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TR PR Hh ek e SR 0 A 2 TR 29 - 908 Jo BB P A
5 15 Wy 3 S8 B R P4

CEE, MR R, L, ph™

1. P R AT IR o, I 2260195 2. 1 i KA AL AR AL TAFBE, Wil 226019

OE Oyt RSP EEIUER, A0 BRI R RS LA RS R, T A AL
PSRBT vE, ST T — A T R A KA 8 R B 2 B A 3 (R e A AR L 1) PR AR E LRl
Jiie — F R T e R ORGP e s | N ) B R Y [ R AR YRR £
ik - R D AR AT R K R AR Oy ks FEARIN AL AR, JETTOKERRY pH A 3, F HLB BIAM R B TS L . B4,
1640 C 4T MAWES W T, M@BaiKkEEHZE 1 mL; LL0.1% P /K % W 0.1% W 1R 21 75 W AE R i 3
#H, i | Phenomenex Kinetex F5 {431 (50 mmx3.0 mm, 2.6 pm) #4750 5, 78 £ b Wi AR = (MRM) T X 4 & 3F
frEm ., B, SR EW . SAMMENAREELRZREE, ARAEY KT 0999 0; KRN 0.1~
05 pgL™", T HEFR N 05~20 pugL; FEWE N 1. 5. 50 pg L™ A9 3B bR % W 09 0 A5 Bl R 4> 51 4
78.85%~127.96% . 76.69%~114.38% il 73.55%~125.92%, 0% b5 M (i 22 Y916 15% LA . % iEEE . mak. R,
RERS I LK PR M ik R v . A, T Sy R Ay A AR AR R A RS

KRR WMRBUAE R BUAHZEEEG WOTECA  IREEKMA SR A

s e 5470 24E & (sulfonamides, SAs) & — FlUH Al eSS FEA 250 B9 A 27 G L TS LA R . B ik
KRN BT T TR, FE T 3h P AR b 40 s B i Biia . B 3 1 0 Tk
Jie 240 A 2R W T SR M B B Y HOT K, R EORE YR S DT A R S HEA SRR 3045 vh R AL F
WA, AT ERMKE S HAT, A SR PR R Y gk B DN AF Y S AR b e sh W A Y
Hh, T R KA ) B B ARG A0 Bl o ART 5 e AT A B VAN RO S K SR X R B, R
SR Ao PR 2 2 e (S0 e — YRR E R RR b, BT DR b e 2R BT AR RS R AR R A ik
89%. HIRXF Ot FLBLE Y B SRR (ADI<S0 pg-kg ') i, SARIAFIHAE(E, (Hans K
Fa TARWENG LT, ARAAEYRA ATREZ 2N fEHES TR DA R A, « RRE"HH]
RBP4 23 Ko KA rh 3% B 1% e 26 0 2F 2R3l el Tk K T BOK 2R Sl s AR i AN . AR 5 i
W RPUAE RS, XA BT A R A B R AR L 0 2%, B U 25 T bk . R AR KR ]
AT 24 TR R 1 PR T 2 TR AR S AR SR E RN ARE A AR R Z B Y, R, ST
s BHEE: 2022-04-01; FAHH: 2022-06-02

H2mB: faalhs e RAR R (MS12020048 ) ;717 /KA RHE I H (2020043 ) 719584 KBRS TP IE = [ 205
PR ( TC2021A021)

E—1EE: WEZ1987—), &, Wit, LI, fansusu828@ntuedu.cn; RUBEIEE: ffd (1972—) , «, MW+, #z,
shi.j@ntu.edu.cn
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— P R I 2 il B B A R TR IR R

