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Determination of sulfonamides in water from aquaculture environment
by UHPLC-MS/MS

DONG Hengtao' Al Yun* LI Yueqi' DENG Xiaoli' PENG Yifang'

HUANG Taohong'
(1. Shimadzu (China) Co., Ltd., Xi’an, 710065, China; 2. Xi’an Institute for Food and Drug Control, Xi’an , 710054, China)

Abstract To establish a quick and sensitive analytical method for the determination of 21
sulfonamides in water samples from aquaculture environment by ultra high performance liquid
chromatography-electrospray tandem mass spectrometry (UHPLC-MS/MS). The water samples were
extracted and cleaned by Solid Phase Extraction through Oasis HLB columns, and then Velox SP-
C,g column was used for separation. The target compounds were determined by multiple reaction
monitoring (MRM) mode and quantified by internal standard method. It was shown that the analysis
of one sample needed only 12.5 minutes. The calibration curve of 21 sulfonamides residues were
constructed with correlation coefficients (7) more than 0.995, respectively. Good reproducibility on
both retention time and peak area were observed. The quantitation limit of 21 sulfonamides were all
0.63 ng'mL" in this method. The method could be used for fast and accurate quantitative
determination of 21 sulfonamides residues in water.

Keywords tandem mass spectrometry, water, sulfonamides, solid phase extraction.
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1 #MHB5H1E(Materials and methods)
1.1 AR5

LC-30A 8 25 SOBOH €4 3% ( H A 55 840 7)) 3 LOMS-8045 = R DU B AT B 3% 4, I & A i P 780 oy, 5 55 2 1
(HESI) & LabSolutions Ver.5.96 (& £ 4 40 ¥ R 46 ( H A B A Al 5 B 24liK AL, Milli Q & (32 [ Millipore /A F] ) ; Oasis
HLB FEIAHZEBUME, 500 mg, 6 mL( 35 [FE Waters 23 7] ).

L. (i all, f8 1 Merck 28 Rl 7P7 il IR (ifal, V26l SR8 B 7] CNW P20 2R fidkal, 55 F
Fisher Scientific /A 577 {5 i e 2 25 Wy b vhE ) o0 (O Bl IR . 06 P S DG 0 A g IOl — Y IO e | o g e . i g i
W | 6 J Y I I i e o P A A I | e T e | TP R e | R M R | P ARUSIE L B PP AR GR | T S A T
i Mz PR S |B  ) FP ARCEE | RRNE Z2 0 | RN S | R R e | R Y AR | R e A W R Ak e 48 R AR MR R -
D3): % [ Dr. Ehrenstorfer 2 &) 7= 5.

1.2 om0 B T 1

PR il e e pi A 2R BUAR I b, I HY PSR 0 22 2%, TR B 100 pg-mL™" BR il il 25 VAT, KA 25 T F—20°C LU
TV 2 R AT

T B 12 A i 4 — R R0 e -D3 i R A T T A I, F AR B 2, BOHI AR 1 ng-mL! il i 4 — R 40
WE-D3 PNARARIE TAEWE. WA R IGE it & A i RS hi AR R A VA TR T2 B, BAs B9 2 4%, Bl Ak 1 pg-mL™!
TR A bR R (R T. FA2 IR A b v o () VA VA 2, o 00 4 0 s A 2R A s T, sy BE 439104 5. 10, 20, 30, 40,
50 ng-mL" Frif R TAEWR, Ho AP e 48 — S8 e -D3 AR IR BE 35k 5 ngrmL .

1.3 JKAEFTAL Sy 1

HERG B 200 mLOKS A6 2 0.1 mL) ZKAE T 250 mL [~ P BE I8 b, v i A 2 5 e 2 — 1 S % e -D3 I bR ifie
TR, IRE WA, EFRR, Ak b, 1 5 mL FEEA 5 mL AR UK I AL FISEAF Oasis HLB [E A AL IUR:, K ke 5
PL 2 mL-min™ FEE#E A, 1 mL 325 FHKWRTE, FH 0.1% R -H BEVA TR 20 2 WRIBIR ZE 10 mL B0, IR R A ER
% 5mL. JX 200 uL YEBLIE, 1 800 wL H1 4R R shARHG B 5 A%, IRSJE 1L 0.22 pm WALIERE S #E1T LC-MS/MS L5347
1.4 o3k mpk S

£8,1% 4% % : Shim-pack Velox SP- C;4(2.1 mm LD.x 100 mm L, 1.8 pum) {8,345 ; W BIAH: ZB/KEW (v/v, 1/81) (A)
H10.1% FFR-F BB (V/V) (B) ; B2 Ve AR : 0 min(5% B)— 1 min(5% B)—3.50 min(10% B)—13.00 min(45%
B)—17.00 min(70% B)—18.00 min(70% B)—18.50 min(5% B); Jii#: 0.45 mL-min'; & 30°C; #EAE & 3 uL; B4
FTAFIE A 22 min.

