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QuEChERS-fit AH 24 3% - 3 1k Jo i 42 0 o 4 H o £
2 YN @I K e S Y e

BBV AT ERE HRE LA T AR &S, BT
Ly TR R RETR S5 3B TR B, HEHE 056038
2. 9 [ K FE A28 T A b A ) 3R A B il il T A A 16 I 32 A e, i ) 310006

B—1EE: A (1994—), %, WA, W5 Jim : 15 KI5 . E-mail: xy045130@163.com
SEEEE: T2 (1982—), %, it BIAFSE e MR9E7 . I5 K% JRL% . E-mail: qyan2005@hotmail.com

# 2 RJH QUEChERS-LC-MS/MS ¥& & 7 T A% H AL R4 H R B8 14 4 Fp B bR b d: R Jr ik . FEZ 5% F
M- G W, AWNFRE T e, SREW, 4M HRP A RE 0.10~100 pg L' W EA RIFMLHEXR
(R*>0.998), OFX. SMZ., ROX Fl1 TET Ry i BR 43514 0.10, 0.10, 0.05, 0.20 pg-L™'c 4 F HFr¥ BAERG K . 5
Ko K REAE R (b 13553 R0 b T 3 43) RO H L rh i DR 4350 R 82.8%~166.1% . 78.19%~103.5% . 94.5%~97.8% .
67.7%~100.2% . 86.7%~93.9%, X F5HEMR 2253 514 0.3%~8.3% . 1.4%~3.8%. 1.19%~6.8% 1 1.1%~2.4%, i@ it #@ 7
FEHBLR G, KM & AR B v PR R AI5 K REE, YRS AL R G PP AE R B AT TR . A
5K, SMT Al ROX 7 45 3L 5t i 17 A o 0 0 5T 2 V4 8 O R A 11 ~250.908 ng-kg ™' OFX Fll TET £ F& K B
i R, RE AR R A A R T VR B O AR A 1 ~272.354 ugkg e

X% %#1A QuEChERS-LC-MS/MS; #i/EH; /Kii; sk

PUA: RALFT LA IT NRP , 3k ] LR A KA s R dk sh iy A4, Rt sl iz i H 3 A
KESF M E T SR RIS AT, BRI, AR R B AR R T
PRUGFNFEABHEARSD . AT RE ELEEHR A R IO, JF i iR 15 4™, W n] REREZE 5 15 K — & i A f%
Gil5 KB (WWTPs) . BT WWTPs S8 X oA R 2805 e i L BR BT, b 205 4
YIANRBHE o 4 bR, GR B WP A B WWTPs K HEBCE A KR B 8 3 3045 v 90, RS P A 28
15 UL W) St A 7K PR35 R R A B B T U BE AR IR (ng L' B g L 90, (HL BRI PR SRR MR 1 BT
A BRI B A A AT DL PR A0 A — 2L BT IR Y, T ELRE 98155 2 — L 24 T A Biht M L [ (antibiotic
resistance genes, ARGs) H =/, H ARGs 1] DUl od /KRR R AR UE Y Z MR, — BRI A
KEURE T, K2 FEEUERITRARRRE =0T R, TV E U AR, WO ST R A A
AP E B s 2 AL, B, WWTPs /K B AR i S0 S 4 I 7K © ik R 5 4T
A 2R AU B RS G ) — A SRR,

i HER: 2021-05-31; FRAHEHEA: 2021-08-20
EEWE: BRARBSEESFEFEITH (5170090712)
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s WWTPs 22 7K [8] ] T A Ml 9 T8 2% 8 A 3ok 117 7K ¢ 050 et e 1) — 00 o A it 0 @ /K b R B8 A 4t
AR A KEMN SRR E L, HESYUERUEAE M= E, T ARGs 8 1 3 TR E
R MUK P56 Bl ARGs 78 R8P AL 4 RN 8, DT X AE 25 P 358 0N 2 fale 5 o ol Jop U400 AR T
H AT KB 5l i ARt R 2 £ h THEEE . A AV . pH. TSS XA YT
Y, WWTPs /K FPAs 2K i be A RO 4 YIS e A9k 2w, X F15K) Bk TR H
TR AE R K v e A AR R T AR B 39 v A 5 BE  OR LA R O B HRGE

