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Water quality — Determination of omethoate, methamidophos,

acephate, phoxim by high performance liquid chromatography

— triple quadrupole mass spectrometry
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KB SRR PR CEERRRRE. FHREERNNE
BB IE- = E R RS

25 XRPEAPBIRFMNEFREE-ENENE, MRREGEENRE,
HIA R H MA@ T, RMERREAEERMSHIPERR, B REm kMK

%o
1 EASeE

ARFRERE T E KA SRR R . P RGBT € - = PO A
FERR G2 o

ABRAEE TR K« 3R K ZE3E 5 AR Dol Bk rR s A SR 3 . FP e . 2L Tk P e
SERRBE I E -

HREREARTR N 5.0l I, BRI TV HBR A 0.5~0.6pg/L, Wl 5E T R4 2.0~2.4pg/L,
TR A

AGEE AR RN 5.0ml, R4S E S 1.0ml, BEFEAFY S.0pl B, [EAHZEECT)
JHER RN 0.4~0.5ug/L, ME NRA 1.6~2.0ug/L, ¥ WL A

2 MSeMsI At

FAREN G T IS B RIS FURANE B A0 51 o, HA SR A s
T A

HI/T 91 i AK AN 7K B AR S

HI/T 164 iR /KIS I 4 ARG

3 BERE

ARSI R LR G SRR e I D8 s A AR O ' R e .
AR - = S DURR AT o T2 0 A I o AR ARG O B I (R AVRFAE 28 7 e 1, WARIRE B

4 5 FNAT Rt

BRIAE A UL, A3 AT i 34 FH 5 B AR HE I A T AR, S8 FHACA TG B AR A S
H £ BT K.
4.1 #HEE (HCD.
4.2 FEAMH (NaOH).
4.3 WEEH: (CHsNO2).
4.4 ZJf5 (CH;CN): HPLC%.



.5 HfE (CH;0H): HPLC%.
.6 LR OHEE (C4HsO2): HPLCZK.
7 BRI . B R . EERBERRIE A 4K T 99.0%.
.8 WZ#E-D6. AR R-D6. ~FRif-DSFRdEN: 20 AR T99.0%.
L9 KRG 1+1,
N0 LME-CR ORI AR 141,
BRI 1+1.
EHISOmIK LR (4.1, ZIZIAZ|50mIAK .
4.12 FEMNWNEW: p (NaOH) =0.4g/ml.
FRE40g ALY (4.2) BETKF, EHEZE100ml.
4.13 WRE-/KIEWM: c=5mmol/L.

PRECH IR E: (4.3) 0.16g W T/DEEEF/KH, EAHES00ml, A .
4.14 WRH- NGV : c=5mmol/L.

PRI RE: (4.3) 0.16g T/ mEANE (4.4) F, EHEES00ml, HY.
4.15 FRER & p=1000mg/L.

I3 AIFRE100.0mgF AL AR R . FHIERE . M98 IR . SEmiBiEbR s (4.7), 2100 ml
AEMT, HPEE (4.5 @AZBZIEIFEEEHASEMR, 0C~4CRAE, RIEUA6ANH .
B K E BER, RS
4.16 HREMHE: p=10mg/L.

F I -7KIR AR (4.9 W S8 AR B IR « T PP gl S B AR v I 489 (414D,
BCHR B N1 0mg/LIN A AR SR F G . TG F kel . SF b b, 4°CIORAE, TR
WA H o AR KR IR, RS
4.17 NI : p=100mg/L.

73 MFREL10.0mg F & -D6 Ak SR R-D6 “ERit-DShRifE i (4.8), A 100mI%E =
. HFEE (4.5 E@RZBZIEIFEEFHRSEMRE, 0C~4CHRAE, REUH6NH . EH
B AKSE 2 s, AR AT
4.18 NIMEHK: p=0.5mg/L.

H CJE-7KIE G (4.9) Foke I IEHE-D6 LR R -D6. EhiiE-D5 R4 (4.16),
FCHIH 0. 5Smg/L (WNSHIREE) (I EBE-D6. AL R H-D6. FEHRHE-DS A bR W
4CORAF, R H . AN RKE 2R, JFE.

