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WCEDBMTOT ha R EFT U SHEIC O N THE L TEBY 7, A4El, #HiZiEH ook

AHER L IO THRET D,

F—J— R LC-MS/MS, F RO K RFL Y, M,
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T KA EDEIE, &% 20 05 3 FERIRE OERE
MTEND EESNY, EECHAITERRNEELEZZ L, i
DEPFRHFITHABIEERE (BEHD S HLORCEROEIE)
DENZ LN TH D, ZD7=0, Bl OB A
REIOERER KD ST D, L L, B ERERE
WREINTWAHETZ 78 (7 hr REFy) OoET~
UARREEDTH Y, ~ U AEBEOEME S S E OB
STz, ERESCHELOmED S b, BB oEA
DEH TR IN TN D 20,

MPTTIEL, LC-MS/MS OFEFEZ T IZ L, A0 5 FEEFT
HIZBNWT, w7 RAEMA L2 LC-MS/MS % A=
S OT ha Ry roaiiikems Lz, —F T, &£
RO/ ERARNCE, BREGHAEDNRWEAERLEIN
FHOREER Eo7=, MiFS OERGEEE i 5 03
WELD, £ZT, AFETIE, MEFOT Fa K hxv
OB O W TTHI T I RET 21T 0 72,
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1. HESE

1.1 2%£5

T ha N hRor BT T8 L7 A L LFneisE
(KR) #%& AWz,

1.2 ZOfhiESE

Wil GRS, 7® b=1Fr VUL (HPLC H), X
(LCMS H) 187 A v 2 F e (BR) 84 Huvi-,
1.3 BEBRREORN

FEAEER T, FERESL 1 mg /KT 10 mL IZERL, 100
pg/mL & U7z, USINEEREBR AR HERI L, R VeI & 7K

29

278, BHE

THEANR L, R AEERKE, 0.05, 0.1, 0.5, 1,
2 LOV10 ng/mL & 725 KO FEUEFR & 0.1%HERA C il B Ay
WL,

2. AMNEMREER

T LA REPHEBEOMERT b Kb ¥y URE
DG DL REIC, EEERADMIEIC 10 ng/mL & 725
L WMEMGRER YRR A I L, 30 0 hiE Lz b o
ZalBkE L7z, BUBHT 0.1%MFR 2 I 2 T 40 5 AR L, R
NT v 7 AI XY —THPIBEE LTRSS EITo T,
R4+ AT 4 D% 212 Amicon Ultra-4 10kDa  (Merk
HE) ZHWE, AEE 02um OV Y T T 4L H —

(Agilent Technologies #1:, /K&, FE/KR GEA)) 1IZ@ L,

R & LTz, RBRIT S 0T CTHEME L7,

3. BE

Waters t1-510 LC-MS/MS &2 Tt 21T - 72,
LC: ACQUITY UPLC H-Class Plus
MS/MS : Xevo TQ-XS

HERERUSBE

1. SHEHOEH
1.1 MEAAVE

R DO L BYRE LZ, 2R 1ITRT,
1.2 A5 L

B 7D & [RIBEIC HILICpak VC-50 2D FIWTHE 21T - 7=,
B, YN T AEMIBFOIIEGER T2 &, kel
= N7 a— KL TWE, BT L~DFENDORENEED
Nz, FDT8, 0.5% 7 E=TK,/TE+r=FrU /1L (9:1)



REA IR DR A BR BT AL A0 FE Tl

T 75 B aiToT- L 25, E—JIRNBSEL, Yk
Vg BT E DI CTH D Z L DR ST,
1.3 %EH8

PR Do LY, £ AK0.1%FEE, BiR7E h=Fh
UNDLHFEE 60:40 E LCTA VI TT 4 v 7 oW &4T
SR, MEFT Fe KXo —2i37e—RKTh
oz, B—ZRO%EE B E LT, ATROXEREEIC
DUVWVTHRET LTz, 2ElE~OAMEZBE L, ¥ME4E 0.1~0.5%
OFPFATEERE L 25, FBRRENEOITE BRI IR
BEDHI, 0.5%FMCTHd BRIF R E— 27 23 5517,

