@ g \
SHIMADZU ;;;

Excellence in Science

SSL-CA20-624

’I

LC-MS/MS NEBRPFHEESE
LCMSMS-570

RE. ABUTHERSE=SNRMTRARBEBCNERERFHREZSRNAE, ZAATE 6.5 min A5
RIS REMA B9 M, RiEESESF R LR. RRAM YR7E 0.1 pg/L~5.0 ug/L RESCEINLE M RIF, RAEHLEMEE
KEMrE 0999 LI L, BERBEMEIWEKRLWERRY. ZHARRES, HifEE, SREH, JAT
BRPHERS RIAZBRER,

KiRIE: ZEMRTRE AR FHERSH

HEEREZE (Microcystins, MCs) &R ILRIAE R M B MCs &K, HA MC-LR. MC-RR # MC-YR
B RESR MBI uJKEE*EE’J KPR ERS ZEEAMRERZHMMIE, (L. R YR ERRE.
R, BEEFANWEAKKEFRBINNREESREZ—, BRRTER ).
BEESMR 96 MAMRESER. ©EFERI X £ % (GB5009.273-2016 ( B L 2 E R Ix
HNHIE B EERESR0E M, 2R ZUAVATAE A (B3 7, EKFmPRERSENONE) , RASNREGE
MCs £5¥ @000 El 1, HIFRREWFREE XY /D BECIEN, BITRREMNEERAPHREESEH
AT REREHR, XY WARRERASHUFRK LC. RRMYRBIFGZE, HEXARSE,
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ASLLG K A3 &7# Nexera LC-40 X3 5 =BT FIE( LCMS-8045 BXA R F. EMAEELEN:
RA%EHlgs . SCL-40 Boh#tEs: SIL-40C X3
iR LC-40BX3 PR . LCMS-8050
HBFE: CTO-40S Bi% T/Euh: LabSolutions Ver. 5.99
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1.2 D&t
GUEE e
®i%4E: Shim-pack Velox SP-C18 (100 mm x 2.1 mmI.D., 1.8 um, 3Z (LE£8) KRB[MERLT,
P/N: 227-32001-03)
JnshAE: AME-0.1% FERACGAR, BAE- 288
FIR: 0.3 mL/min
8 30°C
HEEARFR: 10 uL
AT BEER, FEREN B 18 25%, BYERERILEK L.

*1 BERRNERER

Time Module Command Value
3.00 Pumps Pump B Conc. 80
4.00 Pumps Pump B Conc. 80
4.10 Pumps Pump B Conc. 25
6.50 Controller Stop
6.50 Controller Stop
S s
BTR: ESI, EBTFER DLERE: 150°C
BFREOBE: 2.5kV MPHEHLERE © 300°C
ZE4K: 8K 3.0L/min ZOEE: 350°C
FS: &S 10 L/min PEEIL ZRAEN (MRM)
R == 10 L/min MRM &#: Tk 2

fitES: B

X2 MRM&¥#

A= =L RNEES CAS No. BIREF FEYIEF Q1 Pre Bais(V) CE(V) Q3 Pre Bais(V)
135.1% -20 -14 -26
MERSE LR MC-LR 101043-37-2 498.2
861.2 -12 -15 -32
135.0* -20 -35 -24
HEEESERR MC-RR 111755-37-4 520.0
127.0 -20 -52 21
) 135.0* -20 -14 25
HERSE YR MC-YR 101064-48-6 5235
911.2 -20 -13 -32

CRIAEEET
B 5 A R BV BC I X A fmEl b IR
WA TR RECH
MERSRMERBER (10 ng/mL) @ BWENHEES R MC-LR. MC-YR. MC-RR BIR&f#E&E®& (10
ug/mL) 10 uL F 10 mL BEMR+, BREHEREZE,
BERLEAESERSI TER  BEEERARBEMERSEZMERBEAR (10 ng/mL) HRE RAEX
0.1. 0.2 0.5, 1.0L. 2.0 5.0 ug/L BREIMERY| TIER. MAME.
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EFIEL 5 g(FEHE 0.01 g) WA ETF 50 mL BOEH, M1 10 mL 80% REHAR, mOIKFHHIA,

8000 r/min By 10 min, EXEBER. HEEERN—R, SFRIIRERKR, HAEBE

30 mL, IRIBL LS

8. BY 6 mL&MAN 30 mL k#&FE, e C EMEZEEVINMEFERBaIORA 10 mL BBEZH 10 mL A0E1L,
BIREUR S, A 10 mL 20% BERAGARME, 10 mL 0.1% REEREAR AR, WEERK , LAS
WREEEF. MM 1mL20% REEKARIT D AMRZXE, BENBMILERIIIE, FLVRN,

B EZR5170

3.1 MERSHRTEARIEE

Q523.50>135.00 (+) 9.13e3
1s1.0-9

8.0e3 4|50

6.0e3 -

4.0e3 -

2.0e3

0.0eo'_”._”4ﬁ‘7”__”
15 20 25 30

MC-YR

Q49820513510 (+) 1.95e4 Q 520.00>135.00 (+) 8.62e3
2.0e4 451 0-9 Y 151.0-9
150-1 8.0e3 -50-1
1.5e4 - :
: 6.0e3 -
1.064-: 4.063-:
5.0e3 - 20e3-
0.0e0 ] 000 -
S e B L | CE N I B B I
2.0 25 3.0 15 20 25 30
MC-LR MC-RR
B2 =aER (S0) 5 1.0ng/mLEBRFE (S1.0) REEIEE
32%MRAR

