1-FF DPX #k R BUE AR PR BV (DPX tips®) S i R itk / R 1 Bk i vk 14T
AEBEERNERNEEES T

1-Multiresidue Analysis of Aminoglycoside Antibiotics using Disposable Pipette
Extraction and LC-MS/MS
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(1) FRELS g MG A B IERE i B T 50 mL — MR NG E
(2) I 10 mL $2ELZE i (10 mM KH2PO4, 0.4 mM EDTA 1 2% (w/v) TCA 7K
VRO o
(3) IMAZATERIE NS, eIk 10 7308 . 3450 ref 2.0 5 min,
(4) F EIEBIAN—DT3 50 mL B . IIA 10mL $RECEMWE, IWiEdRY 10
I3, 3450 rcf B0 5 708
(5) % EiE, 1M NaOH.H pH % 6.5,
¥k 2 BUE AT B (DPX):
(1) 1 mL DPX #&3k (DPX Labs, LLC;Columbia, SC, USA)3H 7t 50 mg PH & F 32 #
(WCX) W Ff57 CFiki ks 30-70um), AN 1 mL FEEFT 1mL 7K.
(2) FESKIEN 1mL $2E)
(3) 1 mLKFEMk,
(4) 18k 1 mL10% F PR K VERDE I (T3l i, Beli RN SR N Ha HEREIH,
I ARG SKIRAT 5 0
VBORH € - I Vi / VB BB P 2R A -
(a) A E - o Ui /9 o B0 FH A 35 -
Waters #8 5 ROBUAH il 454 Waters TQD A28 M1 4% 49 MassLynx

(b) 4. Waters BEH C18 (50x 2.1 mm, 1.7 um)



() Hif: 40C
(d) HzhEErEaHRE: 7°C
(e) JEEARL: 5uL (REFREHEER)
(f) AIEFERF: 0-0.7 min 3% 0.7-2.5 min L Jfi %, 2.5-3.0 min 3 2:
(g) ViahHH:
A: 20 mM HFBA 7K-Z.J1§(95:5, v/v)
B: 20 mM HFBA Zfi§
Ch) ¥&: 500 uL/min
(D) B LA -

Time %A %B
Initial 100 0

0.50 80 20

1.00 80 20

2.00 60 40

2.05 10 90

2.50 10 90

2.95 100 0

3.00 100 0

() R Z1E: ESI+, 5 ms {4 B i [a]

Precursor Procduct Cone

Analyte o e

Spedtinomysin 351.2 ?ggg 40 ;3
Gentamicin cia 450.4 ;Sgi 25 fg
Gentamicin c2+c2a 464.4 ?ésg 25 ;g
Tobramyein 468.4 ;Sj; 30 fg
Gentamicin ¢l 478.4 ;2;2 30 ?g
Kanamycin A 485.4 ;Sj; 30 fg
Hyaromycin B 528.4 ;;;i 45 gg
Apramycin 540.4 g;;g 35 fg
Streptomycin 582.4 SS ?g a5 ig
Dihydrostreptomycin 584.4 szg 55 ig
Amikacin 586.4 4112 gg 35 gg
Meormycin 515.4 12;; 45 gg




UPLC-MS/MS chromatograms of 12 aminoglycosides in
bovine kicney extract spiked at 2 pgig:

J Spectinomyein Apramycin l
l Hygromycin B Tobramycin l
t Streptomycin Gentamicin ¢1a

lj)lnydrosthWC|n Gentamicin ¢2 + ¢2a

1

[ Amikacin | Gentamicinc1 l
1 Kanamycin A Neomy<in l
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(a) 1 PMEM A S 1) C18 A
(b) HPLC #*
(2) R EET Z45 (HFBA)
ANP JEAH (18 Y 256 AR IR K IS VA A sh A, DR TRTRR 3z 47 RP AT ANP A2t
A7 FAB AR 2R 25 F AL A AT
HFBA J5 7] € 3 B B (HEAH S AN AT FE R 45 2R
o BB B A 1.7 um G AR AT R SR 10 A% 20 BT 1] (35 min vs. 3
min).
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AT S OB pH 17
§5PHES T A HAE (30-70 um ORI/ AL TG 4B IERE e 4TI R 45 R



(a) DPX IS pH 4RI ) [l i 2

5 mL IIAFREY R EUR A pH (pH~1.5), %4 pH4.5-8.5,

FIIAESk (50 mg) FH 2x1 mL of 10% 1 R /K ¥ R 5E Mt «

RV pH T R (22 1B R B R) R pH .

pH 4.5-6.5 I RIS FAERSZJE N (78-104%)
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(b) ANA] pH I A= B AR it [T SO

HpH 15
HpH 45
BpHLSE
| OpH 65
HpH 75
H OpH B35

P 5 mL A4 "B 2 ELY) (2pug/g) pH £ 3.5-8.5, M\ DPX 3% (50 mg) FH 2x1
mL10% IR 7K I B I o
k& pH A% 4.5-8.5 4b, ZZ R pH i % 3.5
pH6.5 (81-108%) [HI AL % % iy
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(c).pH 6.5 I $E B4 Al he R
5 mL$EHY(at 2 pg/g) i pH6.5, TN 25 I B 551 1) DPX(50mg) A FH 1 mL10% HF B2 7K I i e it
1 mL FEHY b & 2 0 R R USCR 5 N bR W) % AT B = AR AL S TR 82-110% (S bR AEAL N

68-92% )

M not nomalized ® normalized to tobramyan
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DPX AN PRE A ARG L, g DA A, 55 5 SE I B 3L .
ARHertLil:
¥ DPX 2 H SIAT AR B AR I (6 24 4 DPX 5 mL Ak S22 [ 3hik.
K DPX RS SEHL H 216 (9 1 mLDPX 4@k BE1t).