JT Rk A HESLIE B TR, 2 ki Wil A (MRM) I 28, FZEFIESECN: B FHi% Mk 4.0 kV; HHA: AR
3.0 Lmin'; A 2R 15 Lmin ' I3 255 10 L-min'; LA R E 250°C; AR HLR B 400°C; 35 TR E
400°C; REFE S A RIS Z PSS HOLE 1.

F 1 BEEIUERTERESH
Table 1 Parameters for MS/MS analysis of sulfonamides

e EWAT BT AR T YT QI pre/V CE Q3 Pre/V
92.05° -16 -25 -36

1 T ek Sulfaguanidine 215.05
108.05 -16 -22 -22
I 92.05 -23 -23 -17

2 ik e T Pk Sulfacetamide 215.05
108.05 -16 -22 -22
o 156.00" -30 -15 -29

3 T iz Sulfadiazine 251.00
92.05 -30 -25 -17
B . 186.00" -30 -17 -20

4 i iz — i g Sulfamethazine 279.00
92.05 -30 -31 -17
. 156.00 -30 -14 -30

5 il e g e Sulfathiazole 256.00
92.05 -30 -28 -17
. 92.05° -30 -27 -17

6 TR nE Sulfapyridine 250.00
156.00 -30 -16 -29
. - 156.00 -30 -17 -28

7 ik g PR R s I Sulfamerazine 265.00

92.10 =30 —28 -17
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e |
RS2 [R=L/ LA BELAR HREF  PWET  Qlpre’N CE Q3 Pre/V

. 156.10° -30 17 -29

8 it e %o FEY A s e Sulfameter 281.10
108.10 -30 -26 -21
o 156.10 -30  -15 -29

9 i Jie — FF e Sulfamoxole 268.10
92.10 -30  -28 -17
N 156.00" -23 -14 -16

10 i e H g — e Sulfamethizole 271.00
108.00 -22 -23 -19
- N 156.00" 27 -19 -16

11 Tt i 2% W W Sulfisomidine 279.00
186.00 -30 -17 -19
— 230.15" -14 23 -26

12 AR Trimethoprim 291.10
123.10 -14 24 24
. 156.00" -30  -17 -30

13 il e P 4k 8 Sulfamethoxypyridazine 281.00
92.05 -30 30 -17
. 156.00" -30 -14 -29

14 itk e S Rk R Sulfaclorazina 285.00
92.05 -30 -29 -17
- 156.00" -30 -16 -29

15 itk J1g P VA Sulfamethoxazole 254.00
92.00 -30  -28 -17
I 156.00" -12 -18 -16

16 i g [ EY 4 i Sulfamonomethoxine 281.00
108.00 -23 -18 -22
e 156.00" -28 -26 -16

17 fiife 2 Sulfadoxine 311.00
108.00 -30 -30 -19
- 156.00" -20  -13 -18

18 i e S e Sulfisoxazole 268.10
113.10 -20  -15 24
- 158.10° -30 28 -30

19 Tt Rl it et Sulfaphenazole 315.10
92.05 -30  -21 -30
- N 156.05" -23 -22 -29

20 itk e b Sulfadimethoxine 311.00
92.05 -23 -35 -17
- 155.95" -23 -17 -29

21 T P s bl Sulfaquinoxaline 301.00
92.05 -23 -30 -17
A e 92.05" -23 -35 -17

22 AR e 2 — F A2 s E-D3 Sulfadoxine-D3 314.05
156.00 -28 -26 -16
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2 R 51718 (Results and discussion)
2.1 kAR AL

