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Determination of microcystins in source water—

Liquid chromatography-tandem mass spectrometry (LC-MS/MS)
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7K iR 7k o 63 B R RE
Wt B - B B SR

36 B

IR TKBEUK PR SRR R E N RA QS-SR E R NEREE. P RRE AR

FEENSHH ARSRE B NERE WELRSRTESHELR BTESERE. R
RIS REEH AR EFHE.

AR HEE P TR UK P A S R R » K SR AR K 0 3 T Bk A Ak 3845 T % B A K B 9 52 T

BRNTT.

2 MEESIAXH

#.

TR TR ARLAT N . LR 65| A3, (X B 30 A E B F 43
JUBATE B BE 5 RS R A (BEFTA NGB AE AT H.

GB/T 6682 ZMH73cie = FAKM#& MM ik

GB 15603 H Fft2¢ fa B &t U7 38 I

3 AREREX

3.1

3.2

3.3

FHRIAREME LB TARIMH.

BEE precision
FEHERHZET AT MRS RZ BN —BRE. HHNRERERR.

ATE accuracy
NELARSBUBRAEARSE HEORN--BBE. ABKERRR,

¥R detection limit
FRARESE A0 B 26 43 28 1 B 15 BE P9 T DARE S e R For 000 400 i ) S (I R B R R /A

4 HEF

T o MmusEE T A X
MC-LR: B EHFE-LR
MC-YR. I BEEHEX-YR
MC-RR. % # 3 % £-RR
MC-LA. BEEHFE-LA
MC-LF. B HE-LF
MC-LY . EEFE-LY
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5 FERE

51 BEFFERNSTFRX . HMNFFRESSGHAR
EMBBERBERNF T AN TFHESEARAREL
R1 HBERBERMNFFL AMSTFRESSAX

T HAAT
(AL CAS & X Y SFR o b
&
MC-LR | 101043-37-2 | Leu | Arg | Cs His Ny One 995.2 D-@)Glu Mdha
-48- . H._,COOH (.7“3% D-Ala

MC-YR 101064-48-6 Tyr | Arg | C2H»aN; Oy 1045.2 Adda X
MC-RR | 111755-37-4 | Arg | Arg | C,oHisNy3 Oy | 1038.2 ® e, 0 CHiR®

34 49 Tha5 N13 Uz . " H H u 3 o i} Hy o
MC-LA 96180-79-3 | Leu [ Ala | CxsHyN; Oy, 910.1 NH /\(&‘wa

HC H CH, H Y. S ®

MC-LF 154037"70'4 Leu Phe Csz Hn N1 O]z 986.2 @ (0] H@COOH
MC‘LY 123304'10"9 Leu Tyr CSZ Hn N1 013 1 OOZ.Z D-Me-Asp

52 FHERE

AFRERABA AR RB R NEA T 6 MIRERER, KESYBRLBE, RABHEA
BE-BBRREANE AT AAERNMEREREE REE, RABAGE-RRERLENE.
BEYWEGRENE BETFRTETHET S Mk R,

6 RIR&H

6.1 R RENBRMAERNE R, SRENEMHFERES 15 C~25 CZH.BEAHT 80%.
6.2 B AL R NI A T4k A R AR B R N B GB 15603 HHLE AT .

7 RAEME

BEAAE R, e T AAEAEN, K GB/T 6682 #lEH—%K.
7.1 HIE. @i,
7.2 ZJE. ik,
7.3 EER. %k,
7.4 BOEMHERRES  WERESRRERER, EHRATF 95% ., MCLR,MC-YR\MC-RR.MC-
LA .MC-LF fl MC-LY #§ CAS 5. 4 FR M2 FHRE LAHRSRE L,
75 BHBRZEHEEO1%,.EF749%0 -BH 1 ol FR(7.D, 51 L ZHEC.DREHY.
7.6 HERRKERO1I%.EBH9E0 .28 1 mL HER(7.3),5 1 L XKiBFH45.
7.7 HWEKBEBO0Y AREAH) . BB 900 mL BHEE(7.1),5 100 mL XiBE&#14.
7.8 HBUKBEREGOY, BBA%) . BHR 500 mL BE(7.1), BT 500 mL K#,BE84.
7.9 BEETRVEMESERA0 pg/mL) HBERRRES TOUFEC.DER, RLHR 10 pg/mL
HIbR R AR, —20 CRFE.

7.0 MBEHRBRBESHETEFRA pg/ml) SHNERBR 1 mL HBEFRMEMEHET.D
2
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FlomLAREF.UFBODEFZERNE BHREHHBEREFEREWREN 1 pg/ml BB ESIRHE
THEEB. BARK.

7.1 BBEAHEEEE.0.7 pm,

7.12 4RABMAMELE.0.22 um, BERE BB (PVDPOM .

