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ACQUITY UPLC I-Class& %t 5Xevo TQ-SERIE{NEXF, 8B AN, £EEMEED T INRALRPHIFEMEN
KEZTITBFRERRHHENIHE, KNALERSE T HRIR, B8R, G24Hk-SPE HILIC-MS/MSH
SENE N ZERPSTHMTTXAIGIFLE R,

&

—ThERE, RE. EFEUNGE, TRTFNENRARFRPOFKEEBFENEER, EBEITRER
MBRAAFRELSWNERT, HEERBE. SEHRE. SHETENSERMLLNER,

st
by

FREMENEER(PST)RBFEMSETN—RRASEH, TENAEBREER, AREMREENART~%
, AEETHASH, XERXEEEPELEUSHRTERE, PJREERNERN. HIFEMIRSEWENEHR!
o ABRSR(TTX)RE —MEANBEEMETENENSER, ARAUASENRARFER?, LREXR
WRBEHEEEER, ARRARHSANTREAESAEMEENLPS(PSP) RN, FIFEEIWWFTIE
MAHITEAMNE At UMRL ™Rl ERN, A (EC) No.854/2004BH NiERL(EC)
2017/625F N E A IERMERITIRE—E, HERBE—OXFNLDLEFKIFEN IR, (FAEXE
LEESEHEEN—3S, BTRENENPREEFETEFENSERS. MERREEELTRRNERS
BEFAaEXERNBRMZBH T,

A FEMCNLRERFE—MEE. NS IMER/MXOAEREEESREE. EBEEN EFHAER
RESERE. SREENSENMERNGE, ERBMASEENBREPSPERFEN—HUESYIREH
RE A REMPL), BEASAFINIERAFEEEHETE00 ughISTX. RRMZER(EC) No.853/2004F17E T EX
MO E S R EMRES

ERREA(EV)AER, PSTHE A SZE HARAOAC OMA 2005.06, ZAZERAFRIEMRERIE(LC)S RN
BRBITON . ZAZBRAEBRMEGHRZEREEKE, BHISERMEN, FENSMERHATSRAE
b TTERMDINETT, AEEE-—MRENRREBITHERDHFPST,

IER, BIMGNEENNERIMAIMTTTX, MLC-FLDAEHM T ERNMXEETE, Eitb, AMIFEEXIRIA
FRBEKIERRBRILS BB L,J”J(HILIC MS/MS)H%%&G HILIC-MS/MSE BB S &RME &L (UPLC)
AR, KWIFTAFUEPSTATTXE, BaiE SERRIES H—SRIL,



AVALERS THRE. ROBER. AEMLHR-SPE HILIC-MS/MSH ENE NI ZEHRPSTHTTXRIIRIELE R,

=RV N

RBHERE51%ZBRESHENARMMA, RIIKARDER, 2HIFHE—TESE, WREMHTELD, AR
W— EBEREITHM, HERMSPEMEH#ITAL. FREYMESRETREAKEHESFRATRZAE
HITHRE. RINFENFAL BINE LR,

FREVS g (20.1 9) 5 SRAER NS0 mLL Eeh

MAS ML 1% 2B, AIEREE(90s), #EIT#H7KA(5 min)

U1 mLEE®, MIA5 UL 25%&E K, RIERA

SPE#1¥(Supelclean ENVI-Carb 250 mg/3 mL)
« (A3 mL 20% ZBE + 0.25% ZBL7E6 mL/minfIRIR T #1TiE K
» ;A3 mL 0.025% & 7K
« 113 mL/minf3R1E _ERE400 uLIZ2EN4)
- 700 pLEBEF7KEL3 mU/mingyFR# 1 TiE %
* P12 mL 20%Z. B + 0.25%ZEE7E3 mL/minBYiER T o TR . s

ERZiEmERRSEERMRPRSFMRER(1:83 ), BHITRIERS

-

ELERMAIFRREE

PSPERMTIXNERZ—RVERMENEAEKARERZEYSRITERRFANAEY S CifgarkB. KIAIE



FARAEREIESTX di-HCl. NEO. GTX1&4. GTX2&3. GTX5. dcSTX. dcNEO. dcGTX2&3. Cl&2. GTX6
FMTTX RAEXLAIHUFEREBIMEXMEFHERESHEE R, ARETARIERYTRARSHEERSE
BEDAMERLEREREm, BTIMFEEED .

