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PR HRE

v T A

DAL TR E B
1_i§w$é[§jzjx+§5§;—%;;i§?%§¢§ 1. wﬁgﬁﬂ e B /ziy%xﬂjz - \FLE’#%,
B2 7 ¢ XA i f (apramycin) | £ 2 5030 ¢ o) i F (@pramycin) | Bl
ETHEIRAFEHH AL F(FEL N | $T 52 F(FE LA - )L S E0TE
%—)i’é‘ﬁ}‘?/v\%‘r" ERY A AT e £ 2 #
2. T E CRHBEEFEREZL |2 BE T E D RBEFERZ L AL T
fo > v An k47 e B R R(liquid | £ 0 o Ap K 4 @ B E S &R (liquid CUNES
chromatograph/tandem mass | chromatograph/tandem mass R
spectrometer, LC-MS/MS) 4 47 2 | spectrometer, LC/MS/MS) 4" 47 2. = R
= 5E o E o @lJ‘ri‘fi’
21, %% 21, %% ik 47 #
2.1.1. AP R 17 B B R 2,11, Redp kAT B BT R o5 5 3 R
2111, B3 0h 0 R F S 2100 B3R DRSS L4 F_E %
(electrospray ionization, ESI) o <+  (positive _ion electrospray M ga) 2
2.1.1.2. k47§ : ZORBAX Eclipse | ionization, ESI") ° %i 58
PlusCI8 » 1.7pm » p j£2.1mmx5 | 2.1.1.2. & 45 ¥ . : Agilent Bl %
cm > B B o ZORBAX eclipse plus C18> 1.7 um > =
2.1.2. &~ 48 (Centrifuge) * ¥ i | p 2.1 mmXx5cm > & 855 o % ¥ o
3200 xgr2 ¥ > ® R B i 4] ¥ i£10°C | 2.1.2. &t 8 (Centrifuge) @ 7 478 PES LS A
R F10°Cr2 T o A2z

2.1.3. = § % (Shaker) -
2.1.4. 2% #(Homogenizer) °
2.1.5. % F ik % % ¥ (Nitrogen
evaporator) °
2.1.6. HF4p 5 B2 7 % % (Solid
phase extraction vacuum manifolds)-
2.1.7. *g iR & E(Vortex mixer) °
2 E o HE R A T
z k(% 25%) -~ - & ° p
(heptafluorobutyric acid) ~ #Fift = &
g (KH2POs) ~ B L ~ = & fF ik
(trichloroacetic acid) % ¢ = "=w ¢
fi& = 4 (disodium ethylene diamine
tetraacetate, EDTA-Na2-2H,0) 35 ¢
R E s dHS k(T e
25°CT 3218 MQrem ™ F) 5 % A
% Frjit @ (apramycin sulfate) ~ g &
48k % Frfh ® (dihydrostreptomycin
sesquisulfate) ~ 4 W % e @
(gentamicin sulfate » 7 gentamicin
C1 ~ gentamicin Cla % gentamicin

2.1.3. 3= F % (Shaker) -
2.1.4. 2§ #(Homogenizer) °

215 % % ZE & % % (Nitrogen
evaporator) °
2.1.6. H4p E 7 Z B % % (Solid

phase extraction vacuum manifolds)-
2.1.7. R & F(Vortex mixer) ©
2. B LR R AT
£ k(9 25%) « = £ " @
(heptafluorobutyric acid) ~ ##fs = &
g (KHPOs) ~ B e ~ = & FF ik
(trichloroacetic acid) % ¢ = "= ¢
f& = 4 (disodium ethylene diamine
tetraacetate, EDTA) 354 * 5 & 4+
B3 ga k(v 7ot 25°C i£18
MQ-em 2 b)) 5 & Ak & At B
(apramycin sulfate) ~ B & 4éi % #n
i3 A (dihydrostreptomycin-
sesquisulfate) ~ w4 ik F Fr i #
(gentamicin sulfate) ~ & f#k % #rfit B
(kanamycin sulfate) ~ #7i#k % Frfs B

ha
- TE
TR
i i
AR
7k
Bz g
T &0 4
- DN
#F
Pl
-7
LA
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C2a/b)~ £ ik % Afr it B (kanamycin
A sulfate) ~ AT % % B Ar s ®
(neomycin B sulfate)~ @ik % B s B
(spectinomycin hydrochloride) % 4&
i# % Frpk B (streptomycin sulfate) ¥t
R R

