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chromatograph/tandem mass
spectrometer, LC/MS/MS) 4 47 2. =

N

= °

2.1. %%

211 jeAn k47 B B R
2111, 350k RS VIS

(positive ion electrospray ionization,
ESI+) -
2.1.1.2. %47 ¥ 4L Agilent ZORBAX
eclipse plus C18 > 1.7 pm » p 5 2.1
mmXx5cm> g & & o
2.1.2. #.< #(Centrifuge) : ¥
10C 121 »
2.1.3. 3 F #(Shaker) °
2.1.4. 3= #(Homogenizer) °
2.1.5. ¥ # #% % % (Nitrogen
evaporator) °
2.1.6. Fp B 7 F P4 % (Solid
phase extraction vacuum manifolds) °
2.1.7. kiR & F(Vortex mixer) ©

2. RE T E T Rk A £
K(H25%)~ — & 7 R
(heptafluorobutyric acid)~Fifiz = & 49
(KH2PO4) ~ 3k ~ = & ik

(trichloroacetic acid) % ¢ = #=w ¢ Bk

g

= 4p(disodium ethylene diamine
tetraacetate, EDTA)353 * 33# & 3%
Boyd 3okt Tt 25°C ¥ aE 18
MQ - em b)) & AR FRpL R

chromatograph/tandem mass
spectrometer, LC/MS/MS) 4 7 2. =

NS

= °

2.1. %%

2.1.1. jeAn k47 B PR
2111, 350k RS VIS

(positive ion electrospray ionization,
ESI+) -
2.1.1.2. %47 ¥ 4L Agilent ZORBAX
eclipse plus C18 > 1.7 pm » p & 2.1
mmXx5cm> g & F o
2.1.2. #.< #(Centrifuge) : ¥
10C 121 F o
2.1.3. & F ®(Shaker) °
2.1.4. 3= #(Homogenizer) °
2.1.5. ¥ # #% % % (Nitrogen
evaporator) °
2.1.6. FpE 7 F B4 % (Solid
phase extraction vacuum manifolds) °
2.1.7. kiR & F(Vortex mixer) ©

2. RE T E T Rk A £
K(H25%)~ — & 7 R
(heptafluorobutyric acid)~Fifiz = & 49
(KH2PO4) ~ 3k ~ = & ik

(trichloroacetic acid) % ¢ = #=w ¢ Bk

g

= 4p(disodium ethylene diamine
tetraacetate, EDTA)353 * 33 & 3%
Boyd a3 okt 7t 25°C ¥ aE 18
MQ - em 1) & Rl E FRpL R




(apramycin sulfate) ~ B & 4% % Frfid
e
(dihydrostreptomycin-sesquisulfate)
g i F AL B (gentamicin

sulfate) ~ 2 fi# % ¢ it @ (kanamycin
sulfate) ~ A7 % #:fk @ (neomycin
sulfate) ~ Bk %
(spectinomycin-5H20) % 4éi# % Fr s
7 (streptomycin sulfate) ¥+ e * £ &

e ©

23 BEZ 4R

23.1. < d 1 15mL 2 50 mL > PP
-

2.3.2. H4p & B~ ® (Solid phase
extraction cartridge) - OASIS HLB
cartridge * 6 mL > 500 mg > & f B 5 o
233, g 1 3472 0.22 um » PVDF
-

234, 7% 10mL -

24, #Hz AW

24.1.5%= & frpase 0 % -

Pz PRS0 g R REFLC & 40 136
g M3 I KB iR S 1000 mL -
242.02MEDTA % i% :

ez Zikw o R4 T75g0 o H
-k f2i# = 100 mL

243.0.1 M - & 7 pRig iR -

Pos & TR 13mL o 4ed B oK
= 100 mL -

244, * R

~01M- & T RipirEem2:
VIV HiR 5 o

245.10mM - & 7 iR

Pos & 7L 013 mL o A3 B ok iR
= 100 mL -

25 B Appie pe il

251 BEApair A

Pos & 7B 13mL o 4ed B oK

(apramycin sulfate) ~ B & 4% % Frfid
e
(dihydrostreptomycin-sesquisulfate)
g i F AL @ (gentamicin

sulfate) ~ & f# % ¢ fiz @ (kanamycin
sulfate) ~ A7 % #:fk @ (neomycin
sulfate) ~ BELik %
(spectinomycin-5H20) % 4éi# % Fr s
7 (streptomycin sulfate) ¥+ e * £ %

e ©

23, BEZ 4K

23.1. < d 1 15mL 2 50 mL > PP
HE -

2.3.2. H4p % B~ ® (Solid phase
extraction cartridge) - OASIS HLB
cartridge * 6 mL > 500 mg > & F % 5 o
233, gt 3472 0.22 um » PVDF
HE -