UPLC-MS/MS

UPLCHR%: ACQUITY UPLC I-Class with
FTN Sample Manger

B ACQUITY UPLC BEH Amide,
1.7 um, 2.1 X 150 mm (&B
S 186004802)

FoAE ACQUITY UPLC BEH Amide
1.7um, 2.1 X 5mm
VanGuardfit: (ZHS
: 186004799)

MoHFEAL: K/ERER/RK (fIE0, 500
mL+0.075 mL+0.3 mL)

MmaniEBL: ZBE/K/FRER (5140, 700
mL+300 mL+0.1 mL)

BHIA2: JK/ERER (%0, 200 mL+1
mL)

BFIB2: Rz

BEEERTR 2 uL

R 60 °C

HEmRE: 4°C



E1ThYE] 11 min

BE

(Hr::?) (mﬁirfin) A gl

0.00 0.4 2 o8 -
5.00 0.4 2 98 6
Z.50 0.4 50 50 6
9.00 0.5 50 50 6
60 0.5 2 98 6
10.0 0.8 2 o8 6
10.6 0.8 2 o8 6
10.61 0.4 2 98 6
11l 0.4 2 98 1

REZFGFAEAIVEREZEUNBEERFFSIRNEIE, EREAFIRESWIRAERIEERE0.4
mL/min. BHERESRHEFZ BB HEBHIELBEETRERTE. EoNSHERZAXBIEEHRT
A, HEERB#HT R FIMR) -

MS{X2Es: Xevo TQ-S
BTR: RRIEE
et EBFMHBFER

EMEBE: +0.5 kV#I1-2.5 kV



A FISRE: 600 °C

Rt 7B SO - 1000 L/h
BFRERE: 150 °C
LSRR 150 L/h
HFLEBE 10V
BEB/IM 7 bar

MBS AR 0.15 mL/min

RULCESTMS/MSRET %, BREBFEANABFENTRENRE, ASHORYERAEFRERI&E
W MMRMIBE, #HENEE (E2) MRMETRALUEEKET., RIERAEERNESI-BER MM (R
I#5&RT) , MMAMKRBHESTAARHCERNRIFBIEDBELER, FAMassLynxB 4. IhiREHIE, H
FTargetLynx XS R 20 1B ¥R, FKAAutodwellZhge, RR “BMEZELDR2IMEER" NiEEMIRE

£ BB,



E30EY)

ESI+i# 8

ESI-I&EE

STX 300.1> 204.1,138.0
NEO 316.1 > 126.1,,220.1
dcSTX 2571 >126.1,222.0
dcNEO 273.1 »126.1,225.1
doSTX 241.1 > 60.0,206.1
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 3941 > 122
dcGTX2 351.1>164.0,333.1
dcGTX3 3953.1 > 25651 38l.1% 834.]
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
o 412.1 > 3141 490.1 > 392.1
A En 452.7 > 133.0

K 1.PSTsHIMRMIBIE,



5 LR ER I I8 FR B FZ T0E 1T M o

Yapz LAl

NHATREERGERIE, MIERREGZRTHEBEMALR, MEREENATESERZENNFSER

, ESES NN R RMRAFTENSLYE, TEHFEERE. 12N FSPSTH IS MK B EEH
=, HPGESHHIRN. i, 8. SBMHBI. FIFXEHEREITPSTIMFMRNA EEBENE'

» AIMEAENETTXHIMRE, (EBRNMEHEHITIRIES, BIEENH (n=32; =1A) BABMRE
PSTRIAMBVH AL CRMEITE T ZERE. ERRAEESHNAERERY), NEERKRE. PFERE
MERESRAKTFTEERPNSRERE. HEABBEENENMN (R2) 5%