AT, BP0 R AR AR I H R FE G e /A ik . ARG L | MBI T A . g
O3 BT — M T R A S R o0 AT 8 R O B TR A . A T AR I T, R UEAS
. 30y IR B P o VA (A R B RO B, — MAVE R O o WRBT R Tk R
VEREE R AT, X AR B AR T DU AT B e MR, B R Se i 25 1 5k B
G T 9 000, k) B AU HE ST T — ol R AR R € - £ IR B R R I PR v R DL A 11 s e
PrAE RN T E, FES A Oasis MCX SPE A #E 47 AR ZE B, i A IE & F B0, 11 B e
KPR H RN 0.1~1.0 gL', 7£ 20~400 pg- L' W&tk R4, [BICR N 79.39%~105.5%, AH X}
PN 2528 1.3%~11.6%(n=6), FABEKFE il e bi A= 200w AR 4R Uy T R B AG MO A2 T, [T A
A ORI T 5 700 AR BUSE o A by Fe Al 1 FH RIS R 0 R Bt AL BB R VRO AR LA R R TR B i
oy ARMC . AR . (AR A WO AR AERERT I . X R 2R & . nl Be s A —
WG Y S . SEEMBRRAEROT B T, BAZEBELA & e . BN IIER . 51
7 2 W B A L TR R P A0 6 R AR 1% B 0 r S 0 o LA R ML 382 R0 T 0 44 52 A 700 4 A9 o o 1
HArfb &Y 5 vl & LM B, TR 45 A AL 00 M sl o I A O B, o8 L A Ak G 4 DAV 550 v it
B R o TRTTIBE FH I v %) I 0N R ) 24 v A R D A R B R, R AR RO R 2 B B
RO RIS F AU, IR N TR KR R A A E R . WANG SRR = R U /AR
TR A HURESRAE R A A EOGR] XK TR RS P AE R TR AR, R R 6 MhbiAE R, K
PR 4 0.05~0.36 ng-L™", [EIIH Ky 82.5%~104.8%.

Sy A v AT I 5 1) VR R R e T 2 SR A AR, AR ISR AE S 55 36 [ SRR A3 Ml il PPCPs
P ANE AR IS A T B A Bt L, SR FH R v OB e 1 - AR IR T S 6 R ARG I R R, X AN [ [ A A
UM KoK RE pH M, BRI A EA AR B A, #Ear 8 AR M 8902k AR MEY R R 72, WHEK:
MEAM E R, BB, Bt K% E &S AR FOmbR BICRE, Fr kB R a2 . f
SEME L R R B HERR YR, B AR N K IR i 2 b AR FR AR B R AR I R R PR sl
RPN T 5, IR AR EAS I I iR R R @R R S %
1 SLEHS
1.1 {XE5E0

1) SEHANAR o 1290-AB 5500QTRAP — H 0 2 FF 9 AH € 15 57 15 156 FH A (78 SCIEX 43 #7145 52 5
£ B2 F]); Phenomenex Kinetex F5 {43541 (3¢ [H K32/ Fl); EVA30A £ I REFE i & W ik 46 X (At
5 7 B RHMU AR A PR/ F]); RayCure HLB & AH# UM (60 mg, 3 mL, $ % (K% ) BHEA FRA FD);
e B LT VR IEE (0.45 pm, VLIRER BB A BRA R Milli-Q 2l /KA (36 [ 25 PR A ) )5 B =5
ORI LI A A PR A HD)

2) SEEGIAA o il iz (B) — H AR WE BE (SDM) . i file — FH JLMEWE (SDD) . i i F Wk (SMZ) . itk i 4
Mk & (SPSD). fif it H 48 Wk & (SMP). fifi e Mt BE (SASP). T iz W 2% mk (SQ). fiffh fiie HFY mg — mg
(SMTZ)(100 pg-mL ™", ¥z 88 ik A FR A /), HEE . O (g 4k, 52 [ Tedia 2 A]), H R (99%, 3 H
ACS BEME2:A TR, Hhie (g, B £ L= R A BRA R, 2K (g, LR EIT6E b
A BRA A, WV R N (=99.0%, i AL Rk 0 A BR S 7))o 8 B B b A &
CAS 5. 4rF3 . X B it Mgt X sk 1 s,
1.2 BiREH

