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 E: BM WS CNCA-20-01%8 i rb i HI A TR | MEWR IR 75 5 A0 2 " RE T B0 IE, 52 /o S0 00 % X 5 it
W R ST L EVRER P RTINEE T . B BRI CIERRIUREME, 43 Bk B SR 435 % (gas chromatography,
CCO)YFIS AR 033 5 BE i1 92: (gas chromatography-tandem mass spectrometry, GC-MS/MS)FATAGM e xf, 38 13
L2l IR s A G X I A A SR EA TG UE . ZER CNCA-20-01 FF 5 A B 45044 Bk A1 E R TR 000 5 235 SR 43501 A
16.927 mg/kg F 21.349 mg/kg; Z (4> H1H-0.45. -0.94, |Z¥/NT 2, G5 S BE ST 45 50 i s, &
BHZR S 256 A A R RS B L R R TR £ S 1 N E B D AT .
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Study on the proficiency testing of determination of fenpropathrin and
buprofezin content in tea

ZHANG Jiao-Jiao, WANG Rui-Guo, XU Yu-Min, FENG Hui, WANG Liu-Qiang

(Research Institute of Henan Food Industry Scientific Co. Ltd., Zhengzhou 450000, China)

ABSTRACT: Objective To improve the laboratory's ability to determinate fenpropathrin and buprofezin in tea by
participating in the capability verification of CNCA-20-01 Determination of fenpropathrin and buprofezin in tea.
Methods The samples were extracted with acetonitrile and purified. The gas chromatography and gas
chromatography-tandem mass spectrometry were used for detection comparison, and the determination results were
verified by multiple quality control measures. Results The assay results for fenpropathrin and buprofezin in
CNCA-20-01 were 16.927 mg/kg and 21.349 mg/kg, respectively. Z values were -0.45 and -0.94, respectively, |Z| was
less than 2. Conclusion The evaluation result of experimental detection ability is satisfactory, which indicates that
our laboratory has good quantitative determination ability for fenpropathrin and buprofezin in tea.
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WG AT BRACH, (3% BN IE H W R Fn AR A%
weTs, BA . SN KERRUNRRE A, HR
B4 TR FIE R A 3R E S Rz, R BRi R E L 02
R AR AR 2 A — o TR, BB AR A AT
Hh R A TR FE R I ) B i B T AR L

BE J1 B8 1IE (proficiency testing, PT)J&F}2EiEA S8 =
S I R L R 0 A T BES), RSB S RE
PEAT 5 R B A — R IR UETS B, R S % R
KAL) 7 4 o — A1 5 e 45 il B 1 RS s 710 BEh
B9 TF A 32 2 N AR ) S 0 = () v, 4 B A e A v
MIPEAN S e U, LT R e T B AR, il
26 HPREERFE S, JEk S ZaE MGy T
MrpeatS ) A AR RTHGIIAE S . WiE s
BATIRAS, RO B Rl 2 P R B8 | 38 & P X

S KWL 0551, AEREHO I BLRIIR] A AT 16,

M4 e S5 36 2 1 44 32, R IO 52 0 2 P 2 ke MR g
B BB INAE 1 B E L W TOAE . LA AL A
LA i 2R 1,

Y B UE T e AR S 5 0 A o R A T | WE R T
I E BE T, AL E SN T [ S A B
AR A A AR SE BE AL S A i R A I |
WE IR ) 15 AL AR RE D B IE o ASBIESE X AR U BE T Bk B4 56
FEPR: SERG T SEuIt E HEI E Ah 2R 0 Hir Ao A
TR 3 A, A I P B B g e [ L) S8 -5
%, BERY, JUHIRAESE P L i i Oy SO R
Al AT R R 522, DU i = e
JIBUE TARRITT I o

1 MRE5REE

1.1 UE5RF

BE NRAERES: g5 R 2099 5, AIKEE 1 BRIEHR
b2 AR S, AR AL 1 0, 2 AR (B A 1,
YR A BHASFRES N2, 4 3~4 d SfEETE
% AU BE T RIERE G B 2 2 A 58 AN A AT SR B IE
WENRE TG . T BT IR

ECkE. . PEE. W, S P EEEEg, L
LG LI R B A AT IR Hl )y TR B BN (o Hral, Kt
AOEE B & BB R F)(650 °CHIBE 4 h, B FTH2%h,
RHJGEA), ARG, RITH e LA RAR);
FH FAE BRPR I . WEVR AR 5 (1000 pg/mL, AR RA
W 2%, btz smRHca R A ED; 25 KIS
Bk,