InkRIkE 1 C2 dcGTX2 dcGTX3 GTX2 GTX3 GTX1 GTX4 GTX5 doSTX deSTX dcNEOQ STX NEO TTX

f& 0.4 1.3 8.5 4.8 17.0 97 22.5 5.1 2.4 1.0 24.2 4.4 247 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 17.6 98.7 97.7 100
= 42 126 84.9 47.6 170.0 96.9 2248 513 24.2 10.1 241.9 43.8  246.8 244.2 200

R2ATFTRIERR. FENSREMT LB IRYIBIARE (nmol/kg)o

TEXTBAMERT B LI E S LY (LRM)EITAR A NANEE LG, TELREANKBAEINME, RIEEKE
HURITEHMEIREIL(S/N), HEAEARSE, MKRNBMERMR (LODMLOQ) &F. EfFM=, LODA
LOQA BIETFE1RLL A3 106 EEMRMIEH FITRE, T EIREIR(LOR)EY, FRREMESAEANERIZEN
BMHE, FEBEMRMAIS/NIARIL0, REMRMEIS/NIEEFIZ,

ZR5191E

FIEWIELERRER, EARAI2MIIEERF, PSTEMMAMTIXNEENEEDHIHRE T HERIEEE,
2BRTR TSNS BMINER, ENTSRERENERZEFAHILIC-MS/MSHZRXB. FEER
ZEEBNERAFAENSE, BERIESRSESVNIERHREXMYNSE, BEENEREABTRERAR
WREREFE. DHASPSTHIRRERYIFISHIERA, FNFESPSPOTYABGHERMRMARE I &
MEikig, ERLCERETEREMENRETERRIERRHENE(r2<0.996).



NEO 316.1>126.0 ES+

300.1>204.1 ES+
5TX

—

dcNEO 273.1>126.1 ES+

2

deSTX 257.1>126.1 ES+

—

doSTX 241.1>600 ES+

\ GTX5 3781>1220 E5-

deGTX3 353.1>255.1 ES+

i

351.1>164.0 ES-
GTXZ,

412.1>314.1 ES+

410.1>367.1 ES-

GTX1

396.1>29B8.1 ES+

394.1>351.1 ES-

396.1> 298.0 ES+
1 c2
100
% Cc1 4741>1220 ES-
0l A C2
0 1 2 3 4 5 6 T 8 9 10 11
A8 (min)

E2.ErEEEENENGEE, RESREPSTRAEMERDNAE (RELRKR2) .

AR R HAIMRMIEI N RIME AR RBE, R3IFIE TERENXERFPITEHHNTFIILOD.
LOQFILOR, EfIMNERRE, RAZAZEATHREPSTEERAMEMENMPL (800 ug STX eq/kg), FF
BB T EERNITRE (RFMPLEYL.5%) THITHEMEED T, KZEEMINESRER
F10 ug STX eq/kgo TTXMILOD/QIEF1.0ug/ kg, A ELORMEFANA2.0ug/ kg, SEFSAIESIRIE44 1



g/kgitt, RIHRIFHIREE

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 2.25 157 0.16 0.29 0.56 0.02 0.16 1.19 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 3.5 4.0 10 15 7.5 1.0 1.5 2.5 0.1 1.0 8.0 2.0

RIFAENEEFFPSTEMYI (g STX eq/kg)FATTX (ug/kg)HIFIPLOD. LOQFILORKE

ERFERXNPSTERCRMHAITEE 717 (n=45), LERKRAZGEBTHINFMENPSTRMYN, HKEAERE
EAEREE N, CRMAFEPSTRIMYIB FHEIBERB L 85~127%, EPSTFHREN646 ug STX
eq/kg, HEFEPSTHFHEIKRERIT% (FR4) o

C1 cz2 dcGTX2 dcGTX3 GTX2 GTX3 GTX1
CRM{E 246£56 27533 - - 29.8+3.0 514102 152.6 + 18.6
FHEE 27x0.5 24.2% 3.6 - - 25.4 + 3.1 45,5+ 6.1 143.3 £ 17.7
% mUr 109% 88% - - 85% 89% 94%
GTX4 GTX5 doSTX  dcSTX STX NEO HPST
CRM{& 86.0 £ 1.4 = - - 81.9£7.5 238.2:£38.2 668 £ 57.0
FHHE 78.2+12.2 - - - 103.8 £10.8 2225+276  6457+£59.3
% B ZE 91% = = = 127% 93% 97%

