500 r/ min B> 3 min, B H A VLA,
BRI FIIA 10 mL ZJEEE R 1 K, 2HRBOR, AL 3 g ZALAIERHT, 4 500 r/ min B0 3 min B
L BUETEWL A 2 mL 4 Z 5 HANS B9 IE 2 4%, 4542 1 min. 4 500 r/min 2.0 3 min B EEEOE
JZ, LHEIET A5 CRERER 2R FIET, LA 5 mL 20 % B MUK RER I , 5 7. 2 Bk,
7.1.2 HESKRRER

FREL 2 gOREHH 22 0. 01 ) ifkE, BT 50 mL BLEEWRIBS LS, ITAL 2 g BRIRSHIH 15 mL 2%,
PREEI 5] J5 AT $R HL 10 min, 4 500 r/ min 2505 3 min, B 1A VA, BRI 10 mL 25 EE 251
W BIFRIBA L MMAL 3 g EALBIERHT, 4 500 1/ min B0 3 min, BUE . T 45°C0E ekt % %535
T, LA 5 mL 2020 HBK IS ok . 3% 7. 2 %L,
7.1.3 &%

PRI 2 gORf B 2 0. 01 )i B T 50 mL HLIEMRI B 05 o, LA 5 mL M RIBR R SN R IR , i
A 15mL ZJi%, #53) 30 s 58 A $2EX 10 min, 4 500 r/ min B0 3 min, B H AN, BEEEIMA 10 mL Z,
FEE S FREC L O I SRR ML 3 g @ALBIER BT »4 500 r/ min BS.0> 3 min, B35, T 45°CWEHE
Fe# R ZITT, UL 5 mL 20 % R BUKIE AR 1 7. 2 SHEL,
7.1.4 i BRAREGEHES

PRI 2 g RSB 0. 01 @) BHEE F 50 mL HIEWRI B O A, ALY 2 g BRIREANAT 15 mL 2%,
#3h 30 s J5 A HH 10 min, 4 500 r/ min B0 3 min, 3 A HLAH, BRI FNA 10 mL Z 8 55 #5251
U A FHRBOR . IMAY 3 g EALSIEHT .4 500 r/ min B0 3 min, B LB, F 45 CRUEIEHZ R TR
T, LA 5 mL 20 % KRR, 35 7. 2 ARG,
7.1.5 &8 ARAR

PRI 2 g ORI 2 0. 01 @) AL B T 50 mL HLIEMRI B, A 5 mL M HIBRER S AN B IR 3% , n
A 15 mL ZJi%,#3h 30 s J5# A $HL 10 min, 4 500 r/min 8.0 3 min, B HA VAR, BB EMA 10 mL Z,
FEEEHRE 1 K, BIFRBOR, ALY 3 g @ALHHEEHT, 4 500 r/ min B0 3 min, WL IMA 5 mL iF
24¢, #&H% 1 min, 4 500 r/ min .0 3 min, #RIECH)E, ZHEET 45 CREREZE KR ZET, L 5 mL
20 % R EK ISR AR 4% 7. 2 BTGk
7.2 &4

BRI OB B AR, A 5 mL KWk, 5 A5 2T, T, UL 5 mL Z RS RISmE L R 1
mL/ min, WA, T 45 CARZIET, UL 20% Z KW EZ 1 mL, 3 0. 22 pom JEEE, (L0 .
7.3 WE
7.3.1 wHEBESEEYE

a) 4%tk . Phenomenex Luna Cis#,150 mm X 2.0 mm(P4%) ,3 pm, BiAH 24 % ;

b) i :35C;

o ish#H: ZHE—5 mmol/ L ZREZZE MR (35165, 4KF1 ) 5

d) P :400 pL/ min;

e) HFEE:10 uL,
1.3.2 RiksE&4
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a)  ESTUR. FBIE YR (ESD , IE B T

by  F# R 2R (MRMD 5

HiSEFUERMS R A 1.
7.3.3 &iENES®HIE

AR AR FFBI M 5 B L PRIV LA BT OB v TR AT (AN T . A AR BORIAS
R £ TR EVARZE £ W I L89B M 7 W BB o R (O TSRS R, FEA T IS A
T, f AR A E AR 2 (A BB B[R] 29K 5. 6 min 1 4. 2 min, £A BERR A1 ERBR 22 bR v il ) 22 S0 159 (MRMD
RS L% B,

S MERRESEA TRl T RE I 5 0 R A
R T, 2% R B A 5
AR 1 e R 3

dh—30, I EAERBR T 55 BB
W PELAH L SR SR VR AR O i 22

BTN E SR

_a 7~
X B (i ' 20~90 <10
¥ +50

..................................

