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HoLEK:2m
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G= 3 AL-ES DA EEDR £ BALGWFr) Y —HRRE
i,optvac -
FO—RF7HS L TARRT (AHRT)AF L . .
PI:0.18 mm %% :0.53 mm non-coated capillary (2 mX0.1 mm i.d., Restek)
P:0.10 mm o RN Rxi-1ms (10 mx<0.53 mm i.d. X 1 um, Restek)
AOFEEDL = I ) ) .
R | = SilTite p-Union (SGE Analytical Science)
BHLBNFP) VY —HRRE HS LB DEHELSERMYIZIET
I2TES
9 10
GCRUMSD&EH (/\OEFER)
Haroacetic acids
Gas chromatograph 7890A (Agilent Technologies)
Carrier gas N2 He
Iniection mode Pulsed splitless Splitless |
/ (20 psi, hold 0.7 min) (hold 1 min)
Split ratio - -
| Injection volume Sul 2ul |
Injection temperature 200 °C 200 °C
| Initial injection pressure 0.681 psi 7.069 psi |
Flow rate (constant flow) 0.2 ml min”" * 1.0 ml min”"
f& 50 °C (2.8 min hold), 40 °C (2.8 min hold),
/ \ I:I EQ 15°Cmin” t075°C,  15°Cmin” t075°C,
Oven temperature 10 °C min™ to 100 °C, 10 °C min™" to 100 °C,
20°Cmin” t0200°C 2 20°C/ min™ to 200°C (2
min hold) min hold)
Total run time 13.967 min 14.633 min
Mass spectrometer 5975C VL MSD (Agilent Technologies)
Ionization method EI EI
Electron multiplier (EM) voltage 1694V 1682V
Interface temperature 230°C 280 °C
Solvent delay time 1.50 min 3.10 min
11 Foreline pressure 32.0 mTorr 56.9 mTorr 12

* The flow rate at the guard column outlet.




ZHMETE (NOEFER)
N — L
/ \ D EIFEJ&' 0) 7 D 7 I\o 7 .L\ ( N 2+ H e tt $§i) Chloroacetic acid Dichloroacetic acid Trichloroacetic acid
Nz He Nz He N2 He
Retention Time (min) 2.19 4.60 3.29 5.81 4.53 7.06
712 S(IQM Scan ?g‘“}’f‘egs 77 (108) 83 (85) 117 (119)
o uan ion (Qual Ion
1600 ~1,23-ryynnJosy N2 5“'—
Peak width at half
eak width at ha 0038 0,020 0.047 0.021 0.047 0.024
height(mm)
1000 . .
Aria:4215 Aria:3372 Tailing Factor 0.99 0.98 1.00 1.06 1.01 1.09
g;;\?f 1916:; S/N:43.5 S/N:36.3 HETP (mm) * 055 0.10 037 0.07 0.20 0.06
o4yon Coefficient of determination
| oo |PonniE M ROERE ) 0.998 0.999 0.999 0.999 0.999 0.999
N — (RD)
0 T " Limit of quantification 0,002 0,002 0,002
B> 220 3.00 4.00 5.00 (mg L-I) -
758y 26000 ki o Accura
—1,2,3-~)yonrosiy ceuracy 943 96.6 9.1 97.3 90.4 98.4
20000 (Recovery %)
He 2uL _ Aria: 48881 Rpeatabllty 43 26 26 53 52 63
Aria: 11345 S/N:642 Aria: 32880 (RSD %)
10000 SIN:57.2 S/f;\? a3 ) e Procisi
1SHanEE : ntermediate Precision
|oOOFE I (RSD %) 5.4 4.9 11.1 7.4 6.9 7.8
. L by oOOEEE
ww—> O 3.50 4.00 4.50 5.00 5.50 6.00 6.50
14
GCRUMSO&EH (RILLTILTER)
Formaldehyde
Gas chromatograph 7890A (Agilent Technologies)
Carrier gas N2 He
o Pulsed splitless Split
| Injection mode (5 psi, hold 0.2 min) (hold 1 min) |
Split ratio - 49:1
| Injection volume 1pl 1ul |
Injection temperature 200 °C 250°C
| Initial injection pressure 0.681 psi 9.785 psi |
Flow rate (constant flow) 02 mlmin” 1.2 ml min”
I — >
/ \)L la F )LTt I\ 50 °C (2 min hold), 50 °C (2 min hold),
Oven temperature 20°C min”" to 200 °C 3 20°C min" to 250 °C (€]
min hold) min hold)
Total run time 12.5 min 15 min
Mass spectrometer 5975C VLMSD (Agilent Technologies)
Tonization method EI EI
| Electron multiplier (EM) voltage 1694 V 1682 V
Interface temperature 230°C 280 °C
Solvent delay time 3.50 min 3.50 min
15 Foreline pressure 32.0 mTorr 66.8 mTorr
* The flow rate at the guard column outlet. 16