TR A s T 0 4 A T 0 B VR B30 100 g L1, 43 S 2 TR 8 Al it Jide 25 b v i (R e ) — Y 4 M e
Tt e — PP LM | PP | R R GUMA R | RN P RUMK R | B BCOLRE | R M v bk . P
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T & 1mL, HOEERZE 100mL, T-18°C F1 SHEBIMERNCASS., #FX. HNS TR
M T RO . SEE FHAK AR 4tk . EMEHR

B TA s Table 1 CAS number, molecular formula, relative molecular
1.3 SKWHIE . o
weight and structural formula of 8 sulfa antibiotics

AKRE (BUCH 525 %) (AT, 48 0.45 pm JE

TN e s . o . AAXF 43
B ug, PR pH 2 3. & 1 Ll sk featy casts AT Ll
A 500 mg EDTA(LL & — R 04 2R — 4 it). K ] — 1 o nos
ﬁ’fjﬁiﬁﬁ 3mL Eﬁ @?ﬂ:ﬂ 3mL ﬂ‘ﬁgﬁﬂ( Xd‘ Waters Oasis (sulfamethazine,SDM) 35919 CoHluN,O, 310.33
HLB [8 6 UM B 77 76 1L A RE 4 7 s
B2 50 mL 7K BE I 5240 K FEZE 6 mL-min~' 3 5 F (sulfamethazine,SDD) el 1 ’
W ARG, EEREMT . EETEME, H TRl 723-46-6 C,H,N;O,S 2538

(sulfamethoxazole,SMZ)

3mL A AR RO . L E R, il

o IR A o v
TR PR R, B a1 mL 2% H R HY B (sulfachloropyridazine,sppz) 020 CotbCING:S 28472
FEWVEME 3 Wk, #E H AR EE JI/E T o4 VR I TR Y 4k
F10mL&EF, £ 40 C5MHT, ARG m® (sulfamethoxypyridazine,SMP) 80-35-3 C,HN.OS 28030
=R 739 i
14 UBI/EEH pYTEIRe:
e s - . e o
1) {0 4t 4 {4 . ¥E $& Phenomenox Kinetex (sulfaquinoxaline.5Q) 59-40-5 C,H,N,0,S  300.34
F5 @54 (2.6 pm, 50 mmx3.0 mm), A 40 T — o
C , iﬁ#%jﬂ 100 },lL, {fﬁii%j 0.4 mL~min_1; ‘{}ﬁ (sulfamethizole,SMTZ) 144-82-1 ColoN,O,5, - 270,33
A AR 0.1% H R K W, WM BR
0.1% WL LHGE VW o R BREEVEMG, kB2 w2 BERBRERF
F 2, Table 2 Gradient elution procedures
2) J ik A5 . ESTHL WS 55 B 5 fL R i1/ i/ WA TEHIB
5500 V; HH R IE ST (ESF) iy ; KR min (mL-min") AT EU % R HU%
(CUR) JE J1 7 206.84 kPa; 1L (GS1) JE J1 K 0 04 7 3
344.74 kPa; i B X (GS20) £ 7 413.69 kPa; ! 04 o7 3
LB (TEM) 2 500 °C 5 fif 8 <. (CAD) J£ /1% 11 04 8 15
¢ Ay 55.16 kPa; W I A =X ok H £ ) R W N 93 04 25 75
(MRM). 9.6 0.4 5 95
N 115 0.4 5 95
2 #R5118
11.6 0.4 97 3
2.1 BOEEHMmK 13.6 0.4 97 3

FKH0.1% W WS 0.1% W R & %
R s A, MRM AR X R G i i (8] H AR MR e (SDM) . il i L FF L mE g (SDD). il e A g
(SMZ), fifi i 5 Wk W& (SPDZ) . fit fiie FH 480 k18 (SMIP), filfi FiC WL E (SASP) ., il g s S bk (SQ) 5 i fig FY g
g (SMTZ) AT RN . A — R GE SR, fEIEE TR X, SDM, SDD., SMZ. SPDZ,
SMP. SASP. SQ 5 SMTZ A faE R [ M+H | 2 F & Fil, B mz 43518 3111, 279.1. 254.1,
285.1. 281, 250.1. 301.1 #1271, #A7 BRI, 153 8 Mk B IEW A B 7 m /4,
39k 156.1, 186.1, 156, 156, 126.1, 156.1. 156 F1 156.1, 8 Flifk B 24t A= 2 09 B 1% e I &5 1 5
FESHE W 3,
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*3 SHERAMEZTNREENEFESETESY
Table 3 Monitoring ions and main parameters of 8 sulfonamides
antibiotics by mass spectrometry

