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Determination of malachite green and its metabolite residues in water and sediment

by high-performance liquid chromatography-tandem mass spectrometry
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KA Pl EAZRENBIZEENNE REEIE-HREKR

i

1 SEHE

AFRER T TKF TRl g L E A IR ERIME 0. @ sg . WE Uik,
WL TRERBUE . JrikleR THEEE .
AFRAETE T T /K IUR YD AL A 2R AL 2 1 2Tk B sl

2 HEMsImXH

AN SCAE R T AR SO Y ST & e ASTT 2 () FLATE TTIRY 51 T SO, G T A E T A S0t .
NEAEIAR S o, HEFiiAs (BRETA MBS &M A
GB/T 6682 4y 928 58 T K AR ANk ae 7 vk

3 JRiE

AR L E A 4 Malachite Green MG) M HACIHYI L OFLE A4 (Leucomalachite Green LMG)
FREEI, FIFIN, N, N, N -JQHIEXZE % (2, 3, 5, 6-tetramethyl-1, 4— phenylenediamine TMPD)
R S, O BEASI. KPR fLE RSt lE AL PRI FUSA N 23, Hirikc®.

4 RF

4.1 fLEASRIEBILEASIRER: LEAZAE>08% , o fLEf4araliE>98%.

4.2 LI Bkl

4.3 g, jikali

4.4 FEHE.

4.5 FEGTTKT54 GB/T 6682 —Z/KiE ks

4.6 2.0 mmoL L™ ZFREGE M PRI 0. 077 g /K LEREH M TiERKF, HINA 0.5 mL HE,

/KT 42 500 mL.

4.7 TMPD VAW (1.0 mgmL™: FRIL50 mg N, N, N, N -PUHEEXZE ~f (TMPD ) ¥+ 50 mL HIfE
i

4.8 fLEAZ (MG  LELEFL MG FrEME &R (100 pg mL™) « HEMKRICERIMILE RS, KL
EfLEASRER, 2T IR TE, T-18 CEOGMKRAE, T 1 4.

4.9 FRILERS MG-D3) MMM LEILER LS (LMG-D6) WIFFRERFIR (100 pg mL™) : HEFIFR
BUE B TRILE A TR AL E R SR ES, 23T R TR, T-18 CHOGIRAE, Tl
14,

4.10 RAIMRREERER (1.0 pgml™ = 70 HERIRI 1. 0 mL fLE A AL BfLE A 21 br i g
FW (4.7) T 100 mL BFEME, MOEwRRTEE, T-18 ClOLRE, T 6 1~H.
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4.1 REWRRERER (1.0 pgol™ o Z05lHEFRI 1.0 oL FURILEAZMTR LB EA S
PRUEMES (4.8) T 100 mL BRHH, MOERBCE, T-18 CEOLGRAF, "6 M~H.
4.12 mﬁ%hh&umﬁtompmmw AERRIRIL 1. 00 mL R & SMRARE B (4.9) F10.0mL
B, MOEwBRER, T-18 CEOLiE, M1 1A,
4m TR FRARAEIL TR (0. 10 pgoml™) « HEEIRI 1. 00 mL 8 & W FRbriESFEIR (4.10) F 10.0
ml FEF, MOERRTE, T-18 TG, M 14 H.
414 ROPRAE TAEW: 0TI v R IR AR R (R 75 SRR PR AL T (4. 1D, FEIINIE S P FRbR
HEAITI (4.12) 20 pL, JIAMER 2.0 mmoL L™ AEREGE MM (1:1, /) BT EL 1 nl, bR
£k 2 A0 2859 0.54 1.04 2.0. 5.0, 10. 20 ngmL™, FRTFE.
E: BEREH, ARSI,

w

&R

WA EIE -SRI B HmE%E (ESD H1UE.

B RF: R 1.0 mg A10.01 mg.

R R E 0L TSR 4 C (ROREEE T 10 000 r/min) .
AR

P TER 7 2% -

F&ii %% (10 pL, 20 pL, 50 pL, 100 pL, 1000 pL).

Jig e 75 RAX -

ali K2 .

UKFE: AT 4 CHABAEMIAR-18 CLLT A

oo a o aaoao
e e o B e SR & | L A o B

o~

ME LT

6.1 #HFamibl&E

6.1.1 /K: FERAEKFET 0. 45 pm JEME, WCEEKFEARTR 1 L, 4 CUKFEMRAE, 6 d Wil
6.1.2 PURRY: IGURWE TRmA XA, B (150 H) , WENBRYRE 20 g, T4 CUkE
{547, 6 d WillsE .