7.13  BEMFEBU/ME . HLB BEHZBU/ME,500 mg,6 mL,

7.14  HHHER.

7.15 VARG

8 5 E

8.1 WHAIE-PEREEM -KEEHERFREESD,
8.2 ik .M C,ailie:, SH MM YK A S,
8.3 FEMKAEHR . WEEE.

8.4 BEHEXBEE . MASFEMAEBERESE.

8.5 HWRMLE.

8.6 MmN,

8.7 RRM FABENE, REOE,

8.8 HEMWHHLE.50mL,

9 &

9.1 HBMRE. RELHATAE

FARKERE 1.5 L~2 LR, DTFREMGE.Dh , BASHER. BHEMS 1L, 2B HAEEE
(7.11)33 38, IR OB RIS 40 Y (AR S BUAL BRI 2 » ERBAEDIFE— RSB . WKFERBEAEAR
BB R AR 3, KEERLFE 4 CORAF, REERLFE—20 CHRFF.

9.2 KE4E
9.2.1 HE#tK%

FARESSR (T IORBBEKFEO.D, 264 NMABB . 12)ER)E, B THRARMR.15) ,F0.
BEGL LR ARISE . WARRBSLEPE , BLF —20 CHR7Z2.28 RAME L.

9.22 RBHEEMESZE
9.22.1 BEHRER/NEHEL

KK 10 mL B EE(7.1) .15 mL K ¥S40 B A REB/ME(7.13) , L W7 3 mL/min~5 mL/min,
FEASBAELE, AR EMEEBUMERE, @0 ErBmeghd T, - BESCHEFHNERNEL.

9.2.22 KkENESE

Bl L 3JEARFO.LD, SRR EITEE LR EMEBUMEETHBRER TR, REEHE
5 mL/min~10 mL/min, KAEERE5EE, ] 10 mL K #H¥EEHZER/ME, WEZE 5 mL/min~10 mL/min,
WRBESE X B A BUMESEFTRR , B B R4 F 10 min,




DB31/T 1178—2019

9.2.2.3 %M

F5 mL 9 90X FEKBEMT.DOEREMRBUME EWBEESR, BEE ERBH 1 K. 42K
BB THRAEE 4.

9.22.4 RB/HEH

WA ERTARRESEMNBSWEE 0.5 mL, IKEEZE 1 mL, E&XENEDEH A
BRADMW®, BETRAFERE(7.15), %M. 4BFFESKMRARME. WA 8RB 5ER, BT
—20 CHR7F,28 KRB ESEE.

9.3 EREAE

WA RERMRECDHHEETHOE G P, MA 15 mL # 504 FBER(7.8), HBAH
MR (8.6) M PR Al , T3 150 W, B[] 20 min(RERE 5 s, BIBK 5 ), AR TG . BAERKE
G B 1 mL EBUB S R MALBE(7.12) 3 18, B TRASRIE(7.15), [0, 35N RN
. WMARRELESERR, BT —20 CHAF,28 RINWE R,

10 JWEHKHE
10.1 BEBEEE
BHABESEREMT .
—O iR C A EEHE,1.8 pm,50 mmX2,1 mm A E
—HERNb 30 C;
—— W ANPRZEER .S, Wi BAFBRKER (7.6, RABERR, sERFRL
#2 2
—_iﬁﬁgﬁ 20 p.Lo
#®2 BEXBRERE
B 8] /min iﬁ’;ii/(mx./min) ﬂ?i‘b*ﬂA/% ﬁifiﬁ*ﬁ B/% -
0 0.4 10 90'
2.5 0.4 8 45 55
4.0 0.4 45 55
6.5 0.4 60 40
6.6 0.4 o ;-‘— 10
7.6 0.4 90 10
8.0 0.4 10 b 90
9.0 0.4 10 _0(
0.2 HREREEHE
BEEIESHEEZENT .

— AT AN E R

4
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—HAHER A ER FER(ESIH);

—TFRSIBEN 350 C;

—F RS BN 10 L/min;

—BHEHERN 4 000 V;

—FWRENN 0.24 MPa;

WK A £ &R I (MRM) 5% 3 2 5 & B Ml (Dynamic MRM),
O MUBRERENRIBUNEFSERSHENE 3.

£33 REESRNREANEFEEESHE

BET EBTHETF EHTHETF
AL EEBEE/V
m/z m/z BEBE AL /eV m/z e R/ eV
MC-LR 995.4 135.1 75 127.2 110 240
MC-YR 1045.5 135.1 80 107.0 110 250
MC-RR 520.3 135.1 35 127.2 52 160
MC-LA 910.5 135.1 70 127.1 90 160
MC-LF 986.3 135.0 56 163.2 74 210
MC-LY 1 002.5 135.0 80 127.1 112 220
1 WEHR
M1 ERE&
RS I ERITHERE . HESHEE.
1.2 HHESE
FIF AR I, IR R M RT 2SR RAE.
1.3 #FHile

HRE 10 BB QS RGBS RRIGERE AR ER, 17 E.
1.4 SHRWHE
12,1 BB HT A 12.2 HERDHFE TEEEER BN EEWRBIRE.

