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Determination of Antibiotics in Environmental Water by Solid
Phase Extraction-UPLC-MS/MS
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Abstract; A method was developed for determining 25 kinds of sulfonamides and quinolones in environmen-

tal water by solid phase extraction-ulira performance liquid chromatography-tandem mass spectrometry. By opti-

mizing the experiment conditions, the method had good linearity in the range of 2. 00 pwg/L ~ 200 pg/L.

The method detection limits ranged from 1. 01 ng/L to 2. 85 ng/L., and the RSDs of 7 measurements ranged from

2.3% to 8. 0%. The method was applied in determining tap water and surface water, and the results were

not detected. The spiked recoveries with high and low mass concentration levels were 61.2% ~102%.
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tandem mass spectrometry; Water quality

PUER M S R UE RAEA IS,
TEIRSE P AR E Fr AMESR B O ad ik A |
FIE e HE 1T, X AR A PRI I A S R A A
AT 2RI R K A F AR ik
AT WO R O (g RO B O
5o T HUARRAE A SRR B e BE AR X AL, HL
FARIRRIE A B SR , R S8 B s B AR X LA
ARG EER AR R3O CUTE HR IR BT v i)
ZRIT AR A AR B e L
T RS S A RO S TR B2 B T
PUAERMRTALIE ", AR R A AL -2 A0
(1 R IBR BT 1 1200 T BRI K R v 25 i i 2
WETRIRE AR 3R 0T IR ek R R AR I, BB

BB L, M2 452/ NI

1 iR
L1 EZE2ME LKA

Agilent 1290 Infinity UPLC/AB SCIEX Triple
Quad 5500 A1 SRR €43/ — H DU Z T B 35 1k
FIAY, & [ Agilent 23w/ [H SCIEX 24 H] 510 i iE

s B3 .2023-05-31 ;1817 B :2024-03- 11

ELWMB. ILAEARKFHEBRERXELEEYHA
(KIXM2021032) 5 [ AR 2B E 4 (Hkah) B MM 5B E TR
AR A O ORI 4 BE B0 H (GTST2021-009) 5 VT4 [ +
(Bt ) A= 25 1l T 858 W 0 ik 4 W B B (95 I 2 (2018196 5)

EBRN . HEMFE (1991—) , & TTHREREA, TR, A+, A
HIRBEA PSP 58 TAE,



HicE: 3 ZEMFHLE [ A ZE B -UPLC-MS/MS B3l 58 HBE K A h S Fhi A= &

2024 4 6 A

[ AH 2% B % B, 36 Agilent 7\ H]; Waters Oa-
sis HLB [EAHZEHUME (500 mg,6 mL) , 3£ [E Waters
] KB VERR (50 mm x 0. 45 wm) |, 3£ KM PTFE
ST UE RS (13 mm x 0. 22 pm JENE) | B 5T 25 1% 5t
IR IR AT,

WA IEASER GBI (T M) , 1 E
Dr. Ehrenstorfer 2y 7 ; 8 147 B 25 4 UE AR HE 1R & 7
CFETHEL) , bR MR )~ mgng-"C (3 TH
BE) B T1 WERRR AN VD B -Dy (T2 R i e —
HHAAMEIE-D, (VA T IR ) , dL st S It A YR
R T LI R0 (a3 4l |, S 1E TEDIA 23 A
HIR (g ali) , HA TCI A&l S A ALah Eh e
EDTA-2Na SHALAN 5 (A4l | B 25 42 A A 2f ik
FIA R w5 il FH A Atk
1.2 #HomRELRA

FERCRAE 5 - A7 S IR CT5 K W I B2 R B )
(HJ 91. 1—2019) AT Hiu T 7K #5358 Wa 0 47 A L0 )
(HJ 164—2020) , FEARET 1| LA,
IKEEFEIAE NI, 0 °C ~ 4 C FBROCARAE,7 d N5E
R E
1.3 s