234, 7% 10mL -

24, #Hz AW

24.1.5%= & frpa sk 0 0% -

Pz AL S0g R REFLC & 40 136
g M3 I -RB R S 1000 mL -
2.42.02MEDTA 3% :

Bro ZRw L FRC 4 T75g0 M3
ki f2i# = 100 mL

243.0.1 M - & 7 iz iR -

Pos & 7B 13mL o 4ed B oK
= 100 mL -

244, *FER

01M- & TR rge L2
(v bR g o

245.10mM - & 7 pRia R

Pos & 7L 0.13mL o A3 B ok iR
= 100 mL -

25 BEdppie pe

251 BEApair A

Pos & 7R 13mL o 4ed B oK




= 1000 mL » 14 j "B im0 B
TR B ARA R A

252 HdApip iR B

Bor f TR 13mL o 4z B
1000 mL - 12 Ml g o Bk B 0F
HEARB R B

26, HER R Y
%ﬂ@%%hé%ﬁﬁﬁi%%%
ARG 10mg s HAERE A
Bl SR RS L F 210

mL > (5455 Rik o & > 15mL 3t
s E P 0T ET T o TRt A B
P BARE RS 3 A KA
1 0.05~3.0 pg/mL > TR AR

e

Ta ik

1.

RS AR L Ay i L
Fov BB Er 46 é_i G
@ * PPHEL M Ex » 251N
AR RRE 10 A4 B E S
B oRPARFZ B GRA T 2
Iy B o R LR R AR o
27. Wik p’iﬁl
2.7.1. F B .
BRI BT RBY S
M ST SmL
B 50mL g ¢ o0 4o~ 5%= &
s B 773 % 25 mL - 0.2 M EDTA
%% 1lmL > ’hfﬁ/*bg lgﬁ_’%f
5448 123200 x g s 10 A 48 o
,F”i’°4\:7‘ 0.1M = & 7 B3R
SmLo UFE@R & 1 A4 1 3200xg
o 544 b Fik g R pH
B3R 400 BEMLE o
2.7.2.
Be 2708 R0 AR
e SmL~s 2 #3F-K5mL %2 10
mM - & 7 AR SmL B2 B4
EBmoAndike 3 B3 ok SmL

E Lo

PERPE TR

= 1000 mL » ™ g ¥ g 0 B~
TR B ARB IR A

252 ##4pB ik B

B £ 7R 13mL o 43 T ke
2 1000 mL > 12 i Mo i 0 PR
T H B R B

26, MR Fl

AR g Y P ORABH L A HE
AR 10mg s HAERE A
wd g ok as g 110

mL - F5 % RE > £ > 15mL 3t
g P 20T ET T o TRt BEA Y
i BARE R RR & 4 B kA
# 1 0.05~3.0 ug/mL » TR
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2.7.1. F B
BRI B TRBY S
M ST SmLo
B 50mL g ¢ oo 4o~ 5%= &
fis B 773 % 25 mL - 0.2 M EDTA
%% lmL - ’hfﬁ/*bg lgﬁ_’%f
5448 123200 x g s 10 A 48 o
,F”i’°4\:7‘ 0.1M - & 7 B3 7
SmLo UFE@R & 1 A4 1 3200xg
o 544 b Fik g RPBF pH
B340 BEMLF o
2.7.2.
Be 2708 R0 AR
Mo SmL~s 2 33K 5mL % 10
mM - & 7 AR SmL Bz F4p
EBmoAndike 3 3 ok SmL
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FrSmL P B HERE 360
Cokigd g § k¥FLH ImL- £
2 10mM = & 7 ERIR R R E S 2
mL > im0 BT o

28 AFTRGERZ WiT

B v MR 278 FREME§
FOREFIS A B  FRARRER
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K 45 ¢+ ¢ Agilent ZORBAX eclipse
plus C18 > 1.7 pm > P j& 2.1 mm x 5
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A FARFE Bm o
FRS5mL 3% B HERR 3T 60
Cokigd g § k¥FLH ImL- £
2 10mM = & T REARTE S 2
mL > im0 B ITHRIR o

28 AFTRGERZ QWi

o B R27EFBELZ
FOREFIS A B  FRARRER
#1mL> 12 10mM = & 7 fis iR 2
£33 2mL o SiREiBigis 0 BT 7
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AR R AT R B E R TR
K 45 ¢+ ¢ Agilent ZORBAX eclipse
plus C18 > 1.7 pm > P j& 2.1 mm x 5
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cm cm
BEpiaiR ARE BRUTAE | BEARBR ARSE BT SE
AR R A AT AR R AT
PR (min) | A(%) | B (%) PERF(min) | A(%) | B (%)
0005 | 95595 | 55 0005 | 95595 | 55
0.5>1.0 | 95>80 | 520 0.5>1.0 | 95>80 | 520
1.0>85 | 80—>70 | 2030 1.0>85 | 80—>50 | 2050
8.5—9.0 70—10 30—90 8.5—9.0 70—10 30—90
9.0—10.0 10—10 90—90 9.0—10.0 10—10 90—90
10.0—~10.1 10—95 90—5 10.0—~10.1 10—95 90—5
10.1—15.0 95—95 5—5 10.1—15.0 95—95 5—5

##4p i 0 0.3 mL/min o

EIPNE I T

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

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

F B F ®iriE (Curtain gas flow) : 20
psi °

7% 1 % %8 (Ion source gas 1) = 50 psi °
4v# 4 %8 (Ion source gas 2) : 55 psi °

#H#4p i ¢ 0.3 mL/min o

it~ 15uL

* g T & (Capillary voltage) : 5.5
kV .