GC-2010 Plus SAHEE(Y, B ECD ##% . GC-2010
Plus-GCMS-TQ8030 A 3 BT ik ik FH A (H A< 5 A /D)
DB-5 #(30 mx0.25 mmx0.25 pm). DB-5MS #:(30 mx

0.25 mmx0.25 pm)(3E E LR H B/ A); Cleanert
TPT REAHFERAEQ ¢/12 mL, FEFZE5ESCRRH B4 BR
Zvl); TCL-10 B B0 HL( B LB 2E ) ); IKA T 25
T BOHL(EE E IKA 2],
1.2 XWHE

¥ QWL AT RTESID A ML K i = e ULl s 2 il
A i v A PR A0 T R R R R B R A, ZH LB FE AR IR
B8 B 5 R RS R 9 S AV FEAE 5.0~30.0 mg/kg 2
i), WEWEERA & REIEELE 5.0~50.0 mg/kg Zb], ARKEE
IR UFAERE R A AR HE T A4S GB/T 23376—2009 ( &5+
KRG ZERFME ST/ D ). GB 23200.113—2008
(ERELEZFAE EYREEERF 208 Ffezy KA
BRI ROM RS- R RSB L ). GB/T
23204—2008C Z& M 519 Fife 24 KAH e Ab24 T ik B = il
EOAMORE-TIEE: ). GB 23200.13—2016 { &k 4
FARME AT rh 448 FhR 2] KoM OG k24 S sk B RE I e TR
A TE- T ) &5 . ARSI E H B ZR - rh R 2558 81 r
FHABIARHELL GB/T 23204—2008 h 32, Xi%bRifE sz
IGHRAE S AR, RIIZIR BE 1 5 UF R A GB/T 23204—2008
AR AR AR o 1A G
121 LB Z L&

(WSS A

A AW Ry = Ao R A R
1.25 mL/min; #EFEIRE: 220 °C; Wil #siRE: 300 °C;
FER AR FHR R P RIRIEE 80 °C, fA4F 1 min, LU
20 °C/min EJ}2Z 260 °C, {#£+F 5 min, LA 10 °C/min BT+ 5
280 °C, fAFF 1 min; WER: HL {73840 I % (electron
capture detector, ECD); #Ffim: 1 pl . H 5026 18 FIME 2R i ()
PREARI] . etk R A RO 1. B R e
Tl s o4 i ) A (B T R DL PR 1

QYR 3 B I i A

# A0 He; BERE T R R BERE; RE R E
1.69 mL/min; FEFECIIREE: 250 °C; B TU5: EIJH; 275
IR 230 °C; HIRMFHERF: RIFEE S0 °C, £
1 min, A 30 °C/min FFFZE 150 °C, LA 10 °C/min FFFZ
300 °C, 55 min; WHNAEREFA]: 4 min; YEFEGE: 1 pl;
FAETr S SIM FRIE RS o FF 502 i AR R T 1 3 B B 1]
FHEEF . KB REULER 2. PRSI FIvEsE
PRl it 1) 0T 3 P DL IR 2,

<1 HEFEEE. ERARERE. ZESEMEXRR

Table 1 Retention time, linear equations and correlation
coefficients of fenpropathrin and buprofezin

kEWAF PR A /min ke HHIE R 2
H 545 1R 16.981 Y=2.260X 0.977
B 152 fii] 15.722 Y=132038X 0.999
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Fig.l Gas chromatography of fenpropathrin and buprofezin standards
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Table 2 Retention time, characteristic ions, linear equations and correlation coefficients of fenpropathrin and buprofezin

(S BN {5 B4 15} 18] /min FRIE B F (m/z) etk R LIPS e
H 45 1R 16.981 172,175,305 ¥=8.796733X-62.81644 0.984
B I3 ] 14.464 181,265,141 Y=2.856822X-2.548396 0.991
50F )
i r T R ] i
bl
Hos
0.0 L
14.0 14.5 15.0 15.5 16.0 16.5 17.0 17.5
FfE]/min

Pl 2 UG R A I R ) SO €000 B BB BT (R

Fig.2 Gas chromatography tandem mass spectrometry chromatogram of fenpropathrin and buprofezin standards