ZUMEHE (RILATILTER)

= > » = s Formaldehyde
RILLTILTERDIATRSS L (N, Hetb ) ol
2
Retention Time (min) 4.63 5.77
- SIM Sc'an parameters 181 (195)
800 Quan ion (Qual Ion)
Area:41792 N, 1puL
S/N:733 Peak width at half height(mm) ~ 0.037 0.015
1000 —RILLTILTER s
-oanThy | Tailing Factor 1.01 1.15
HETP (mm) * 0.12 0.04
J L Coefficient of determination
5 0.998 1.000
04(‘)0‘ ‘ ‘5(‘)0‘ ‘ ‘6(‘)0‘ ‘ ‘7(‘JO‘ ®)
i ’ ’ ’ ’ Limit of quantification
4 0.008
7ivgva 6000 (mgL™)
Area:18825 Accuracy
7.1 8.4
H 4000 S/N:699 (Recovery %) ? o
€ 1 HL —RILLTILTER Rpeatability 16 34
-oaas7hy (RSD %) :
2000 k
Intermediate Precision
35 7.1
0 Jk N (RSD %)
B> 5.00 6.00 7.00 17
18
GCRUMSO&EH (Tx/—ILEH)
Phenols
Gas chromatograph 7890A (Agilent Technologies)
Carrier gas N2 He
. Pulsed splitless Splitless |
| Injection mode (10 psi. hold 0.4 min) (hold 1 min)
Split ratio - -
| Injection volume 3ul 1pl |
Injection temperature 150 °C 250°C
| Initial injection pressure 0.681 psi 12.675 psi |
Flow rate (constant flow) 0.2 ml min”' ) 1.5 ml min”
o 50 °C (2 min hold), 50 °C (2 min hold),
7I/—)I/¥E 5°Cmin”' to 80°C, 5°Cmin” to 80°C,
s~ Oven temperature 10°Cmin” to 140°C,  10°Cmin” to 140 °C,
20°Cmin” t0200°C(5  20°Cmin”" to 280°C (5
min hold) min hold)
Total run time 22 min 26 min
Mass spectrometer 5975C VLMSD (Agilent Technologies)
ITonization method EI EI
Electron multiplier (EM) voltage 1694 V 1682V
Interface temperature 230°C 280 °C
Solvent delay time 7.50 min 7.50 min
Foreline pressure 32.0 mTorr 81.3 mTorr
19 * The flow rate at the guard column outlet. 20