WIZ, ZO&MEANTA:B OLEE 70 : 30 (ZEHE
L7zl 24, E—7BRIFIE DIy Yy =TI 720, I8
HIFAREEY, 7 ba B ORI O B — 2
DHFAL, TEAREEE o7z, LLEOREEND, A%
0.5%% M, Biiz7 & h=hrU/LLt L, A:BDLEE 60:
40 T M ERA LK,

i L7z LC-MS/MS D&Mt % 3 2 121,

1.4 @&

BECITMFIPAA L), mEE O Z R LTV
7272, 3,500 rpm * 10 73 CHRAN A OF 21T 272, L
2L, ZOEETIEARDOEREN A+ THoTT-D,
w2 10 0T 2MER Lz & 25, 40 S OELTA
WA 80%LL LN 5 Z N TE -, —F, WhL=F
2 R R ORIERIT 60%FRE &K<, BRI ATk
RERMR D REDAHREEINT 2 LENH L LEX b,
7083, 40 3Ll B L CH AR EICKE 2 IO b
2o Tz,

ZDW%, mdm AR E AL, 7,500G 20 M TmLE
Tolel 24, BETRTOARERINTEZ, 2T,
TR OEEII Z DR TEMET D L & Lz,

1.5 EHMOFR

~ MU w7 AOEEIZLY, [RAAHBIC L D AREDK
TRIHTRF OV REM O T OBBIEN F S 7= 7o 8, 3k
% [RA: A3 2 Al O A R B O RS 2RI DOV TR
L7z ZRIRIEIZOWTIE, 0.1%K 0 2%EilE % VT
B L7228, WERRIREEIC & % B — 2 RSP EI R~ D 33
EEAERBOONENoTZ, TOD, B DL R
0.1%EEEE 2 AV 5 Z L2 Lz, mIRERIZOWTIE, 0.1%
HEf2 T 10, 20 KOV40 RRIZAIR LTz b D Z ML, L
7o TORER, 10EHRTET bu R Xy ro8—70
MlickRELr—77 2B L TEE»RE L L
272,20 fELL EOFRTIFHEE — 7 O BEZITE AL EZ
FRmotzil, R=RAT7 4 VEROY MY v I ADFE
RS E L7201, 40 EHRTHZ &L, SN 10
o+ EoY—7 #5560,

1.6 HERER

% 54 B, 29-32 (2024) XL
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FBHAR OFLIZ DV TIE, BEHORAIZIT S 725
NE— I BIRDEESND & OHE Dhe, BEH DT
AREAIR K O B I ERIR 2 Kk 7 =1+ U v (1:
D CARLTHRL T\, Lo L, miFsEHe > T,
1.3 THlAZ XL D ICBEE T O FERIRE & w4 % A
W, MBIARICT 2 b= UL EEDD L, TT L
REFICENAE U, MERIRIC TR HREF D E LS 225
Too £ZC, BREEIRIZIZTE b= U AEMAT, 0.1%
Wi ORTHRINLT=E 2 A, 20X 5 REHBIEILRD b
nighoto, 207w, REREKOFRUIT 0.1%FERE % H
WHZEE L, 28, MERAEERFRRKICOVNTD, [
FRIZ 0.1%FFEE CTAR L TR L 7=,

WE LI 7 v —% 1 \RT,

1.7 FAE

2~10puL OFEFH THEAREZBFI LIZL 24, HAEL S
uL BLEIC LA, chk bR EARE R TE—
I TARITR & BT R D o 7278, FRBRIAHE DO VA IR 23
BEYERIR L D b T8Nz, £ 2T, WHEAREIL S pL Al
EL, SN0 EO+SREBENE LN LD, <
N w7 AQEEE R EL720, HAEE 3ulL &L
7

