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Abstract: In recent years, the widespread use of pesticides tebufenozide causes the prominent problems. There
were mainly gas chromatography, liquid chromatography, gas chrornatography with tandem mass spectrometry
(GC/MS), liquid chromatography with tandem mass spectrometry(LC/MS ) about residues analytical methods of
pesticide tebufenozide. On the basis of introducing principles and operating procedures, application of various
methods were expounded in crops of fruit, vegetables, rice and prospect for development of residues analytical

methods of pesticide were forecasted. It helps promote further develops of of residues analytical methods of

pesticide.
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HBE (tebufenozide ), 44 K3 , N=KUT FE-N-
(4-FETRHEEEL ) -3, 5- LKW, b A [
T AR BE N 1.03 (20 °C), 7E/K FPEf# M 1 mg/L
(25 ), TS T A AL, A2l o A 1 RS 5
FREAERTR, RS TR W IER &
A T g B pe el B sk A Ik

VEZ TR 5k (1974—) , 55 (B, B TR, =t 0F58 Jy 18] - 3R
BEWEI | 5y piiE AR R
*MAEVES . DAL, 53 B AL BFSE10)  MRHS 1 5 43 T

PEVESR SRR A, D)2 B TR S KRS AR
VERIR I 5 B B7G o e FED H e AR 6 3¢ K R GEAR
YEY P Ay d KA BR = fH (maximum residue limit,
MRL)#SAT BAARLE o b T e 2 7 10 OKIR Sk
7 PR AR BT DL Y SE SR FH A% AT A BT U Ak
TR T2 R R R ARSI U7 v (quick, easy,
cheap, rugged, safe, QuEChERS), 1] L& Jk [E A
Z L (NH, solid phase extraction, NSPE ) 43-H{ [#AHZE
B;X}‘dg‘(dispersive solid phase extraction, DSPE E 3oy =
HEATAE B, SR J5 A TS 335 12 (gas chromatography,
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GC) A A% - 1% 7 (gas chromatography with tan—
dem mass spectrometry, GC-MS) . ¥ A 35 7% (liquid
chromatography, LC ) R AE O - T R (liquid chro—
matography with tandem mass spectrometry, LC-MS) %5
X MU A 5 B R At sh S E A T e TR

1 SHEeiE*

SARETEE IS LVAUAR S SR B T o3 [
JE AR 3 BRI, 38 5 A AT A ik L A T R E
i, B B AR BT D R A
S HRE SRR AR B AR P R A A A B D R,
IR FEVER , AT AL A i A I 3

Magdalena Stowik—Borowiec 25256 4 QuEChERS
X RE AT R AL B, SR 5 30 A T A R R R A
D SRR AL, X R 2 AT A3 T i) 131 e 25
5% BE BEAT 0T, SE R R g 72 %~113 %0, FAKH R
M 2= (relative standard deviation , RSD )<<20 %, 7E¥s
WIE R 0.009 mg/kg~0.023 me/kg 715 Bl N BAT KA A2
PERAR MR R IR =0.99,

2 SiEGiE-fRiEE

AR 8 15 — T R SR FH UM 8 15 1 0 S
i, SR B T B A T e Akl . 32007 s 5 AU
(T AR ) (R S 2 AR A AR
F L, T EL AT DASE B 2 b 24 5% B8 1 [ st
FE A

Sk o A B M B A PG 81 Fh 22 28 % ) AR-
REBQLA F J SRR FH AR €6 135 — 1k 2% FL 5 F L [T E
FRIDE BTG, 25 SRR PR RO R 73 %~108 %,
FEXT AR 25 <22 %, i et BRI T R R 1) de 12 A
DR s T ELZ O W i T80t 4 000 F s b
FE SR 43 HT

3 RERIEE

RORH €515 12 AVBAA A I S A , 72 18] 5 AH 63 1
Sy ARG HEATAI . 5 ETEEA I, LC
REA RIHE B 57 #5 J ME AR R MR AR 24 1) 8 T 53 e
PG BEAE B 1 PR A v SORORH (5 R I vy
ROBAH ETEEAS R Z W o
3.1 FRE T
301 ARG B B T

XU BEASF R 28 OSSR, 30 BLRE A/
Al ST RE D B DR ) 5 e SOROR (3 (high effi-
ciency liquid chromatography , HPLC ) 72: K6 4% SR 3R BH |
BB 1.0 mg/L~100 mg/L S FEIPY , i e Ji 5 (%

