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Abstract An ulira-high perfom ance lquid chranatography — tandem m ass spectrametric (UPLC -

MS MS) method was developed for the determ nation of streptanycn and dihydrostreptomycn rest
dues inmilk powvder Samples were extracted w ith EDTA — Na, buffer and cleaned up on aweak cat
pn exchange SPE cobmn(W CX). The extractw as separated on aH L L column( 50 mm X 2. 1 mm,

1.7 Bm) using acetonitrile— 100 mmol/L anmonim fom ate solution contaning 0. 36 fom ic acd as
mobile phasew ith gradient elitbn. The detection of streptamycin and d hydrostreptan yen w as carried
out by MSM S under muliple reaton monitorng( MRM ) mode An extemal standard method was
used for quantitative analysis Results ndicated that the calibration curves for streptanycin and dr
hydrostreptanycin were linear n the range of 2. 0— 50. 0 B¢/, and the detecton linits were both
0.0l mg/kg The recoveries of streptanycn and d hydrostreptan ycin ranged fran 746 to 1106 w ith
relative standard deviatbns nomore than 9. 46 . Themethod was smple rapid and practical] and
could m eet the requiranents br detem natbn of streptanycin and d hydwstrep tanycin resdues in
m ik powder
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0. 125mg/kg 0.2 mg/kg
' [2] [3] [4-7]
’_ [8- 12]
HILIC ,
1
1. 1
A cqu it}}rM , Quattro Prem ier XE (EST) ( W a
ters ); Rapdtrace SPE ( Calper ); HS 501 ( KA );
( HPLC TED A ); ( 2 )
; WCX (60 mg/3 ml, W aters ); (
98. O, Dr. Ehrenstorfer GmbH ); ( 99. 0% , Supelco );
( M illpore M illrQ ) -
( 1:1) 1.0 g/L , 4°C ,
EDTA : 372 ¢ , 500 mL , 0.5 mL ,
(2mol/L) pH 7.0~7.2
1.2
lg ( 0.01 g, O mL , 18 mL. EDTA ,
, 20m i EDTA 20ml, 4500 r/m n 10min ,
W CX 5mL 26 5 mL R 10 mLL s
5 mL SmL , , 5.0mL - (
20 : 80) , , 5.0ml, 0.2 Hm ,
1.3
ACQUITY UPLC BEH H ILIC (50mm X2. 1mm, 1.7Hm, W aters ); 40 C;
(A) - 100 mmol/L ( 0% ) (B) , : 0~ 1mn, 8@~
206 A; 1~2mn 200 A 2~2.1min 206 ~8% A 2. 1~3.5mn 8% A 0. 3mL/m in
5 BL
; : !
: : Table 1 M uliple reaction monitoring(MRM ) param eters
(MRM ), 1 . of streptan yecin and d hydrostreptan ye in
3 kV; 5V . Cam pound MRM transitions Dell tme Cone vo kage Collsion energy
m /z t/s UN E /e&v
120°C; : 500 G Steptanyein 582 23/263.42°,  0.1Q 0.10 50 3Q 35
1 000 L/h : 50 L/h 582. 23/176.29
0.2 mL/m in D hydrostrep-  584. 58/263.12°, 0. 1Q 0.10 60 3Q 35
tanycin 584. 58/246. 11
2 *  quantiative ion pair
2.1
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, EDTA ,
EDTA , s 0.02
mol/L.  EDTA EDTA (# 4.0,
(WCX) : H H H
D) D) li_l D)
9 pH 2 pH
el 60C 80°C ,
3
(M CX) (WCX) ,
, WCX : :
2.2
2 2. 4 Streptomycin
582.23>263.42 582.23>176.29
Cs G 95 ; >3.24e3 95 597
A B
R HILLC §= 45 i‘ 45
: HILIC B By
“1.37 12 14 12 14
t/min t/min
Dihydrostreptomycin
5 Lg/L) 1 I
584.58>263.12 584.58>246.11
, 95 3.65¢3 95 2.04e3
A B
18. %  55.%
2.2.2 i 45 i 45
, =5 =5
0 mmol/L 12 14 1.2 14
’ t/min t/min
10 mmol/L 1
7 100 mm ol /L. Fig.1 MRM chwm atograns ofs.treptomych
and d hydrostreptan yein
P 0.3%6 . quantiative bnpa B. qualiative on par
2.2.3 ,
350 C 500 C, 2
650 900 1000 1200L/h , 1000 L/h
2.3
220 5.0 10.0 20.0 50.0 Hg/L
. Ly : (X, Ug/L) ,
(Y) , Y= 61.64Y — 12.01(r=
0. 998 7), Y= 46. 63X — 2. 660(r= 0.999 1), 2.0~ 50. 0 Mg/l
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s SN>3
1.0Ug/I, SA> 10 2.0 g/l
, 0.01 0.02mg/kg
2.4
0. 02
2 (n=6)
0.05 0.10 mg/kg 3 Table2 Resulis of recoveres and precisions (n= 6)
) Can pound Sp ked y Recovery RSD 5.
6 w/(mg® kg™ ') R M
Streptanycin 0. 02 0.05, 0. 10 A~ 98, 86~ 106, 85~ 110 88688 2
) D thyd rostrep omycin 0. 02 0.05, 0. 10 T4~ 9, 82~ 105, 86~ 109 948379
T8~ 1100 , 6. 8%~ 9.4,
2.5
, 14 2 , 0.053 0. 027
mg/kg
3
EDTA (WCX) HLL
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