23, BEZ HL

23.1. g 2 15mLZ 50mL > PP
H

232. H 4p ¥ B~ @ (Solid phase
extraction cartridge) : Oasis HLB >
500mg > 6 mL » & fF & 5 o

233, g% 134j£0.22 um> PVDF+#
?{j‘ o

234, Z#¥L :2mL% 10mL -
24, #FH W

24.1.5%= % fip Pl g e
Pz % fir 250 g % BEfe = & 49
136 g 142 3+ ki3 f# i@ = 1000
mL -

24.2.02 MEDTA% %

FPrv Z e v ph - 47590 2
B+ oK% R =100 mL -
243.01M-= & T pap iR -

Bos &7 EL3mL o e d g ok R
=100 mL -

244, FHR

P01M-= & 7 ppie e 2
8 (VIV)t &R 3 o

245.10mM- & ~ iR

Be— 3 7 p20.13mbLo 4 2 B oK iR
=100 mL -

25. B pini A

251, #BE A RA

Be— q 7 RR13mL oo A2 B oK
= 1000 mL > 12 g i g 0 Bl B
THE AP B RA

252 #&4pB B

oo & 713 mL oo dre 3R o
1000 mL > 12 jjg %53 i > Bl ik B 0T
#HEApisiRB e

2.6. HRB R fRgl

B ARk 2 X AE B E A
Z i - BREA ATRE

(neomycin sulfate) ~ B % *
(spectinomycin-5H0) % 4& i % Fr
it % (streptomycin sulfate) ¥ & * 1%
Ee

23, BE 2 H

23.1. g d 1 15mL% 50mL > PP
e

232. H 4p ¥ B~ @ (Solid phase
extraction cartridge) : OASIS HLB
cartridge * 6 mL » 500 mg > & F &
5o

2.3.3. g3 450.22 um PVDF#
o

234, FE¥:10mL -

24, #H 2w

24.1.5%= & frpe s ©75 % ¢

P-Z & ppS0 g2 BEfL = & 491.36
g M3 B -Rp R 1000 mL o
24.2.02MEDTAR % :

ez Zikw o BRC4T75g0 3 A
ki f2# =100 mL -

243.01 M- & 7 B3R

oo & 7 pRl3mL o 4 d B oK
=100 mL -

244, iR

01M-= & 7 g e Hu2:
8 (VIV)r iR 5 -

245.10mM- & ~ pRig %

Bes 47 f20.13mLo 42 g K
=100 mL -

2.5 HEApp Rz A

25.1. BE4pia A

Bt 47 f13mL o e B3 oK
= 1000 mL > 12 jjg %3 g 0 Bl iR B
TR EAp B RA -

252, BB 4pia kB

Bos & 7 F13mL o 4eo R
1000 mL > 12 jjp "5 g Bl e i 1F
# A% RB o

26, HEB R 2 U

Bedph v g AR AL £ H
AR S 2 10 mg o M AL
w3 AR FET 2 F 110
mL > T3 ®R% > # > 15mLig




BBk z % 4ok % & 9 10mgz ¥
Pot RIS AL 0 B
B oRBPBELTFII0mMLy 73
2 R 4% ~ 15mLggs ¢ @ G
BT o Tt BB R LR R
A 0 3 S KRR 2 0.05~
30ug/mL’ g Y o

