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Xevo TQ-S BE5#ist & ACQUITY UPLC I-Class ¥ X T LD#HAEHLE IE. BABFROMELEESEELUT MO
oo, BE. ERBICBVWTBNCREZREBLET, X7 FUT—>3>/—bTiE. BEFOPSTH
SUTIXZRET D, ENBURES L CREBHRE SPE Z AV RIERA HILIC-MS/MS HED /N 7= 3 Vi
ReHRELET,

TFIVr—=3> DXy b

BHESY >V TILHRORKEESEEMSERZATE T B7OD. <1.5% EU RAFABREICEVLWT. BKE. EE. &
BET. BEEFSVWEWSERZRBLT. YT DAET. BEXNMROEVOE.

IEFC®HIC

FEEESE (PST) 3. FEORBORECHEICK > TELXTNDIRAEFENSEHTHD. YEFFI DU
In. tRAFMTHRESNATVET, CNS5OFREIZ. BVHERBEE TABNICERTREL. REHBEFRICL—
LB, A% N\NRTUVARCOZHEICERLETL, FrORMESY (TTX) & EFERICL > TERINS
EEZLNTWVEDHS 1 D20EMETHH. BEOEBICEBTZ3H DD >TVETL Tho0ERIFHRN
BEEETHD. BRINCEBZENDZ CHEEBRSE (PSP) Z5|SRIIAREMUDHD ET, DD, =
KMEOANERHRS JURKRNERBE L —F U TISCMBBICRD £T, I—0Ov /XTI 8 (EC)
N0.854/2004 (AMREIZEDKTO—IRE L THRAI (EC) 2017/625 IC&FNB LS ICAR-T) ICkD., BEEY
BICEL2 2 RGO —IRE LT, BERAROESFEMSOERZHER TS0, EESNBESEMHTE=4V
YOTOTSLEBIUTECHROSNTVETS, IRNTORBEEEIG. B2T. BEEFICEEGLILAS
DHETRICHT L SHRT 3 LNABEHMITENATVET,

FERTSLVRFEROEBRBREIROVTNICEVTH, PV TILT. ZLOETHRESNTWVSHIRICHTIE
TTZREET. MOARICEXT. ERELRENSL. BREOHIERMRETIZ0MEITEENEE >
TVWEY, HRAZEDIFLAEDRFITIE. PSP FRORAFRTRE (MPL) HHE2HRC LTRESNTSED., @&
EHATIZ 800 ug STXeq/kg TY o RUNDBEICH T2 BEEMSORFIEIZ. B (EC) No.853/2004 (ZFE
HENTVET,

KUMES (EU) TlE. PST DREDHEIZ AOAC OMA 2005.06 T. 7L A5 LBRKKEIOT KT ST 14— (
LC) BLUVEABEEFRALETS, ZNICED. BNIELARILOEFIEENESNETH. CODHEIFEMT
BEDHDDND, SO TN/ EDI ) -7y T FEBKY. DMEBRBELE TS, PSTORERT > 3
v b REDNEENTWVWE T,

7=, LC-FLD 9Tl IBEI—OVNDER A THEICESNZ TIX EBRETIEFHA, ER LT,
RIFEAREINEHKEREERKREIOI N S 70— 2T LEEDHEEE (HILIC-MS/MS) ZBWi=21th
EICASRELDBESNTVLETS BEEas/E&KAI/OY NS ST — (UPLC) #H UL HILIC-MS/MS 9



rikld. PSTI LU TTXEICOVTNUT—> 3> T TED, BE. HEMRICEDISAZNUF—>aon
ThnTVWEY,

K7TVr—23>/—bTRE BEROPSTELU TIX ZRIET S, EoEuaEs KRB MRE SPEZAL
TR 7 HILIC-MS/MS BiTED N F—2 3 VEERZHRELE I,

RERTT &

HOTIMEE LV ) -7y T

YT 1% HROBEEL. ERETMATZCLICEDFRESF A X LREBBERE L E L. hitYE
AL, I5ICRAELEE. EOSBLTHS. EBFOTUI—bEHRML. SPEEH—RIH— Uy D% ER
LTOU—2Ty TR TVELR. BEMERELTHS. KRUTOEL YA — Y > TFS5— /N1 7ILHT MeCN
THERLE LT DEOHMERRLICELHSNTLET,



59 (0.1 g) DIRESFTAALIZH> TV EEDED, 50 mL F1—J(CANS

5 mL 1% OEFESZNINZ . RILTwIRZTH—T 90 MWREESU. #HENCET 5 DRI I 3
5 DEVBEIL. MILTYIRZFY—T 90 REEESU. 4500 rpm T 10 DEhzOI8EET 3

