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Method of Test for Veterinary Drug | Method of Test for Veterinary Drug | = ~ p g * # 2
Residues ig Foods - . Residues ig Foods - ‘ T
Test of Aminoglycosides (1) Test of Aminoglycosides .
Lo o A% EE YR L PE AR EET NG ZREBD Rk
44 72 vup SPBRZ g & Ry ik 442 57 = il (& (apramycm):; 7 i
% (apramycin) & 7 F 4t F(HFE | SR F(HFALEA-)Z S LA (v B2 AT Rk
DA-)2 5 ERF AT - CA B @2 ] iF o
2 Hok ik MR E R 2 A R E B | e
oo iR Ap R 4T B B E R (liquid | 15 v AR K 4T 8 B R & (liquid g
chromatograph/tandem mass | chromatograph/tandem mass F
spectrometer, LC/MS/MS) A 45 2. = | spectrometer, LC/MS/MS) A 5 2. % | 7 ° R R 2
i o i% o SEF BRI
1. X% 1 &% ¢ Pl Sl o
2.1, rAp R 7 e B R 211, irAp R 47 e B R = N H R 2R R
2110, 33k RUEHS S | 2.01.0.0. SR T IERS LS i

(positive ion electrospray ionization,
ESI") -

2.1.1.2. K +7 ¢ 11 Agilent ZORBAX
eclipse plus C18 > 1.7 pm » p j= 2.1
mm X 5cm > 2 B 5o

2.1.2. #.< #(Centrifuge) : ¥ #8 i
10C LT o

2.1.3. ¥ F ®(Shaker) °

2.1.4. 2% #(Homogenizer) °

2.15. % # # % % % (Nitrogen
evaporator) °
2.16. Hip &2 7 F P~ % % (Solid

phase extraction vacuum manifolds) °
2.1.7. kiR & F(Vortex mixer) °
22 FEITEE ORI A
175 & K(H25%)~ &+ & =~ Tk
4% ~ = & 7 p& (heptafluorobutyric
acid) ~ Fifs = 2 49 (KH,POg)~ & 5 1
42 (lithium hydroxide) ~ #ps ~ & ¥ 1*
& ~ = & fip pi(trichloroacetic acid)2
¢ - e w i - 4 (disodium
ethylene diamine tetraacetate, EDTA)

(positive ion electrospray ionization,
ESI') -

2.1.1.2. K +7 ¢ 11 Agilent ZORBAX
eclipse plus C18 > 1.7 pum » p = 2.1
mm X 5cm > 2B o

2.1.2. #.< #(Centrifuge) : ¥ #8 i
10C LT o

2.1.3. ¥ F ®(Shaker) °

2.1.4. 2% #(Homogenizer) °

2.15. % # # % % % (Nitrogen
evaporator) °
2.1.6. B4 & 3 F P~ X ¥ (Solid

phase extraction vacuum manifolds) °
2.1.7. kiR & F(Vortex mixer) °

22, FE TR L OHIOERY R4
Fro s £ oK(H30%) s e s T
4% ~ = & 7 p& (heptafluorobutyric
acid) ~ Fifs = 2 49 (KH,POg)~ & 5 1
BB FF Gz ERR
(trichloroacetic acid) ~ ¢ = "%w» ¢ fiZ

= 4 (disodium ethylene diamine
tetraacetate, EDTA) 35 3 * & &




Rt RES A 2 I K0T
W25CTE 18 MQcm 1 F) ;5 &
Fﬂ WmZE ﬁ‘& ] (apramycm sulfate) i
(dihydrostreptomycm sesqulsulfate) >
o4 % E BT B B (gentamicin
sulfate) ~ & f# % /¢ i B (kanamycin
sulfate) ~ AT % £t iz B (neomycin
sulfate) . > i %
(spectinomycin-5H,0) % 4& i % #r ik
% (streptomycin sulfate) ¥ pe * & &

i
23 BEZ Hfd

23.1. 3~ g C15mL 2 50mL > PP
HE -

232. #H 4p F B ® (Solid phase
extraction cartrldge) OASIS MCX

cartridge » 6 mL > 150 mg > & fp B & o
2.3.3. Jg® 34/ 0.45 um > Nylon
HE 5 342 0.22 pm > PVDF 44 1 ©
234, FE¥L 1 10mL -

