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Residues ig Foods - . Residues ig Foods - ‘ T
Test of Aminoglycosides (1) Test of Aminoglycosides .
Lo * R AR 2g >t (Lo R A% g 03 = FEBRLL G KK
44 72 vup SPBRZ g & Ry ik 442 57 = il (& (apramycm):; 7 i
% (apramycin) % 7 53842 & (&0 fnh&%(%mi%—)f A |~ R EE R R
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2. ek 2 L HMEEEZ EL |2 K% E KRB ETERE T TNl R 2
fo o ik Ap RoAr v B R S &R(liquid |t 0 ok Ap K 4T B BB F ¥ & (liquid 5 £ 5 Bl
chromatograph/tandem mass | chromatograph/tandem mass R R AR
spectrometer, LC/MS/MS) ~ 5 2. * | spectrometer, LC/MS/MS) » 7 2. = LA S
EN ER R R TR

1. %% ¢ 1. %% ¢ ' o
2.1, rAp R 7 e B R 211, irAp R 47 e B R SN R IgTIRA
2110, 33k RUEHS S | 2.01.0.0. SR T IERS LS 3 .

(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 * & &
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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 ()
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g P 20T T o TR PBE A E
Pop AR RRIR &0 03 S K AR
#1005~125 g/mlL> kivi#a
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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
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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
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mL &= e FEAp FE w3 n
Mo R SmL v o T i
Fr o dvx 10%° paizi% 1 mL > %
60C-kig® 11§ F k¥FLH3 mL-
v r 25%- & T pRia R S0 UL 3
#F-kz 332 10mL > 5022 um g
W 0 TR o

28 AT T E R Wi
o ek ik 2.7.8 F B % %L
fg 0 A ‘"LﬂJif]t”nZ PEREEZR 1
mL> 23 @gF-kz 33 10 mL» 5
0.22 pm TR R s 0 R T AR 2R
m&w%ﬁe%?aﬂﬁo»éhi
%\/ﬁ%mfﬁ’?%ifl@\r i‘%/?‘
Sk R A LT AT T Rl B A
AR A 47 8 m T R A )

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

BEARB R A RS B RUTAiE

TR AT

PR (min) | A (%) B (%)
0—0.5 95 — 95 555
0.5—1 95 — 80 5520
1 -85 80— 70 | 20— 30
85—9 | 7010 | 30—90
910 10—>10 | 90— 90
10 —»10.1 | 10—>95 90 — 5
10.1 - 15| 95— 95 5—5

#F o 4piniE ¢ 0.3 mL/min °

A8 S5ul-e

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

7% ¥ AE & (Desolvation
temperature) : 550°C o

Fa 3f7 %4 (Curtain gas) : 20 psi °

7% 1 % %8 (Ion source gas 1) = 50 psi °
4v# % %8 (Ion source gas 2) : 55 psi °
WoRI BN 0 5 E F R (multiple
reaction monitoring, MRM) - 8 jp| &g
+ ¥ ~ 2 B #% 7 R (declustering

oo ud I k2oL S
mL R FpF @ 0 D AR o g
MR SmL vk o r B kR
se o 10%7 Feiz R 1 mL o Y 60°C -k
FY O FRSEEI Y 3 mLo 4o
25%= & 7 FaiAiR S0 uL o 22 g
kK E 3 10mL > & 0.22 pm jjg "iE
o0 E TR

2.8 AT et B2 gliF
v MR 275X B2 %0
o mEl e Pk RRER R
mL> 3 g3 k733 10 mLo 5§
0.22 um il ip (6 0 2T 5K i
ﬁﬁw%ﬁeﬁﬁﬁﬂ%ﬁ”fﬂ
% AﬂﬁE /)i‘lé‘ﬁf?"’t’ﬁ']@:~r
*‘i%g’]}%t,&)ﬁ B B TE AR e
®BER -

AR K AT 8 F R g ()

BEARB R A RS B iRUTAiE

B R A

P R (min) A (%) B (%)
0—0.5 95 — 95 555
05—1 95 — 80 5520
1 -85 80— 70 | 20— 30
85—9 70 - 10 | 30— 90
910 10—>10 | 90— 90
10> 10.1| 10—>95 90 —» 5
10.1 - 15| 95— 95 5—-5