35% 1 mLRERU. 5 pL 25% NH3 (OKiER) ZHI1Z. NLTYIAZFY-—TESETS

SPE 7U—> 7w (Supelclean ENVI-Carb 250 mg/3 mL)
* 6 mL/93. 3 mL 20% MeCN + 0.25% BFEETI> T 43a=>%
*3mL 0.025% NH3 (ZKiBFR) Z7N
* 3L/ T 400 pL O RZEO—R
+ 3 mL/43T 700 UL ORRA A > KT
2 mL 20% MeCN + 0.25% Bffi£% 3 mL/7> TEHSLUERER

MLTYIRZFH—TREEL. ATOEL )\ 7)LHd77U]— M2 MeCN (1:3 viv) THIRI S

=
UPLC-MS/MS 731ft

LB XY v FE I VEREEDFMAZ R RN,

PSPEES LUV TIX OEXESFSRZEHARHFZ. HFFAEIUMARFIZEKD Institute of Biotoxin Metrology & 7zid X
RA 2D Cifga B SBEANL F L. RALFAMZEABHIIFE STX di-HCl. NEO. GTX1&4. GTX2&3. GTX5.
dcSTX. dcNEO. dcGTX2&3. C1&2. GTX6. TIXAWEENFT, TNZTNOT7FOJ2FE29 OB L. BUR
FETREERA MY IBRRZABLE L. RIS CORBER MY B RZEALT. 777 L—)LEHEY TR
K6 2O MUy IRIyFRREGARERANZANL. IMIREICLZEEZTVELTS

UPLC-MS/MS

UPLC ¥ X F L ACQUITY UPLC I-Class (FTN
YUIINITHR—T )

hS L ACQUITY UPLC BEH Amide.

1.7um. 2.1 X 150 mm (&5
%S 186004802)



%EIHE AL:

%848 B1:

BIE A2

B B2:

ANE:

HhSLEE:

FUTIVRE:

pariitisiis

ACQUITY UPLC BEH Amide 1.7
um. 2.1 X 5mm VanGuard 7
LASL (BHeES

: 186004799)

K/FBR/NH3 OKE®R) (I
: 500 mL+0.075mL+0.3

ml)

7 rZ FUIL/K/FEBE (I
: 700 mL+300mL+0.1ml)

K/FE (5]: 200 mL+ 1 ml)

X&) =)

11 min



Ik

B s
0.00 0.4 2 98 —
5.00 0.4 2 98 6
7.50 0.4 50 50 6
9.00 0.5 50 50 6
9.50 0.5 2 28 6
10.0 0.8 2 98 6
10.6 0.8 2 98 6
10.61 0.4 ‘ 98 6
11.0 0.4 2 98 1

CORMEF. REOENEZTI DIV TOTSLZFERLTELINYTFT=2arypfTonElLich £
FEZzBLTO0AML/DEFERIZAPBELVEELHD FT, FFNOEICH T LDVBTENT ZDIC+DRE
BMZzBEL TSIV, ENVFORMENCAZTLZIYTa>aZ>d L. FREICT Iy akRziTV0EL
fo (FHMICOWTIEERESR) .

MS &E&: Xevo TQ-S

V-2 Es|

it ROF 4 TAAYBEVFAT
1 TA1FVE—R

FrESU—BE: +0.5 KV & & -2.5kV

BmiRE: 600 °C

BRRIR A A RE 1000 L/H5FRH



V—2aE: 150 °C

dA—2HRARE: 150 L/BFR
J—2ERE: v
FXTZAH—ARRE: 7 Bar
AV avARRE: 0.15 mL/%

RIS RPTATE—RERATATE—ROBAD LS OIS a3V THERINS MS/MSERDAH XY v KA
TEINTLVET, SUEMIIOVWT, REDEBIRMZRLIZ2DOMRM FSY o3V FERLEL, #HERED
N37514<U— (EE) MRM F. UTFTORICKFTRINTVET, ThUTL (FREISXF—LT