% B4R & (Desolvation
temperature) : 550°C o

F B F ®iri#E (Curtain gas flow) : 20
psi °

7% 1 % %8 (Ion source gas 1) = 50 psi °
4v# 4 %8 (Ion source gas 2) : 55 psi °




ORI 0 2 £ F R R (multiple
reaction monitoring, MRM) - 1 | 4
+ %~ 4 % 7T A (declustering
potential) ¥ zi 32 it & (collision
energy)dc# — o

R S SE AR i R
ShiE 2 RE 0 AR & 2 R

o

o
29, WKL 7R
MHAEPfRiR 2 RERRE SuL >
Al AR AT R BT R R
2.8. 8 E R F AT o Feta it SR
BRETERE . FGERZE JER
T 1R AR ¥ 56 R En| 2 ¥ ik
TAHFESN RN Pt R

# £ (ppm) :

Wi L4t %2 7 2 (ppm)
_CxV

M

Clﬁigﬂﬁﬁ RELEFRRD 2
4 % 2k B (ug/mL)

Ve tE (S 2 F 2 WA (ml)

M: B2 €8 (R HA
(mL)

LU R R d TS HE

WORHEES 0 3 € K R B (multiple
reaction monitoring, MRM) - 1 | 4
+ %~ 4 % 7T A (declustering
potential) ¥ zi 32 it & (collision
energy)dr# — o

P EE AT T iR
ShiE 2 RE 0 AR & 2 Rl

o

o
29, WKL 7R
MHAEPfRiR 2 RERRE SuL >
Al oA AT R BT R R
2.8. 8 F AT o Feta it SR
BRETERE . FTERZE JER
T 1R AR AT 56 R DEn) 2 ¥ ik
TAHFESN RN Pt R

# £ (ppm) :

WY L4t %2 7 2 (ppm)
_CxV

M

C3ﬁ%?$ﬁﬁ REEFHR L
4 % 2 kA& (ug/mL)

Ve tE (S 2 F 2 WA (mL)

M: B2 €8 (R A
(mL)

FLUAPEAE S R D LA HE T

B H2 k6 ot A 8(S B4 2 k5 fi A B(=

100%) » % 3% = Bl4eT 100%) > % 3% # Fl4eT -

iR EEET 58 R (%) | 7 F (%) i EEET 58 R (%) | B F (%)
> 50 +20 > 50 +20
>20~50 +25 >20~50 +25
>10~20 +30 >10~20 +30
<10 +50 =10 +50

il AR 2 TR e | Wi ]l ARG 22 BRI

£z o £z o
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Ao ~XARERFETERIE F2 5 EF BRI Sk

P W3 4 3 B mi

7= . T ‘ i

= . d > 2 w0 SR+ (m/z) > L P

®2 L v # 3+ (mlz) ) V)

. . 540 > 217* 76 35

1 Apramycin aEilLY 540 > 378 76 23

. ' o 584 > 263* 296 43

2 Dihydrostreptomycin 4 4&f# % 584 > 246 296 49
3 Gentamicin [=ol &

. 450 > 322* 110 17

Gentamicin Cla - 450 > 160 110 29

o 478 > 322% 71 19

Gentamicin C1 - 478 > 157 71 25

. 464 > 322% 121 17

Gentamicin C2a/b 464 > 160 121 29

' N 485 > 163* 71 31

4 Kanamycin B A 485 > 324 71 21

. . 615 > 161* 256 39

5  Neomycin ATl E 615 > 163 256 41

. . 5 351 > 333* 81 25

6 Spectinomycin Bk 351 > 207 81 29

. 5 582 > 263* 110 43

7 Streptomycin e 582 > 246 110 53

R R

Ao XA ERTEARY 2 TERT

A A5 4 T_E 1&"(ppm)

B2 L P2 oz 2 EOES
Apramycin & R R 0.05 0.02
Dihydrostreptomycin sk % 0.1 0.05
Gentamicin g E 0.1 0.05
Kanamycin B E 0.05 0.02
Neomycin ATk & 0.2 0.1
Spectinomycin B E 0.1 0.05

Streptomycin bai # 0.2 0.1