EY BETFmz  EETETmez  GHERREV EWTETmz  wEERReV KEREV

SDM 311.1 156.1 28 218 28 200
SDD 279.1 186.1 23 156 27 175
SMZ 254.1 156 22 108 37 138
SPDZ 285.1 156 23 108.1 33 140
SMP 281 126.1 21 156 20 150
SASP 250.1 156.1 20 108 39 150

SQ 301.1 156 20 108 36 167
SMTZ 271 156.1 19 108 32 110

22 BEEHRL swawp ot
1) RGO b HE LA 5 3 58 A 0 3 N S N

F 2R TR R [R5 305 B A i s A T 3.0x10° [ e SDM  —e—SMP
A 182 A [ T P L G € i S R . I@%:t%i

_._
BT, %8 THER (30, 35, 40, 45 150 C) 8 -

2.0x10°
Xt T B W (1), IR BEAT THAE . 4h ‘\‘/‘—‘\‘

1.5x10*
B, MIEEEM 30 CTFE S0 CEEY, £H

P 6 1 5 5 U B 9 !

WAWE | i e FHOM s | e SRR R | e i E R = = m " 2
b e P WO — MR TE A R O 40 °C I, % (35 6 Y HER/C

VAR AT AL O 85 o A T P S e 1 fERR 8 MBI REER O H W
TEFIR R 35 °C B, {035 060 m i K 40 C Fig. 1 Influence of column temperature on peak area of 8
FI F1 €0, 7 i 0 TG RO =22 o il fre F 4k I A AT TR sulfonamides antibiotics

45 CHY, fapgigEmfGE, MRER S SEmOEE Ga. Sa%E, mRaEHHEIR N 40 C
R 9 €0 33 0 i T RS O il o BRI, AR SEEG AR TRL B2 52 40 °C.

2) WA AR AL . TR R R 2SN, 5 TIRA REREE R P AEE, BOnA—
SE Y R LA RS R b A R, e B Pk, HAEH B E G gt oA, 6
i 2470 A ARG I v B A B A HILAR SR B US R ZE T AR AR 5 X F B RN 2 2 Rl sh AR R AT
THE, AIEEmE 2 R, TR N, B BAE A VU, BRSO B E RAE, Bl TR
RAYHEETEAEAR, 55050 ke R A s, SRR . RS LR
BB AL SIS, IR AL XERE o CIEVE A MLARET 73 B ORI &, B3 A% 5 i 1o B 5%
G, WOEPE 0.1% R KIE RN 0.1% H R £ N5 Ve i sh Al
2.3 EHEEREZENMLL

