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1290 Infinity Binary Pump (G4220A) 

1290 Infinity Wellplete Sampler (G4226A) 

1290 Thermostated Column Compartment (G1316C) 

1290 Infinity Diode Array Detector (G4212A) 

1260 Infinity Quaternary Pump (G1311C) 

Q-TOF LC/MS (G6520A or G6530A)   
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LC 

 A: 0.01%                 

B:  

 ZORBAX Eclipse Plus C18,        

100 × 2.1 mm, 1.8 μm 

 0.4 mL/min.(0 - 10 min.)               

0.6 mL/min.(10.1 - 16 min.) 

 40  

 1 - 20 μL ( ) 

 50% MeOH  

 20 % B (0 - 2 min.)                         

20 - 40 % B (2 - 9 min.)                  

40 - 100 % B (9 - 10 min.)                       

100 % B (10 - 13 min.)                   

20 % B (13.1 - 16 min.)              

 16 min. 

MS 

 Agilent Jet Stream (AJS-ESI) 

 MS and Targeted MS/MS 

 300 , 12 L/min. 

 250 , 11 L/min. 

 20 psi 

 400 V 

 1500 V 

MS/MS  Isolation width: 4 Da. 

 MS acq. rate: 3 spectra/sec. 

 MS/MS acq. rate: 1 spectrum/sec. 

 Collision energy: 150 eV (Pos.) 

 Collision energy: 60 & 80 eV (Neg.) 
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D  

NMR FAB-MS

D OSTD, C127H219N3O53 Q-TOF

MS

[M+H]+ [M-H] 2 ppm

( 2) 

5 ppm

2

3

K 4

 

2  

(ppm) (ppm)
C3 C17 C19 C26 C42 C44 C64 C70 C82

C129H223N3O54 Me OH OH Me H OH OH  OH H

C127H219N3O53 2633.4461 2633.4421 1.5 2635.4607 2635.4567 1.5 H OH H H OH H OH  OH H

C127H219N3O54 2649.4410 2649.4344 2.5 2651.4556 2651.4536 0.7 H OH H H OH OH OH  OH H

C129H223N3O52 Me H OH Me OH H H OH H

C129H223N3O52 2645.4825 2645.4748 2.9 2647.4970 2647.4878 3.5 Me H OH Me OH H OH H H

OVTd-IK2* C129H223N3O53 Me H OH Me OH OH OH H H

OVTe-IK2* C129H223N3O53 Me H OH Me OH H OH H OH
2663.4833 3.3

OVTa-IK2

* RT 2661.4774 2661.4681 3.5 2663.4920

[M-H]- m/z [M+H]+ m/z

Palytoxin

OSTD

OSTB

OVTa

 

2 D

m/z 1366.6960
C65H108NO29

－, 3.8 ppm 

m/z 1524.7910
C73H122NO32

－, 3.0 ppm 
m/z 1107.6402
C54H95N2O21

－, 2.8 ppm 

m/z 1063.6136
C52H91N2O20

－, 3.3 ppm 

m/z 1003.5913, C50H87N2O18
－, 4.6 ppm 

m/z 1450.7532
C70H116NO30

－

3.8 ppm 

m/z 1181.6761
C57H101N2O23

－

3.4 ppm m/z 185.0809
C9H13O4

－, 5.6 ppm 

C9H14O4 M―H －

C9H13O4
－
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a-IK2  

D  

 

a (OVTa)

P. 

Ciminiello, et al., J. Am. Chem. Soc. 2012; 134: 1869.

HPLC

J

K

L

M

m/z 768.4125
C39H62NO14

+, 5.2 ppm 

m/z 1280.6979
C69H102NO21

+, -3.1 ppm 

m/z 388.2086
C22H30NO5

+, 8.2 ppm 

m/z 2215.2269
C112H184NO42

+, 0.8 ppm 

C112H183NO42 M+H +

C112H184NO42
+
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a-IK2 OVTa-IK2 2

IK2

2 [M+H]+, [M-H]

C129H223N3O52

D C2H4 O1

D

C1-C8 m/z 199.0985 CH2

C3

C41-C42

m/z 1031.6205 C2H4

C3

C26 C52-C53

m/z 

1350.7044 O1 C53

J 3 C17 C19 C20

C17 K

C69 C70

RT

C70

 

 

 

d-IK2 (OVTd-IK2) e-IK2 

(OVTe-IK2)

 

B (OSTB) D
1H-

NMR

C43-C44 C47-O

m/z 1063.6149, C52H91N2O20
-, 2.0 ppm 2 

D C44-C45 C47-O

m/z 1093.6241, C53H93N2O21
-, 3.2 ppm

C44-OH
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Molecular Structure Correlator (MSC)  

MSC (MassHuter Qualitative Analysis

)

mol

MSC

 

 

 

Q-TOF LC/MS Targeted MS/MS

 

 

 

1. Uchida H, Taira Y, Yasumoto T. Structural elucidation of 

palytoxin analogs produced by the dinoflagellate 

Ostreopsis ovata IK2 strain by complementary use of 

positive and negative ion liquid 

chromatography/quadrupole time‐of‐flight mass 

spectrometry. Rapid Commun. Mass Spectrom. 2013; 

27: 1999‐2008. 

2. Terajima T, Uchida H, Abe N, Yasumoto T. Simple 

structural elucidation of ostreocin‐B, a new palytoxin 

congener isolated from the marine dinoflagellate 

Ostreopsis siamensis, using complementary positive 

andnegative ion liquid chromatography/quadrupole 

time‐of‐flight mass spectrometry. Rapid Commun Mass 

Spectrom. 2018; 32: 1001‐1007. 

 

 

www.agilent.com/chem/jp 

 

0120-477-111 

email_japan@agilent.com 

 

 

 

  

 

 

© Agilent Technologies, Inc. 2018 

Printed in Japan, August 2018  

LC-MS-201808UD-001 

mailto:email_japan@agilent.com