4.19 HA: 4i%=99.99 %.
4.20 JEME: 0.22pm %R VY F 20 B B 0T S5 ORI

A M A M DM BN BN

5 UERFNEE

5.1 WAHERE-= E PUMAT R A . At W% & YR (ESD.
5.2 i SRDNECERGISERE, S 100mm>2. 1mm, 2.6pum, BILAhZE R AL AT
JGRTL N

5.3 pHit (A[A&HHE10.1).
2



5.4 BEHZENEEE. HINETFR, HEAET.

5.5 [EFHZERME T RS /\ ks A e, BRIRISE A AU, A% 9500mg/6ml.

5.6 [EFHAERAE 1T : kY = ZH AR AIN- 20 St e i 3 5, 8RR S5AE RO 25 Bk:, M
% 4500mg/6ml.

5.7 W4 FWIRARCE A A (R 1 BEAH 24 1) B4

5.8 fiE g 2s: 10ul. S0ul. 100pl. 250ul. 1.0ml.

5.9 — MRS =T AR & .

6 Hoh

6.1 HEmAIRE

ZME HI/T 91 Rl HI/T 164 FIHHLE REERE M -
FHBSE e 1 IF FIRA0 B LR (BB (250mD) SRATKHRE, KRR AR

6.2 HmiRTF

FERCREEIS, I pH % 2~7, B A TR CBORIT, @6 4 CRIBIRE, 3 RNTER
I

6.3 INFERYHI &
R K. MoK R B REE, AETETs K. MV R /K R [ A AR BL:
6.3.1 HiF##EE

IKEEVRE 2 =R 5, FRCEE S S EUR S S FI/KFE 1.0ml, 28 0.22um JEMES G E T
FEd A, ooN 10.0u WARERR (4.18) , JRAIJEfF.

6.3.2 EIHEZEBUE

(1) el SRR Lk s

RO 10ml HIEE (4.5) F110ml 2 S FAREEAHZERAE T (5.5 , fRIEMEHLE
. B S.0ml AKFE, 7EEAREER Pl EAHRERE . HHESEZIT, f/AMETEE
il 10ml ZJE- R BRI AVER (4100 LAZ) 3ml/min (£ 1 /D) TR ME, UsE
Ve, ZEW (5.7) WAEEIET, HAE-KEEER (49 E#EZE 1.0ml, HBEMAN
PR (4.18) 10.0ul, JRAIEIE 0.22um JEfE (4200 , B TREMSM T, £0.
(2) i

U 10ml HIEE (4.5) A1 10ml 2 S FAREEAHZERAE T (5.6) , fRUEDMEH LR
. EHS5.0ml AKFE, 7EAREER Ml EAHRERE . BHHESRZIT, f/METEE
F 10ml H1EE (4.5) PAZ) 3 mU/min (25 13/ BGEDERDE, WD, ZEW) (5.7
WAEZRIET, FHOE-KIBAER (4.9 B4%E 1.0ml, fEMANFREHR (4.18) 10.0ul,
RAIER 0.22um JERE (4200 , B FFEMIEA, £l



6.4 =RIAHEFIE

P SEI I KARE RE R, 2B SRR & (6.3) AH IR A BRAEAT S48 5 4% F R f4
Fro
7T PR

7.1 EBESEEN
711 REBIESEEN

WEH: A: K (Smmol/LHR%E), B: LM (SmmoVLHfRE, BfELEIFET W1,
Jiti%: 0.3ml/min.
HEREAARFR: Sl
FEiR: 40C.
K1 OMAAABE AR T

i8] (min) Eepl A (%) ELBIB (%)
0.00 95 5
1.00 60 40
3.00 15 85
4.50 5 95
5.00 5 95
5.01 95 5
6.50 95 5

7.1.2 RiESEZH
IEB T
BT LHEE: 5500V,
BRI 550°C,
LRI T (MRM), EARZE 2,
K2 HARCEYIN 2 51 RN W % A

BEEE T FTET TR R | HEFLHEE filf 4 g B
&Y E BN bR
(m/z) (m/z) /ms A% A%
124.9% 29
AR R 214.0 60 97 AMNFRR-D6
183.0 15
93.9* 18
FH et 142.0 60 55 F i 18-D6
124.9 18
142.9% 12
L1 184.0 60 50 AR R-D6
95.0 30