6.2 HFmiLE

6.2.1 JK: BIEUKFE500mL, B4, M 40 pL B4 AR FRAERT TR (4.12) , DA 30
mL ) & H e, RIE 5 min, ##E 30 min, IFE EHGETHERMEF, HIMA 30 oL —EAHEES
—K, HHEARE, BOLTTRERT 50 oL ZO0E S, A% EONL 6000 r/min #L4 3 min, HITE
W, I THIUMG, MR ARIE 30 C, ARG I+, FREWIMA 2.0 oL 1 LE-2
mmoL L™ AFBR¥IEI (12 1, VW) (4.5 , WhEdRY 1 min, AR 2 min, 1T 0.22 pum 73 HLAHIE
)5, EHLIsE.

6.2.2 UL WREUCKACRITARIRE R (5.0 £0.01) g F 50 mL B A B0 g, SehnA 200 uL TMPD
IR (4.6) , FEHOA 40 pLiB A AFRPRAEMITR (4.12) , AN 20 mL & H5E, A€ 2 min, #EFE
HRE% 25 min, 6000 r /min 50> 5 min, P EEHTHERMS, HREOEFMA 20 oL & H i,
HE FREE, G LIEREERRS, TR RIE 30 C, REARKRGESIET, REWMA2.0ml



M -2 mmol L7 A B (1 :
EHLIE .

AHUAHER S,

6.3 FRETL{ErMZHIE

41 ) HEB 2 HL100 ng ol VRS
2.0 ngmL™. 5.0 ngmL™.

10.0 ngmL™

20.0 ng mL ES

AEERRHEMI T (4.11) , ZJEFFE40.50 ng mL™
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L, U0 (4.5 , iAiEdRS 1 min, @A HEIRY 2 min, £ 0.22 um

1.0 ng mL™,

ThRiE T AR P’ﬂ’rTJ’ifﬁlif’J)ﬂ ngul”, fi

YR €8 1 — £ B 130 5
6.4 ME
6.4.1 wIEEH
kb CfE, 2.2 pm, 75 mmx2. 1 mm (42D , BAEY.
FEli: 35 C.
FEMmEME: 15 C.
FRBIFHA: 0. 1% EZ2. 0 mmoL L7 L E4E KA Wizl AHB: 0. 1%H ER- LG W HHFERFR
5.0 nL: RARZHMEL
JFiik: 0.25 mL min .
=1 REhiEME IR
Bf[E] (min) A% B/%
0.1 30 70
2 30 70
7 2 98
9 2 98
0.01 30 70
11 30 70
6.4.2 FUEEH
B BmEE S PR (ESD , FE AR,
:'2:35 rfJ?JlML 600 gC:
AR 25; fn_m’ﬁ ;b MEE WK 5000 v HEL: 60; AHT2: 40.
FHEE TS SRV (MRM, RNV IEIFEE-©. &1 #flE +$nmﬂ‘”ﬁt5i W32,
2 BirttEaYRiE S
Binfk&4 BEF(m/z) FEF(m/z) EEBEW) RiEEEE (ev)
208 120 38
MG 329
313%* 120 38
316.1* 120 20
LMG 331.1
239.1 120 30
D5-MG 334.1 318.1 120 40
D6-LMG 337.1 3221 110 22

E: AEEERET
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6.5 FEMEMIE

FEREFENNFRAE T, BHVERE O B I (8] 5 AR v o O B I (] AH X (i 2242 5% A, AR 2 &5
PUAHRS L, Y IR A 2 AR AR AR R B R & R S e B E T FEE NS
FIER . AR PRSI IEE T E 1B S WP SRA~ B SRE.

*3 HESRBERBTFELEEX

FERRETHENEE (%) FFHEMRZE(%)
> 50 +20
= 20 ~ 50 +25
=10 ~ 20 +30
=10 +50

6.6 FEEME

5T B TR R SRR R & 11 ) R R 2 K
6.7 Z=ARK

BRAIEESD, 3% Rz S AL SR 1T

7 HE

7.1 JIMES B TARSHZ A FRL#AT BT, DUESY) AL R I ERR 5 PRI TRIFR LE (v
ARER AR IE 5 AR L EUAR OV R AR R, 2zl B 2k, FEARSEAT & 0V TRIAR i A7 5 A B0
IRIARLEARL, FTIFRAEHI £, 75 208 & 2 00 SE Rl 2 WK .

7.2 KFEARALEA S IR E RZ (D b FEE RN A .

[ ooa
K= X (1)

v
X — AR HbR & &, BADNRGERT (ngl™) -
C — s Hin & |, B9 2T (ngol™ .
V — kR, BAONETE (ml)
v— e AR, BN ETE () .
7.3 UURMIRE R R ALE A s AU E R iR () R RS RIEnR A .

X = . (2)
m " 1000

v

X — e A& &, BEOMHGER T (ngke™

C — IR AR & &, BTt (ngal™) .
m —iRFETR, BN (2)

KT FRR, BAOh2TE (o) .