HRT, X F PR b A R AR B 09 R O YA A A R i i BRAR RS I VAT B R U, A X
Ul YR REEM . MR RERRE, BT LUE R D ALK TN T B £
SRy RO (3% 75 (UPLC) MM (B vk (GO), BB AR R R EUE R . EEME . K&
BRAK, J2& H Ao 2 ke vk . o, WM 6k 5 B (LC-MS/MS) WA REE E 1 . 2 i A
MFREE R PR, I EABRARE R (ng L") FASE B9 RIS, #5292 0 17, QUEChERS
DAY W MR AR MR 2, SR T DU R b AR 2 RN 2 ) A% A
b 2735 Y 1 14 3 28 i Ak B AR U190 AR S WU )Y A FH Bt WWTPs FE /K Hh s Hh 3 3 458 s 1 Bt
AR (B SRR PamgER . WAHE) M54, R QuEChERS iy i b ¥ {L F
B, 454 HPLC-MS/MS A4S A ik, @Ear T R H BN R Ge b 1 38 KoK R ok B3 o 2 il
Fike BOTEBRAER . RS R . EIEL, TR R RS R AW b KRRk
DA HT, AT A A B A 7K U Tk 2 4 XU, W R b A 2 P B
1 MR5ER*%

1.1 FENEH

TSQ Quantum Access Max — & U #fe 4T Jit i 1% (BQ £ H W5 55 25 1 5 ). Poroshell 120 EC-C18 #¥
(2.1x150 mm, 2.7 pm)(3 [ Agilent), METTLER TOLEDO Hi, 143 #7 K . &5 3 41 AL (7 [ IKA).
£ 3B O HL (35 [E Thermo Fisher) . KQ-300TDE #8 7 % (& L 7 i 75 (X 25 A7 BR A 1) . i 4liK A (35 [
Millipore)

1.2 FEHH5IKF

fith fiie 1 14 (Sulfamethoxazole, SMZ). % P /2 (Ofloxacin, OFX)., ¥ £ % % (Roxithromycin,
ROX). VUIRE (Tetracycline, TET). 7§¥5i# (Simatone, SMT). 9 ¥ & (Norfloxacin-D5, NOR-DS5),
fitf iz F 5 BE (sulfamethazine-D4, SM-D4) b fE /i - 4l B =99%, ¥y L A b 42 58 Ak (Macklin) 2>
", 1 SMT. NOR-DS. SM-D4 b br¥, HEE, ZHE¥ b Eaigg, WE A EE Merck AR, H
MR (3% 210) W S8 F 36 [ Tedia A F] o JC/K R BR B (3BT 4li) . S Ak dh (5 B 26) 4 38 A 22 [ Sigma-
Aldrich 28 G o HAT LA B0 @Ak ik 9 . ToHLAk 2% 5 3 Sy 43 4l
1.3 A

D) PR AR ST o B B A AR S A T B, OFX. SMZ. ROX Ml TET REVR ot it i BiE
539024500 1000, 1000 A 1000 mg-L™'; PARY) SMT. NOR-D5 Hl SD-D4 & ¥ J57 5 ¥k &£ 73 51| Ky
10,100 K 100 mg-L™". il £ & (B B A 50 mL BEER P, T 20 °C &40 FARAFE. EHLETHH
B R B 1 mg L', FHWRIAR T s M (405 17K =10:90) i B BC i T AR, T e vk B 0 2 oy
0.1, 02, 05, 1, 2, 5, 10, 20, 50, 100 pg'L™", #BEJ5MHEWT 4 C KM FRAE, UM,
DA I VR [ R ) PP B B 2 10 mg L', RAET 4 C ukAf D, B TAE SN S5 I A AR, 1l
bR SR M 4 0 20 ng L™, B 15 d ST B A I