77.0% 46
I 299.1 60 68 FEiE-D5

129.0 16
188.9 16

AR ER-D6 220.2 60 60
161.0 23
97.1 21

% 1-D6 148.0 60 57
130.9 20
82.2 42

FEiE-DS 303.8 60 67
134.0 15

Ve HPONERE T, 0 FARRRICE, SRR, W AT RDE R S S B B R
7.1.3 B

F HEASCHS 8 FH 150 B 5 70 90 2 B [0 R AT 2K PN S5 VR 8 % - = DY AT 3t (S AT A0 48 o o
BN RBERIE, AR ORACES AL T Fe AR

TEACHS A P I R b, SR R LA ot o A S A 22 B R RS KR P S B, RS B
XX 2 BRI AT B B O R AR OE .

7.2 FRAERZRAESL

SHIBUE R A SRR PR CBEH . RS (4.16), HZIE-K
REVER (4.9 Wk, Hl&ZDSMNRESIAERSY], SHWREED 5 92.0ng/L. 5.0pg/L.
10.0pug/L 50.0pug/L 100pg/Lo 43 HIHU1.Omlf) & 47 (ARAE R TR SO, IA10.0W A B
R (4.18), REG, fR.

PR I 5 21 1 TR P AR VO bt R DV RE R, DARR IR R AV B AR 2H 2 IR i Al
B, LGSR T AR (Ele ) 5 AR TR (Bl 1) BUAE AN AR DR FE IR TR AR A
AR, BERE LR
7.3 REEME

R ShrEth &L (7.2) M FERACE KT IR (6.3) HIE.

7.4 =ARE

IR GIREENE (7.3) MFERAGES KT 2 AR (6.4) HOMIZE .
8 ZBRUHESRT

8.1 EMSHT

BRI ZH 73 6 3 1A BF BT A2 88 1B AT S o FEAH RSB 26 AF 5 1l b H AR
ZH 5 0 DR B T 1) S5 b oA 5 1 12 2 20 ) O B IR ) B AT, R R s 1 i 22 £ 4800 M %2 /1N T2.5% 5
FLAFIURE b v B vh B2 03 VRS 5 IR T (Kiam) 5 R S AR VA RS T X 2
SEVERS TN E I (Kaa) BEAT BT, P45 2245 3R 3HUSE A B K SOV O 22 YO BBl Y (IR ERL
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2002/6573CHF), T RTAIRE A b H A AE XS B AU ) o

ﬁq:‘ : Ksam

A;

Ksam =

FE b 2 53 e RS T AR B, %
Ar—FF S A R 53 e PR B X (U AR (Bl vy )
I it H R 2 73 R S X U T AR (BRI )
Kgtq =

A ¢ Kaa—PRAERE i B2 93 5 1k BT A N 2
Asar—FRAERE iy HE2H 53 7 VB 0 e T AR

Astar

AR i b BE2E 73 5 B0 R U T AR

(BRI ED;
(ERIE R,

K3 EPERAUER R B 5 B B K Fe Vi 22

(D

(2)

AL %

PR ity S AL 1) 2 PR T

Kstd> 50

20<Ku<50

10<Ku<20

Kaua<10

P it P RE A P FE A S A G
BT FE (Ksan) FOVFIIERO R 2

120

125

+30

+50

FEAERS B LR FM T, Bt e e s i LE.

ii

+ K

§ 1 £ £ & 58 £ ¢ %

i1

g

a2 o
o

4.5

w3

yﬁ,?
50

35
mimd

K1 4 R HLBRA 25 A0 A BRI ¥ 2 18 1 B B s B8 I (2 ng/L)

VE: 1,2: HERE, WEREE-D6: 3. LBLHREE, 4,5: BAEE, FALRE-D6, 6,7 R, Ehuik

-DS.

8.2 EESH

Hirfe ama etk nl)a, R e ES T emil, HuisikeE.




