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Method of Test for Veterinary Drug Residues in Foods-

Test of Aminoglycosides (1)
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2.1.

S .
R

chromatograph/tandem mass spectrometer, LC/MS/MS)
AR S I

2.1.1. jeAn kA7 8 BEH K
2,111, 3=k ¢ TR+ v & 35 (positive ion electrospray

ionization, ESI") -

2.1.1.2. k47 ¢ 11 - Agilent ZORBAX eclipse plus C18 » 1.7 um »

P21 mmXxScm o &g

2.1.2. &< #(Centrifuge) : ¥ 4578 E10C LT o
2.1.3. #& F % (Shaker) °
2.1.4. =7 ¥ (Homogenizer) -
2.1.5. § % %% % % (Nitrogen evaporator) °
2.1.6. H4p E 7 3 P~ % % (Solid phase extraction vacuum manifolds) °
2.1.7. * R & F(Vortex mixer) e
22, FELVEE LY A ITE S § R(H25%) s & 2 = s
B fids~ = 4 7 Fi(heptafluorobutyric acid) ~ Fifi = & 49
(KH,PO,) ~ @ ¥ it 42(lithium hydroxide) ~ # gk ~ 2 3 1*
4 ~ = & Py pi(trichloroacetic acid)% ¢ = *=w & fZ - 4
(disodium ethylene diamine tetraacetate, EDTA) =k * &
B 4 A3 k(v 25 CT 218 MQeemi ) ;
& J| # % £k 3 (apramycin sulfate) ~ B & 423k % ol B
(dihydrostreptomycin-sesquisulfate) ~ = 4+ #% % #r fc B
(gentamicin sulfate) ~ 2 fk % #: & # (kanamycin sulfate) -
#r % % Ft P& ® (neomycin sulfate) -~ B & #
(spectinomycin-5H,0) % 4& #% % #: i ® (streptomycin
sulfate) ¥+ fe # &2 & o
23, BE 2 L

23.1. g 2 15mL% S0mL > PPHF o
2.3.2. #4p % B~ ™ (Solid phase extraction cartridge) : OASIS MCX

cartridge » 6 mL > 150 mg > &% FF B % o
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2.3.3. JgME: 34 720.45 pm o Nylon# B 5 34 /£0.22 pym » PVDF 41 f -
234, 7 &% 10mL -
4. BFHzAY
24.1.5%= % ﬁﬁ'ﬁ.‘ﬁ:ﬁ% (L
Bz 3 ﬁ?’ﬁﬁ:SO gi i a 49136g > M3 I KRR
1000 mL -
2.42.02MEDTAA % :
Beo Zkp o e 4 T75g> N3 I RAFER 2100 mL -
243. 3 3 i“45 R
Pod § 4 4835g 113 B oRiA R 500 mL > 120.45 pm
o et F B e
244, FiRE
P ¥ Ba4%31.5 g0 03 B3 -k 350 mLig fE 0 4~ 2 35100
mL > g KA FEpHE T 9.5 4cd g3 -k 2500 mL -
24.5.25%- & 7T prig iR
B & 7 fR2.5mL o 43 Sk 2 10mL o
24.6.10%" paiz ix -
B9 A2 10mL > 4cd B3 oK i€ & 100 mL -
25 #pEApinie LYW
251 BEApipRA L
Bos & 713 mL o 4ed S ok 21000 mL 0 120.22 um
T B 0 PR TS BAPIARA -
252, BEApin B
Bo= & 7 Eel.3mL o 4r 2 ¥ 201000 mL > 120.22 pmijg ¥5iE
a0 PRk B IEA B 4R03 R B o
26, TRk el
Bt d ot RAPER AL 2 MR RE R L 910 mg o HAE
e Aund @I Riaiar € F 210 mL > 5 R Rk o
B 15 mLaps g ¢ > W20CH « f* A BB ER%ER
RSN VRS A k#1312 0.05~125 pg/mL > i lF’Fﬂ«%/Ani’ °
EE i d*“”&éﬁ%ﬁt»ﬁ:}mﬂ“%%% TRV RERBEr g
A2 R APPHEL R Er » A SINBRB R R
10448 > B~V 0 3 B3 R 2 B G0 2
BB Er > UE LR o
T Rz BE
2.7.1. 5B
BRI E S S5 AT ERS0mLgp e g P o
v »5%= % ;ﬁ i ¥ #% 7% 15 mL4-0.2 M EDTA % % 0.5
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mL > S ER E 144 RS54 0 310 C T 13200 x g
BrooShgh o Bt ik o AAL A 2 5%z & fiF Pl 0% %
15mL% 0.2 M EDTAi%7%0.5mL > £4F + i #H 2~ = > &
HEFReter2e =10 mL> % FRELA & FRF5A
48 0 3T10°C 11T 113200 x geo 5S4 4 0 BT K R (P SRR
AT F- K)o A F MR RAFPHE D 5.5~6.5
gL o
272 i
BT 18 AR A NFE R e HSmL§ F L 4D
BRd4mLz 2 3T kS mLE k2 Flfp 5 B® 0 Hin g o
A Aok E e B ASmLik R AR ERT > R
o B ERSmLE R o r Bk 4 2 10%7 fRB
AlmL > *t60C-Rig® M F 5 ,}Eﬂ’ﬁi X3 mL > 4v > 25%-
TR RS0 UL M2 S R F 3 10 mL 0 50.22 umig
Wiy 0 TR
2.8, AT e E S W iE