RS N
2.4.1.5%= % f&if SR
VA 3 50 g % Fifa=- @ 47 1.36
g M3 I -RB R S 1000 mL -
242.02MEDTA 3% -
Bro Ry L 4N 75 g0 1 ER
F-KiAfER = 100 mL -
243, & F iv4m5 0%
Pei oy v 4235 3 SRR
= 500 mL > 2 0.45 pum g4 § 8
e
244, F R
PP Ai4e31.5¢g 3 4 -k 350 mL
B8 40~ 2 % 100 mL > & k3
BpH B3 9.5 43 #3 -k g = 500
mL o
2.4.5.25%- & " gz R
Pe— 4 TPk 25 mLo 4ed B kiR
% 10 mL o
24.6.10%7 pain ik
Bo® s 10mL > 42 35 -k @ = 100
mL -

25 BEiparzay

B A S RO R 25 CT E 18
MQ - em 12 b)) 5 % ARG AR R
(apramycin sulfate) ~ B & 4% % Frfid
kS

(dihydrostreptomycin-sesquisulfate) -
o4 % F Fr B B (gentamicin
sulfate) ~ & f#k % /¢ i B (kanamycin
sulfate) ~ 7 % #t ¢ B (neomycin
sulfate) . > i %
(spectinomycin-5SH,0) % 4&a ik % #r ik
% (streptomycin sulfate) ¥ pe * 1% &

i
23 BEZ Hfd

23.1. 3~ g 1 15mL 2 50mL > PP
HE -

232. #H 4p F B ® (Solid phase
extraction cartrldge) OASIS MCX

cartridge» 6 mL > 150 mg > & Fr B & o
233, g%t 342 0.45 um > Nylon
HF 5 342 0.22 pm > PVDF 44 1 ©
234, FE¥:10mL -

WAz A
2.4.1.5%= % f&if R
L 3 50 g % Fifa=- @ 47 1.36
g M3 I -RB iR 2 1000 mL -
242 .02M EDTA % 7% -
ez Ziw o R 4075 g0 U3
- kiAfER = 100 mL -
243.4 5 H 4B
P33 V48350 03I RARR
= 500 mL > 2 0.45 pum g4 § 8
o
244, F R
PP k4% 31.5¢g 03 4 -k 350 mL
% fE1S > Av o~ 2 % 100 mL > 2 g ok
A pH E1 9.5 4cd g3 kg
500 mL -
24.5.25%- & " Rz R
Be— 4 TPk 25 mLo 4ed B kiR
% 10 mL o
2.4.6.10%" pai% i
PBo® g 10mL > 42 35 -k @ = 100
mL -

25 BEiparzad




251, BEApiaik A
Bos f O 13 mLo 4ed g ok
= 1000 mL > 17 0.22 um jjg "3 g
Pt A E AR R Ao
252 ##4pi3 % B
o 4 7 13 mLoo deT S
1000 mL » 12 0.22 pm j5 ¥ i o B
o TR EAPB R B
26, BB U
Poipy T FORAPEH AL R
PR L 10 mg o AR A
IR S g NP - e S S ()
mL (5% k% # » 15mL &
g P 20T T o TR PBE A E
Pop AR RRIR &0 03 S K AR
#1005~125 g/mlL> kivi#a
i e
id ORAERERL 5D
VR T E & 'Bgl\’-%\ié_ikﬂ‘
B * PPHFHWEr » &0 1IN
LA RE 10 248> BT 3
Bk R F 2 AR GTRE Y 2
BRI B > LG AL o
27 Wiz B
2.7.1. ¥
R MIEE > S el
B SOmL%g:»? g 5% §
7% k% 7% % 15 mL - 0.2 M EDTA
/pm‘zOSmL’ SRR L 1 A4 IR
5 A4 2 10°C 14T 2 3200 x g
Lo 5 A4 o Bt /'g_ni’ P AR e~
5%= & FEpLE 5% 15mL 2 0.2
MEDTA,F,,Q 0.5mL > F4F ¢ it
F- %o EED Gk Av Al
10mL > ¥ FR & 1 A48 =T 5~
& > 10°C T 2 3200 X g A 5
Argd oo BT R ( R E AR 2
5}%— K)o & ¥ AR RAFEPpH B