8.3 £RITE
FRHEAE R bR AL A4 A 06 THI R B ot 7 B PR B P 06 TET AR AR i i, 483K (3D iF
FRE S HAME AV IR

p=&v‘/1xf (3)

X p—FEdh T BRI EIRE, ng/Ls

pr——M IR HEI £ BB AR HARYIIIR L, ng/Ls
Vi—E R AR, ml;

V—IKFEAARR, ml;
f—RREAEEL

8.4 HERET

BIME LSRR T 10pg/LIS Bl Or B AT B0 HE RT3 T 10pg/ LI, K fx
SRS = R VA

9 BHREMERE

9.1 BEE
9.1.1 EiEE#HEE

BEREHEREE: 6200 %% H A SV InFRilk B 292.0pg/Ly 20.0pg/L i3 KA St 2R 4T
FEE LM E, SLU8 = WA A RUERZE N 1.7%~15.5% 1.8%~19.9%; SZ46 = [a]AH XA v
WZER: 6.3%~18.5% 3.2%~10.4%; HEVERAN: 0.3~0.5pg/L. 2.5~53ug/L; FHIMERR
N: 1.2~1.7pg/L. 3.2~4.4png/L.

6 2 U = Xt HARME A WIINAR IR E 2.0ng/Ly 20.0ug/LIHL T KRE i EAT 4 25 B 52
S AT AR IR 25 N 1.6%~14.2%- 1.6%~17.7%; SZU& = (A AHG bRUER 2 A : 7.8%~
11.0%- 4.5%~16.2%; BEEVERAN: 0.3~0.8ug/L. 3.2~5.4pg/L; FIMERA: 1.2~ 1.5 ug/L.
3.9~5.2ug/L.

9.1.2 BEEZFEEUE

B AH A 65K SELG S0 H ARG S INARIKE N2.0ug/L 20.0pg/LI AR 515 K RE i i
ITREEEME, LU= AR FRHEIRZE N : 2.0%~18.5% 1.3%~17.2%; SZ4& = (B A XA
HEMWZEN: 9.7%~16.9% 3.1%~16.4%; BHEEMERN: 03~0.9ug/L. 3.2~6.2ug/L; FILME
FRA: 1.5~ 1.6ug/L. 3.1~5.1pg/L.

6K 256 = X H AL S Inbr ik FE 42.0pg/L 20.0pg/L 200.0pg/LI TV KK CRFED
FE AT R 55 BE W 5 , S5 28 N A BRI R 22 9 : 3.7%~19.1%+ 1.7%~19.7%-2.9%~ 13.8%:;
S S AT R IR ZE M : 4.8%~16.9% 4.1%~14.2%. 3.9%~12.3%; BRI A:
0.3~0.6ug/L+ 4.5~6.0ug/L\ 29~45ug/L; FHILIERR: 1.3~ 1.6pg/L. 3.6~4.9ug/L. 10~14pg/L.



9.2 EHME
9.2.1 EHRE#HEE

BB 65K S50 50 H bR S INbR R B o 2ug/L 20pg/LITHIERAKFE 34T T 40
BEd 52 , Ik BSR4 530 5870.0%~ 111%+73.0%~ 110%; kR IR B 24486 N (91.94+34.0)%
~ (99.6+13.4) %. (87.4%+18.4) %~ (105+£10.2) %.

65 S %= 0 A ARG SV INFR IR N2ug/L . 20pg/L I T K BE 34T T 04T, ks
ISR 3 N 77.5%~115% 68.5%~114%; JIFREICR R ZAA N (86.0+114.4) %~ (103
+16.2) %. (91.4%21.8) %~ (99.8+18.0) %.

9.2.2 BEIHEZERUE

] AH A 65K S i = % H AR AW INAR R A 2ng/L . 20pg/LIK AR 7515 KFE AT T
SIRTISE, INFRECER S 3 T70.0%~110% 69.0%~109%; Jidx[EI R & AEH N (90.0+
26.8) %~ (94.0+182) %. (88.5£242) %~ (94.7+6.0) %.

65K U = N H ML A WINAR R E N2pg/Ly 20pg/L. 200pg/LI TR K CEHEECD FE
FEAT T BT E AR R S BN 67.0%~111%. 73.0%~110%- 79.0%~110%; Jitxs
ISR IR AN (90.5426.0) % ~ (100£9.8) % (88.3+15.8) % ~ (100£8.4) % (90.2
+13.4) %~ (98.3+£8.2) %.