D) [ AHZE BORE (26 % 0 B AT, B S o A= R AT AL BEE WL Y JU AR [ AR 25 BOH: 432 45 HLBPY
MCX!"21 Silica™ | C18, ENVHEZER, Qg BF5ER 22 K0, HLB A 78 A% BUR 28y 1w 19 28 4 1k
RE#C Y. ARBFFEHLES T pH=3 &/ F HLB A . MCX i e, K 3 mL B . 3 mL R 4l /K
W1k HLB B . MCX A, HLB RS2 5 46 ] 3 mL 2% H 2 B B5 0  UE 0 5 MICX RE 52 56 40 ] 3 mL
5% F K F BE TS WUEI
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1.8x10° 1.5x10°
2.59
3.83
1.2x10° 1.0x10°
g g
6.0x10* 5.0x10*
0 . . . . 0 . — . . —
2 4 6 8 10 2 4 6 8 10
{R EE s ] /min 7 B s} 7] /min
(a) f i ia] — FF 45 e SDM (b) Bt — F FLmEESDD
9x10°* 6x10°
2.98
321
6x10°* 4x10°
= =
= =
3x10* 2x10*
0 : : : : ' 0 : : : : ;
2 4 6 8 10 2 4 6 8 10
1 B8 B[] /min {7 EA H5F ] /min
(c) fiffHic F s SMZ (d) Tt kg SPDZ
2.1x10° 1.5x10°
2.67 231
1.4x10° 1.0x10°
= K
= =
& &
7.0x10* 5.0x10*
0 L L L L i O L L L L )
2 4 6 8 10 2 4 6 8 10
3 B8 B[] /min {3 BR B[] /min
(e) it iic B 415 % SMP (f) L nESASP
6x10* 9x10*
3.81
2.65
4x10* 6x10*
X =
= =
¥ g
2x10* 3x10*
0 . L . . , 0 , , . . R
2 4 6 8 10 2 4 6 8 10

F A ] /min
(g) M IR SQ

B2 sHMBpREmEREIEE

{5 B2 B} [f1] /min
(h) B B g — M SMTZ

Fig. 2 Chromatograms of 8 sulfonamides antibiotics
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VEm G a WK 3 as . Bl LLFE 120 ) LB
HLB AE 3R BUSCR B, bR [T 1 H 86.45%~ 100 Ry
105.70%; MCX MBI AEHOICRIRZ . s el i %

N 65.86%~81.36%., iX 1] HE S K A il e 25 4t
R Y O AR . T HLB M & 2R IR

1%/ %
3

A I T RSN
ANNEAANNENANNENAN N NN NN NN NN
A NI T Ny

Wzzzzzzzzzzzzzzzzrzzzrzz;z;zZz
ANANINIANNNNINNNNANNNNNNNNNNNNNNNNNNNNNNNN
ANAANNNNENNN NN NN NN NN
ANANANEAN NN NN AN AN AN NN A NN NN

(=}
[ R ——

N N N

S AR SR S TR A TG L S T AL & B 40 § \ § § §
F 5 A AR PRSP, G 2 3 B 0N A \ VA
Ky E BT ME , VR 0.20 R VA AR RR
TR, BELBRI o eI . &G DM SDD SMZ SPD SMP SP SQ SMTZ
g, VPR HLB [ AR AR IR AE 2 B 3 Bk 4

2) KKE pH AL . B A BFFER) £ & 3 [E 25 BLAE Xt 0 Fx B R B 220
K AE pH {E o [+ ;?{ i[5 Ui 28 7 7 — G B Fig. 3 Influence of SPE column on recovery rate
A B 50 Ho B T I 2 H0 2k 2 RE S 7E pH (I 120 —_—
3F 7 B R sk e (B 4), 5 KRBT pH=3 100 ~p [ NS0
i, BB 2 B2 3 I S 7 80% L I rTEEEEEw
T H=10 i, [FIE %R AR FAR 5T B R EEEE
TR (pK,=1.11~2.75, pK,,=4.18~7.59) g 60 }? _ g _ g 2 é g% g 2
RAGHIERR S Ot mn . C Wl N ) )
5 pH Jy 25 W, GBI AR SN N
TR Hh B (R SRS L AT i 1 OF 75 BARRARN
R0, ELATBRSE Y AR 4 T 3 £ O N SoD S D o oSz
FPOFEAS TSR, WL, AR5k M R AR
pH {E 4 3 AYZKFEFEAT [ AH AL, B 4 K pH 3T A0 AR E YR 89 520
2.4 HNF R Fig. 4 Influence of pH of water sample on

spiked recovery rate

XF B il A9 0.5, 1, 20 5. 10, 20, 30,
50, 100 F1200 pg- L™ (IR A AR HEA R BEA TN 5E o LA T AR OB M AR B (v), V8 MR B A B Ak A
(o), 2l AN AR e R AR Ze DLIE 5) R 4 AT LA, 8 M i e bi A Rt TR 8l &
JEIAE 0.999 0 L I, BB 7 ik AT SR