2) M A RS A 7 . 2019 4F 11 A, FEWT VLA B 17 b [ K R BT 5% B 3 L T30 28 v gl i
R IR 2R 45, A T 2R G0 TR T /K R 4DL 5 /K Ak 3 ) — 4t 7K Al 7K B (COD=60 mg-L™'; 44 (=8 mg-L';
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TN=20mg-L™"'; TP=1mg' L"), [FHFA N4 F BErpid: Z MR (OFX, SMZ, ROX 5 TET), %
o e BE 43 0 O 00 10, 30, 100 A1 500 pwg L' BAIE WL K A A kK ECH], BT HEC J5 2 BRSOk
[20]. ARYEHEWE K h A R EE AR R, M BIIAE #EAT S, b R US NPT AE R X A g 5 o
P(0), #INRAEHE N 10, 30, 100 F1 500 pg L' (9 H br 424 & 40 F4H 5 9 4% 5 4 P(10). P(30).
P(100) F1 P(500), HAAbBEL R E 2 P47 Fr A ioRE AR B PVC B3R A, RSt R 60 cmx
40 cmx15 em, F G5 N Y3 7T 5 HCH H KRS IS T S 56 F L M (W] — e B g A o BT O
SEH P A, W AR EBOR [W] Jo f Y S AR AUAE h . AL WWTPs K 452 B ], B F@ 24 ot
REPUAR K EAT S 4, AR K RSN R AR K A 5 K i 22 5, R UHb JE 7K B 13 Lo S 56 1 (] L
IR T 2 40K HE, WL 8 SR KA . KFEM T KRR E W, K E 230t
B, B ARLIUAE, SEAT /KA AR ES 05 .

) FESMHTAL B . R . AR 2 AeOK R, I AR S S IORE e IR AL R
RAJE RSB BB Gh, TR SIS, TR0 TR R 0k TS 0+ JE0T S 2 0
HERR PR EL 5.00 g b 0 + 4 T 250 mL &0, INA 20 mL M4 K FE MR 0, i A 5% R -2
25 mL, %] 1 min(10 000 r-min"), fill A 1.00 g NaCl #1:10.00 g MgSO, /£ N B F|, 4%2:24) 3% 1 min
(10000 r'min"), 4000 r'min"' 8.0 5 min, B 1 mL E3ERGS 0.22 um JEIE . B EALINE

Rk WUSE HIERESL S, FERDSY T BRI AL, BRI AR, @ iae . R . B
0, PRAET 4 C kAP & M . HERFREL 5.00 g KK F 250 mL .08 4, $RHUy 72 [R)RS H 14
IKFEREAR (L EEB4y): 5 2 3K R EAERES , BOKREZE . mhRESy, ARk PR, W I TH /K
g%, SLHDERISLERE, -80 C 454 N IRAE . BUBRURIZEN:, WK 400 IR T K 53, B9 RF 5 HER
FRUL 5.00 g(f Bt ) F 250 mL 25048, SO A AR I 38, KA bR (b T8 48): K lledl e 25
MR, FH ARKIETE T, T RAUKTE, T-80 C &4 T IRF. BUEKAEMR, FHm K4
W TR K S, HERFREL 5.00 g(f st ) T 250 mL 2.0 84, 3ROy & R RS H 3.

4) {635 51 . Agilent Poroshell 120 EC-C18 4 (2.1x150 mm, 2.7 um) & (3% 4:, #ERTEWAE . W
A A: 0.1% B H FRKEHE, By &NE, Wi E R 200 uL-min™', #EFER N 2.0 uL, i 30 C.
FREVERGFER : 0~10 min K 10%~90%B; 10~12 min “& 90%B; 12~12.1 min & 10%~90%B; 12.1~17 min
9 10%B.

5) Bl S F . AR 4 Fh B ARAL G W R 3 BN AR A BT A AL A R B, YR LS 55 OE B A
(ESI+) 4, sh&Z o I (MRM). 2 1% i B i B2 4 300 °C, AR EEH 350 C, B§SET)
35 Arb, HBVAE ST R 15 Arb, Bi%5 HLHE A 3500 Vo HAth BT LA 45 2R L3R 1.