62 S Ie BN A A e (1.3ug/L) SBEHEBE (1.5pug/L) 1 TR CERIHED
I AINAR2ug/L 20ug/LiEAT 1 0 il €, s (I3 53 308 70.0%~112%. 67.0%~110%:
TR SR B BN (87.5422.2) % ~ (105415.2) %. (84.1£20.6) % ~ (99.2430.6) %.

i 5 FEE A Afl 52 25 SR e vk WL SR B

10 RERIEFMREIEE]

10.1 Z=HIRIE

FR20MFE R EERE I (D TF20 M RE D BB F i, 2 E T H AL E YRk
JE AR T J5 3 Y PR

10. 2 AR
REHE 2 IR AH ¢ 2 $0=0.995,
10. 3 FrERhZARE

FE20/HF il BRI (D F20/ Rt ) 20 5 — AN fH 28 o 103 B2 i b, DN
SR 5 i 2z R L AR R ZE R < 15%, 50, SIg LT AR v it 2

10.4 F1TH

FELOME A BUREIEIR. (D10 FERLD) B — A TATHE, PAT R 22 < 20%.



10.5 EAKMMFR

BE20FE S BUEERL IR (DT 200 BE D) REEAT — AN SRR INARFE ) 2087, BELREHEAE T bR
(R VAL 6 Y [l 87 428 1) 7 55 %~120%.2 8], [ AR FE B2 s 5] R 72 60%~130% 2 [H]

11 RiaiE

S A BRI TP, IR R R AR IR, BT BN SR EAT AR B



Mk A
(ST MR
T3 A B4 PR A0 E TR
R A gaH T AR E A H bR S H R AT E R PR
B A D7 Y BRAI E R R

FLIEBEREE ] A 2
Frs &R - -
o R W€ TR ot PR W€ FRR
(ng/L) (ng/L) (ng/L) (ng/L)
1 AR R 0.6 24 0.5 2.0
2 FR i1 0.5 2.0 0.5 2.0
3 15 R g 0.5 2.0 0.4 1.6
4 Fha 0.5 2.0 0.5 2.0

10




M1k B

(R BTRO
AR R EFUERE
B B.1 45t T EAREERRIA RO E R k. BB SRS AR

M B. 1 LR (EHEEFEE)
e few BEamE | bRk — %gg{%fr%%
o W4 " 1 (uglL) SIS WA AR UE | SEIGE A ARAE | BRI FRILIERR
G fZETEE (%) iz (%) (pg/L) (pg/L)
- 2.00 3.5%~9.0% 7.5% 0.3 12
| E=Kfd 20.0 3.7%~8.0% 6.6% 29 35
SRR 2.00 1.6%~6.2% 9.2% 0.3 12
Rk 20.0 2.9%~8.1% 9.0% 32 4.0
2.00 2.4%~13.9% 6.3% 0.5 12
5 R Jiz ok 20.0 1.8%~5.6% 4.8% 2.5 32
i3 ok 2.00 1.8%~10.6% 7.8% 0.4 1.3
20.0 1.6%~11.8% 16.2% 3.7 52
o | ek 2.00 1.7%~15.5% 6.6% 0.5 1.3
- 20.0 3.6%~11.6% 3.2% 3.5 32
I — 2.00 3.5%~7.0% 11.0% 0.3 1.3
20.0 3.2%~12.4% 11.7% 33 43
- 2.00 4.1%~13.1% 18.5% 0.4 1.7
A T 20.0 3.2%~19.9% 10.4% 53 4.4
% 2.00 3.6%~14.2% 8.3% 0.8 1.5
Rk 20.0 5.8%~17.7% 4.5% 5.4 3.9

11




B B.2 25t T BAHABGE I E R R ISR & AR o
PR B. 2 JVANIREE (EAAERGR)