D) ik iR B . ARE (S M LB, 8 A PR R OT VA AR BRITTF 45 2R (3R 5) M 0.1~0.5
ng L™, RN 0.5~2 pg- L. BREEHE — W FEmEE (SDD) LIS, HiAxdr Az 28 0 5 AR X b o i 22 2 78
5% VAPY, B — H L MEIE (SDD) 1E 5% Ze 47, Ui Boks 2 B o

2) Ty RS SR L WERR R BT R N 10 pg L BYIRARIATR 1 mL, EE MR 6K, HE 8 F
i e 280 26 3R 104 0 T ARLA) AH 6 B oA I 22 (RSD), 53R AN3E 6 Fion . nILAE Y, BRES I — L mg e
(SDD) 4b, H A H0 A= 20 5 A0 5T FR A A 22 Y978 5% LA, il e — B L 15 g (SDD) 4 4575 5% 75 47,
Wi 0 2 e o

3) kMR EE . 10 pg L IR PRI AE IR B b B B R AE, 43 0I7E 00 4. 8. 24 A48 h X
RTINS . LAY e R AN 7 s, ATRAE W, 48h 2N, W 8 MbiA R &
S EIAE 7% LA, BEITZ T AR MR AT

4) IR TSR ] KARE R IS R B ) H AR b A= IR G AR HEVS WL, AT AR [l S 56,
5 8 Rl e S Hi Ak 2 A9 MR & RSD, 45BN 8 FioR o Mt — & #iAJy sk Ml Sk, K Fe
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2.1x106 - 1.2x10°
= 14x10° & 8.0x10°
E E
IS =S
= =
& 7.0x10° | & 4.0x10°
0 . . . . , 0 , , , , ,
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& 1.0x10° ¥ 4.0x10°
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Fe s/ (ug - L) JURe S (ng - L)
(e) fififtie FH SRk IR SMP (f) WML nESASP
1.6x106 1.5%10°
igl 1.2x10° | o
= 1.0x10°
= 8.0x10° - =
% £
¥ 50x10°
4.0x10° |
0 : : . : ' 0 .
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R (ug - L)
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5 SHMEARAEME RiTErLE

FUe S (ng - L)
() T i g — e SMT

Fig. 5 Standard curves of 8 sulfonamides antibiotics
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K4 SHERLMERNEAFERBUEE *S5 STHERELMERNEER. KLHR
Table 4 Regression equation and correlation coefficient of Table 5 Limits of quantitation and detection of
8 sulfonamides antibiotics 8 sulfonamides antibiotics

HFR LM PIA 2R ERFR/(ug L) KHR(ug L)
Tl e ] — FP 48 E(SMID) y=18883x+79962 09999 R 4 HLE(SDM) 0.5 0.1
i iz — H BERIE (SM2) y=18719x-5789.2  0.999 1 Tt — 1 B 1E (SDD) 0.5 0.1
Bl M (SMZ) y=6311.6x+4186.6  0.9999 Tl B (SMZ) 2.0 0.5
i i Sk 1% (SPD) y=91474x+3 6174 09997 TE i A% (SPDZ) 1.0 0.1
ik iz FH ALK 22 (SMIP) y=28527x+13484 09996 Tk iz FH AWk I8 (SMIP) 2.0 0.5
TEE L RE (SP) y=1184Ix+30763 09993 T RN E (SASP) 0.5 0.1
T e EIRR (S Q) y=12326x+28348  0.9997 itk e B (SQ) 1.0 0.1
T iz FH g — sk (SMTZ) y=13402x+4856.1  0.9999 T i FH W — ik (SMITZ) 1.0 0.1