® 1 WEMRI LRSI F M

Table 1 Mass spectrometric detection conditions of the compounds

aw HHRY) BEEG ¥ FEF A B AR i RE /v
SMZ SM-D4 254 155.9°, 108.1° + 13, 22
TET SMT 445 410°, 154° + 17, 25
ROX SMT 837.4 679.2%, 157.9° + 18, 30
OFX NOR-D5 362 261°, 318° + 18, 25
SMT 198 100.1*, 68.2° + 25, 35

NOR-D5 325 307°, 281° + 20, 16
SM-D4 283 185.9°, 124.1° + 17, 26

. T, CEMRT.
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6) JNFR FTUCSE 5 o AN RS B H brfb &9 B AR AL BN, Rk, 72E BIeR e, A
S i e B AS KRBT AR . R T M R OKRAE S 3 283, X 4 P H AR P AR F AT AR [l s
5. R 133 W ARTALBE O Bk HEATRE SR AL B, I RO AR S 09 (3% B RS S AT I E . KRR
FER AT R AR YT 6 IREATEEE:, 118 4 F HAr¥) i (OFX. ROX. SMZ F1 TET) /Y -F
57 [0 i 2% R X s A A 211
2 #ER5T
2.1 EIACIBREUAFIBM L

A S G o BORS T 38 R LT, 7E 100 pg L' B9 AR K B AERF 0 B0R R B B B2 -2 8 (&
. 0.5% HR-2H5. 1% HR- 5. 2% HR-O N5 5% B lR-0E) Z&F T, BT 4 F Bisdidt

LA, L R SR BOR . 4R PEEA

W, B TT L H 2 4 b AR 1o SR )

TERE I M b SR EOSR . I 1 kR 4R B MO Spe2eis
AP TR 4 4B BRI A 2 0 A NN S

[
=Y

K ME1ATLLE S, BB WA E ST OFX,
ROX I TET iX 3 F 471 2F & 9 48 B ) 42 K,
i NG, 3R AR W MIBCR 5 <60%
ARG, $EHACR U B 3gm ., Hrh ROX
fI ISR TE 1% HR-LIEZ Ja T2, 7EH
MRt 1%, 2% e 5% W), FoIl i 3843 51y

NN

e 28/%

IO AT TR

ROX
94.86% . 94.84% }%96.56%. OFX. SMZ FITET ¥ o

[ 5z e il Y 5 S ) 38 g R, A H R AR R Vs R RVING SRR 2 5 5 25(P<0.05) .
YA 5% WIS E fe s, 300 0 86.7% . 92.3% 1 FREHRELEF XA 0k B AR

M 88.5%. Lia % Ig, W TET MRk & R HEEMERREM

T, EHBCREAR (<60%), A [RLHI# AE 4 Ff H b Fig. 1 Effects of different extraction solvents on the recovery
W AR U SR . R 506 BT <2, I K R of target antibiotics in paddy soil

A B R
22 FHEMEZMXRKHRMEZR

¥ AR HAEE WL mg L7 AR AEE W, SR BERRRE, BREMREE 3 0.1, 0.2, 0.5, 1. 2.
5. 10, 20, 50, 100 ug'L'c RAWFRESAITE R, H O 0y 615 5% 14 Fn BT 3k 25 14 247 00
A3 LA 4 B E PR AT 0 BT R B (ng L) SR AR bR, DU T R IR R AR AR, 2 AR o
2k FITAA W AR T 28 G R (LOD) T35 2 fizs . R2 HKF 0.998, K5 HiFR A 0.05~0.20 pg L',

*2 BRUEUHNELMER. &MXFR BXRERELIR

Table 2 Linear ranges, linear relationship, correlation coefficient and limit of detection (LOD) of the target compounds

LOD/(pg-kg™)

E RN (ng L) Lty R - Se—
CiZP SN TSR 5 S 05 N (12 ot
SMZ 0.20~100 Y=1438.74x-326.703 09998  0.20 0.25 0.30 0.50
OFX 0.20~100 Y=8 377.53x-10 546.8 09981  0.20 0.25 0.35 0.35
ROX 0.10~100 ¥=4707.46x+2 387.1 09991 0.10 0.20 0.25 0.35