T AR 2 B IR G R A R BN 0.99; 541K
Kt 5N 0.2 ng; 78 K 3 K AREAE R R fivkE >k
R B AR AS: B R BE T SR 0.05 mg/kg; S IR R
86.64 %~105.26 % , it K725 RECN 5.97 % ;1% )51
i MO ER SRR SRR R TR . AR
LT AR IO RE i 2 BB B, 1F L e SOAH AR B, R
FE AT ki, DL B K (75 2 25 AR B L) R it
BiAH, FH XDB-C18 T, i SO AH 5L & 52 A il
A ZE MBS S AT 43 BRI A, 24 R R RN e
9 0.05.0.2.1 mg/kg B, “FEy itz B 86.0 %~
93.4 %, "BHEEHN 1.56 %~4.88 %, FfEA RN
0.01 mgrkg; MBI AR BRI BT, M H R B
fo L MERR LS s PR TR A AL B P R A 1) L B
J& , BLZR 5 R MR, v iR R R /N
3.1.2  ZRRZGHER AT

B AR S S NG R I, 95 % BLAE /N
b, AN REREHERR T, D BE IR, T HL g >
BLE ) k5 R FH S R0ORORE AN 03 B8, 25 A8
BRI 25 1) 22 B KA, T 234 281 nm PIFPIE K43
SRS A P S R A g v R R S RN SR A, AR TE
i PR S 77.18 %~107.27 % , AN bR 22
1.50 %~8.83 % ; B ot Ak AV il 72 K (= A R i
A B340 h 0.01.,0.02 mg/kg. 107 00 R
JEAUA B S 4 v, T L B R A A E R
AR 3 A KA A i 1 [ ARG

TR AENIE AR LR AL P R S AR, IE
Cht KBRIEE AT, R e S 2R IS B R K M
B, PR BLGE AR, RO B AR A R
FH 7K (75 = 25, (KB ) s A8, FI U Agilent HC-
C18 F:FTEE A I 2 CRE I 38 45 : 230 nm ) , 38 52 HPLC
HEFT AR B0 , B3 CHOE 75 S A3 at ) v He i o |
S RO AR R PO g EL U £ SF- 241 8 [ i3 76.9 Yo~
105 % , HXHARMENR 22 (RSD , n=5 ) /N T 10 %, Bl AG:
WM 0.05 mg/kg; ZTIESF AR T EEK

T B TR U B R S QUEChERS
BRI EA T A | 385 I AR SRR D ( prima—
ry secondary amine, PSA)H} A1 25 2B /i k=
F AR B E e AN N by, IR e b I B ok 4 ; 85
PAZIE K MF AR, iR 1.0 mL/min B EF TR0 B
VeRR , 454 HPLC SR 269,240 nm BUE K, ST %F
B TP b | AR | BTk B 2R R 4 Fhof 24 1)
[i) ARG 5 A6 i BIR 0 5310 A < b AP 0.02 mg/kg , HL P
0.02 mg/kg . Bl 4k 1 % 0.10 mg/kg . BEHHEER 0.05 mg/kg;
TETRINHE A 0.05 mg/kg~1.0 mg/kg JE P, By
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7 80 %~100 % , FHXIHRUENG 25 R 1 %~10 %, 4554 N
iy
3.2 BT

XoF T H g AR R R A 3 v A
JB% B BhAs , TS O0R FH NG H I, A 1 A A5 B
Feik , 2 MU L g AR IS SR FHRORE € i ik E A TAG:
W, [ 243504 83.0 %~100.5 %F1 87.0 %~109.5 %,
FXFRAER2ETE 1.9 %~10.2 % ; Fe Z5% B8 AR A%, it
25 Lh Ja BHET AR AR, IR SR 5% B A
WD, ATERD I A3 B A U R AT s
O R SRAR 2 5 B A T Ry T2 2 52 - EBRAL R ST RN A 25 4%
EHREE R RZ R, B A BT 5 o v, Xk 2 W B A
HALRE )R, FEAR S BH B aS i i =2 ] TG B A OG
P 5 127 TR B PR, o 1 ORG24 BB
IR T HTEOR