12 SRITAESHELE

121 BESIH

BIBAS Y 015 88 i () | 4% 1E 5 B A 73 7% MC-LR,MC-YR ,MC-RR,MC-LA . MC-LF,MC-
LY #freEftatr. REREENFRAEE ARQEE. BIEETFESILEF A.

122 EBSH
12.2.1 Rt

12201 HRERKLH HHALT 6 MABRERS(FZRWIRERTIER, RE®REH KB REK
5
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PRI R, AR RO 0 TR B A AL AR L AR M R S W VR B R VR BE S B Ak AR, AR E R A A TR,
FUERPHBERERNHERENERUNRERERN.

122,12 EHE#ERAXTFREHZHTRS . KKBR O pL.2 pL.5 pL.10 pL.20 pL.50 pL.100 uL,
200 LR R EIFETAEBRE 10T 10 nL FREP,HOXFEKBRC.OEREZZE, BH
BREWEN O ng/L.0.20 pg/L.0.50 pg/L.1.00 pg/L.2.00 ng/L.5.00 ng/L.10.0 pg/L.20.0 ug/L
BPR M R .

12213 EHRENERSFEREHRHES KRR BEM O pL.2 pL.5 pL, 10 pL,20 uL,50 uL,
100 pL.200 pL A BBEREFHETAEERC10F 1 mL FRBEH A SOKFEABRRT.DEEEL
B, MM A R B WK 0 pg/L.2.00 pg/L.5.00 ug/L.10.0 pg/L.20.0 pg/L.50.0 pg/L.100 pg/L.
200 pg/ LA HERPIF .

12.2.2 #HRiItHE

REFESIEEREREN R RN HMNERRE. RRPHEREEREWEN o; (ue/L),#
KRO#FHE:

pi :’% PSRN G D

A
pi —HATRBRBRN TR, LA RMAES (ne/L);
pie —HAREMERHOWRBEFORBRRRARRE, AR RET (pe/L);

K _wﬁfg&o
H: KBATERSHBEREROBREIKENONSER MEFERLRIKENERUESRZA,

1223 HRER
HEERUBMRER (ug/LER . ERRE/DBEE 2 NEREFE.

13 HEESEBE

13.1 HeE

HRAGRER RS TR BB S E MR RRRE R 1.00 pg/L~10.0 pg/L BKEK#ITE
HWE,. e RENIRERZE MC-LR b 1.50% ~14.91%,MC-YR 2} 2.55% ~9.75%,MC-RR %
0.52%~6.22% ,MC-LA # 1.43%~11.36% ,MC-LF % 1.68%~7.91% ,MC-LY %} 0.82% ~6.58%,

2 FR A b M [ AR AR BB o bR SR B W BE h 25.0 ng/L~100 ng/L KB AKFTERWE, WEs
RHX AR MC-LR % 1.20% ~10.56% ,MC-YR 3} 1.40% ~5.28% ,MC-RR % 0.51% ~3.41%,
MC-LA % 0.58%~5.72% ,MC-LF 3} 0.45%~6.46 % ,MC-LY %y 0.65%~5.88%,

132 BAHE

HRAGEEESF RN B BEERER M RERER 1.00 pg/L~10.0 pg/L BRKFEKEFTE
i, E5 E W% MC-LR % 96.28% ,MC-YR ¥ 100.14% ,MC-RR 3 93.66 % ,MC-LA 3% 94.49%,
MC-LF Jy 87.29%,MC-LY % 95.25%.

342 R 2 i o [0 AR A B S A BB YR BE R 25.0 ng/L~100 ng/L MK BFK#FTEREME, FHE
Wr# MC-LR 2 105.00%, MC-YR % 99.58%, MC-RR 3} 65.04% , MC-LA 3} 101.81%, MC-LF %}
81.96%,MC-LY X 91.21%,

BT MR ES LM % B,
6
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14 RERIESREEH

141 ZARE

820 MRESRERKR(EHRLT 20 MERBRSNESH—TARERNZH. ZEHERTER
66 0 ¥R BE AR T 05 R R PR

4.2 E17008

S 7] — 8 5 A2 ) R T AT S S T BP0 s 445 SR P g B TR R B R AL 1 B
BROBERE, R E IR E ., RAHEMBZERT.