Vr
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8 FIERYE

8.1 KT fLEA IR CoaflEfnsy) (T RRYN 4 ng L™
8.2 YIRWIHLEASLIARWMY CLELEAS) MTERIRHN0.4 pgke .

9 FIEEYER

9.1 JKFFHIIKIEN 4 ng L7~100 ng L™ B[R Ny 70%~110%.
9.2 PUARMIRHIRIEN 0.4 pg kg™ ~10 pg kg™ MHANCE N 70%~110%.

10 HEREE

ATV B4 AR B v AR 22 /N F-10%, b TR] A O] Bk Bl 22 /) 3 15%.
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M = A
CERHERR)
S RIS T &

[ XICof +MRM (B pairs): 329.300/313.100 Da ID: MG-313 from Sample 2 (BLANK) of DataSET1.wiff (Turbo... Max. 533.0 cps,

' ‘ 541
04 5 557565 713740 763

,5.94

0 .l
0.0 0.5 1.0 15 2.0 25 30 35 4.0 45 50 55 6.0 6.5 7.0 7.5

Time, min
| W XIC of +MRM (6 pairs): 334.300/318.200 Da ID: MG-D from Sample 2 (BLANK) of DataSET1.wiff (Turbo S... Max. 1.35 cps.
404
1
1.0085+-
6.75
0.00 T T T T T 1 1 /4I20I T T T _f\ L T
0.0 05 1.0 15 20 25 30 35 40 45 50 55 60 B85 7.0 75
Time, min
W XIC of +MRM (6 pairs): 331.300/316.300 Da ID: LMG-316 from Sample 2 (BLANK) of DataSET1.wiff (Turb... Max. 333.0 cps,
3 207 288 365 451 s o0 31 ess o
: 1.55 3 y 3 416 "7 A4AT0 Yve 551 B 7.32759
‘ 218 352, ! 839 e

044
019" 065093 1,30

0 A A (I AT T M A 1 P <11 Y™™ 1 ||II]I“II‘II iliny
0.0 05 1.0 15 20 25 3.0 35 40 45 50 55 6.0 6.5 7.0 75

Time, min
W XIC of +MRM (6 pairs): 337.300/322.300 Da ID: LMG-D from Sample 2 (BLANK) of DataSET1.wiff (Turbo .. Max. 4.3¢5 cps.
, 6.75
4365 \
5.?? 704 259
0.0 T T T T T L T T T T T II - T
0.0 05 1.0 15 20 25 30 35 40 45 50 55 60 B85 7.0 75

Time, min




M ®E B
(ERHERR)

ILERGRERSR SR EHES T GIEE (10 ngmL™)
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W XIC of +MRM (6 pairs): 329.300/313.100 Da ID: MG-313 from Sample 7 (10) of DataSET1.wiff (Turbo Spr... Max. 1.7e6 cps
. 421
1766 i
10661
6.81
O.GM T T T T T T T T T T T T T ! T T
0.0 05 1.0 15 20 25 30 35 40 45 50 55 6.0 6.5 7.0 75
Time, min
"l XIC of +MRM (6 pairs): 334.300/318.200 Da ID: MG-D from Sample 7 (10) of DataSET1.wiff (Turbo Spray... Max. 1.6e5 cps
. LAl
1685 i
1.0e54
6.\?’8
0.0» : : : : : : : : : : . . A ;
0.0 05 1.0 15 20 25 30 35 40 45 50 55 6.0 6.5 70 75
Time, min
W XIC of *MRM (6 pairs): 331.300/316.300 Da ID: LMG-316 from Sample 7 (10) of DataSET1.wiff (Turbo Sp... Max. 1.5e5 cps
. 6.80
1.5e5 }
10857
a1
O.GH T T T T T T T T - T T T T T T T
0.0 05 1.0 15 20 25 30 35 40 45 50 55 6.0 6.5 7.0 75
Time, min
"X of +MRM (6 pairs): 337.300/322.300 Da ID: LMG-D from Sample 7 (10) of DataSET1.wiff (Turbo Spra... Max. 4.0e5 cps
. 677
4.0e5 i
O.Gn"rrrrrrrrrrrrrrrrrrrrrrr"rrrrr"rrrr'r'rrrr"r'rr"5.}41"r'rr"'r"r'/rs;g'S'/r?'r:}"i"'
0.0 05 1.0 15 20 25 30 35 40 45 50 55 6.0 6.5 7.0 75

Time, min
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"W XICof +MRM (6 pairs): 329.300/313.100 Da ID: MG-313 from Sample 7 (10) of DataSET 1. wiff (Turbo Spr...