Poz v M R2TEFP s Z A § F kD M3 mL o £ e r

25%= & 7 PLip iS50 pLo A ugAe? ok RRER R mL o

13 Sk E 32 10mL o 2022 pmih B R 1s 0 R T s ik 2

@Fﬁﬁ%ﬁgﬁﬁﬁﬁﬁ°%§ﬁi%1%%&ﬁ’ﬁ%%

2 éf@g‘_%;ﬁ:ﬁ;‘}é)ﬁ s A h]ﬁﬂf%}tk’}?’“ feth B & o

i Ap 4T ¢ o R e s =)

R 47 ¥ 1L © Agilent ZORBAX eclipse plus C18 > 1.7 pm » p /£
2.1l mm x 5cm
FHEARB IR CAREBRYT A RREHR AT

¥ [ (min) A (%) B (%)

0.0 —0.5 95 — 95 5—-5

0.5—1.0 95 — 80 5—-20
1.0 —» 8.5 80 — 70 20 — 30
85—-9.0 70 — 10 30 — 90
9.0 - 10.0 10 —» 10 90 — 90
10.0 — 10.1 10 — 95 90 —5
10.1 — 15.0 95 — 95 5—-5

#FaoAponzE © 0.3 mL/min

i~ 8 5l
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£ og 7 & (Capillary voltage) : 5.5kV o

7% B4 47 & (Desolvation temperature) : 550°C -

# B # % (Curtain gas) : 20 psi

5% 1 % %8 (Ion source gas 1) : 50 psi °

4v 44 § H8(Ion source gas 2) : 55 psi °

MRl He ¢ 2 &£ & & W P (multiple reaction monitoring,
MRM) o 1P|+ 4 ~ 3 & #% 7 /& (declustering
potential) &2 it 2 i¢ & (collision energy)4r# — ©

PR IEE AT ERE T RATR Y 2RB R T E

2R AEE o

T E 7 R

FREE i 5 B3 &5l A B~ dp s 47 8 0 o
R o R2.8.E LT AT o R B R R TR L 2
FEBEE SR R rpsa R P2 0 5T A
B Ry Lind 2 3 E(ppm) ¢

CxV
e L4 22 7 E(ppm)=

M
Cid AT LR fimwin
VS T F 2 A (mL)
M:Btha ittt 2 £ £ (g)
FLUAPHEE S R AR TR HE T ERIHZ ARG A
B(=100%) * % 77§ Fl4o™

& pd % 2k B (ng/ml)

10 AT 5 R (%) % 3 8 (%)
>50 +20
>20~50 +25
>10~20 +30
=10 +50

Pl A ERG 22 T ESAcA - o
2. a5 FRFRBEF LT R 78
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o~ HAERFERTRERL G20 EF BRI Sk

A A5 4 B+ ¥ 2 EAE AR
- - . s E
e o L., rmasmp> F AL
o " arwiopn VY
. o 540 > 217* 76 35
I Apramycin & A A 540 > 378 76 203
. . e s 584 > 263 * 296 43
2 Dihydrostreptomycin B4 44k % 584 > 046 296 49
3  Gentamicin (L &
.. 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 s
> Neomycin AT 615 > 163 256 41
. . , 351 > 333* 81 25
6  Spectinomycin Bk 351 > 207 21 29
. , 582 > 263* 110 43
7 Streptomycin 2R 582 > 246 110 53
RS N
oAk RTIRARL 2 R R
45 g T & 1&'Y(ppm)

B> ¢ Pt L M3 Eo
Apramycin % ik F 0.02 0.2 0.02
Dihydrostreptomycin B g shik 2 0.1 0.1 0.1
Gentamicin [N & 0.05 0.5 0.05
Kanamycin B#E 0.05 0.2 0.05
Neomycin AT Z 0.1 0.2 0.1
Spectinomycin B E 0.1 0.2 0.1
Streptomycin saik % 0.2 0.3 0.2




