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LC-MS/MS
22
LC-MS/MS
Oasis HLB 60 mg Oasis HLB
80% 70% 54.4% 101.3%
LC-MS/MS mM mM
MRM HEp-2
17 LC-MS/MS
LC-NMS/MS  HEp-2
22 29 30 [cyclo(o-0-Leu-p-Ala-L-0-Val-L-Val),] )
)
HEp-2
LC-MS
)
) 2007

LC-MS/MS

LC-MS/MS
LC-MS/MS

HEp-2 )
12 LC-MS/MS
504-0838 1-1
* 507-0811 3N
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2.1
)
mg /ml
1000
ug/ml 95%
)
min. 85.0 %(HPLC)
10 mg 10 mL
1000 ug/mi
1000 ng/ml
95%
)
LC-MS LC-MS mol/L
HPLC LC-MS
)
)
LC-MS
22 21
2.2
() MMV-1000W
)
5930
LC-MS/MS  Agilent 1200 AB
4000QTRAP
)
SLP-221EBD
2.3 LC-MS/MS
LC Cadenza CD-C18
2.0 mmx 150 mm um
50 mM
A mM
B
LC A/B(20/80)
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(0/100) 13
(0/100) (80/720)
10
0.2 mL/min 10 pL
MS/MS
ESI
5.5kV
600 50 psi
80 psi 20 psi
psi
MRM
MRM
Precursor  Product DP CE CXP
ion(mz) ion(m2z) (V) \2 \2
1170.7 1125.7 140 53 32
1170.7 1107.6 140 58 30
1170.7 940.6 140 63 26
1170.7 6985 140 73 18
1170.7 556.5 140 71 14

* DP.Declugtering Potentid  CE:Collision Energy
CXP:Collision Exit Potential

2.4
g 50 mL
20 mL 10
3000 rpm 10
100 mL
20 mL
40
50%
mL
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mL 50% mL
Waters
Oasis HLB Vac RC 60 mg 50%
mL  70% mL
mL 16.4% D)
40 95% mM
mL MILLIPORE mM
Millex-LG PTFE 0.20 um o1
2.5
0.01 ug/g 1/100
©
2.6 HEp-2 0.1%
LC-MS/MS
®
3.1 LC-MS/MS mM
mM
0.1%
LC Q1
A 1" valinomyain 2B A RT.95min.
1 .m[M+NH4] |I '| / vainomyacin
] ceraulide ) |
i “ vainomycn ‘ carallide [M+NH,]* i . Il lII
N SR oo A
" }E'th; | e “i:- . ﬁi% . | T \\\\\\\r*-j k
W e | 2 p
vainomyan - II |I
= Lo [MHNHY* swaide 25 “ RT.94min,
f ’[ [M+NH,]* . lll \/ valinormydn
{ | L RT.o4nmin |'| \
@A), © Q1 m/z1100-1180
®), (D) MRM
®» ,B) 0.1%
© ,O® mM m
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)
3.2
0.01 pg/g
54. 4%
80%
50 ng/mi 50%
ml  OasisHLBVacRC 50%
10%

Oasis HLB Vac RC (60 mg)
Methanol Elution volume Recovery
conc.* (mL) (%)

loaded solution 2 0
50% 3 0
60% 3 0
70% 3 0.3
80% 3 69.9
90% 3 333
100% 3 3.3
*50 ng/ml mL
mL 10%
70%
0.3% 80% mL
69. 9%
80%
50% mL
70% mL 80%
70%
101.3% n= , RSD 11.5%
3.3 LC-MS/MS

HEp-2
22 27 28
Cereulide content
Production (99
detes (@QLC-MSMS (b)HEp-2cdl  (a)/(b)
andyss assay*
2010.8.21 10000 640 15.6
8.27 7300 320 22.8
828 11000 640 17.2
831 1800 80 225
9.1 1300 160 81
LC-MS/MS HEp-2
8.1 22.8 17.1 LC-MS/MS
HEp-2
PBS
LC-MS/MS
PBS
LC-MS/MS
LC-MS/MS
LC-MS/MS
PBS
17
Biesta-Peters
LC-MS
10.3%
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Sigma-Aldrich min. LC-MS/MS  LC-MS
90%(HPLC) HEp-2
LC-MS
MS HEp-2
Q1
ng/mL
10 ng
/ml 10 ng/ml 172
Q1
LC-MS/MS
(€)) 0.18
iy _ Production Ceratiide content (ng/g)
vainomycn eullae conten
il A e w| B dates :
- 2010.8.21 1800
; - ¥ o 8.27 1300
,,:—, 606 @ B0 Ca’a]“de 8_28 1%
' 831 320
0 .EE. ’ .0 n.‘.jl's : 100 . ’3;5 .-."?E. - 3"‘ 'Z_E - 9 1 240
(A) 10 ng/mt HEp-2 LC-MS/MS
m/z 1127.8 1129.3
(B) 10 ng /ml LC-NS/NS
m/z 1169.8-1171.3
0.213
0.213 85.0%
0.18
Hzaggblom
5.6 LC-MS
LC-MS/MS
HEp-2
mg /ml HEp-2
LC-MS/MS
HEp-2
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