T (Jz/—ILEE)D

— % ;= H Phenol 2-Chlorophenol 4-Chlorophenol
71/ )L*EODOD?FO 7_L\(N2\ Hettiﬁ) eno Chlorophenol Chlorophenol
N2 He Nz He Nz He
Retention Time (min) 8.50 8.18 11.42 11.34 11.95 11.88
7iiva 1500 SIM Scan parameters 151 (166) 185 (200) 185 (200)
N 5 3 p L Quan ion (Qual Ton)
Peak width at half
1000 cak width at ha 0.071 0.034 0.057 0.031 0.057 0.032
Area:1879  Area:1332 height(mm)
Area:10623  Area:2697 Area:3637 S/N:24.5  SIN:17.3 Aia05 Tailing Factor 0.91 1.00 0.91 1.00 0.97 0.99
500 S/N:82.5 S/N:44.2 S/N:53.7 e a o | ria: 965
e 265 9mazn-h) L2AVIRTE g 463 HETP (mm) * 0.13 0.09 0.05 0.04 0.04 0.04
e
A 2-9aR71/-b] 14-han7z/-) A 12,4,6-M)50072/~1l Coefficient of ;ietermmanon 0,999 0,999 0,999 0.999 0,999 0,999
T T T (R
mm—> 0 800 10.00 13.00 15.00 Limit of quantification
0001 0001 0001
71VEY2Z 15000 (mgL) 0.000 0.000 0.000
He 1puL Accuracy 89.4 100.7 99.5 102.7 101.1 104.5
10000 (Recovery %)
Area:7913 Area:6581 il
Area: 49937 SIN-169  S/N-116 Rp}:ggbjty 49 25 25 1.4 1.9 22
5000 S/N:352 Area: 10852 Area:16832 Area:4376 (RSD %)
B SIN:162  SIN:157 o6 ynpyemy, (245 ommoz-  S/N:44.9
Intermediate Precision
2-9an7z/-) 4-9on7z/- — . . . . . .
J T i ) [\2 6190720 (RSD %) 122 8.5 5.7 43 5.8 53
mm—> O 800 10.00 13.00 15.00
21 o
ZLEEEE (Iz/—ILE)Q
2,6-Dichlorophenol 24-Dichlorophenol 2.4.,6-Trichlorophenol
Nz He Nz He Nz He
Retention Time (min) 13.64 13.64 13.89 13.87 15.28 15.29
SIM Scan parameters
219 (234 219 (234 253 (2
Quan ion (Qual Ion) 9234 9234 >3 (268)
Peak width at h
cak width at half 0.053 0.032 0.055 0.037 0.041 0.038
height(mm)
Tailing Factor 1.03 0.88 1.01 1.00 1.00 1.01
HETP (mm) * 0.03 0.03 0.03 0.04 0.01 0.04
Coefficient of determinati ———
oeticiet of JETermmaion 0,999 0.999 0.999 0.999 0.999 0.999 BB SH7 (T2
e A= RisJ
Limit of quantification
p 0.0001 0.0001 0.0001
(mgL")
Accuracy
101.2 107. . 111, 100.2 11
(Recovery %) 0 07.6 99.8 7 00. 9
Rpeatability
(RSD %) 2.7 2.0 3.1 2.1 45 12
Intermediate Precision
RSD %) 6.6 63 6.6 47 6.2 3.4
o 24