TET 0.50~100 Y=2 524.58x-3 041.32 09986  0.50 0.50 0.80 0.85
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23 ERMMAIESN
FEJRAN F R TR R AR BAR L, FEiE T ESIHES IR I, 3 26 il 4 o 25 1 8 5
WSS AL A P ny B B 25 2, I i S I 5 SR 9 ERR PR R BT AR I AE S R 4 A
HRPWIT N E B G —380, Wik, ARSEERH NPRIERMERE BRON . R 28 FVER T (R oK
IKAEAE PR . e 48 AT A 3 TG ) AE ] 5T v BE AR IRV VR, X 4 B B AR AR R T R AK
N (M) ¥ o FH A AT B bR W0 i W T R A RN 206 e H AR 23 9 B e T AR B Y EUAE A SR
BN B /N, AR = (1) S5 0 3 B N P
B
M. = =100 (1)
Kb M, ORI, %; B A 5E T BC AR MW W N AR s A i B AR AE S ) (S8 H i i
NAE . Z5REV, 450 BRI A0 3 BN 7E 89.7%~106.8% 5+ o AU Y 520 7] DL ZU 0% A1
24 MiREYLE R
PEMCRE K . KRB AR AR (b 1380 ) . /KRS AE AR (b &8 70 ) A1 RS B 398 Jhy 5L 5 2 47 b [ g 5
55 MERAFRIBCRNRIJER 5.00 g T RGO T, IFRKE 100 pg L™, AR 3 Fats4s, Hin 20 mL
AR 4K J5 R 30 min, A 5% H R -2 1 25

140 fiK
mL, 4J% 1 min, /il A 1.00 g NaCIFl 10.00 g s %@%%ﬁ%i
MgSO,, #k%Z:%5]% 1 min, 4 000 r-min "% L[> 5 . b (- *E:’Eﬂi*% b a
min. X1 mL b 3§ 0.22 pm R, 1 AL R AR N R 2
o B2 4 BERBUAE R TE 4 BT R ﬁ”' c
YImlgeR o R 2 0TI, 4 Ak A Tl iR m eor
H 67.7%~103.5%, RSDH N 0.3%~13.8%, 40
FFE SR . 20
25 SKhrtmilE 0 OFX SMZ ROX TET
A 525 Al A Lk 4F %) QuEChERS-LC- IS

MS/MS J7ik, LA& P 2 iR is K 01 it Y s AR TAING SRR 2 5 5 25(P<0.05) .
MR R G S 4, e TARRC KA B2 TEERFZHTERELEYHELRE
Kk (iﬁi%ﬁﬁﬂj‘?gﬂg%) G H R 45 H Fig. 2 Recovery of target compounds under
b bR %,% () 5% B2 /H\ sEW N 3. K 4. different substrate conditions
K5, Ko, dIE3WLIEH, ERKEE 20
an L 4B AR T AR R R U Ak B 41 i EZ2P(10)

/ XN P(30)
(P(10) 11 P(30)) H ¥R £ I ] (<LOQ). SMZ 7E ~ st %ggggg
75 W JEE b R 4 (P(100) F1 P(500)) HF AT K <
K HUR e 4 0 R 0.851 pgkg ! Rl 1716 %m- b
ng-kg '. ROX XAE P(500) 4 HRAL Fh g #6 i, 46 &
7 B B 0142 pgkg . A BRSCE F " oSy
P ZEMEY PR R 5HUE RS A B =
1K 4y Bt &R B (logKoy) % V) AH & o SMZ 1 "o SMzZ ROX TET
logKoy <1, BEIL, +33E %t SMZ (i W bt %45 b
6, KA TR RGP SMZIAE KT it i st 30 100, 200 b Lo
MR W E A KRG AR N, T B RS K B3 BHtaYMEELhnng

TEARSZER 25 R rh, AF KA S b 38 K A6 T ) Fig. 3 Accumulation of target compounds in rice
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OFX #l TET, SMZFI ROX B @4 %], H H
EmlENRAEREZETAERL, X5
YAN SEPY IR s S R L. AR R,
ANERFESEHEDZEMITERNE RN
1.10~7 950 pg-a™, 183 XU PEAL 4007, £ FHIX
BB {1y Fir s >R i U AT DL Z0E R T . TR S bR TS
IKARBRT K, B UL B A 2K 8% R e v
fili F 100 pg L™, X 3R IARH BE i A= R A7
ﬁm*ﬁéﬁ&HQM‘mwm%mE@m
FHELA 4 N A A