) K& BEIRLESI- S22 a > aFALTEZZY VI TRCATE. AHORWCEENSDEDIO
INTS T —DEOBNIIBIZECRDE T, T—HIE Masslynx V7 U7 v4.1 TEFE L. TargetLynx XS
FIVr—2a3 > Ix—Cvy—TCRNLELE, REAGT2TIIEALIEF. E—OHBEORE L2 T—FER1>2 K
ICEDWT. AutoDwell #REZFEA L TEBMICKRESINE LT,



rrod

ESI+ N52333

STX 300.1 > 204.1,138.0
NEO 316.1 > 126.1,,220.1
dcSTX 2571 >126.1,222.0
dcNEO 273.1 » 126,1,.2258.1
doSTX 241.1> 60.0,2061
TTX 320.1 > 302.1,162.1
GTX2 394.1> 351.1, 333.1
GTX3 396.1 > 298.1 394.1> 333.1
GTX1 410.1 > 367.1,349.1
GTX4 412.1 > 3141 410.1 > 367.1
GTX5 380.1 > 300.1 378.1 > 122
GTX6 396.1 > 316.1 394.1>122
deGT X2 3511 »164.0,333.1
dcGTX3 353:1 > 2851 351.1:3 333.1
dcGTX1 367.1> 274.1,349.1
dcGTX4 369.1> 271.1 367.1 > 349.1
C1 4741 > 122.0,351.1
C2 396.1> 298.1 4741 >122.0
C3 412.1 > 332.1 490.1 > 4101
G 412.1 > 3141 490.1 > 392.1
FTRUDL* 452.7 > 133.0

RIPSTO MRM k> >2> 3,



FHBRFRIILISREZ— LTHF MDD LZE=ZZ—LE LT,

PIEON) T— 3>

DIENMERABENICESE L TWA e ZR Tt ZIRE T 2 7HIC. FRAODINEN) T—2 3 V2T 20
ENHDET. BAARFIYBORGIRRTOERBH LB TLOIC. ANTILELBREY Y TILELUVRAEAR
DIFEMEZBRORLANTEICICED. DMEOMEZTML E L. L—ILBE. AF. NYT U YILAA
 RETFREBCEEREAEDE L. PSTEZEEAVEEY YT 2BIF. RESSLUFZ2—2—5 Y REED
BAFLELZ, TNETARTEFALT. ANAIHRS LUV PSTOREUATOmEAEZRMLE L, TTX
DIEDHEEICOVWTIE. A— LB HFXDAHEFERLTINITF—> 32 RMLE LTS, BERIOEED PSTY
FOJEZSTHFAB CRM DEDRLAH (n=32. 378) IC&D. DITEOEREZFEL £ L7, HRE.
FRE. BREDEIY M) YIRIZDOWT, ANA I LT Y LB EHBREICh > TEDIRLDHT S C
CiIckh, SROEINE, BE. BEMEZRELELE (R2) "L

ANA2 C1 C2 dcGTX2 dcGTX3 GTX2 GTX3 GTX1 GTX4 GTX5 doSTX deSTX dcNEO STX NEO TTX
0.4 1.3 8.5 4.8 17.0 97 22.5 5.1 2.4 1.0 24.2 4.4 24,7 24.4 20

1.7 5.0 33.9 19.1 68.0 38.8 89.9 20.5 9.7 4.0 96.8 17.5 98.7 97.7 100
42 126 84.9 47.6 170.0 969 2248 513 24.2 101 241.9 43.8 246.8 2442 200

|| |m

RANVT—=2aVICERLEEERE. PERE. BLUBREDINA U LI-BEHMEYORE (
nmol/kg) o

ROT4TAXbA-LZHREFEFM (LIRM) Z5 s BEKZDELDMLICER. REOENBREZEHLELE
o MHRBLUEER (LOD BELULOQ) ICL > TRINZDINEDREIL. EINKT—2NS5HELISTF

Lt/ A Xt (S/N) BoBEHL L, BEAEMICIE. LOD BLTVLOQ IFZENZN. SINIBLU 104 E5NS
774 —MRM E—JDFERELFEFTL . LR— KRR (LOR) OETIE. REZRLIEVENRTF
ICHID EF. 754U —MRM TIES/N10. EH>Y 41— MRM TIES/N3HESNELE

BRELUVEE

AEDONIT—2aVIlED BRELEEDR2BOBEIY Ny I RFOPST 7OV S LUV TIX ORES L UE
BICBVWT, SENMBNI-MREZRIET S CEDNRIESNE LTco M2 I1E. HILIC-MS/MS iz ER L TE

REOFvUTL—arAREABZOMLTIEON. IRTOUEYODEBEBREERETLTVWEY, &
EUBNEBBHC LT, EIEY—RT7ODH. BLUOTHINEASANINTFOATISORI-A CF VDO REELZE
IFon&xd, g, V—XHOHIZALFIUEDTIIXY EDECRNEZHS5TY, PSTZEFHWVWESE
HMEMDODHT—RICED. PSPUEWERL MRM 8 L ORERKBZFOI/OY I ST —E—ID BV L