#F o 4pniE ¢ 0.3 mL/min -

A~g t5uL -

£ ¢ % B (Capillary voltage) : 5.5
kV o

I SO N £
temperature) : 550°C o
# B # % (Curtain gas) : 20 psi °

7% v % H(Ion source gas 1) : 50 psi °
ey B (Ion source gas 2) : 55 psi °
BORHEY 2 € K R (multiple
reaction monitoring, MRM) - 8 jp| &g
+ ¥ ~ 2 B #% 7 R (declustering

& (Desolvation




potential) £ zi ¥ it £ (collision
energy)4r# — o

EE o) R S SRV Ll B 2= SR <
TR 2 RE K TR 2R TR
o
29. #FwB|RE®mE 7 ERIT
HREEPRiREFEARL S uL >
AEE N RAREATE BT R R ik
28. & IE R FAYT o ﬁ%‘u%ﬁ;‘{il&?ﬁ:—ﬁ
BRTEAE 2 FTETFZE LR
T 0 RIAR AT 58 2 g 2 1 i
TR R a2 A2
¢ £ (ppm)

WY 242 22 7 £ (ppm) =
C:d AFTRwERLFTRREY L
14 % 2k & (ug/mL)
Va2 MA(mL)

M:P>He it £ E(g)
FLIAREEL T R R d RS W R
B2 A% e B (=
100%) * % 3 0 B4

potential) £ #i 4& i £ (collision
energy)4r# — o

PP R RE R AT R T iR
TR 2 RE R R 62 R LR
o,
29. FWE%E 7 ERIE
HAEP R 2 REARE S UL
ABI R BTHRY &
28 IE R E AT o Tﬁ%ﬁ:&éﬁ%%i@
BiRATE L E 2 FYERE L
T d Rl AR A g R Pgn) 2 o 1
ET A E N RO L ks 3
2.7 £(ppm) *

Y L4t F2 7 E(ppm) =
C:d AF ™ pete &AW R
it & 2k & (ng/mL)
Ve {2 % 2 WA (mL)
M: A itz £ (o)
LIAREAET R R TR BT
BA - H2 G a7 (=
100%) ° % 3% §° 4o

ke

PHET BRC) | FFFFCH) || a2 %) [ 37 FR%)
>50 +20 >50 +20
>20~50 +25 >20~50 +25
>10~20 +30 >10~20 +30
=10 +50 =10 +50

ML

. Rk 22 R EB Uk - -
2. ARV I RERALELPT
B p AR e

EL
3 T
2. 57 T RERKRLEELPT

ML

l. 2% > 22 TE2&'UIvk = o

o p TR

- FAREE T RARE F2 5 EF BRI Sl
i Al ] 2 EAE AR
o s 4y s T 53+ (mfz) > TR it E
s - Araimn (V) (V)
) s 540 > 217%* 76 35
Apramycin LY 540 > 378 76 23
) . = s 584 > 263* 296 43
Dihydrostreptomycin =~ & 4&i# % 384 > 246 206 49
.. 450 > 322% 110 17

y i 2

Gentamicin Cla (LR T 450 > 160 110 29
.. 478 > 322% 71 19
Gentamicin C1 478 > 157 71 15
.. 464 > 322% 121 17
Gentamicin C2a/b 464 > 160 121 29




485 > 324 71 21
) 2t 615 > 161* 256 39
Neomycin AT 615 > 163 256 41
. . , 351 > 333* 81 25
Spectinomycin Lk Z 351 > 207 21 29
. " 582 > 263* 110 43
Streptomycin iR 582 > 246 110 53
TR
Ao AR ERTEARL F2 TR AR
A 35 4 TE®
B2 7 Pt Iop M &
Apramycin % | R E 0.02 0.2 0.02
Dihydrostreptomycin B stk Z 0.1 0.1 0.1
Gentamicin Cla [N & 0.05 0.5 0.05
Gentamicin C1 — 0.05 0.5 0.05
Gentamicin C2a/b — 0.05 0.5 0.05
Kanamycin B2 0.05 0.2 0.05
Neomycin AT E 0.1 0.2 0.1
Spectinomycin Bl E 0.1 0.2 0.1
Streptomycin sail # 0.2 0.3 0.2