Prl o od v RAE R ALY R 2R
TRF VBB Er e A4
B s P PPH R B o &
| Nﬁﬁ&/p/& 2 104 4 9‘1‘
VIS S ;;Jg,xﬁ:g‘ ﬁﬁﬁg‘ ,
FHEF 2P Fr o B LR F]‘FF
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27 Rz aH
2.7.1. B

Bt IR 3 (8 50 M
ISP HRERI L HRED
5mL; #-t it 44 9 % 3550 mL
B g d oo 2 5%= & AL B3
725mL% 0.2 MEDTAZ %1 mL »
f’ilj%'ﬂ r’l’é'\ﬁ s ;}7;55/,,\ gm0 1
3200 x g 104 &b o B~ b 5k o 4
»01 M= & 7 pia 5 mL > sf
A ELA 4 > 113200 XgaE s 54 45 o
BbgiRo g kB EFPHE A0,
f;—;)‘g; L #* o

2.7.2.
B2T1& i Bk A M AR
e #5mL~ 4 g3 -k5mLz 10
mM-= & = &35 mLiE k2 F4p
Fem oo @ondie o d @3 k5
ML EBpEBm s o dip s 1
TP RSmLI o TR
WO0°C ks ? M F F kI AL
mL> £ 10mM-= & 7 fa iR TF
i2mlb o SipiEim 0 iR o
28 AF TRk E a2 B
7w %ﬁ%ﬁ"fﬁ2 TaZBE Y2 §
FORERS o A ulp e R R
mL> 1210 mM= & 7 &A ik 2R

2mL > l'q_/ﬁ@, 3—@1/*@, ’ 'L'Fik E - Ei

BERBZR O RTIFEEEGTLS

1 o je & IR PRI MTHS K 2

E L L

\-:A

[

s F ¢ R D0°CET T o TRt PE A W
P RRERRRE > Bk
2 0.05~3.0 pg/mL » it (F 3

SR oA
IR e

i "‘"&Z&ﬁg’ﬂ it 25310
?E’?ﬂbfﬁIﬁe’gEZ\ é_ik
it K%I%“PP’}ZL?’T‘,ELE){E?E"\«;

E
1 Nﬁ ﬁﬁwp e 104 48 o 9*1'
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27. ¥z
271, B

KR 5 (5 B BRI N5
WRAL SHmEsomL
_‘E”’;?SOmL%&'u;ﬁ oo 4 A500= &
f¥ Fs % 7% 2 25 mML{-0.2 M EDTA
BRlmbo SRR E1A 4 0 =TS
A 480 113200 x g 104 48 0 B
ik w201 M= &7 B RS
mL - *’ﬂf@zﬂ & 14 4> 113200 x g

SBA BB VR kP EPHIE
2405 BEL T o

272, &

BOTLE BT B TR

e 5 mLs 2 g3 k5 mLz 10
mMM-= & 7 F&iA %5 mLE k2 F4p
FBm o @i o w3 3 kb
ML FpEB® > Ao dizs i
ot RS ML & o B R
%m%kwﬂwﬁikﬁiﬁl
mL> & 210mM-= & ~ ﬁ’ﬁwp R EF
Z2mlL o SRR 0 B iTHRIR -
28 AF TRtk R WiF:

o R R2LEEERELZ §
ﬁ&ﬁ@’ﬁwﬁﬁZk%&%ﬁ

A lmL o 210mM= & 7 feid ik
i; 2m|—’ “‘4_//%1 3—@1/%1’ Fa
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o f4 (4 #k % 1 gentamicin C1 ~
gentamicin Cla % gentamicin C2a/b
Lk e e ) L b
Higdd 2 kR > » 5 QiF
0.025~1.5 pg/mlLz AKX F 7 feta &
A o
AR K A B R R 0D
& 17 ¢ : ZORBAX Eclipse Plus
Cl18  1.7um> p j£2.1mmx5cm e
HEARB R CAREBR T AE
ERETHR AT o

PR (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
8.5—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 95595 5—5