Max. 1.7e6 cps)

. 421
1766 i
10664
6.81
O.Gﬂ T T L) T T T T T L} L} T T T : 1 T
0.0 05 1.0 15 20 25 30 35 40 45 50 55 6.0 6.5 7.0 75
Time, min
"W XIC of +MRM (6 pairs): 334.300/3158.200 Da ID: MG-D from Sample 7 (10) of DataSET1.wiff (Turbo Spray... Max. 1.6e5 cps|
. 41
1.6ed f
1.065{
6.\7’8
0.0 05 1.0 15 20 25 30 35 40 45 50 55 6.0 6.5 7.0 75
Time, min
W XIC of +MRM (6 pairs): 331.300/316.300 Da ID: LMG-316 from Sample 7 (10) of DataSET1.wiff (Turbo Sp... Max. 1.5e5 cps|
. 6.80
1565 }
1.0e57
421
0.0 T T L T T T T T - L} L} T T T T T
0.0 05 1.0 15 20 25 30 35 40 45 50 55 6.0 6.5 7.0 75
Time, min
"W XICof +MRM (6 pairs): 337.300/322.300 Da ID: LMG-D from Sample 7 (10} of DataSET 1.wiff (Turbo Spra... Max. 4.0e5 cps|
. 677
4085 i
0.0]!" L L L B AL B B AL L B AL BN LR R "l‘r"lr"‘!'"5-§11r'"'|"r'|‘r"/|6'9'5'/'7-13"1"‘
0.0 05 1.0 15 20 25 30 35 40 45 50 55 6.0 6.5 7.0 75

Time, min
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M % D
(FRHEMIR)
FRKRFHES T RiEE

"W XIC of +MRM (6 pairs): 329.300/313.100 Da ID: MG-313 from Sample 23 (BLANK) of DataSET1.wiff (Tur... Max. 2300.0 cps.
. 4.\25
20001,

- 696
435 507 SPsee BB 8F  OF TmTH

4.05
108 g e 2B Yy sod

"
T

00 05 10 15 20 25 30 35 40 45 50 55 60 65 70 75
Time, min

| I XIC of +MRM (6 pairs): 334.300/318.200 Da ID: MG-D from Sample 23 (BLANK) of DataSET1.wiff (Turbo .

Max. 1.75 cps.
: 424
1.7¢5 A
10654
8.77
0.0 T T T T T T 1 T T T T T Jh\_l T
0.0 05 1.0 15 20 25 30 35 40 45 50 55 60 B85 7.0 75

Time, min
"W XICof +MRM B pairs): 331.300/316.300 Da ID: LMG-316 from Sample 23 (BLANK) of DataSET1.wiff (Tur...

. 5.39
400 . 1

0.\43 0.87.

134 170204758 291 324

00 05 10 15 20 25 30 35 40 45 50

55 60 65 70 75

Time, min

W XIC of +MRM (6 pairs): 337.300/322.300 Da ID: LMG-D from Sample 23 (BLANK) of DataSET1.wiff (Turb... Max. 3.9¢5 cps.
. .77
3.9¢5 }
.o T T T LA B L B "‘5I§10|""|""r' ::I"O‘B{-{"1'?|""
0.0 05 1.0 15 20 25 30 35 40 45 50 55 60 B85 7.0 75

Time, min
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ff R E
(ZRHEFIR)
T K RIS F&IiZE Qongl™h)

(W XIC of +MRM (6 pairs): 329.300/313.100 Da ID: MG-313 from Sample 13 (QC-5) of DataSET1.wiff (Turbo ..

50 55 60 65 70 75

Max. 8.95 cps.
. 425
8.9¢5 }
5.0e5
0 A8 632
0.0 05 1.0 15 20 25 30 35 40 45

Time, min
" W XIC of +MRM (6 pairs): 334.300/318.200 Da ID: MG-D from Sample 13 (QC-5) of DataSET1.wiff (Turbo S... Max. 1.75 cps.
. 424
1.7¢5 )
1.065
6.76
0, 0N e I I N~ S I | —
0.0 05 1.0 15 20 25 30 35 40 45 50 55 60 B85 7.0 75
Time, min
W XIC of +MRM (6 pairs): 331.300/316.300 Da ID: LMG-316 from Sample 13 (QC-5) of DataSET1.wiff (Turb... Max. 7.7e4 cps.
. 6.81
7.7¢4 \
5.0e4]
1.68 425
D.U T T L} ! T T L} L T . T T T T T L] T
0.0 05 1.0 15 20 25 30 35 40 45 50 55 60 B85 7.0 75
Time, min
W XIC of +MRM (6 pairs): 337.300/322.300 Da ID: LMG-D from Sample 13 (QC-5) of DataSET1.wiff (Turbo .. Max. 4.1e5 cps.
. 6.76
415 i
Lo T T NI L B "“5I§41""|""rr §I\917‘/?"'I1'|""
0.0 05 1.0 15 20 25 30 35 40 45 50 55 60 B85 7.0 75

Time, min
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