itk Bie S i A 22 AR SR LA X o7 2 JE O it T e Ay S AR 45 0 B AT AR 0, 78 BT e B 55 L 3 (ESD) IE B AU T 5 8 1
[M+H] NG 8 . 2R F 0 80 2 53 43 B s, 43 00 X6 21 Bl it il 2 40 Az 38 RTRS e &8 — FF 40 e -D3 1Y B 7 1 5 T
(1 pgrmL ™) AT —HBIE T4 (Q1 MS), 15 B4 e 2 bt 2F Z M RTIA 1. {8 ] LabSolutions ¥ A 3 Jr & kATl fig,
XA gt A Q1. Q3 WA HL R HEAT AL, Pifb/G MRM 402 0L 1.4 75 %% 10 ng-mL ™" R TRt A R IR A48
HETAEW R 1.4 AT E, BT A5 21 Fhad 5o 2k bR qERE S BIE an &l 1 Fos. R 1 AT 21 R e 2E 9 R
TE 12.5 min ZHTAHRHE, S0E WY RIT, BRI FAERIER] T R4 8.
22 ARVEVERSEER

# 5. 10, 20, 30, 40 . 50 ng'mL"" (Wi {5 Hi Ak RHARUERS WL, 4% 1.4 75 (B 55 A AT 00, I N dn ik e & . LA
W B LU o R AR A, DT AR LU g A A, il e I 2. PT AR A v i 2 e OC R R A, FHOC R 4K+ Y5 FEIFE 0.995—0.999.
At BT A RACHE SERR BEAE 87.7%—112.8%, Horby, MUl SUERRBE B 4(%)=C/C;x100% T4 (C; Fom M1 £ |15
TR B AR HE R A, C, R FLCASHE SR ) . G5 R, 21 ARG ISP AE RAE L MR N R R R



674

7N 54 1t 42 %

3

b, M R A e AT I AR5 0 ) 5 o 1 X € 3 0 10 15 14 LU R T 05 T 10CS/NZ10) 1R VR 2 R I b Y ¢
AR e # R (LOQ) , AR5 IEAEA ™ FRFHAK M 21 R S i A= FR A% B 14 1 FR ¥4 0.63 ng-mL ",

425%10*
420X 10*
3.75%x10*
3.50%x10*

325X 104
3.00X10% -
275X 10* -
250X 10* F - /A — Iy
225X 10*E
200X 10* F
175X 104 F
1.50X 104 F—
125X 10
1.00X 104 F — -
0.72X10* |
0.50X 10* /
0.25 X 10* f—

0

Intensity/a.u.

1 1 1
6.0 10.0 11.0
t/min

121 P E 25 IR A bR IfERE b MRM &35 (10 ng'mL ', 4 5[] 36 1)
Fig.1 MRM chromatograms of 21 sulfonamides(10 ng-mL™")

2.3 AEEEIR

10, 20, 40 ng-mL™" ) 21 Bl 1 A 25 W bl TAR WO S RE 6 W, £t B4 o i) e v AR ) B 2 R4 2R e, i
JORAE 21 ol e 2K 245 49y D4 B I 1] 106 i AR P ARG A B Bl 22 23351/ T 0.79% i 6.61%, 2% WA A 45 T2 R
2.4 b mICR S

FRIBZS KA ft, T A0 BB DK A58 21 bk J S0 A 3R TR 5 b e ot A 6 000, (0 7K R v 8 o e 2 4 3310 A
1.2, 5ngmL™, “FATRE 3 3. $2 18 1.3 FR A ATAL BT 35 A0, D R K 25 21 FRRS I JEHTAE R AU NN eR,, %1k
B2 AR B S5 RAE 70.0%—110.0% Z[H].

3 45 (Conclusion)

AN T O R 1 O € = R DU R BB R ST I K 7R SR K A T 21 PR A R B Ry
. KRR 2ot [ AR AL O AR 5, SR TR 130 50RO €203 - B B R 3 v I R W e S ik 3. 45 SRR, (A i a2
i, B PRAE 21 AR IS HiAE B AE 5—50 ng-mL ™ ¥ B3 PR P9 2tk R 0, 45 A v oSO 5 A 87.7%—112.8% 2 [H],
UK 2% B RAS TR) 9 B S B b [l i 3R S 90 225 R WA 3% A i Ak oo R 7 O, A R OBE W, T T RE R, T
JHTF T KR o 21 P M2 i A R 5% PR B A 0 5 TN 07 . A 05 1 g vEE A PEAR Bk e 2 e A R AR R B K Pk B IR I 4
P AR F B
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