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TTX HPLC
LC-MS /MS
HILIC LC-MSMS
LOQ 0.2 ng/mL LOD 0.05 ng/mL
0.45 MU/g 0.11 MU/g 0.2~25 ng/mL
R? 0.9996
35 9 10 99 MU/g 60 21
045 10MU/g
35
22 2,401
30
58 1983
59 58 12 2
39
TTX
1945 50 HPLC LC-MS
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LC-MS
HILIC
HILIC
LC-MS/MS
B.
HILIC-MSMS TTX
HILIC TTX
Agilent Technologies LC Adgilent
1290 Infinity Agilent 6460 Triple
Quad LC/MS LC-MS
MiliQ
HILIC

Inertsil-Amide 3 pum, 50x2.1 mm
PCHILIC 2.7p,50 X2 mm

Unison UK-Amino 3pum, 100 X 2 mm
ZIC-cHILIC 3um, 50 x 2.1 mm
ZIC-HILIC 3.5pm, 50 x 2.1 mm

Schezo SM-C18 3um, 50 X 2 mm
Schezo SS-C18  3p, 50 x 2 mm

CAPCELL CORE PC 3 pum, 50 x 2.1 mm

ZIC-pHILIC  5p, 50 x 2.1

TTX

22 12 24
1224 5 n=2
2 n=2
TTX
10 MU/g 2.2ug/g
2 ng/g 0.2 pg/g
2
Lagocephalus
gloveri 50
Lagocephalus sceleratus 35 2
Sphoeroides
pachygaster 6 3
5g 0.1 12.5 mL
20
10 13,000 x g 15 min
0.1 10 mL
25 mL 0.1mL 0.1
0.9 mL 0.5 mL
10 kDa
50
PVDF 0.2pum
LC
Inertsil-Amide 75%2.1 mm 3 pm
A SmM 0.5 mM
B 90 5mM
0.5 mM
A/B 25 75
45 0.5 mL/min 5uL
MS
ESI AJS Positive)
N, 280 12 L/min N, 350
11 L/min 3500 V
500 V N, 55 psi
135V

25



35eV N,

m/z320.2 m'z
162.1 m/z 302
3

35
22

C.

HILIC-MS/MS TTX

Inertsil-Amide 3 pym 50x2.1 mm PC HILIC
2.7um 50 x2mm ZIC-HILIC 3.5um 50 x 2.1

mm  ZIC-cHILIC 3um 50 x 2.1 mm TTX
4-epiTTX
Inertsil-Amide 3 pm  50x2.1 mm
75 mm
15
LOQ 0.2
ng/mL SN LOD 0.05 ng/mL
SN 3 0.45
MU/g 0.11 MU/g 0.2~25 ng/mL
R2
0.9996
TTX LOD
TTX 2 png/g 0.2
He/g
76.5 82.6 9.53
20.6 8.44 225
87.5 97.7 4.65 9.68
87.5 97.7 10.2
23.5
2

26

50

35 6
LC-MS/MS
1 10 MU/g
TTX 4 3
9 25 10 MU/g
10 99 MU/g
21 LOD 2 LOD
LOQ 3 60
21 045 10MU/g 5 4
6
35
TTX
5
3
35 2
2,401
46
58 7
256 200
198 169 151
140 113
80 29
26
8
D.
HILIC-MS/MS TTX
HILIC
15
2




0.11 MU/g

MU/g

1/20

60

0.45 MU/g
10 MU/g

.54 385-391 (2013).

0.11 2.
TTX 1

2013
3)

3)

HILIC
LC-MS/MS

2013

4)

LC/MS

5)

106

6)

7)

2014 3

25

27

LC-MS/MS

LC-MS/MS
50
11

HILIC-LC/MS
106
2013 11
HILIC-LC/MS

106
11

106

2013 11

2013

2014 1

LC-MS/MS
26

2013
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kg cm
03-puf-152 0.62 325 e
03-puf-153 08 36.5 e
03-puf-154 08 35.0 =4
03-puf-155 0.96 38.0 =4
03-puf-156 0.74 340 s
03-puf-157 0.78 335 J
03-puf-158 0.96 39.0 2
03-puf-176 1.02 36.5 e
03-puf-184 0.78 36.0 g
03-puf-185 0.68 335 g
03-puf-186 0.72 36.0 J
03-puf-187 1.00 375 s
03-puf-188 0.48 300 J
03-puf-189 0.72 35.0 g
03-puf-208 092 36.5 e
03-puf-209 0.82 355 ?
03-puf-210 1.04 370 g
03-puf-211 1.00 37.0 Q
03-puf-212 0.90 375 2
03-puf-213 0.72 33.0 ?
03-puf-214 0.78 345 e
03-puf-215 0.74 340 ?
03-puf-216 0.80 355 ?
03-puf-217 058 330 Q
03-puf-218 0.78 345 Q
2.
kg cm
03-puf-001 3.1 55.5 ¢
03-puf-002 33 65.0 J
03-puf-003 39 65.0 g
03-puf-004 38 63.0 Q
03-puf-005 6.4 745 2
03-puf-006 1.2 455 ?
03-puf-007 39 64.0 g
03-puf-008 238 595 J
03-puf-009 37 66.0 g
03-puf-020 1.94 555 ?
03-puf-027 55 74.0 ¢
03-puf-029 2.0 545 g
03-puf-033 1.60 515 ?
03-puf-034 2.00 55.0 Q
03-puf-035 420 66.0 e
03-puf-036 4.60 68.0 ?
03-puf-037 1.50 49.0 S
03-puf-038 1.70 51.0 e
03-puf-051 422 66.5 ?
03-puf-078 1.90 57.0 s
03-puf-079 3.30 61.0 J
03-puf-080 3.20 66.0 g
03-puf-081 240 595 g
03-puf-082 2.20 595 e
03-puf-083 2.10 61.0 ?