& _ TR R A S
I oo IRk — —
= Wi | R B CuglL) W E NI ARAE | SRR E AR ARUE | EEMIR | LR
i T ZETa (%) iz (%) (pg/L) (pg/L)
2.00 3.7%~13.4% 16.9% 0.3 1.6
o~ ik 20.0 1.4%~8.1% 3.1% 32 3.1
1 2.00 4.8%~7.8% 14.2% 0.3 1.5
AR ](:j;fé: 20.0 3.4%~11.3% 4.1% 4.5 3.6
200 2.9%~7.0% 3.9% 31 10
K 2.00 2.0%~13.2% 14.9% 0.4 1.5
. 20.0 1.3%~9.3% 16.4% 3.7 5.1
2 E;}jj Tk 2.00 4.6%~13.8% 9.0% 0.5 1.4
T 20.0 1.7%~13.2% 14.2% 4.5 4.9
200 2.9%~8.9% 12.3% 29 14
2.00 3.3%~18.5% 9.7% 0.9 1.6
2 T 20.0 3.3%~12.6% 10.7% 3.5 43
3 FH Ji T 2.00 3.7%~15.4% 4.8% 0.6 1.3
i R 20.0 4.3%~18.1% 7.3% 6.0 43
200 4.3%~11.5% 8.5% 45 13
- 2.00 2.4%~15.0% 14.5% 0.4 1.5
. A 20.0 7.8%~17.2% 13.7% 6.2 5.0
4 - Tk 2.00 4.5%~19.1% 16.9% 0.5 1.6
T 20.0 6.5%~19.7% 9.0% 5.6 4.4
200 5.0%~13.8% 7.4% 44 12

12




R B34 T EEERARIHE b .
M B.3 TiiEHMERRE (BRI

Inkre g -
F b B 42 R e it ECRTER (%) P28 (%)
(ug/L) ’
2.00 84.5-104 95.2414.4
R IK
. 20.0 90.0-109 98.6+12.8
1 EAb IR R
2.00 77.5-103 91.9+17.2
R K
20.0 85.5-111 99.8+18.0
2.00 87.5-104 97.1+£12.4
HiR K
- 20.0 97.5-110 105+£10.2
2 F frc i
2.00 96.5-115 103+16.2
iRk
20.0 68.5-114 98.34+31.2
2.00 89.0-106 99.6+13.4
HiR K
) 20.0 91.5-99.0 94.3+6.0
3 LT P
2.00 79.5-107 93.2420.4
R K
20.0 76.5-102 91.4421.8
2.00 70.0-111 91.9434.0
R IK
20.0 73.0-101 87.4+18.4
4 i
2.00 78.0-97.5 86.0+14.4
R K
20.0 88.0-99.0 92.448.4

13




= B4 g T A RS RGE PR B TR b
M2 B. 4 JrvkvERGE CEAH AR

th &4 ARk B —
FE | PEhT . IR (%) P25 (%)
R (pg/L)
o 2.00 70.0-110 92.1431.2
HETETE K
20.0 89.5-97.5 94.7+6.0
) 2.00 67.0-105 90.5426.0
TAkEEK (R
1 HA R R HELD) 20.0 97.0-107 100+8.4
200 94.5-105 98.3+8.2
TAbEK (F 2.00 70.0-104 90.3+24.4
[aIHEED 20.0 76.5-106 90.3+20.0
o 2.00 73.5-106 90.0+26.8
AETETE K
20.0 69.0-109 94.0£30.8
) 2.00 85.0-111 98.3+18.0
) Tk G
2 FH et HEED) 20.0 73.0-110 96.7£27.6
200 79.5-110 96.64+23.8
TEK (F 2.00 93.5-112 105+15.2
[ajHEED 20.0 70.8-110 99.2+30.6
o 2.00 84.5-110 94.0+18.2
HETETE K
20.0 79.5-105 93.8420.0
) ) 2.00 95.0-106 100+9.8
SRR | ToalkRK s
3 ] 20.0 89.5-109 96.5+14.2
T HEED
200 90.0-108 96.0+16.4
TAbEK (F 2.00 89.0-95.0 91.2+4.6
[aIHEED 20.0 85.7-108 99.2+14.8
o 2.00 75.5-108 93.3427.2
HETETE K
20.0 71.0-102 88.54£24.2
) 2.00 69.5-106 90.94+31.0
Tk (&L
4 IR HEED) 20.0 77.5-96.5 88.3+15.8
200 79.0-100 90.2+13.4
TEK (F 2.00 70.5-98.5 87.5422.2
[ajHEED 20.0 67.0-94.0 84.1+20.6
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