RAAEBZFEZTERER (n=45)NEBICRMAPSTEIMMIFIIRE (g STX eq/kg) A #8389 F14 (o]
WERFHDL

RECETHEZMREKFERNSHNAELOKRE, ERE FTHEWERIEEEE, BFRIENEERPHEPST
FIIRERERIEIT~100% 28, FRDHBDITMIN, REHBEDPSTRIMMIFTTXRIEIUERTE65~125%Z 18]
o 12FERITIIHRAEERMMRBDESEE B LETRP, ZNREKFZENERE—E, FIHR
B EEMERNHorRatEINEFIEREEA, EFMEERNHorRatE/NTF2.0, BERZHNF1.0, B
Ms, ARRAZFENKRSEDTYIIRETEZHEIRENES T,



Cl  C2 dcGTX2 dcGTX3 GTX2 GTX3 GTXI GTX4 GTX5 doSTX dcSTX dcNEO STX NEO @it  TTX

FHEME  45% 76%  75% 68%  81%  64%  BO% 66% 78% 90%  98%  131%  118% 155% 100% 77%

RSDr  21% 13%  16% 7%  14%  25%  16%  28%  12%  18%  18%  36%  20% 27%  16%  15%

i &N RSDR  28% 15%  18%  20%  17%  28%  18%  35% 15%  21%  21%  39%  22% 32% 1% 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

FIE  45%  T1% 74% 63% 82% 65% 79% 59%  74% 87% 95% 124%  115% 151%  97% 75%

RSDr 23% N% 12% 10% 12% 1% 13% 15% 1% 13% 17% 33% 20% 26% 16% 7.5%
FREKFP 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 0.67 0.74 0.38 0.54 0.95 1132 1.04 1.44 n/a 0.31

FIE  45%  72% 75% 64% 84% 66% 80% 60%  76% 88% 95% 123%  115% 152% 98% 70%

=P RSDr 24%  12% 14% 11% 1% 1% N% 13% 1% 14% 19% 36% 20% 26% 16% N%
= RSDR 3N% 4% 16% 14% 12% 13% 13% 18% 12% 18% 21% 38% 22%  3N% 8% 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/a 038

REFA=ZMARERIFRET, FAENXERPEMMTSENFHSREIRERE D LEUKRAEX
KXBERMBEEE M SHorRat{E

ACQUITY UPLC I-Class®& &t 5Xevo TQ-SEUENEXA, BER LN, HEEMEE D I LARFAIFREMEN

KERNABRSRREEHENRYE. ZAZFTRTNEERETSNHHENHIA. HITAERAETEER
FHZAT, FeRSCBRXINRALH#ITEHEN—DEE, BABRCEMRHRIFNEINE, HEMERHE
REVIAMEZE, XEHERYMBLRFILED T NLNEEZNELINH KRR, Xevo TQ-SEAHBHNRHE
MIREMN, MEFNGELTUEREZEERHEXevoREXMRATMS/MSINEE L, FHEMBBERMRETE, TR
REH— S IHEE#HITUPLC-MS/MS 3 #fTo
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Py R

B /8] IR

(min) (mL/min)

0.00 0.3 50 50 -
4.00 0.3 50 50 6
6.00 0.5 50 50 6
15.0 0.5 50 50 6
16.0 .5 2 98 6
150 0.4 2 98 6
17,5 0.4 2 98 6

BIEEEL

iR
(mL/min)
0.00 0.3 100 0 -
4.00 0.3 100 0 6
8.00 0.8 0 100 6
9.0 0.3 0 100 6
1.0 0.6 0 100 6
15.0 0.6 0 100 6
ERREAEGIEE
B~ m

ACQUITY UPLC I-Class PLUS&%; <https://www.waters.com/134613317>
Xevo TQ-S <https://www.waters.com/10160596>

MassLynxRig3k 4 <https://www.waters.com/513164>


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

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