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3) LC-MS/MS =& 2T O K b+ USHADRE

B kB AR —E"

IZC®IZ
ARRTIE, PR 26 FE0 DA S AFEETOWRE 10 4R
T, 77 EDBHENMRELTND D, 772k D
AT, A% 20 505 3 RRREOERTHND &
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1.1 1288
T ha Ry (BeFH) T8 L7 A L AR eHiEE
(k) & Az,
1.2 ZOhiAES
Fefz (HPLC H), 7& h=hK VU, (HPLC H), ¥
(LC/MS ) 1I3E 7 A L AFOEHIEE (k) Bl Huv-,
1.3 BERREDRAH
REVEIRR L, FEYER 1 mg 27K C 10 mL IZER L, 100
pg/mL & U7o, MEMSAEEREIE, 0.1, 02, 05, 1,
2 KM 10ng/mL & 72D K OBEEREEZ KT h=FU L
(1: 1) THEMARLE,
1.4 #®EtFREH
WINEMGRERIC I, AHETA2BRE L TS Tnd
77 (T T77) OFREER LR,

2. BERBKROAR
BN ERERRS O TIE VS BITHEE T o1,
BB L8 5.00 g & 100 mLPP SEILEICERD,
0.1%WEE 20 mL Z MR, 2 53fIAREY T A X L7, 0.1%KEE
BTy v 7 RN A, WISET RS LR 5
10 S HINBFI Lz, £0tk, =|RIZRD5ETHRML,

FRE? HAR MBI BNER AidE

3,000 rpm T 5 /i O L, EEE T T A A9 & (11G2)
TAI LTz, R 0.1%EF% 15 mL 2h1x, 5 iR
&9 L, 3,000 pm TS5 oRE DL, HEEZAELT
FDAHHEE AR, KTS0mLICER L THitE & L,
K:TER=FU (1:1) TI00HEARL, 0.2pum D
VY7 4 05— (Agilent Technologies £, K&, FEK%

GEM)) lcEL, RBARE Lz, o7 e—%K 11
Y,

3. FE

Waters f:540 LC-MS/MS ZE#& 2 THHr 24T - 72,
LC: ACQUITY UPLC H-Class Plus
MS/MS : Xevo TQ-XS

4. FMEUREKER

T ha RS U 03RS 10 MU/g LFOBAIIRAIC
L CTHEELET 2NN RN EHE STV D D, )
£15.00 g 12 10 MU/g IZFE T 2IRETH D 2.2 pg/g 1278
5X57 bu R EREFIRZRML, 30 2 HE
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W LTERS, PREFREINE S, M DB L2 H 2 L
fREE 72 o 7=,

DD, REFZRD DR EFFOMD T T 2% BRI
52 lELliz, TNV UCOSTHEEESEL,
HILIC & — RIZMA T, I FA4 KD AL &I A
AW X B FEL AT 9 4 T 4, HILICpak VC-50 2D 1D
TOBRFEIToT2,

1.3 BEHEDHRE

HILICpak VC-50 2D 1 T AT XMKIEHE L O 7 & k=
U VOFER RV D726, A K 0.1%XER, BiR7 & b
= FUNLTHH L, A:BOLEREETL, BOLLEN
B D LR 2NGEN, A<B IT/25 & 20 LI
WHENRL otz 2B, OB L D =7 IR
DOEAITHE Y RO o To, MO FMERL ST DRI
W 2 B8 L, RIS 6 SfRE LD L9 A:BD
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PREFFERI S 4327 e R R o —7 BRI Tz,

FEHAIK DAL DV T, BEMHOMLIZT S 72 h
NE—Z7RPLFESIND L OWE DD, KKIEKE
KTERF=FIUNA (1:1) THIRTDHZELE LI, £,
AR SR b RIS T b= YL (1:1) TF
WUz, FRAOK: 7T b=FU LD 10%REDHE
EHEIZE D=7 BRI OMRFREFIC 2T R oo
72o LC-MS/MS ORIEFM AR 2 17T,

1.4 FAE DA

UFETOHE TIE, 50 uL ETHEARRETH B0, 5,
10, 20 L DIFEAREEZRGF Lo L 2 A, SuL TIEER TR
ETORENETARZL, 10 uL LA ET SN E 10 BLED
FRREEOE— 7 BB D LN TEERED, v ) v
ADEEEZE L THEARE 10 pL IZHRE LT,

2. REMR

~ M)y P R L DA F MR EEORELHRT D
7oz, 7 VA E RBREIR & FERIC 50 mL IS ERE,
100 fEIZAIRL, 2O~ Y w7 2EFMLET e Rk
¥ 0 10 ng/mL AZHEVRIKE & RN T2 10 ng/mL A2 ¥
WRZWE LTz, ZORR, < b v 7 AEIEHERE T
B Tn A A UL EILRRD DI o 7o T2, Mo Bl
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EaEfAnie, REREZR 2 IR LT,

MERT 0.1~10 ng/mL DO#IFHIZIT BAF /R EHRE
ZoR L, fARREL 0999 LI EThot-, -, EETFRE
1% 0.1 ng/mL T, SURIHREICHE TS L 01 pg/g THD
72, 7TBROBINHDEIND 10 MU/g IZHHYNT 5
FRBHIRE 2.2 ng/g ZH3IC FRIBETH - 72,

=1 BEAAUF
Precursor ion Product ion Cone Voltage Collision Energy
Ch Ci d
OmPOUNA A () (miz) V) (eV)
1 Tetrodotoxin 320.01 162.02 62 36
2 Tetrodotoxin 320.01 301.65 62 22

&2 LC-MS/MS RIE &M

LC

ACQUITY UPLC H-Class Plus (Waterstt-#)

Analytical Column

HILICpak VC-50 2D
(2.0 mm i.d.x150 mm, 5 pum, Shodex)

Temparature 40°C

Mobile Phase (A) 0.1%HCOOH aq.” (B) CH;CN=60,40
Flow Rate 0.2 mL/min

Injection Volume 10 L

MS/MS Xevo TQ-XS (Waterst )
lonization ESI (positive)

Analysis Mode MRM

Capillary Voltage 0.5 kv

Source Temperature 150°C

Desolvation Temperature 400°C

Cone Gas Flow 150 L/hr

Desolvation Gas Flow 800 L/hr
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3. AMnEUREHER

AREIIRE 22 pg/g ERDEDT Fr R RF T UEIR
MU, BSINEGRER 5 OHMT CTHEM L7z & 2 5, FBEIE
1% 87.0%, {=¥EMRZE 0.046, PHTHIE 24RSD% TH - 7=,

WMEGRER BT 27 ba K% U EERE 2
ng/mL &k OREBIRIH O 7 v~ b 7T L& 3IRT, kR
WP OT ba R b o —20%, SN 10 LLE
HY, +AREENIEONT, £2, v M v 7 AHRAK
FEIZE B EE—Z RO o1,
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3 FrAOKRKRIODYBR IS L
(A) TRYERI 2 ng/mL, (B) ASIEIGGRERIAHE

F & B
A [B], LC-MS/MS {8 OMFEZS B (2 LBV, 7 7% T ke
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EH% 10 MU/g (ZFEYS 3 2 3B S 2.2 ng/g % 431
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FOTF R RNV COEBIZEHTHD Z LR T
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