$0.1. 0.2, 0.5. 1.0\ 2.0 8 5.0 pg/L IRINEFCR SR ETIERIR 1.2 PRI FAEITINE, IMTEESE,
DURE IR, IEEIRAILR, LHIREREIE 3R, BERERIR 3. FIEREMALIEXARY,
2R Y =(0.4619613)X + (-0.03947536), AEXFEEK R*=0.9994, HEHETE 95.8~117.4% Z 8l

Area

3.5e5 {McLR
<|y = 67845.66x - 368.9968

JR2=0.9999604 R=0.9999802
3.0e5

Area

| MC-RR
Iy = 26562.41x -329.3556
R?=0.9993460 R =0.9996730

1.2e5 -

Area

1.6e5 4

IMC-YR

4 R?=0.9998594 R=0.9999297

y =33326.98x-635.7778

| curve Fit: Default (Linear) 1 curve Fit: Default (Linear) 1.4€5 3 Curve Fit: Default (Linear)
| Weighting: Default (None) | Weighting: Default (None) | Weighting: Default (None)
2,55 | Zero: Default (Not Forced) 1.0e5 ~{Zero: Default (Not Forced) 1.2e5 J Zero: Default (Not Forced)
2065 - 8.0e4 - 10e5;
1.5e5 _ 6.0e4 - 8.0e4 -
] ] 6.0e4 ]
1.0e5 - 40e4 ] ]
] ] 40e4 ]
5004 2064 2004 _
ooe0 V. 0oe0 le oo VO
0 1 2 3 4 5 0 1 2 3 4 5 0 1 2 3 4 5
Conc. (ppm) Conc. (ppm) Conc. (ppm)
3 HEESHERERL
x3 WEERSHERMEHZER
- N . " e T MIBR EER
4 4 i é 1M 2 \7k =0
S waw g mERHR mwEw  D0E SR
MC-LR Y = (67845.66)X - (368.9968) 0.9999 97.2~104.8 0.007 0.024
2 MC-RR Y =(26562.41)X - (329.3556) 0.9997 84.9~111.4 0.025 0.083
3 MC-YR Y =(33326.98)X + (635.7778) 0.9999 91.8~103.8 0.012 0.042
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3.3 BEERR

XF 0.1, 0.5 5 pug/L = MRERMETERESNE 6 X, TZRNBBEERE, GRER: FTREARERERR
S0 0% ) AL E AR BYAB T AT B R E 0 BI7E 0.04%~0.18% F1 1.61%~7.57% i8], XI5 E BT,

x4 HEESERENENEARESMER (n=6)

ae ey RSD% (0.1 ug/L) RSD% (0.5 ug/L) RSD% (5 ug/L)
RT Area RT Area RT Area
1 MC-LR 0.13 5.19 0.06 3.41 0.15 161
2 MC-RR 0.13 7.57 0.04 3.65 0.18 2.23
3 MC-YR 0.10 5.88 0.05 3.84 0.16 2.50

3.4 REESR
B4 701 ug/L MERESER MRM Bi%E, RIEQEFRE MDL = 3.3 S/N, T =P LOQ=10 S/N I+E# 1 RH]
TRE, SESERNE 3,

Q498.20>135.10 (+) 2.15e3 Q 520.00>135.00 (+) 541e2
qR140.22 (19.00 - 69.00) R1 37.48 (3.00 - 53.00)
20e3 - 50e2 -
] S/N=40.9 : S/N=12.1
15€3 40e2 4
] 3.0e2 ]
1.0e3 ;
] 20e2
0e2 ] ;
5.0e ] 1.0e2 ]
0.0e0 0.0e0
L B T L B R B R B | C L B L B B L B
175 200 225 250 275 300 325 125 150 175 200 225 250 275 300
RT (min) RT (min)
MC-LR MC-RR
Q523.50>135.00 (+) 7.22e2
JR1 1341 (0.00 - 49.00)
6.0e2
- S/N=23.6
40e2
20e2
0.0e0 - »,
LA N L LR LY B LRI BN LR BLELL AL B
150 175 200 225 250 275 300 325
RT (min)

MC-YR
4 0.1pg/L HFTESE MRM BIEE

3.5 EFITRSELR

BEABRFMmS g, MALERESSHEMETLIFR, EIMAKRERN 1M 5 ug/ke, FREERS#LE,
%2R 1.2 Ry A NE B IAREIEER, FATNE 3 R MC-LR. RR 1 YR B[EIW=1E 78.6~88.6 i8], Afk
Z5R AR 50
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x®5 WMERSE LR RRMYRWVEIKEMEEMHLSER (n=3)
e 1ug/kg 5ug/kg
Rec% RSD% Rec% RSD%
MC-LR 83.7 5.43 88.6 4.80
MC-RR 78.6 9.43 82.0 7.67
MC-YR 82.5 6.89 83.3 5.81

B %t

BT —MERSEZEORTFRIEMN LCMS-8045 ME &N HHEESE LR, RRHM YRB G E, BARAEL
R ARG, AEEMREERE LC-40 #1T0E, =ZENRMTFIEN LCMS-8045 #HITEMNEE N, HE
2B R LR. RRAM YRTE 0.1 ug/L~5.0 ug/L RESBREINLM RiF; SAREIRERIT & TIERESNE 6 R, R
B2 BT (8] AN & E AR RYAEXI AT IR ZE 70 317 0.04%~0.18% 0 1.61%~7.57%, AIIAREN 15 ug/kg BB A m,
[EIRZRTE 78.6~88.6% Z[al, AT ARIEE R, PIATEBRTHERSRNRESTBERN,

BENAT

BREWER(PE)ARRASE - 2P0

Shimadzu (China) Co., LTD. — Analytical Applications Center

Email: sshzyan@shimadzu.com.cn Tel:86(21)34193996 http://www.shimadzu.com.cn