RTE L7z LC-MS/MS ORTEGMF % 2 1TRT,

2. RER

< U w7 AL DA A AR EE O BEEHERT D
eIz, v MU w7 AL D IE 2 R BRIAIR & Rk IR
L, 2O~ U w7 REFEMLET PR KX 10
ng/mL FEHERIE & RN L TV 72V 10 ng/mL EEAEVRE &
ELT, ZTORE, ~ MU v 7 AUIMEREERIZ IV TR
Bl A A A EEITRD bR o To T2, Mkt 2R
EERWE, REREX 21TR LT,

MEHT 0.05~10 ng/mL OHIFHIZ IV T BAF 72 B
R L, PERRE0.9999 LLETH T,

3. AIEREER

FRAEHPIRE 10 ng/mL & 725 X ) MiFicT be K h¥xv
URETEVRIR A W L, IRINEIGERER 2 5 DM T CEM L7z &
Z A, SEHEIUET 101.1%, EHERZE 0.007, HHMTREE 2.6
RSD% CToH-o7-,
WINEGRERICBIT 5T b e K k% AR & O
RBRIRE D7 v~ b 7T A& 3ITRT, 728, RBRIAE
o7 b RS ro—21%, SINEA10U EH D,
TR E NS BT,



=1 BEAAF
Precursor ion Product ion Cone Voltage Collision Energy
h
Ch  Compound name (=) (=) o) (V)
1 Tetrodotoxin 320.01 162.02 62 36
2 Tetrodotoxin 320.01 301.65 62 22

&2 LC-MS/NMS BIEFH

LC

ACQUITY UPLC H-Class Plus (Waters$t 31)

Analytical Column

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

Temparature 40°C

Mobile Phase (A) 0.5%HCOOH aq: (B) CH;CN=60 : 40
Flow Rate 0.2 mL/min

Injection Volume 3ulL

MS/MS Xevo TQ-XS (Watersth-f))
Tonization ESlI(positive)

Analysis Mode MRM

Capillary Voltage 0.5kV

Source Temperature 150°C

Desolvation Temperature 400°C

Cone Gas Flow 150 L/hr

Desolvation Gas Flow 800 L/hr

— 0. 1%BFEE T 40 f5H IR

RILT v IR THH—THHICER
4 mL 5B (Amicon Ultra-4 10KDa)
B4+ A18 (7500 G, 20 43fE)

Al (DT E—, 0.2 um, KFRFKR
ERBIR

(3&R))

M1 oHoo—

200000

100000

Response

Y FEE T P T P i

T e e e prerrprrerpreer) pph

-0.0 2.0 4.0 6.0 8.0 10.0

X2 B®RER

F & B
A, 77HT ba R XAk 28 BB EEEE
LT, mMiHhoT ba B oo okttt L, Bk
IS A RS LT, BER D ERM U 7 &AL, [
—FEORET AR L, IEIL T ZHRICE T
MU w7 ADFEPIRE L, BEFASIE, ARER, #ER
TR DM O BRI SV THRFA N LETH o 72,
ESE U 7 S &2 O TG 22 % B IR NI R & 52

REARRREERBERN FAFJEITI 55 64 5, 29-32 (2024) 3L
B L7 2 A, EHEINERIT 101.1%, HHTHE 2.6 RSD%
L RIFRERDBE LN, Y OWnERNBRENIE T OT b e
R EROITICEAFRE TH D Z L AR I NI,
KO 7 7B L DEPERAERICIL, RiEEZHAVS 2
& T, BEIMIEND 7 VS BEOR EAREICHRTH 2 LN
AREICR D LEZ DD, RAKIEDAFTERVWEYHE
FHNCBNTHREEHOBEEZRFRD L0 h, BE
FAE ORFAL e CKEE ) _EICHF 52 2 LRI SN D,

100—_(A)

0:""I """" T Min

100—_(B)
:""I""I""I"'I"'I"" min

3.00 4.00

B3 ThAFMFIUOIOT RIS A
(A) HEHEESH 0.5 ng/mL, (B) #SINIEINARBRYATR
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