# & 4poiiE 1 0.3 mL/min -
A ~8% 15ul-

4+ vf B % & (lon spray voltage) :
55kV -

B it f5% L ESIE 35 o

e # ¢ § A& (Turbo heater
temperature) : 550°C -

7% 1 % #8 (Nebulizer gas, GS1) : 50
psi ©

B4 4o # o H8(Heated gas, GS2): 55
psi ©

# B # %8 (Curtain gas) : 20 psi °
48 % $8(Collision gas) : High -
WoplsY ¢ 2 £ K & 1R (multiple
reaction monitoring, MRM) o i§ ip| &t
+ % -~ 4 B % 7 R (declustering
potential) ¥ zi & & & (collision
energy)¥cfit & — o

A2 PR AEE AT R R
FATRE Y 2 RE R RS S 2R
i o

29, FEWE%E FER T
HETPRRE AT T iREE N

/%\”7:5 %’SML’ /}‘%‘J/j—)\/r’éﬁg}é}*%g

plusCI8 > 1.7 um » p f£2.1 mm x5
cm e

BEApR R D AREBIR YT AR
TR AT

FeF ¥ (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
8.5—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 95595 5—5
#F#4poniE 0.3 mL/min o
A8 S5ul -

* o ¢ % & (Capillary voltage) : 5.5
kV -
% ¥ 4 47 8 B (Desolvation

temperature) : 550°C -

- AL 2

F & # ¥ oni# (Curtain gas) : 20 psi
7% 1 # %8 (lonsource gas 1) : 50 psi °
4v 4 4§ %8 (lon source gas 2) : 55 psi e
WORpH-Y r 5 £ & 1R (multiple
reaction monitoring, MRM)  § jp| &t
+ ¥ -~ 2 B % 7 R (declustering
potential) &2 zi & i & (collision
energy)dr# — o

PR RIER SRR T
At 2 RE KT EZ R T
o

29, FUFEHKRE F BRI

AT PR % RER % ES5uL
AEEI O RARE TR B R
28 G IEEEEF AT o j.%v]:ﬁ;‘,f}gi?
BRERRTELE2ZFFEEE
SEF WA Ha S e R E
Bz T A E R R A
¢ Eid k2 7 L(ppm) ¢

e L4 22 7 2 (ppm) =
CxV

M
Cid AT mpERELER R
L2 % 2 kB (pg/ml)
ViR E e €% 2 A (mL)
M: B A a2 € 8 ()& 4




TR o R28HEIFR A

D akiRar S e .5 £
TERAEZ FYTREEE LR

(mL)
AP HES B AR TS g
TREBFIH2Z S G F A F(Z

fRR A 5 AR Vg2 5 | 100%) 0 B g BT
TP E AR MY Lol | ARHETFTRE%) FFFEO)
ﬁﬁ»ﬁ:}m* 42 7 £(ppm) : > 50 +20
ok A @ﬁ*"‘j\g PR >20~50 +25
Cx >10~20 +30

£ (ppm) = M =10 £50
C: E} i“fﬁ’rqh ]ﬁe‘%ﬁ ‘ﬁj\l *ﬁ/lz ﬁ';—‘_.
(;‘—. jiéﬁ%?éﬁiaii?w«%fi ‘ *\Jﬁ?ﬁ %22 BRI d - o
pg/m 2 PR REREREE2 5

: 8 Yo e B 1 - = L -~ >
Vv ’]ﬁ%ﬂﬁxw LSV %ﬂfﬁ(mL) 2= }%B TIE F—J-

M: B Atttz £ 8 ()& WAk
(mL)

A3 AR R A Y TS
B ERFIHEH2Z A EG Fa F

(S100%) > % 3% § Fl4e™
AT R (%) FFFF%)
> 50 + 20
>20~50 +25
>10~20 + 30
<10 + 50

2. MY FERFLEE ST
o P TR o

B o

L iR -F30 pHEF 32
P EZ A FE W 220130
Bh4kasmd bt By
2 By o A mﬂ%ﬁ%%#
B F102F R P HEF BT
1 o

2. Heller, D. N., Pegqgins, J. O.,

Nochetto, C. B., Smith, M. L.,
Chiesa, O. A. and Moulton, K. 2005.
LC/MS/MS measurement of
gentamicin in bovine plasma, urine,
milk, and biopsy samples taken from
kidneys of standing animals. J.
Chromatogr. B 821: 22-30.