SR VA R 7 KRR SRR b ) 8% B sh A AR
LA REF R S 2 CIE PRI, S W e
AW, 30 BLRE 4 T M AR A AR UL, SR J5 R
BB (3% — 58 S N AT 40T s FEREK . AR
K HE KRR AR REFE I A RE A b, SRR
B Ky 86.79 %~110.47 %, 755 Z2E0H 1.39 %~
6.08 % ; M it AT & — P N Bl 12 7 : Ce=
COe—kt, M- 143 51 K 3.73 d~9.05 d.7.76 d~
13.32 d.3.14 d~7.31 d, )& T Z FflAe 24 s ok v e
ik B M 0.103 markg, % T T FEHLE 1Kk
FA B 2 me/kg , R IRE AR AT LA 2

4 HHEEIE-RiLE

VRORE (% — T B R R A (30 00 2 5 i
B A R AT s . 2O A i T R
RS0 1 e M A | 2 SR MR T SRR A, T T A
SR AT R MEE R AR E A,
DI E Z=RE AR 24 5% B8 BRI, AR 7 VR A7 AR ARG
AR 1 AL AR TG A T SO A B s
4.1 FRERHT
4.1.1  B—RZGIERE AT

QuEChERS %56 = %0 AH €033 — 52 15 B i vk ml ]
TR R 2GR R 0. FERS L 2R O RS TR I
(1:99 KR EL ) A HEEGH , 28 i o A1 AL, N-TN 3 2
A NS RE e L, LA N - £ R —IK VT (B
FEVEWG ) AW shAH, £ ACQUITY UPLC BEH C18 £
(100 mmx2.1 mm, BiJF 1.7 um)ﬁ:}’%}ﬁ , % HPLC-
MS 325t 2l 9 V5 P £ i v ) e R A R AT AR
AMPRIEE B AR E ()R 0.993 3, SR A H B A

1 pgrkg; FHIECR R 79.0 %~103.0 % , FIXKF bR e 22
/T 10 %(n=6) . EMGSE2EE FOKFEME S 1 BRI
LGV ARI N-TN S 4 e A sa Ak e BT/ e 3
kel , ACQUITY UPLC BEH C18(100 mmx2.1 mm,
1.7 wm) 438, LA 0.1 % ZFRIK VTR B AE R i 50
AR TR EE BRI , S F HPLC-MS Bk, AR it
M EEEFE 4 ng/mL~100 ng/mL B EMEOC R RLAT,
A ZRECH 0.993 3; P2 EIHH 85.5 %~105.0 %,
X hR DR 22 /N 10.1 %, KBRS 0.001 mg/kg; i
D AR AR RS | A i, AN 25 SR B 0% 6 KR B
] % R M DX 1) 5 B A
4.1.2  ZPALNERER 3BT

WOAH (0% - TS R VA 45 & QuECKERS 35 F T2
@B KRB YR h 2R 2R . T
FEYLAEIUR FH LC-MS/MS SHAG: I 20 J i =52 g L s |
WE HU M HOmbk | 22 TR R A U R S AR 24 1k
FEa HITTE SR AT ZIE L, QUEChERS 4tk , 4b
PRIEE ;5 BIACZYAE 10 pg/1~200 pg/L 115 Fil 4 etk
KRB (>0.99) s FEI ISR R 77.3 %~104.1 % ; 5
BRI R I PREEK AN AE R A ] 1 %
(R SR - O BARIUE 2, 48 N-INHE L —
A+ )\ e rE b, 76 60 CAR/ EIT T 5 R A
LC-MS/MS 4387, HL W55 1E 25 F A 22 i o W 0 A
W, 5E R PR (10S/N) A 0.005 mg/kg, Hilhs 8] 45 5
77.1 %~90.1 % X ARAER 25 (n=5)3/NT 13 % ;1207
AT PR | RS , e AR 28R B A 2K . JE
i+ QUEChERS Hl LC-MS/MS 5 FH 732 , tho ] LA 43 ) 5
PRI B e Bl B L B S g v ) Z2 Bk 2
HEFTARI