1.2.2  AFfIERELH)

FEE LI 1000 pg/mL A4 HH 5058 15 FITSE I s o i 45
1 mL, FIEC K ERRE 2 mL A&, HERES TR
500 pg/mL, F-20 °CUKFELRAE. 7EDE GE ) I IEARE bh i,
SEHEAT AL BRAEA TR B 04 8 A, AR AN I — T ] R T
TIBRAE i A A, PR IR A o P 94 o 2 AR 52 o) o o
TR I RN, ply aHOE AR 0 (A TR IR, S —
77 T AT W) A5 R R Tk B L, R TR o R B

R TS 90 45 5, BB ) B0 AR A o R U3 TG 1) Ik R
KYH 17 mg/kg, BEGRERAIRIE R 20 21 mg/kg; W 24FK
B2 g ZMERE gL, SR FRERER 4 b5 2 4 2 mL i, A
FIERAEARE S EHLSI A B 290 17 pg/mL, WEWEERK L
HLHR 2408 21 pg/mL, DSLHCEE il B FR A4 TR VR BB 5
10, 15, 20, 25 pg/mL B FRIIBRUEGE T R GE R 9 1R B2

14, 17.5, 20, 22.5. 25 pg/mL W RFIFRAER W, Hiz
B 7 B0 UE AR i P P 4503 T R % D ) e 3000 e 2 B 25 E
WML E N, AR X R, H55EEaRH
NUHE
1.2.3  Henark ®aiL

218 GB/T 23204—2008 HETA IR .

R 4 0052 0 HH B R TR A5 AR, AR T B TR AR O B A
Fi MR BE K29 M 17 mg/kg, WEBRERAYHEE K250 21 mg/kg;
FE TR ESE TAL ], PRI S g AS0PRES, SR Mk
PGS | mL, 205, HEsgEE MyEEE R FAL
24 85 #1105 pg/mL, MREERIK, 8 H A G E(E 50
Fl, S8k s RAE, FLR B K S 80n i T FE g
2, WOS RSP P UE 70 YR, e AR 2 ¢ 2R
MRS, SARE, bR E S 2 mL.
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1.2.4 sk

Ay R PR S U 5 4R ) R, AN TR BE T SRR SR AT LR
R AT S AR S5 . A B ERRT L XS HXT o

oIy M= NANEAS I

(D s 5

TINERHE — A FEA IR BE ) 0.5~2.0 1%, LGB Rk
PESE R, AWEIE LUINFRIR BE N AR R BE Y 0.5 f5A 1 %l
AT bR BN S gG:, W0E IE bR [ml e, b o 25 2R
YR

()N G R

BEET 3ETIELRL ERSEI AR 24 (AFIB), R
FARA A BT A, [T L X 3250, @4 A B e X 52
55, KO SR A R AR

©))€380)

43 S0 o7 S €833 ASORITASCAH 3 o i B AN AL
ATALER LR o

2 HERESR

2.1 BEIIEHE SN E
FRUL 2 By RE 10 ERE S de 1.2.3 SEATRTACIRAN_ AL

FE, BEHE WL, MEL R 3 A FR R 2 (relative
standard deviation, RSD)14]<2%, i JE X5 %5 BE 9 ER .
2.2 MNFREYBESEIE

SEATHETRRRIL 2 328 FIRE S, A BIF TR SL s 4 i
0.5 f5H1 1 A5 hndrie, TRAG, 9 1.2.3 JEATRTALH
FEHLNGE, TR 3K, GRIE 4, TEINFREA 15 pg M
30 pg 2 UK B, HORUAE TR Ay M AR Bl R L
96.880%~103.507%M, “F-XI AR B3 5124 99.158%F
100.937%, RSD 43l 4 3.663%7F1 2.205% . EHIFR &}y 20 pg
40 pg 2 AN UK F I, R BRI AR R R 7R
97.713%~109.188% 14, 735 o i 2 43 51| 24 104.730% 1
104.265%, RSD 43314 3.124%F1 5.667%. 2 F BArib&4)
B IAR [BDICRAE 90%~110%M, RSD BI/NT 10%1H L FE i
[l FER
23 AGitkxt

2099 SHE b H B 03 T RITBE VR I B9 N B3 EL X &5 SR
W3 5, HFAEEA G XA RZE N 0.738%, MEWERED A
BUEEXT RIS 22 0 1.279%, A 5 H x5 SR X 22 34 <
3%, FERASCIH A G122 5 X6 5 25 SR A S iR AN

*3 EARIEHSMNELERN=3)
Table 3 Test results of proficiency testing samples(n=3)