29

kg cm
03-puf-219 0.70 325 J
03-puf-220 0.78 340 g
03-puf-221 0.98 37.0 ?
03-puf-222 1.22 40.0 ?
03-puf-223 0.92 35.0 ?
03-puf-224 0.74 340 g
03-puf-225 0.60 305 J
03-puf-226 1.04 37.0 ?
03-puf-227 0.62 335 ?
03-puf-228 0.80 335 ?
03-puf-229 0.76 330 J
03-puf-230 0.80 335 ?
03-puf-231 0.92 355 J
03-puf-232 1.08 375 ?
03-puf-233 0.58 31.0 J
03-puf-234 0.78 33.0 ?
03-puf-235 0.58 31.0 J
03-puf-236 0.84 35.0 ?
03-puf-237 0.72 340 ?
03-puf-238 0.84 36.0 ?
03-puf-239 1.00 375 J
03-puf-240 0.86 36.0 ?
03-puf-241 0.90 35.0 ?
03-puf-242 0.84 35.0 ?
03-puf-243 0.62 320 J

kg cm
03-puf-084 3.20 60.0 g
03-puf-088 3.50 64.5 J
03-puf-089 5.20 75.0 ?
03-puf-141 0.08 185 I
03-puf-159 4.44 745 2
03-puf-179 234 59.0 @
03-puf-181 0.56 370
03-puf-182 0.24 285
03-puf-196 5.58 75.0 g
05-puf-019 1.78 53.0
3.

kg cm
03-puf-024 0.8 325 ?
03-puf-025 11 36.0 ?
03-puf-026 1.0 35.0 ?
03-puf-045 0.26 21.0 ?
03-puf-046 0.76 295 g
03-puf-069 0.68 325 g




TTX
ng/mL ny/g MU/g

03-puf-024 0.05 — —
03-puf-025 0.05 — —
03-puf-026 0.05 — —
03-puf-045 0.05 — —
03-puf-046 0.05 — —
03-puf-069 0.2 — —

0.05

0.2

5

TTX
ng/mL ny/g MU/g

03-puf-001 5.96 2.98 136
03-puf-002 4.48 2.24 10.2
03-puf-003 0.05 — —
03-puf-004 1.62 0.812 3.69
03-puf-005 6.16 3.08 14.0
03-puf-006 26.3 132 59.8
03-puf-007 0.05 — —
03-puf-008 117 0.585 2.66
03-puf-009 1.86 0.928 422
03-puf-020 0.772 0.386 1.75
03-puf-027 0.944 0.472 2.14
03-puf-029 1.18 0.592 2.69
03-puf-033 12.1 6.07 276
03-puf-034 222 111 5.04
03-puf-035 1.06 0.532 242
03-puf-036 0.2 — —
03-puf-037 0.2 — —
03-puf-038 7.66 3.83 174
03-puf-051 1.24 0.622 2.83
03-puf-078 331 1.65 7.52
03-puf-079 0.953 0477 2.17
03-puf-080 318 1.59 7.23
03-puf-081 0.401 0.201 0.912
03-puf-082 2.28 1.14 5.18
03-puf-083 5.21 2.60 118
03-puf-084 1.72 0.858 3.90
03-puf-088 311 1.55 7.06
03-puf-089 7.16 358 16.3
03-puf-141 1.87 0.933 424
03-puf-159 0.2 — —
03-puf-179 5.40 270 12.3
03-puf-181 0.651 0.326 148
03-puf-182 1.67 0.835 3.80
03-puf-196 0.466 0.233 1.06
05-puf-019 2.92 1.46 6.64

0.05

0.2
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0.11 MU/g 0.45 MU/g 10 MU/g 99 MU/g

50 50 0 0 0

6 5 1 0 0

35 2 3 21 9
26 44 7 5 10 0
2 3 0 5 9 2
11 19 6 66 100 20
6 9 1 68 117 40
13 17 3 198 279 75
11 20 2 80 125 41
5 11 1 21 31 15
18 39 9 151 208 82
15 31 7 256 341 136
1 1 0 3 6 0
26 32 10 54 76 14
4 6 0 44 67 20
44 73 16 200 305 108
16 25 7 169 222 114
26 46 12 113 170 74
2 3 1 33 40 22
31 50 9 19 37 11
14 42 3 140 243 63
7 11 2 16 24 7
25 53 10 29 41 16
1 3 2 3 1
3 7 34 59 13
18 26 58 92 37
63 104 33 1 2 0
23 31 10 95 179 50
8 10 1 43 61 20
38 47 25 18 28 5
2 4 0 10 22 2
3 4 1 8 38 0
2,401 3,706 1,174
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1974 05 11 50 25
1983 11 23 1 1
1990 12 28 6 2
2010 12 01 4 1
2011 05 17 6 4
2009 03 27 3727 1 1
2003 05 22 6 2
2008 04 14 2 2

32