31 55~65 ikEivh o
272, Fi
Be 270 8 RV AR > A A FE A

Mo Smld § Y423 % 4ml £
IR SmLEEZ A5

251 #EFA4pnie A
P i 7 13 mLo A3 @SR
= 1000 mL > 17 0.22 um jjg "3 g
PR TS BRI A
252 ##4pi3 % B
o 4 7 13 mLoo deT S
1000 mL > 12 0.22 um jjg "B g * B~
TR TS B ARB R Bo
26, HREZR2 Y
Podp gt RAMBH L ZHE
»EESE Y 0mg: HREAL T A
B3 S RAET EF IO10
mL (5% k% # » 15mL &
s g 20T ETE o TR A Y
Poip AR R &0 03 S K AR
#1005~125 g/mL> kiviEa
iR e
R S ki R
Fov BB Er e 44 )\]T
e@* PP HEFLH Ex » &5 IN
ﬁfrii?i{‘é;‘ii’é’ 10 » 48 > B~ 4 »u—i
I R E 2 ‘ﬁﬁ’x’#cﬁ"l’ﬁ * 2
FLIG B o rLEE LR AT o
27 ¥z
2.7.1. ¥
Mt Wi 30518 5 B 5 g AR
BT B3 50 mL g g @ o 4o
5%= & fgpe % 7% % 15 mL {= 0.2M
EDTA 3% 0.5 mL - *UFR & 1 A
L RE R /»\ﬁm“ IOC'/T 3200
X gHrs 5448 o ’F TR mIARE
v > 5%= iﬁ?ﬁ’xif, A% 15 mL %
0.2M EDTA 3 /% 0.5 mL > ’QE A
| A4 EF 5 A4 3 10°C 1T 1Y
3200 x g B S Ak o £ iR
ferp iz 10 mL SR E 1 A
do3RIF S A 40t 10°C 2T 12 3200
X g Hrs 5 A BT R R () e il
AEHLH o) G e

RAFPHEL 55~65 F it o
272, e
B 270 R L rFEA

e s S5mLa ¥ Y423 % 4mL 2
345k SmL Bk FfpE o




oAl e 3 I oRE LS
mL & =GR B AR EB-® oo R
o R SmLo o e
B oo 4o r 10%7 faiaie 1 mLo +
60C-kis® »§ § k¥E %3 mL-
beor 25%-= & 7R R S0l 3
#F-kz 332 10mL > 5022 um g
R R

28, AT TRk E M2 B F
oo iR 278 2002 § 5k
4193 mLo £ e r 25%- & 7
B it SO UL > A Bl 4 R ek R R
A lmL> M2 I kg3 10
mL » & 022 um JgPiEigis 0 kT
FliE R TR AP R TP B OF A
ﬁ°$%ﬁi%i%%&ﬁ’ﬁ%%
2t Ak R A TR
THRRER -

AR K AT 8 F R g ()

& 17 ¢ 41 © Agilent ZORBAX eclipse
plus C18 » 1.7 um > p & 2.1 mm X 5
cm e

BB ARG DA RS B LT A

iR A 4T
¥ ¥ (min) A (%) B (%)
0.0—0.5 95 — 95 5—>5
05—>10 [95—>80| 520
1.0—-85 |80 — 70| 20— 30
85—9.0 [70—>10| 30—90
9.0—10.0 | 10—>10 | 90— 90
10.0 > 10.1 | 10595 | 90— 5
10.1 > 15.0 |95—-95| 5-—>5

# & 4p i 0.3 mL/min -

A ~% 15uL -

£ g T & (Capillary voltage) : 5.5
kV o

% B34 R & (Desolvation
temperature) : 550°C o

# B # % (Curtain gas) : 20 psi °

5% 1* % %4 (Ion source gas 1) : 50 psi °
4v 44 & 48 (Ion source gas 2) : 55 psi °
BoRHE ¢ 2 £ F R R (multiple
reaction monitoring, MRM) o i /|3t

PordiR e I ke S
mL jREFpF @ 0 DA o £
MR SmL vk o r B Rk
se o 10%7 Bz 1 mL o Y 60°C -k
iFY O FRSEE Y 3 mLo e
25%= & 7 Feia iR S0 pL o 4 3pF
'k E 3 10mL > 5§ 0.22 pm jjg "iE
o0 E TR o

2.8, AR e B2 gliF

B Ak 278 5K B2 0
o mElg e ik RARER R
mL> 3 g3+ k33 10 mL- 5§
0.22 um Jp*iBip 16 0 BT A iE ik
Fﬁw%#ﬂﬁﬁﬁﬁﬁﬁwﬁéﬁé
32T EYP I ARG HFoEHBL L
Fid Rk B A METRT T e
®BER -

e 4T 8 S iR i

BB AR DA RS B LT A

BT R AT

P ¥ (min) A (%) B (%)
0—0.5 95 — 95 5—-5
0.5—1 95 — 80 5 —20
1 —8.5 80— 70 | 20— 30
85—9 70 - 10 | 30— 90
9—10 10—-10 | 90— 90
10—-10.1| 10—>95 90 — 5
10.1 > 15| 95—>95 555

