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UPLC —MS - M5 oK F 24 - & kb e X i

BT, W ¥, KRia, LTH
(#7538 G RARSH IR < HINE] >, #i8 5&KF 830000)

B OE: RABJZ20RAMEE - PR ERABERMNEZARKEF 2,4 - F . RFERFexvb 7t
LEREN, A AT KR )3 Ty AR 6 KR K R HORKT 0.999 6,4 R4 A 4 0. 08,
0.10.0.04 pg/L. H 3 B &K TR HEKKEPWAZ (20 pg/L) ¥ (5 pg/L) A&(1.00
ne/L) iR E e A T i, oD & R 91.7% ~101% 92. 1% ~98.2% .86.9% ~94.5% ,RSD
<4.02% . ZM T T ik B A BAFRAL R BUE G AENEE S TARAER R E, T2 R TR
B ST A EAR A K R R Fe i TR F 2,4 - ko S AR R A

KR BEAFER; BIHORMEEFERA; kbt RER
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Determination of 2 ,4-D, Bentazone and Carbofuran in Water by Ultra

Performance Liquid Chromatography-MS-MS
SHAO Yun-fei, XU Feng, DUAN Li-hong, YOU Zi-rui
(Xinjiang Changyuan Water Science Research Institute Co. Lid., Urumqi 830000, China)
Abstract; The ulira performance liquid chromatography-mass spectrometry ( UPLC-MS-MS) tech-
nology was used to determine 2 ,4-D, carbofuran and bentazone in water body. The results showed that the
correlation coefficients were not less than 0.999 6, and the detection limits were 0. 08 pwg/L, 0.10 g/
L and 0.04 wg/L, respectively. The recovery rates of drinking water, groundwater, surface water at high
(20 pg/L), middle(5 wg/L) and low(1.00 wg/L) concentrations were 91.7% to 101% , 92.1% to
98.2% , 86.9% 10 94.5% , respectively, and RSD<4.02% . The method, with the features of easy op-
eration, high sensitivity, wide detection range and strong operability, can be used for simultaneous deter-
mination of 2,4-D, carbofuran and bentazone in drinking water, surface water and groundwater.
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3 [ 72 2006 AFEAT AT 446 T KK TAERRED BRifE GB 5750—2006 1,2 ,4 — Jii I HCHA (1 B AR
U HAL A R RS & 53 100, RIATRE MK bR MRS S T A LUK TR DO 1 R ), 53531
insee st ot S e NI EEEIRER 7 8 #90.03 mg/L A1 0.3 mg/L, ki1 0. 007 mg/L,

2,4 - AR O AR E I ORI EREE HLE 2,4 — T L ICEOR BRI 5 3 D B TR A ROH
FRCH PR o PRI P — PP IR IR ik, DRI PR SR AT AR O Gk, I KA
HFIFIARLHGH], 5 A, REPE R . TR BERR AR IR 7 30, #4 SEBURERT , ELBT I
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R AR B R A R o BEX AR T I AR 52
PRt FH FR A B R, DRI A A A oA 4 T A IR
JH R RACHRORH €00 35 125000 7 A= 1 ROHT K R 8 R R A
2,4 — i AR TR R RCR  H R T SR SRR R
il 7 A —E B R R B TR AT Ay
SR PR B I FH AR 3 M AR 3 AR DK P iy 2,4 =D
TR, RS 5 AH QBRI TR AR b
MAETR RO K . HET, K P K ERAFD 2,4 - T K
B VEBTARL, 5 [ I A0, AR OC AT SOkt 4 22, ik
AHR TR RIS AR R K T3 T 7K 0 2K A
I EEAHGE . PRI JEST T AR AR - S 0K
FHEE — ERIBR T3 2 0 i AN [l K A 2,4 - R K
BN IR IR PH 4 5 1
1 MEE Tk
1.1 /e

Waters AcQuity H — class # /2 %0 A 1% 1
BEH C18 2.1 mm x 100 mm X 1.7 pm &4} ( 36 [
Waters /7] ) ; Waters Xezo TQD = 5 PUMAT 3543,
F S 25 B 1 U ESI ( 28 E Waters /A &) ) ; Thermo
AT280 & AHAE Y (26 EFEER KR A H]) 5 4K
146 55 (1 L B Flex ) ; SPE HLB/C, [ 43
HUH: 500 mg/6 mL( ZE[E Waters 2\ 7] ) ; Biotage Tur-
bo Vap I A HLEE M k471X (£ ZYMARK A7) o
1.2 5

2,4 - (2,4 -D) KELHS(Bentazone ) Mg}
(Carbofuran ) Frflidh 100 pg/mL (A FRIRSEE FRIH}
WEWEIU T ) 5 F i (3% 26, Fisher 20w 5 S (35
4i, Fisher 237]) s IR (541, Waters 4 7]) o
1.3 HABrtE