20 MESRBHR(EHD T 20 MESOBREHBFTRDMT IOAHFTRR. YREHWEH
BA/NTF 1 pe/L o, FAT AR E AR 2 AR 2020 MBS AT 1 pe/L B FHRR
M REABEL 30%,

14.3 REEGR

e B AR ENREES. AT RERNESRS HEZHKER, DRiAR R & ERE &
e 45 R B R A IR B RN,

HHREE BB, ZORME R . B 00 T R BE DY A4 7B A 2R 1 o 18] (BRI
BB g5 R S MO v B AR XS DA N R TR E

15 RBRHEE

REREEOMAHERER FEHORE FEANTE SR AZIANREARLEKR
Hi.
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W R A
(3 B )
EHAERERNEEE . HEETHE

6 MHBRERRNARE FESFELE A1~B A3,

—
—
o
MC-RR
MC-LF

= MC-YR
wasomsom. MC-LA

0 BE 4
o
bd

e

MC-LR

i

»I f;‘« ;}

', b
0t L __J\. e M i \_.,_......_a,__‘.‘ \.-_.Jk_ .

................

e e e i e+

i
| !
|

t/min

Al BEEBEREQEEMCRR FRRE S5 pg/L, HM %K 50 pg/L)

X103

—
o
MC-RR

MC-LY
. -wwmew MC-LF

b !

—
—
o rtma. MC-YR

i
T | l
0.9 TR I3 v ‘
'! ) b= ’ iy .
0.8 H ‘i ‘ I 1)
0.75 . : "
0.7 4™ Lana 2 »‘4“ ‘%" by s el oS e o, ' h? ‘*'ﬂtf ol

0. 651
0.6

020406081 12141618 2222426283323436384 424446485 525456586 Q2646068
¢/min

A2 kBB BEEE R EEMRREARE MC-RR 0.05 pg/L, H 14 /K 0.5 pg/L)
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W ® B
(RBHEHFR)
7 kR RE

RBIMEB2HHTRAEEARE FHERTREKWEABEAKD 6 MEBEREXOBEER
MERENSHHE.

RBIGHH T HEMRE EHXRERENEABE K 6 EBEEELNTERER,

£ B HEHSEZNESBREMERE
AR B BB 1.00 pg/L IR BBV 5.00 pa/L AR R kv B 10.0 g/
e EUCR/% |EARERE/Y%| EERER/Y% | RRERE/%| EkE/% | AdEERE/Y%
MC-LR 94.45~111.13 4.99~12.49 80.74~101.33 1.48~5.90 80.74~112.15 2.07~13.75
MC-YR 89.20~122.67 3.75~9.88 93.17~104.27 3.19~7.17 91.76 ~106.00 2.60~15.,76
MC-RR 84.26~110.50 0.98~4.56 76.01~102.11 1.90~5.95 77.69~106.67 0,71~6.98
MC-LA 84,73~109.83 2.43~8.41 87.31~98,70 1.91~5,55 82.18~106.00 2.35~12.10
MC-LF 84.73~118.83 2.37~6.49 73.77~95.08 2.31~5,23 71.63~98.32 3.01~11.89
MCLY 83.12~111.17 4,08~9,79 84.13~102.57 2.01~4,96 74.07~103.50 1.96~10.51
RB2 EHENEEENECENERE
i SRR 25.0 ng/L | IARBEWSE 50.0 ng/L AR B AREE 100 ng/L
# EBCE/Y% | EMERERE/%| EMOR/% | HIRERE/%| EECR/Y% | RARERE/Y%
MC-LR 75.10~117.63 2.36~10.56 84.33~17113‘.730 1.80~6.78 88.90~105.70 1.20~8.57
MC-YR 90.20~13'.’.b-'" —I 2.66~5.28 93.53~123.20 1.40~4,59 92.28~113.00 1,70~4.65
MC-RR 55.60~83.7_5- 1.44~2.97 65.31~72.33 1.40~3.82 66,12~74.41 1.40~5.84
MC-LA 76.97~125.62 1.41~4.4¢ l 95.50~109.60 1.00~3.62 74,.64~100.48 1.00~5,05
MC-LF 70.89~97.51 2.11~7.9;1_ _‘8: 1;'\'98.49 1.10~3.77 75.56~108.00 1.10~4,20
MC-LY 73.13~104.47 2.10~3.44 7;.20~1.IT.4.'J 1.30~4.56 75.80~90.88 1.30~5.20
£ B3 KEAHOHHYBESENEFAHHM
) KRB IR/ /L
W -
BB A2 B ok
B MC-LR 0.20 0.00-4
MC-YR 0.15 0.006
MC-RR 0.050 0.004
MC-LA 0.20 0.003
MC-LF 0.15 0.003

10
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% B.3 (&)
B Kt/ ug/L
Yk
R AR Bk
MC-LY 0.20 0.003

B, HEETER M FREUERE R Y 20.0 pL 3. EARREEUE SH i FR LUK AEERE 1 000 mL EAIRSE 1 000
f5 R R 200 pL i,
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