BB 3 B K28 0T LASR FH 43 T A 26 B0k 6 A T
HIALBR i AL AT LSS Ak 2 it () 5 B RO, ok 2>
25 [ R SO 1) 9 A N B B VA VR ) T, O FL L
TTRERITHT . BRNG 2 ML i 28 AR IR, Fh vk
4, I % Bk e s R LC-MS/MS 438t
SRR A 24 gk W, A Ak 5 T b i B BT Ak
I, 5 FOBURE I 3 8 ik B2 24 0,002 mg/kg~0.2 mg/kg,
IR 72.6 9%0~95.5 %o , FHXF R IEM 25 (n= 5)/N T
15 %; KBRS 0.5 petkg, 8RN 2 wg/kg . EHER =2
oS A DREE R S TR K R EAE IR | R i K
JEE AN IS 7 Bhefe 2y, BERGSIE A5 ] 7 55
HAEZRIT IR A PSA T NH, M3 il I BfF (5 22 A HLRRSE
TR AR L 2 CIF PRI AR T e -2
B2 TR (AR, 1 DI RS RS EAIES
DSPE 456 #EA 7 Ak, SOAH = 80RO (i A 4329, >R
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LC-MS/MS 7£ 43 i B 22 O g W S =0 F A7 , Ak
FryksE e, 7 AR ZH1E 0.005 pg/mL~2.0 pe/mL 3 Fl 4
LM R R AR (P 4 0.995~0.999) , 46 H BR AN E 2 R
156 E PR 2K 5 F I IR 60 %~120 %, AT
PREMRZEA KT 5.0 %o I EMEFR REUER 5
TERRA 5 R

e AT A e 3 — ER I B 3% 7 (HPLC -MS/MS )l 1]
DI HIT SRR th ) Z AR 255 B8 oAy o T SR e gy
ST HEBOGA ) D R TR IT AR5 R
FHA B A A B Ak, HPLC-MS/MS 76 A R i BE £
S5 g W A IS DX R 2 1 R R A e K g B HATT AR
YA TINGE SNl 1, 24 S R B IBGRI I, 4 o
TE 10 pg/L~120 pg/L N R RIF, & 8R
KT 10 wg/kg; 78 10 perkg BIHERAKSE R, 44 ()i
2R 60 %~110 % , FRTFRIER 22 /N T 5.0 %512 )5 43
VRS, 2 s s, T4/, e T R i
P Jofs X Jal S AT A W A A 227 % 7 (A R

HBERES SR 0 QUECKERS 5, 25 1 % LRI
BRI, TR AW & — e -N-PS B fk e -1
J\BESERE e b A A (C18) i 4r il fb , P
HPLC-MS/MS 5 , 58 HUA gt fie S5ttt XL
i N YL AN L S S =W L7 G P G [ e
1 ug/L~100 pg/L B NP SR RAF, MHICRECH
09998 109999, Jiika A 029 peke~349 ngke,
K HBR A 0.088 pe/ke~1.05 wglkg; 75 5 petkg~50 pelkg
TN SEREMIENSCRN 81.1 %~105.1 % , FHXT AR
P2EH 2.8 %~8.5 % 1% 5 s RAGH =, WERA PR E 4 g
T FE ] P ANRILRE R % R PR, ) A SR FH L 1)
Qu ECh ERS %44tk , HPLC-MS/MS X H il 52 B4
B AR R AR () Z2 A 2 HEA TR

T S A 2228 ORI e A 2 IO
AL S, LA Inertsil C18 #4385 , >R FH 22 B i Wil 1E
BRG] , HPLC-MS/MS ¥ ] Ipi) 52 £ 25 vhigh K
A s R SRR s R IV AR H TRk 1 3 R VR R
30 pg/L~300 pg/L PR R RAF, MHXRE () N
0.999 6~0.999 8; TR 3H 88.6 %~99.9 % , FXiH5
HEMZEL/NT 10 %; KR 0.9pg/ke~5.2 pelke;i%
T AU BRI T 2 AL T, i HfEdf R
g TR BELS  3E G 2R AR 24 5% B 1 [ A

T i A8V 5 — HR IR BT i T B AR 245 5 B 43 b
AR BN . BRINIRESILIL G 25 NS (5 46 Fhsk
2ER R ) MG 4, il FH 3 5 (& A 43 B (matrix solid
phase dispersion, MSPD)Fi &b , BRI 43-51 2% H N4 5
LR CRENES MSPD (43 BRI R BERG R, R IE