Ro6 SMERANMERNEEE

Table 6 Precision of 8 sulfonamides antibiotics

U TR
E2S AHXIBRE G 22/%
IR 2R 3R Ak SR HBeIR
8 12 (5] — R 40 M5 1 (SDM) 299200 284600 286400 289300 292700 265300 401
fif e — I FEmEIE(SDD) 255700 275900 262300 249700 255600 236700 5.09
T Y e (SMZ) 106 800 108400 106800 104000 96530 108 500 431
il S IBL %R (SPDZ) 78570 75830 81520 79370 74020 79720 3.52
it i FH 4 Ik 8 (SMIP) 191800 185300 193000 188800 191500 191900 1.5
Bl iE (SASP) 156700 167500 160700 155200 162300 159 600 2.73
Rl e R IHR(SQ) 104800 109200 111300 101100 107200 111800 3.81
T i FH E Ik (SMITZ) 194000 183400 185000 198800 185300 181200 3.66

®7 SHMBEEXMERNRBREMNE

Table 7 Stability determination of 8 sulfonamides antibiotics

WEETHI R
EAS ARXT BRI I 25/ %
WIthIF % B4 b CESh  JE24h JE48h
il ] — P 4P IE(SDM) 450400 445600 463600 451400 432600 2.49
T e — F B % g (SDD) 379000 352900 389700 401900 346 600 6.34
Al S (SMZ) 173900 185000 170300 179600 161400 5.18
Wi A mAER (SPDZ) 150300 145500 140000 139300 134 800 423
T e H1 40 A 28 (SMP) 110800 112200 121500 111800 102 100 6.16
Tl E(SASP) 248600 233800 242500 237200 219600 4.61
T e LIk (SQ) 91 680 92780 97230 101200 95920 3.95
Tith iz P 19E K (SMITZ) 345100 347200 359600 340900 334700 2.67

AR R 1, SAS0pug L iR, HHMITIRELELE ., 4558 L0, 8Pzt
A 2 AR B 2R 45 5] 78.85%~103.10% . 76.69%~107.01% F1 73.55%~107.66% , FH X 475 1 i 22 $4 7F
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®8 SRR AL RAEUWENE

Table 8 Recovery rate of 8 sulfonamides antibiotics

Pitd A1 pg- L™ JRAEHPE NS pg L JEH 50 pg- L

iR AR
El%R/%  RSD/% [F /%  RSD/% IR /% RSD/%

itk g 7] — R UM I (SDM) 103.1 143 107.01 4.07 93.26 9.43
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Establishment of solid phase extraction-liquid mass spectrometry method for
detection of sulfa antibiotics in water environment and its effect evaluation
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Abstract In order to quickly and synchronously detect and analyze sulphonamides, effectively reduce and
control sulphonamides content in water, based on the existing detection instruments and analysis and testing
methods, a liquid chromatography-triple quadrupole tandem mass spectrometry method was developed to
simultaneously detect the residues of 8 antibiotics in water: sulfadiazine, sulfadimethyrimidine,
sulfadimethyrimidine,  sulfamethoxazole,  sulfamequinoline, sulfamethoxyazine,  sulfamethothiazole,
sulfamepyridine. During the detecting process, the sulfonamides in water samples were enriched with HLB solid
phase extraction column at pH=3, then dried by nitrogen blowing at 40 °C and re-dissolved to 1mL by ultrapure
water, lastly separated by Phenomenex Kinetex F5 column (50 mmx3.0 mm, 2.6 um) using 0.1% formic acid
aqueous solution and 0.1% formic acid acetonitrile as mobile phase. The results showed that there was a good
linear relationship between the 8 sulfonamides antibiotics and the fitting degree was higher than 0.999. The
limits of detection were 0.1~0.5 ug-L™', and the limits of quantification were 0.5~2.0 pg-L™". The recoveries of
mixed standard solutions with mass concentrations of 1, 5 and 50 upg-L™' were 78.85%~127.96%,
76.69%~114.38% and 73.55%~125.92%, respectively, and the relative standard deviations (RSD) were not
higher than 15%. The method is quick, efficient and sensitive, and can satisfy the qualitative and quantitative
detection of sulfa antibiotics in water. It can provide a reference for the construction of standard system of
detection methods in China.

Keywords sulfonamides; solid phase extraction; liquid chromatograph-mass spectrometer; environmental

water; residual detection
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