500 mL KA fHTH] 0. 45 wm 38 BRERR 25 B
F, A 0.25 ¢ EDTA-2Na, fdi fi] 3 mol/L L&
VEWCIR T KRE pH B 2.0, I A . HLB [
FHZEHUNE R Z BT 5 mL H 5 mL 5 55
F7KH1 5 mL, EDTA-2Na /K% (2. 00 ¢/L, pH {H
R 2. 0) VR AL , 42K PO AT 4% 2 mL EDTA-
2Na VAR A JF [8 2 7 [ AH A2 R 8 1 K FE L
AT 10 mL/min (990 1 4 30 A 2 B . KA
sea it R e 5 mL £ B KK EE/IME , FEGUE
1T 20 min, 55 5 mL B ESEOR WAC B R U
VEMEMTE 40 °C N AKX ZE 0.5 mL, LA N FR{E
FAW, IR B0 R 0. 1% I R K AR ER E
1.0 mL, B HEIRAT 38 0. 22 wm (LIS RS R
1.4 MBEH

AR 235 25 14 Agilent ZORBAX Eclipse Plus
Co 35 AE (1.8 um, 3 mm x 100 mm), ¥ &
0.2 mL/min, #:{i 40 °C , JEFERFR 2 wL, i shAH
A SEERFECH 0. 1% 0 TRK VIR, sl AH B &
CHE B (R 101, SRR 4000 1%
ARV W) o BB BEVE ML E 7 0 min ~ 2 min,
©(B)}H 10% ;2 min ~ 6 min,@(B) A 10% —25%;
6 min ~ 10 min, ¢ (B) & 25%; 10 min ~ 16 min,
_ s

©(B) 4 25% — 30% ;16 min ~ 20 min, @ (B) N 30%;
20 min ~ 26 min, ¢ ( B) & 30% — 60% ; 26 min ~
28 min, @ (B) & 60% ;28 min ~ 29 min, ¢(B) K
60% — 10% ;29 min ~ 31 min,@(B) & 10%,

ik S M2 B TR (EL) |, 1E B T4,
Z WIS (MRM) , W55 HL Rl 5500 V, B F
TR BE A 450 °C, KA SU%E 7 (CUR) 24 138 kPa, filf
S (CAD) HER, K J1 0 48 kPa, ZAL SR T1N
345 kPa, il B S% 71 K 345 kPa, A HLJE (EP) A
10V, HEAHE(CXP) A 13 V,

2 #£R5itie
2.1 Bk F A eg ik

FHE EERC 4] 500 we/L B9 IR A bn HE 4 R, LA
7 wL/min A3 A S A = U AT TS
B TS S B, IRIEREAL S
2254, R FH 22 By W ( MRM) #5853 # 7E
ESTE M IE B FRIF B 1, — ik A5 5
BERF[M+H] "1, AL R o 1 o B 0
N B, B BRE B TR AT T A T,
Ak 2 H R RTRIE J R P i ¢ B 36 ) 7 A1 v L DA T
XFRF B FENERE T, TESEIE 1,
2.2 Gk SHEAL

SR 2 2 VRO 3 5 R T sl AR 43 3%
FEAEAR RS 254 NSRSl AR i o3 B 8GR, R 3
TSI A IR RN 0. 19 19 B R KA, B A
HHEE - R (R 11, SRR 8K
0. 1% IR ) B, 28 Tl HARY) (4275 25 i & |
2 FPERAR 1 B NARY ) I R A i R A T
KRB, RS 0. 1% W R, v A 5K
MBI 525 B AR R0CR . 200 weg/L TR & bR
WS B I UL 1,

2.3 EARFIREAHEAL

IR AR 2% 05 H 0. 45 pum T AL BB
FR 2BV, LA ndE ZE AR AR UM . KR 48
B S5hiA R B S TERIR A R BRI
R AEKFER L FTIN A EDTA-2Na (0. 50 g/L) , H:
H&mE AN g S ERR TR, ATARUE
FPUER AR,

Oasis HLB [EAHZE B/ NI 78 (1) & 6 K —E R
XURETA 7 S AR B 00, ZE BCGRTE 5 mL H B 5 mL
ZB T /KA S mL EDTA-2Na /K (2. 00 g/L, pH
fH>4 2. 0) X HLB [ AH A€ BOUNE I VeG4, vk