SN EET 4 Fh B AR AE R LE K FE AT b b
b ER Ay K MR AR b R R R AR L, 45 R A
4FE S, ME4FTLIEH, SMZIENA
Ab B2 ) K R ZE 0 b Bl I 2, T R 3 A
H x4 H7E & e 5 Ab B4 (P(100) T P(500)) H
Pk . SMZ AE IR MR BE P AR R AT (10
pg LR 30 pg L) By At BT & W BE A3 i Ry
0.514 pg-kg "M 2.303 pg-kg'. & 5 M kAR R
o Hir sk EE. TLEH, 4B
PR AL A WA BT A A BEAE 3 R g AG T B, HLAS
H VA R S I A 3V B B T e R
K4 FE ST LLAE 76 AR R AL B R
4 Ffr H b W 78 7K R AR Bk b 35 20 G H R 2y
T EERSY . OFX AR /KRG His 343 vh B AR A
IR . 7E P(500) 4b BE4] v, TET 78 /K #
Hiy 18 43 Bkt 3 43 e R G R Al B
439 M 9.709 pg-kg™ Fl 26.047 ug-kg . LA
REERFW, Hbnbi AR i ARG H A5 b5 8
IKAE A AR AR PR T, KA TEMR PR R,
e e %3P G T EN IS

Kl 6 WoR T 4% Hbrbu A AR H 1
R H T R o AR Ab B, 4 Rk
R PRI 2], Horh OFX Al ROX 7Ef5 H - 1
FR R H B R R 3 S T SMZ A TET, fx
FAB Ay R 272354 pugkg! Fl 250.908 pgkg ',
I TET #1 SMZ 1Y £ = Kt o1 5 VK B 43 o0l
31.339 pgkg' Fl 27.747 pgkg's A BF 5T PV %
B, A R A R b sk S AT T4
P Bt RO A O, ORI
etk T, FEORNFEFE A PIA R ET R
W R AEAE 25 5o AR RIS, AEAH ) Ak 2R

12

EZAP(10)
ok Y P(30) a
EJP(100) ™
=~ C_IP(500)
en 8t
0
E
= 6r
i b
et
®oAr
i W%{_‘ ﬂ
0 I:‘——l
OFX TET

TJLEE?

TE ARG T B FRIR ] 22 5 1. 2 (P<0.05) ; P(10)  P(30) \P(100) |
P(500)73-51 AR Pk i 2 2110,30100,500 pg - L-AYAEFHZH .

4 BRFRUSYERENR L EBY) FHRER

Fig. 4 Accumulation of target compounds in plants

(aboveground part)
30 pAP(10)
a X P(30) a
55 E=3P(100) =
[_IP(500)
}40 20 - . a
50
215t b
i b
N
£ 10t b b
= c c
C C
5 L
d d d d
0
OFX SMZ ROX TET
biER

T AN F/ING PR TR 4 ) 22 57 {135 (P<0.05) ; P(10) . P(30) . P(100) |
P(500)73-53 AR Bt fek i i 2410.,30, 100,500 pg - L-AYABFHIZH

B 5 Birt&EWEEKRCE TS PHRE

Fig. 5 Accumulation of target compounds in plants
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P(10)
P(30)

4 E=IP(100)

L PG00 &

d_zl‘-l—é LC.—b-I_’iI

OFX

SMZ TET
hﬁz?

T ARG FEEFR R A ) 25 57 18 #(P<0.05) ; P(10)  P(30) \P(100) |
P(500)43 5403 Bk vk B 2410.30.100 500 pg - L Ab 314

El6 BiHAUMAERBTRPNRAR

Fig. 6 Accumulation of target compounds in paddy soil
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T, OFX MR 3 i K. MR OFX HA AR logKow(<2.5), H F s i i 25 1 2F 2 A ]
A L 3T e R BT P e e BT SRR RSB AE RN B B A L L AR R AL AR e, BT R
fiE, AR pH X HAE 3 iy B ma g K, AR X AP AL AR D o L IR, AE b A IR
R AT LIRS 23T 1009%5 . ARG R Won, AR B B4 (P(10) F1 P(30)) 1, 4 F HirY
(A RGE HH W B I AR T AN, (EL A - L o v ) % B e ok v T LAt 3 R