# B 4p e 1 0.3 mL/min o

A~ 5ul -

£ g T & (Capillary voltage) : 5.5
kV o

% ¥ 3 4t & & (Desolvation
temperature) : 550C -

# B # % (Curtain gas) : 20 psi °

7% 1 % %8 (Ion source gas 1) = 50 psi °
4v 4 % %8 (Ion source gas 2) : 55 psi °
BoRIHoSN 0 5 £ F & %R (multiple
reaction monitoring, MRM) o i |3t




+ % - 2 B # ¥ R (declustering
potential) £ zi #g,_ it & (collision
energy)4r# — o

sr b RS UH zg BTk
ST L RE R Rl B 2
]/;J—- [e]

2.9. #FHEKE Z R

‘H: ﬂB"’l‘ﬁni’ 23 ﬂ——?/p ni’ 5 [,LL ’

ARSI D ,,z;}gé]ﬁgﬂﬁ,ﬂp‘rp%@é s &
28. &AL AT o »T}‘Jfﬁni’ B
BT ROTIE BB FTRERE S EF
e Rl An A s B w2 ik
THREE N LY L £ 2
2 (ppm)

WY Lt E2 3
CxV

£ (ppm) =

<

C:d AF kIR ERKRRY &
it & 2k & (ug/mL)
VB (S 25 2 WA (mL)

M: A itz £ £ (o)
LUAPEE T e R D T HES
B H2L e oA 8(=

+ % - 2 B # ¥ R (declustering
potential) £ zi #g,_ it & (collision
energy)4r# — o
?‘;j’_:__er,P]LufJ’ln\’}Z_E ’?
TR 2 R E K T 2 R
4

i+
29. FwEH%E 7 ER T

‘H: ﬂB"’]‘ﬁni’ s ﬂ——?/p /fz’ 25 }LL ’
AL ni’#ﬁé]ﬁg EEI"?F’H‘ R oIk
28. & iE BT AT o »T}‘Jfﬁni’ B
BT RETRAM . FTERFE S EF
T R A A s R P2 s ¥

=

[

[=3

ES

ETFIEN RO Ll &
2.7 £(ppm) *

Y L2 2 7 E (ppm) =
CxV

M

Cid AP piBatmhind &
4 % 2k A& (ug/mL)

VB (S 25 2 WA (mL)

M: A itz £ £ (o)
AT R R D T T
§%4%1%%@ﬁ”5ﬂ<

100%) * % 3§ 4o ¢ 100%) * % 3§ Fl4cT ¢
AEET R (%) | B RO ||| ApHAES 8 R O) | B F(%)
>50 +20 >50 +20
>20~50 +25 >20~50 +25
>10~20 +30 >10~20 +30
=10 +50 =10 +50
3L 3L

1. A% %
2. 85 1

o p R

2 AR U -
Wk B % 2

1. A% %
2. 85 1

o p R

2 AR -
Wk B % 2




i35 g Y+ 4 2 FAE A
- h ~= E
B=x By & 4> # w0 SRdL+ (m/z) > LR =
i F arwson V@Y
. o 540 > 217* 76 35
1 Apramycin Al 40 > 378 76 23
. . e 584 > 263 * 296 43
2 Dihydrostreptomycin Famikz 584 > 246 296 49
3 Gentamicin ik E
.. 450 > 322%* 110 17
Gentamicin Cla — 450 > 160 110 29
.. 478 > 322% 71 19
Gentamicin C1 — 478 > 157 71 25
. . 464 > 322% 121 17
Gentamicin C2a/b — 464 > 160 121 29
. ” 485 > 163* 71 31
4 Kanamycin B 485 > 324 71 21
. 615 > 161* 256 39
21
> Neomycin TR 615 > 163 256 41
. . , 351 > 333* 81 25
6  Spectinomycin B Z 351 > 207 21 29
. , 582 > 263* 110 43
7 Streptomycin LA 582 > 246 110 53
TR
2o~ EREEETEERL A2 T E R
4 e £ #%(ppm)

Bt L g MR -
Apramycin X R R E 0.02 0.2 0.02
Dihydrostreptomycin N 0.1 0.1 0.1
Gentamicin (e 0.05 0.5 0.05
Kanamycin B & 0.05 0.2 0.05
Neomycin ATl A 0.1 0.2 0.1
Spectinomycin Bl E 0.1 0.2 0.1

Streptomycin stk 2 0.2 0.3 0.2