SPE HLB [& A A& BOH: I Ak R AT 10 mL H
=85 mL Al M P T4 o AR TR RO OK 3R
TKFNHL T 7K KRESS 0.22 um RN UE J5 , ERA HE B
200 mL P8, LA 10 mL/min {4 3038 3 551 380 4o [ A %<
A, 2R IR e 2l A KT, #5010 mL FE S5 7
UL, VRO S RS T, B O E A2
1 mL F¢,
1.4 ®iE&st

AcQuity H - class # 5 30RAHE S (BEH C 2. 1
mm X 100 mm x 1.7 pm 3R, FE o 0.4 mL/
min, FEFEEN S pL, #EIR N 35 C LA H &
i, B OB AK (0. 1% IR , BREEVEIB . DEME 4%
fFnE 1 iR,

=1 BERXKRER
Tab.1 Gradient elution program
Hsf [8]/ min A/ % B/% Al £k

L) 20 80 6

1.3 60 40 6

2.5 100 0 6

3.0 100 0 6

5 20 80 1

1.5 BuiEks&Ht

BT R WSS B TR (ESL) 5 2 ) W
(MRM) , B4 E R 1.0 kV;RF EE R 0.2 V;
B URIR A 150 °C 5 #E LA 50 L/h i
VAR R 400 °C 3 Ay 800 L/ b filf 48 < Ay Ak
S REEA RN 0. 15 mL/min, BARSELE 2,

®2 FBUESH
Tab.2 Mass spectrum parameters
o | GEE BT FET | st | gl
21 E ) g =
[B]/min | (m/z) (m/z) /eV | JE/V
160.8" 30 24
2,4-D| 2.08 | 218.8
124.9 10 24
199.0" 26 22
KEFN | 1.91 240.9
KA 106.9 9 22
165.0° 20 28
7L 1.95 221.9
S 122.9 10 28
. TAERE T
2 HRLitH
2.1 FEMETAIESPE HER)ERE

G I2R F HLB A1 C.pg [ AHAE BURE XS v 2K A ik
Frut s, 7 200 mL 1) A R AKEEH A 1 mL
WHED 1.0 pg/mL AR SARER I . SPE /IMEZ I
Ak IS e EARRE 2024 8 .10 12 mL/min
A2 PE T LLE PRI /MR DR B AICR, AR R 2
BEUE R R T, LI E 7, A E =T RF
Pyl g5 R 3K 3,

%3 SPEAEMIEFEK B ZE

Tab.3  Selection of SPE column and recovery rate

[ RERLH/ (L - min ')
SPE (E6H| L4 8 0 | 15
S [l R %
2,4 - 92.2 9.6 95.8
Cis KR 87.8 89.6 89.2
IR ) 93.7 96. 4 9.6
2,4 - 94.7 97.2 92.3
HLB KR 91.4 93.8 94.9
W IR 91.2 94.9 93.3
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PO, 2R g AR A HIORE (9 2K 50 [l iR 45
ER, X R R P4 [ A< HLB ¥ iy, 2553 % i, SR H
HLB [EFHAEHUE Sy SPE AR HIEE
2.2 BILEMHMRIL

IR AA T 73 B AR DURI S A5 F BT RS, R 2
B AR AR s AR , 7E 8 2K FFonA 0. 1% (1)
R, B v B AR o B SF BEVRINE, 20 B =7 H
P EY), KEARAE B , T B 0L, RAUE 2%
R, PR PR EE BRI A 7 3, 0 85 R R e 495
2K (5 0. 1% IR PR, Z 5 K R L 2 Ut
B0, A ETE | i VR R T O R A, SN2 L4
=D KHEHS R PE =R AN [ A 15 20 5
Bl 12,4 - D KEH BRI PHK Y 0.50 pg/L
B TR I, UL, 2% HARAL & W e Ie ey, i I (.
15t W ) SR, AR it AT TE] AN 3 3 min

Bentazone carbofuran 2,4-D_024 Sm(SG,2x3)
100 1.95

1:MRM of 2 Channels ES+
TIC (carbofuran )
1.96e5

0 137115 /9%

0

0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50

t/min
a. Wk
ne carbofuran 2,4-D_024 Sm(SG,2x3)
191

2:MRM of 2 Channels ES+
TIC (bentazone )
1.82e4

4.70
000043051 114 331541743 072.272.51 2.823.08330 3,67 395, 34,524 4\ 4 o
1

0 137185 /9%

] ; . .
0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50
t/min

b. KA
Bentazone carbofuran 2.4-D_024 Sm(SG,2x3) 3:MRM of 2 Channels ES—
100 |- 208 TIC(2.4-D)
4.75¢3

Wi )57 {8 /%

o 085 H\q‘](‘(‘l‘)l 221240 32T 396 471,480
25 073085 133 % ') v 2762821337 71426450 489
i paurrmg o AN G 210582308 SR