55k 11 B3

Spectinomycin mz3515 333

Sueptomycia iz 823> 263
Dibydrostreptomycin mz$843> 163
Kanamyein A wz485> 163
Apramyci 403321
Gentamicin o 450>3
Gentanicin can 164> 3,
Gentamicin C: 47853,
eomycia B @153>161

Time (min)

B~ 12 LC-MS/MS 4 7 it % % 758
AR FHRE 52 MRM
Bl :¥




M-~ F ARG RTHRABH IS F2 5 £ 8 s RIS S 8k( 2 K

> ¥ g B 4 R4 R
= w2 ) o 2 WSR3+ (m/z) > TR ONE
2 7 A 45 (mfz) (V) (eV)
_ o 540.3 > 217* 76 35
1 Apramycin % R#E 5403 > 378 76 23
_ _ s 584.3 > 263* 296 43
2 Dihydrostreptomycin B 48k % 5843 > 246 296 49
Gentamicin [Nl &
*
Gentamicin Cla - jgg : iég Hg ;;
*
3 Gentamicin C1 - 3;2 z ié% ;i ;2
o 464 > 322* 121 17
Gentamicin C2a/b 464 > 160 121 29
*
4  Kanamycin A E#EA jgg Z %gi ;i gi
_ ., 615.3 > 161* 256 39
5 Neomycin B AT EB 6153 > 163 256 41
*
6  Spectinomycin B ggi Z gg? Si gg
_ o 582.3 > 263* 110 43
7 Streptomycin ik % 587 3 > 246 110 53

- T AREETEAERY B2 5 EF RO RIS S (B W)

b7 4 A+ 5 2 EAE A
= [ ) 5 2 W SR+ (mfz) > TR R
ek - Argimz) () (@)

. s 540 > 217* 76 35

I Apramycin ke 540 > 378 76 23

. . o A 584 > 263* 296 43

2 Dihydrostreptomycin i sakz 534 > 246 296 49

Gentamicin s A

. . B 450 > 322* 110 17

Gentamicin Cla 450 > 160 110 29

3 . B 478 > 322% 71 19

Gentamicin C1 478 > 157 71 75

. B 464 > 322* 121 17

Gentamicin C2a/b 464 > 160 121 29

. e 485 > 163* 71 31

4 Kanamycin Bk Z 435 > 324 71 1

. ar s 615> 161* 256 39

. . ; 351 > 333* 81 25

6  Spectinomycin Bk & 351 > 207 21 29

. " 582 > 263* 110 43

7  Streptomycin Lailk % 580 > 246 110 53

Ty =x=



WA AR STIRAB T A 22 R BB L 1)

45 Z_E & "I(ppm)

® o z, LA 3% g FUit
Apramycin X R E 0.05 0.02
Dihydrostreptomycin B g shailk 2 0.1 0.05
Gentamicin s i E 0.1 0.05
Kanamycin B E 0.05 0.02
Neomycin TR F 0.2 0.1
Spectinomycin ik 2 0.1 0.05
Streptomycin bl & 0.2 0.1

3 EP LR 3

22 XARREFTEIARS 22 T EBYB L 0)

A 35 4 Z_E & "Y(ppm)

w2 L Py %5 Feit
Apramycin % R R F 0.05 0.02
Dihydrostreptomycin B shailk 2 0.1 0.05
Gentamicin s e E 0.1 0.05
Kanamycin B E 0.05 0.02
Neomycin ATk & 0.2 0.1
Spectinomycin Bk E 0.1 0.05
Streptomycin sl % 0.2 0.1