_ AT K/ (mg/kg)
HirL &9 F-H{E/(mg/kg) RSD/%
1 2 3
H 5 3 g 16.897 16.956 16.969 16.952 16.962 16.825 16.927 0.332
WE WA T 21.465 21.232 21.229 21.348 21.289 21.530 21.349 0.585
<4 BENIIEHE RINFREERLE R (n=3)
Table 4 Results of recoveries of the spiking samples of proficiency testing samples(n=3)
HFrMEEY Jnbr i /ug [l i /pg TR SR % S RIS /% RSD/%
14.532 96.880%
15 14.587 97.247% 99.158% 3.663%
15.502 103.347%
HHEUAG TR
31.052 103.507%
30 29.889 99.630% 100.937% 2.205%
29.902 99.673%
21.032 105.160%
20 21.553 107.765% 104.730% 3.124%
20.253 101.265%
WA 2% i
43.675 109.188%
40 39.085 97.713% 104.265% 5.667%
42.358 105.895%
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B dn 2 4 R R I A 4R
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2.4 U5

2099 S il ) Y450 38 T 08 1 R ) {7 B k48 SR D
2 6, T ZHERILAR L X AT PR UEIN 227 0.437%, BEWET
A28 X 4 AR SR HE IR 22 4 1.653%, AL %8 Hb 445 SRAR X
FRUEMm 2T < 3%, TR EE R (5.

3 HmARENHESTEN

AR ST IRAUE LA 3 WA S 1 I B i A, A
UCELI A AR T A B3 et . AN Xt 3 s g
il F-Be X S g0 45 A T IE

PARE FT I UERE S AL FREE SR 0.5 F5F0 1 A543 E A
PR TR I SEa, TR 3 Wk, WSS IR I
£ 96.880%~103.507%, TN ENCER S 128 99.158% 1
100.937%, RSD 435114 3.663%F11 2.205% . MEWEH K AR Ik
FTE 97.713%~109.188% 4, ~F-IIENIRIT 51 104.730%F1
104.265%, RSD 435Ik 3.124%F1 5.667%, 2 Fl BAriLA 41
HIARENEALE 90%~110% N, RSD /N T 10%, 243 A% & 1]
WA BESR, RIS AT PR R ZE S D, FESL AL ER
RPN, AR MR BRSSO XA R A A X

PREIRZETE 0.738%~1.279%2 [, ¥5/NF 3%, FHISLEZ;
SRS N A2 S B RE RN, A HX B 45 A X i 25 7E
0.437%~1.653%Z[Al, ¥/NTF 3%, FHIESERZ R
MR, I DA B BT A R T B SR A R TRIE, A
MTARIERAT I S I025 R 4

4 4 i

YR CNCA BE I BE 2099 Sk 5L 303 Rk ES
i, A ERER R4S R 269 S, FRSEES LS R 302
A, ARWRAE S I UEHEZ I 1SO 13528 brifE, RIHRaS 3
A, RIS NS5 0 45 R 35 1 R BIE PR g it
HBE PRI 24)Z1<2.0 I, 2554 24120 > 2.0 I,
SRR o 200 = FH RS I | WER T 1) Z {EL45 SR h-0.45
-0.94, H|Z¥/NFET 2.0, 451 50 =

AR YR RE ST 50 UERE R RN ISR - N B ek AR
b X 85 o et A ) T B S 0 2 SR EA T, DX JLAS T
X SIS R TR IE TS d, RAR TR MR, IR
A0 e AR 2k B 0 H RE IR UE B R B AR BT 2 T
— i KAt

*5 ARLLIER

Table 5 Results of personnel comparison

Hirmba®  ABT A Kgs S/ (mg/kg)

A Bt B Kl 45 5 /(mg/kg)

NGRS R V- (mg/kg) AT XSS RAR RS (i 22 /%

FR 503 g 17.083 16.958 16.927 0.738
WS IR T 21.805 21.532 21.349 1.279
F6 NFBLLITER
Table 6 Results of instrument comparison
Hirtb &9 SAHETESE R/ (mg/kg) A B 45 R /(mg/kg) LA LR 8 - /(mg/kg)  ABXTERAEDR 22/%
FR 3 e 17.006 16.932 16.927 0.437
VA 1% Tl 21.706 21.353 21.349 1.653
ﬁ%jﬁk multi residue in Wuyi rock tea using modified QuEChERS followed by
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