OB T [RIE A, 1) FH A R RO €% — e I 1 7
Gy B 22 SN WA = A 7 s A T . K
IAEZTE 5 nelkg~500 welkg TEFEINZMEC R BT,
I GRS 70 %~110 %, AXF bR a2 /N T
15 % (n=3), EER/NF 0.01 mgkg, BREIEEZRH
LR TR O BRI A TR BGE i B 2R, Sk
B BRI E S PR VS A, SR )5 AR A U B B,
CNEPRIUAARE S SERTERE S = el B0 5 B R 2
W EIE B P AR A F I 55 FRL 3 — H R i %
1GMsE , KRR 0.01 ne/ke~2 pekg, TR Z S
68.4 %~129 %, JiikER R GEEEELE R
Gabriela Castro™:% i SPE 2% & 48 & 80 AH 0 13% — 57 B¢
TR h 50 Fhofe 24 5% B A ARG, A d BRI
F1 ng/mL,
42 ST

R 53 AT H T I S R R M v ) T i SN S
LAR R, THAFEPR ] HH R 50 R o 506 FH vk itk A
R , 45 5 - R I A AE S S (9 DGR Sy 94.4 96~
106.0 % , X hRUEMZE R 1.4 %~3.6 % ; 75 LT ) [a]
N 93.0 %~105.6 %, FIXTARIEIRZE R 1.1 %~2.6 %3
P A SR B b B e ) 5 R B A AR AR 2 A
N 3.16 d~4.63 d Fll 4.81 d~5.77 d, J& T 5 K Ade 2 ;
T B 5043900 0.01 mg/kg~1.32 mg/kg .0.01 mg/kg~
3.78 mg/kg, % B T RE S PE AR RS R
A 3L PR 2 O 5 i HL R RS SR b R B A
IRV AT LA AZ 11 o

e R OB RRN B U 3 Rl 211 5% R
TH SIS, RELSFRHERE i 22 ORI, PSA ¥
b, ASEWR T, 1 mL 0.1 %M RA /NG (8 < 2,1k
TS , LAFE R B BOCHCR | SR 5 R VBOAE H B o i
W, AMRIEEAT 8 &5 7F 10 pe/kg~1 000 perkg B0
JEEIN, BINEWCR N 70.5 %~98.4 %, 7552 EHN
5.9 %~9.1 %, K HBR43 51K 2.5.0.25 we/kg F10.5 pefkg;
3 g FH (1R 1 A B 3 b AR 24 78 A6 S v 24 AT R 7
fift, B Sl ASHURAT G s D0 4 W A 2 100 43 51k
2.6.42d 1 1.7 d, FEAESRA 7 HhoA] DL 2 i 1 5 %007
PRI P G R R, SRR

5 ST E R E

Ry IR 2 FhAe 225 5% BA 4 [R) o DR I 2 | 36 5 4%
FIETAL RIS 2RI A S5 & o Satoshi T 45
VERE M 2 KIZ T | LHHEEL, C18 (GCB/PSA #E:iHb )5,
ik GC-MS/MS  LC-MS/MS X /i 99 Fhfe 25 5% 18
AT, BRI RS 0.01 mgkg, Maria D. Gil
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Garcia®™ ¥ i 28 QuEChERS #4714 # 5 , R FHAAH 2
T/ IR PO T . YRR 15/ HR I DU AT I 3 X e
A RO H R ) 260 B 255% 85 |, Despo Louca
Christodoulou PR H GC \LC A 3% 5B 3BT 152
TRAR T IR A XK R RN B8 S iy 243 FhAfe 245k
B EAT KL 5 T Pingping Li 58P 2R Hl GC-MS/MS
UHPLC-MS/MS 3 5 (4 FI A v SR v 113 FlAfe 24 5%
B AT, SF- 2 [DCR g 70 9%0~120 %o , RS i
2£<20 %, 1 R<10 pe/ke.

6 Zit

AR SCE SRt AR 24 HUSE A R B A 5 ik (A €
T RAR R SO - B RO -
LA 0 JE BRI E I BT R SRS BRI T A5 R
TrBAEK R B IKREERAEY A BAR R H .

SR A O RPLE R FER, TR
HURINHE A RO €335 | 5 OB 5 B B HIH AR [
BB AR T B R, BT ARz N H H R
o W 7 AT AEAE W A B 5 R AL R A A, L) S R
Ty FERGER I AR T . AR ST ST K R il
PE AR, B T a7 bR | A
e, AR i ORGSR | 30 R SR A,

SE 3k
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