0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50
t/min
c. 2,47

B 2.,4-0 KRERMKETSEFRE

2.3 FUEFMHMRKL

K F MassLynx 4.0 %4 IntelliStart JE47 i ji%
BOE (T8 73 B o i A HE A 5 IR AL A DA K
MRM e R AL TT L I &, 45 %W ,2,4 -D K&
KRN E T B 5 8 R B e i Y R IR B et . R
JH MS Scan # Daughter Scan #553X} € & & T 4T
Tttt , FEE RS LR cone (V) I collision
(eV) A% B F= B A W AH , A e S B 2,
2.4 KIEM%Z

BRI 2,4 — i K RIAS R I P BR T T A5
100 WL, 73 A G EF 2 10 mL 2SN, #5005
VE AT A BR A £ o FRIBCE A v YT 1
e A 0.50.1.00.5.00,10.0.,20.0.50.0 wg/L
MRS PR TR, M E LS R LR 4,

F4 2,4 - RER KEARNEEERE . EIEAE
MEXRE
Tab.4 Linear range,regression equation, correlation coefficient
of 2,4-D, bentazone and carbofuran

LMV
(pg- L)
0.50 ~50.0
0.50 ~50.0
0.50 ~50.0

UEBSE 1

i
i H R

[l 577 7

2,4 - 7%
KHH
URliEE)
2.5 RBEEREKE

I3 SRR LR K K Oy SER KRR, B
IN—RER A 2,4 - D KERY R PHE I _Ed 5 ik
PEAT AL, AR R | A [ BE AR R 8 A7

Y=132.724X -18.432310.999 6
Y'=3272.92X +346.068 | 0.999 8
Y =406.055X +87.964 9 1 0.999 7

Fg.1 TIC chromatograms of 2,4-D, bentazone and carbofuran EO6 W, GERWFES,
RO EAEKERFME B SRRKRERETEH KL ERRERE(n=6)
Tab.5 Recoveries and RSD(n =6) of standard solution in different water samples
o } W /%
W P (e 10 BT AF AT

R | HKE | ROKE | e RSD A& RSD EfES RSD
E 2,4 -7k 20 5 1.00 95.8 2.16 93.5 2.51 91.8 2.86
P 3 RER 20 5 1.00 94.6 2.93 92.1 3.25 89.4 3.05
K PR 20 5 1.00 96.6 1.85 97.4 1.45 94.5 2.11
Hh, 2,4 -k 20 5 1.00 93.3 2.98 92.7 2.62 91.9 3.01
T KELFS 20 5 1.00 92.7 2.66 94.7 3.37 88.6 3.98
K TR MR 20 5 1.00 93.2 2.12 96.9 1.54 94.3 2.34
H 2,4 -k 20 5 1.00 91.7 2.13 93.8 2.45 87.2 2.54
* PER 20 5 1.00 93.0 2.73 97.4 3.21 86.9 4.02
K TR MR 20 5 1.00 101 2.99 98.2 2.64 90.2 3.03

HFE 5 Al 0L, 76 H R K HL R /K H 3Rk o =
&P 20 pe/L ik BE LR Sy 91, 7% ~

101% ,5 we/L Hye & Bl i % 92. 1% ~98. 2%
1.00 pwe/L ¥ 2 6 4 % 86. 9% ~ 94. 5% , RSD
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<4.02% , K% BEFVE BEXAF & Tk 20K
2.6 HHREEER

Ky SR 230N D, = C x N/ (2 x H) k314
Hor C o I, N g SRR TS H DR (5 W
A3 AR L M R R B, 10 5 45 e b g F PR
ARG HCH 7 AHEE N 1.0 peg/L AR A brifE TAE
WL HERE T R I T ST A i A R
MDL =¢(, ., 0.90)S (1)
MDL—J5 kA T R, pg/L
t—i R —E W BT I

A

n—E UL
S——n YCFATINE AIhR i 22

Mo kT B, HEEERN 6,0 Ky 3.143, HIt,2,4
— T AR BR O 0. 08 gL, LA B A H R
0.10 wg/L, BRI A4S HH R 0. 04 /L. fLA 4
FER BRI R R, 2,4 — D KRS | I i
SE RN 925 0.3.0.4 F10.2 pe/L,
2.7 EMKEE

BEBLA IR & ARSE T R0 5 KK KT
IR B A KA AR IR K R, i BRGZy  E
TR AN , 45 RIS AAG

3 it

ST PRI — 8 25 RO AT (38 — FR KR 0
R AR R 2,4 — D KBRS BEI T, 7 2,4
D f ke HEBR 0. 08 /L, 7% 20K 1 K 1 B
0.10 yug/L, WEIFHAOHK IR 0. 04 /L, i
FRAMIIH 0.3.0.4 F10.2 ng/Lo I &M, %071k
RACHRAERE e 2 ME TIPTS5 , B4
BRI KT, e HL R 7 v A A 2 B
I TR PR AL R 738 3 PR T4 0
TR b2k T K H 2,4 - DB AL ok s
ORI, AT — 5 1 5 P

SE Sk
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