$36E 3 ZNF5 5 FIFAE I -UPLC-MS/MS 0 E HB K i vh 2 R 2 2024 4 6 H
x1 BRESHSFENRBIESR
Table 1 Mass spectrum parameters and method effectiveness verification results
BET TETOER) EREE RHERE FthiBp  RSD
& [l )
feer m/z m/z /v usv R /(ng L) /%
MK (SGN) 215 92(156) 50 31(17) y=5.31x10°x+6.05% 10° 2.33 6.3
BAMERRTSE (SAA) 215 92(156) 50 31(17) y=7.03%x10°x+5.67x 10 2.62 5.2
B — H S W (STM) 279 186(124) 50 22(28) y=2.42x10%+1.54x 10° 1.62 3.2
T e % E (SDZ) 251 108( 156) 50 32(21) y=1.14x10%*x + 507 2.85 7.2
TH# L IE (SPD) 250 108(156) 50 31(22) y = 1.36x 10*x - 445 1.99 5.9
T e Y B E (SMIR ) 265 108( 156) 50 32(23) y=1.11x10*x +5.80x 10° 1.72 6.5
HikTh 2 (ENO) 321 232(303) 50 46(28) y=2.83x10*x-1.77x 10* 1.64 7.2
Lhig b B (MBF) 363 262(319) 50 36(26) y=9.76x10%x - 1. 08 x 10* 1.63 5.6
SR £ (OFL) 362 261(318) 50 36(26) y=5.05x10*x-3.79x 10* 1.35 5.0
WIRP 2 (NOR) 320 276(302) 50 24(27) y=1.33%x10*x+ 1. 10x 10* 1.54 6.7
Kb B (PEF) 334 290(316) 50 26(28) y=2.10x 10*x-3.12x 10° 1.92 7.1
BRI -Dg(T1) 340 296(322) 50 25(30)
HNTE(CIP) 332 288(314) 50 24(28) y = 1.49x 10*x - 1. 67 x 10* 1.58 8.0
KD (DAN) 358 314(340) 50 25(30) y=3.39x10*x - 7. 75 x 10° 1.55 .5
WEE (LOM) 352 308(265) 50 23(31) y =3.44x10*x - 4.90x 10* 1.54 7.0
iz o) — g — 0 C (IR 285 124(186) 50 30(24)
BT A (ENR) 360 342(316) 50 30(27) y=3.42x10*-3.16x 10* 1.58 6.2
XD B (DIF) 400 299(356) 50 38(27) y=3.24x10*x-8. 11 x 10* 1.33 5.3
YHIYP & (SAR) 386 368(342) 50 29(24) y=1.80x 10*x— 5. 69 x 10° 1. 84 6.0
T e 1] R 40P IE ( SMIM) 281 108(156) 50 33(24) y=1.22x10*x-8.02x 10° 1.61 7.2
T S B R ( SCP) 285 92(156) 50 36(21) y=1.37x10*x - 4.20x 10° 1.22 2.3
B ek (SMZ) 254 92(156) 50 35(21) y=1.33%x10*s-9. 14x 10° 1.01 3.7
T £-F (SDX) 311 108(156) 50 36(26) y =2.89 % 10%x + 968 1.55 4.4
it e — P SR (SIZ) 268 113(156) 50 20( 18) y=2.08x10*x - 1. 54 x 10* 1.76 4.7
T BRIk ( SPP) 315 160( 158) 50 29(36) y=1.52x10*x - 1. 56 x 10* 1.83 5.6
fitf e — FH A E D (T2) 317 156(162) 50 27(30)
i 2 ) — H (W E ( SDT) 311 92(156) 50 40(26) y=2.95x10*x-2.07 x 10° 1.92 6.5
R M IR (SQX) 301 92(156) 50 38(22) y=1.90x10*x +4. 99 x 10° 1.77 4.1
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Fig. 1 Total ion current of mixed standard solution
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