g b Tk, OFX MY A Hh it & Vi B 76 A HH 4= 38 S /K R AR 3B b B v, 43 B 8.633~272.354
ngkg ' Fl 1.766~24.152 pg-kg o FE /K R A bk B R ZE o o BB 4 AT ARG Y, A BT B R E O 0~0.921
ngkg™, FEREKAE G AR (<LOQ). HEMEZK Y Bt Az 28 S 43 4 e T L S 5 IO e R B, R A
IKFEARPRELER, SEm KRR iE R, ROKPIRE &AL, ARSI RS R LIEH, i
K9 & e Wk B T AR 5K RS L, OFX Rl ROX 7ERS H 4 B8 vh il A6 th v B e v, Mol A Sk
SN fih %2 A (100 pg-kg )P, 1fii SMZ Al TET 2 Fi' H b5 4 76 6 B 448 i) 5% B R A X 4 /0 . GU 4%
CUMRE S R B, 7RI 5E b TET B4 5 w5, R iR Wk B IR PR Hh PR, X A 55 45 SR AH AL .
ik, MIRATFRAS A SLE 25 FnT i, V5K K | AL E B, HR R R ESUERASTE
AR TR, BT ROK B B H T 2 N S A BN AR falt B o
3 Z5ip

1) i 13 fiE fb QUEChERS J5 vk ( #E A ), 7 1 36 F LC-MS/MS & PR M A 12 43 Bt A FH A
LR GE b 4 R A R P 4 288 HPUAE RFRBE i, o R E . REEUE S . ER ML

2) H 5% W R - NG VR i B B 70, A A g Bl 50 %8 5K 3] 67.7%~103.5%, A X b 1fE f 25 R
0.3%~13.8%. 4 F B¥rib G S AR P FEIR] — 3% 2240 AR BV BAF 40 85, & B7E 0.10~100 pg-L™
W REFEMEXR, R>0.998,

3) FE D S () SEBRAE S b, 4 BB A 229 45 Jk I P 9 BR BE R/ A - HES K RE AR AR (R R
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Determination of antibiotic residues in soil and rice of the simulated paddy
field by QUECHERS-LC-MS/MS

XU Yuan'?, XU Yufeng', CAO Zhaoyun?, YANG Huan?, MA Youning?, LIN Xiaoyan®, YAN Qing*"

1. College of Energy and Environmental Engineering, Hebei University of Engineering, Handan 056038, China
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Hangzhou 310006, China

*Corresponding author, E-mail: qyan2005@hotmail.com

Abstract A method was developed for the determination of four target antibiotics residual in the rice field
simulation system by liquid chromatography-tandem 'mass spectrometry (LC-MS/MS) coupled with
QuEChERS. By optimizing the pretreatment conditions, 5% formic acid-acetonitrile was used to extract the
antibiotics in each matrix, and the internal standard method was used to quantization detection. The results show
that the four target antibiotics had a good linear relationship in the range of 0.1—100 ug-L™" (R*>>0.998). The
limits of detection (LOD) of ofloxacin (OFX), sulfamethoxazole (SMZ), roxithromycin (ROX) and tetracycline
(TET) were 0.10, 0.10, 0.05 and 0.20 pg:L™', respectively. The average recoveries of the four target compounds
in paddy water, rice flour, riceplants (aboveground and underground parts) and paddy soil were
82.8%—166.1%, 78.1%—103.5%, 94.5%—97.8%, 67.7%—100.2%, 86.7%—93.9%, respectively, with relative
standard deviations (RSD, n=6) of 0.3%—8.3%, 1.4%—13.8%, 1.1%—6.8% and 1.1%—2.4%, respectively. A
paddy field simulation system was established and irrigated for a long-term by the simulated wastewater
containing antibiotics with the corresponding mass concentration. The antibiotic residues in the paddy field
simulation system were detected. SMT and ROX were detected in each matrix, and the detected mass
concentration was not detected-250.908 ug-L™'. OFX and TET were not detected in rice flour, but were detected
in all other matrices, and the detected mass concentration was not detected —272.354 ug-L™".

Keywords QuECHERS-LC-MS/MS; antibiotics; rice; residues
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