BREINELTe YPU VIR Y FREBEERAEESARICOVT., RELXBRELSHAICSVTENLEEULT
TNFE LK (r2<0.996) o

300.1> 204.1 ES+

dcw 273.1>126.1 ES+
deSTX ]L 257.1>126.1 -ES+
doSTL 241.1>60.0 ES+

H e 378.1>1220 ES-

dcGTX3 353.1>255.1 ES+

NEO Jk 316.1>126.0 ESt
STX j[\h

351.1>164.0 ES-
GTXZ,

412.1>314.1 E5+

410.1> 367.1 ES-

GTX1

396.1>29B8.1 ES+

394.1>351.1 ES

396.1>298.0 ES+
1 Cc2
100
% Cc1 474.1> 1220 ES-
. nCc2
0 1 P 3 4 LS 6 i 8 9 10 i1
BFE (93)

M2EREDPSTHv U TL—2a YAREAHMODMICLZTIIY )-S50 P 32000
ZRIIVAOXYMIT S L (REIFR2 ICERH) o

AT IDRHDBBEINIEMRM E—JDL ARV RICED, BRENMBNTWVWR I TRINFE L, T3 I1E



CIRTOBET R I RUTDVWTHE LTI LOD. LOQ. LOR DEERMEEET. 800 pug STX eq/kg & W
5 PSTD EUMPLADEFZHERTSHEL LTELTWS D DMD E LI, el B3DICHEE (kE
MBHT-D <1.5%) DFBEDRV ) —ZVIBLVERBHARTH D LHRIN. ABHOT7FOTH. 10 ug
STX eq/kg RFBDBREHEEBAEET L1z TTXICDWTIE, LOD/Q A 1.0 ug/kg KB TH D DHED LOR I
2.0 ug/kg ICHID EiIFbsnE Lo LIeh o T EFSADHAE Y ARATH 3 44 pg/kg SO RFLBETH S
EhREINFLR

C1 C2 dcGTX2 dcGTX3 GTX2 GTX3 GTX1 GTX4 GTX5 dcSTX dcNEO doSTX  STX NEO TTX

LOD 0.03 0.09 0.69 0.51 0.59 1.19 2.25 1.57 0.16 0.29 0.56 0.02 0.16 119 0.25
LOQ 011 0.31 2.32 1.70 1.96 3.97 7.50 5.24 0.54 0.96 1.88 0.05 0.54 3.98 0.78
LOR 02 05 4.0 3.6 4.0 10 15 7.5 1.0 1.b 2.5 0.1 1.0 8.0 2.0

KIIANTOEEIYNI YO RIIBITFTZ PST 70O (ug STXeqrkg) LTV TTX (ugrkg) DI LOD. LOQ.

LOR RE,

PHEDEREIZ. PSTIYMU I X CRM @ 2 FEEOEDIRLAM (n=45) IZ&D. BIREIN/PST7FHOY
IS L CREBMICHABERNTH 3 - EARINE Lz, CRMICHEET 3 7047 OFHEINE L 85~127%., F
948 PST JBEE|E 646 ug STX eq/kg T #8 PST OFHEINEIL 97% ICHY LET (R 4) .

(o4 (67 dcGTX2 dcGTX3 GTX2 GTX3 GTX1
CRM f& 246+566 27.5+33 - - 29.8%3.0 514+ 0.2 162.6 £ 18.6
Fi5E 27+0.5 2421 3.6 - - 25.4 £3.1 45,5+ 6.1 143.3 £ 17.7
% [EIRER 109% 88% - - 85% 89% 94%
GTX4 GTX5 doSTX  dcSTX STX NEO Total PST
CRM 1B 86.0 £ 1.4 - - - 81.9+75 238.2+33.2 668 + 57.0
F94E 78.2+£12.2 - - - 103.8£10.8 2225+276 6457+ 59.3
% [EIRE 91% = = = 127% 93% 97%

RAZODMHEE 2ER (n=45) TRELT=CRM @ PST 7F+OT DEE (ug STXeq/kg) « B &
UEN 5 OFHEUNEE,

DMLIE3DDRELANIICE T ZDMEDEINEZRSICEFLDHE LT ENRTRIFIRTORETEMLTSD
C IRNTOEEY M) v I RTEWTFIYLE PST IREEIINE(IL 97~100% T Lo —HOHISMZFEVT, B4 D
PST 77O 8LV TTX DEIUNZEK(IF 65~125% TL T 12FBEOI NI v I ZONYFAS LU/ FRIBRM
DEHEDH. RS5ICFEHTVET, F5DFTRF3IDDRELANILET—ELTED. FHNy FRBRED
HorRat fEIE T ANT 2.0 KRB THBELERNTH D, BFHRIILOKRETLIo 2L LT, BLALDUEYTHF
ATET3ENXREFRUNEONZ N TREINE LT