9 BEE

9.1 MR T RIS 1 2O 245 % LA R LUAE CE 20300 , LT 6 B
x CHIESK,
9.2 TEFBMEAMF T RIGH 2 WAL
x D RESK,

10 EERFEWE

10.1 EER

A5 ¥ fL T TR A ETBR 3R 14 < EFR 235124 4 0. 000 5 mg/ kg F1 0. 002 mg/ ke,
10.2 [EE

AR 0. 000 5 mg/ kg 0. 001 mg/ kg, 0. 005 mg/ kg i, £ BEHR AN MR A4S0 [ R 2 0L
Bk E.

4

AT (A L CFT 4050 24 M
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Mt & A
(FERHERSR)
BExRIEFH

Al BHEHBRE: 4LV,
A 2 RikSIEE . 320C.,
A3 BFF#AUE:10 L/ min,
A4 THRAGE: 3L/ mj

D AER R B A FTRIS T & R AE Agilent 6460 BT L SEHAY , ARSI K LA RS DOV R BB
HA Bl H 0, SRR A& AR KRS L.
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M R B
(BRI R)
& R AN EDBR R AR A TR TR A0 &5 I R AT £ i PR

A o L TR 3 Y R 114 22 2 7 W €335 16 AL P B 1,

%

100
| Azadirachtin m/z 743 > 625
50
0 ~—

100 1
| Azadirachtin m/z 743 > 725
50 +
0

100 [
Rotenone m/z 395 > 192
50 -
0
100
- Rotenone m/z 395 > 213
50
0 n n n ; n n n n n n d I

1 2 3 4 5 6
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Mt x C
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XREHNESHEKR
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Bt % D
(BSEMEMR)
KRB BRMEER
SRR EREERNED. 1,
£D 1 ZTRZ=EHFEHMEKR
ML 5> 58 (O i)
mg/ kg %
<0. 001 54
0. 001<<C<0. 01 46
0.01<<C<0. 1 34
0. 1<C<L1 25
c>1 19




o TR AN ENBRR 25 W0 5% B VR N [ R LR E. 1,

Bt x E
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RE 1 GpEEmAMEIBREZ Y% B AR mE K=
y— e ENBRE
WINVREE , pg/ ke B, % WAL , pe/ ke [EI#, %
0.5 83.5 ~ 102.0 2 75.2 ~ 104.5
K 1 84.6 ~ 101. 8 4 79.6 ~ 105.2
5 79.3 ~ 97.8 20 80.5 ~ 101. 3
0.5 81.0 ~ 103.0 84.8 ~ 106.5
iz s 1 79.4 ~ 96.8 80.1 ~ 102.4
5 80.8 ~ 108.7 20 78.9 ~ 100. 3
0.5 81.0 ~ 96.0 81.4 ~ 102. 8
SR 1 79.6 ~ 98.4 86.6 ~ 106.5
5 78.4 ~ 100. 3 20 90.1 ~ 102.4
0.5 81.0 ~ 99.0 82.1 ~ 108.2
AH 1 79.0 ~ 99. 8 85.6 ~ 104. 4
5 81.4 ~ 104.5 20 81.4 ~ 104. 8
0.5 78.0 ~ 103.0 2 74.6 ~ 107.6
XM 1 78.8 ~ 102.2 4 76.2 ~ 100. 3
5 77.4 ~ 99.7 20 78.9 ~ 104.8
0.5 84.0 ~ 101.0 2 79.4 ~ 102.8
[ 1 80.2 ~ 97.6 4 80.5 ~ 103.2
5 80.5 ~ 99.7 20 80.5 ~ 100. 5
0.5 76.2 ~ 104.3 2 78.6 ~ 109.6
A5 1 76.4 ~ 106. 6 4 76.2 ~ 95.5
5 76.2 ~ 102.8 20 81.9 ~ 106. 8
0.5 75.0 ~ 98.0 2 77.2 ~ 106.5
pr3its 1 78.4 ~ 103.2 76.3 ~ 101.5
5 76.8 ~ 100.1 20 81.8 ~ 100.7
0.5 79.0 ~ 105.0 77.5 ~ 100. 3
| 1 79.6 ~ 101. 2 76.2 ~ 101.7
5 80.7 ~ 103.0 20 80.9 ~ 98.4
0.5 81.0 ~ 97.0 77.2 ~ 102. 8
HREY 1 80.6 ~ 101.8 79.2 ~ 105.3
5 80.3 ~ 96.3 20 82.7 ~ 101.4
0.5 83.0 ~ 97.0 78.6 ~ 104.5
peA| 1 80.4 ~ 104. 2 79.3 ~ 93.8
5 81.2 ~ 96.9 20 81.9 ~ 106. 8
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T & R A AR
b X 2 F L #r 18 S45%)

(MBI ZwAS . 100125 R4k . www. ccap. com. cn)
JERTERR— ) B R
FAEBEICTRITINRLT  SHBERIE 24
* * *

FFA 880mm X 1230mm 1/16 ik 1 FH 20 TF
20174E 6 A 1AL 2017 4F 6 A4LEEE 1 KENRI
5. 16109 - 4163
FEHr: 24.00 JC

BRER #EBR
Z4FHEIE: (010) 65005894
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