C1 c2 dcGTX2 dcGTX3 GTX2 GTX3 GTX1 GTX4 GTX5 doSTX dcSTX dcNEO STX NEO Total TTX
Ty 45%  76% 75% 68% 81% 64% 80% 66% 78% 90% 98% 131% 18% 155% 100% 77%

RSDr  21% 13%  16% 7%  14%  25%  16%  28%  12%  18%  18%  36%  20% 27%  16%  15%
VAV RSDR  28%  15%  18%  20% 7%  28%  18%  35%  15%  21%  21%  30%  22% 32% 17% 16%
HorRat  0.60 0.37 0.59 0.60 0.61 0.94 0.68 1.07 0.41 0.51 0.80 118 0.84 1.24 n/a 0.34
Ft9  45% 71%  74%  63%  B2%  65%  79% 50%  74%  B7%  95%  124%  115% 151% 97% 75%
RSDr 23% 1% 12% 10% 12% 1% 13% 15% 1% 13% 7% 33% 20% 26% 168% 7.5%

RSDR  30% 12% 13% 12% 13% 12% 14% 20% 1% 18% 20% 35% 22%  30% 7%  12%
HorRat 078 0.38 0.54 0.45 0.60 0.50 0.87 0.74 0.38 0.54 0.95 1.32 1.04 1.44 n/a 0.31

i3 45% 72% 75% 64% 84% 66% 80% 60%  76% 88% 95% 123%  115% 152% 98% 70%
RSDr 24%  12% 14% 1% 1% 1% N% 13% 1% 14% 19% 36% 20%  26% 16% 1%
RSDR 31%  14% 16% 14% 12% 13% 13% 18% 12% 18% 21% 38% 22%  31% 18% 13%
HorRat  0.94 0.51 0.73 0.59 0.64 0.63 0.68 0.77 0.45 0.61 115 1.65 1.20 172 n/fa 038

REIDDEBBZANAVREILETZINTOREI NI v I IRD, EANA I EROFHER
ElRE, BABRY. BEBRME. HorRat B,

+
=

A,
i

=111

Xevo TQ-S BE5 st & ACQUITY UPLC I-Class ¥ X7 LD#AEHEIE. BABPOREEESSLUTFAOR
PR YOBRH, AE. EEICSVWTEBNBREZRKIELE T, COoRMEIE. BEoaagetAROR s —
ZYVJCRRBROEMAHICERATIE Y, RRMRREBBHOFIC. BHRPOBBBOBELS VI ILZT Y Tl
HETS 2T, RFABHNUAYRIINENAESNE LT, . BESMICLZEBEODHRIC. BEAT K
WO RCEBDMENZ5| SECTHIBMENS SCBEZMRMNICHRETZ A TET E LT Xevo TQ-S IFENT-REE
CREUERELET. £o. A—2MEZMO Xevo 4> 7 LMHEE MS/MS EBICABICBE L T, B UM
BEZ®BLITCHTE, £LIEIHMENEBICHFRL TUPLC-MS/MS BFzT528HTEXT,
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(NE3

'g;-;l (::T‘:’I;” % A1 % B1 hR
0.00 0.3 50 . -
4.00 0.3 50 58 °
6.00 0.5 50 g g
15.0 0.5 50 ¢ 5
16.0 0.5 2 =i 0
17.0 0.4 2 G 0
17.5 0.4 2 98 °
hZL0aA>Fa>a=>y
lgjf'ﬂ;l (ﬁ%) % A2 % B2 43
0.00 0.3 100 P -
4.00 0.3 100 0 6
8.00 0.3 0 100 6
9.0 0.3 0 100 6
.0 0.6 0 100 6
15.0 0.6 0 100 6
EREONS LOWS

Va—2avRERA

ACQUITY UPLC I-Class PLUS > X 7 Ly <https://www.waters.com/134613317>
Xevo TQ-S <https://www.waters.com/10160596>
MassLynx BEE721Y 7 b x 7 <https://www.waters.com/513164>

TargetLynx <https://www.waters.com/513791>


https://www.waters.com/134613317
https://www.waters.com/10160596
https://www.waters.com/513164
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