fERIRIRIE B D2IEE

KEEERBERDREIEE

L N o > KEHBIH S ADREOREICET 2 BEEEDAES E RV
> KEFAHIZRIREEEZEICONT BMAAFRESIE TEERTEEOBESEICOWT TEHE BAEIES
ADRED RIS TR S
SREmD) pag | RERO  BHRORE e E'( )
- N e TE TR s ® BEREmgD  (mgL (gD
SREm) pag | DERO  HHGORE EEE ) iRiiime & & (mg/L)
BEREmeL) (gl (mg/L) ST ALFR 200 2 00025 0000025 _ 0008 0.0008
EDD 200 2 0.05 0.0005 0.003 0.0003 7/ THhLT 200 2 0.0075 0.000075 0.03 0.004
FART AT 200 2 0.05 0.0005 0.02 0.002 ey F 200 2 0.025 0.00025 0.008 0.0008
AT/ > 200 2 0.025 0.00025 0.005 0.0005
N s m N s sAaA&ZA=I)L 200 2 0.0125 0.000125 0.05 0.004
KB, TIFFRAEE MTKRERE 1
HF kd—__% = *ﬁjﬁlﬁ ‘H_’J'T K = R_t_% & A 7ARYKRR 200 2 0.0125 0.000125 0.008 0.0008
Jrx= hAFHY 200 2 0.05 0.0005 0.003 0.0003
T = AN =
N, v )V —HRATOEESMTETHLLEEDON TS {V7RFET> 200 2 0.05 00005  0.04 0.004
N AV FHFHY 200 2 0.075 0.00075 0.008 0.0008
oo 71>y = R
IE'E* Iﬂiﬁé -G‘j:‘ GC/MSO) NZ#’VU’V jjx%”'h‘&)-cl'\fd‘l'\ salL=rA7 v 200 2 0.125 0.00125 = 0.0001
EPN 200 2 0.1 0.001 0.006 0.0006
25 26
u:u
—— /
mﬁgwﬁﬁaw E111EH
AT 0.00-21.99 TIC 1.0 mg/L 2 6 1; dichlorvos
os ’ 2; fenobucarb P -
%0 - . arameters of LP-GC/MS (N, carrier)
o N, 5uL 3; simazine TRACE 1310 TSQ 8000
. 4; propyzamide Gas chromatograph (Thermo scientifc) Mass spectrometer (Thermo scientific)
75 5; diazinon 5
7o 1 6: chlorothalonil Carrier gas N, Tonization method EI
9 ;
o 5 7; iprobenf i
; iprobenfos . Pulsed splitless .
§ :Z 8: fenitrothion Injection mode (300 kPa, hold 0.7 min) | Measuring method SIM
s 9; thiobencarb o .
[ 4 7 10; isoprothiolane Sl?ht r‘atlo - | Electron multiplier (EM) voltage 1743.6V
g, T, . [Injection volume 5ul | Interface temperature 250 °C
13 11; isoxathion —
35 1 12; chloronitrofen Injection temperature 250 °C Ton source temperature 150 °C
:: 1 1 13; EPN Initial injection pressure 5 kPa Foreline pressure 55.0 mTorr
20 3 8 Flow rate (constant flow) 0.04 ml min”’

ML el

12 13 14 1 17 18 19

5 ¢ 7TV 40t 15

Guard Column(RESTEK) 1m X 0.1mm

Rxi®5ms(RESTEK) 15mX0.53mm X lpum
27

50 °C (2 min hold),
20 °C min’ to 120 °C,

Oven temperature B
10 °C min™ to 280 °C,
(2 min hold)
Total run time 23.5 min

28




BERIEIEBMD2IER
RO TFAR /7311/7‘

IR

HIEEHM2IEE

ROV FARUAIILT 0.01 mg/L

Tima Gmiry

31

——— RT: 0.00 - 21 @a
e 20000 Simazine 50000 s Simazine i’fz
ES 40000 m/z 201 40000 m/z 201 205
: 30000 RT 13.87 min 30000 RT 13.89 min %A?Sgs"z"gf
- 20000 RM 0.05 mg/L 20000 RM 0.01 mg/L
:9 10000 V= 2E+06|;<22:§795919%9x -9125 Area 17755 10000 ¥ = 2E+06x2 + 275109x - 912.5 Area 2161
e : R2 =0.9999
e s 0.05 0.1 015 \ 2/1;17(1159)855 L% % 0.05 0.4 0.15 zﬂj/(_ 5) 12.9 %
& 0.01 - 0.1 mg/L J V.(0=3) 5.1 % ' ' vAn=I) ST
= » T e e e . 0.01-0. 1 mg/L | “ ” |
T 250000 e . Thiobencarb 250000 B %% Thiobencarb
g: 200000 m/z 100 200000 - m/z 100
%, 150000 RT 16.5 min 150000 RT 16.45 min
b 100000 RM 0.05 mg/L 100000 RM 0.01 mg/L
= 50000 V= 7E+06§ + %%B%%x +21535 ?/rlfla 293352 50000 Y = 7E+06x2 + 2E+06X + 2153.5 Area 17130
o ol 2= 0. : R? = 0.9999
: 0 0.05 0.1 0.15 C.V.(n=5) 2.2 % *o 0.05 0.1 0.15 ?j/lj/ 4—95 25 %
. 0.01 - 0.1 mg/L 0.01 - 0.1 me/L V.(n=5) 2.5 %
P 5 Py 5 & Ed a 3 AR N o 1 T 15 e 3 & S Py P 1 2 3 4 5 6 7 8 9 10 .nm;T(min) 12 13 14 15 16 17 18 19 20 21
29 30
\ ~ S K\ [e] > — ™ g \ \‘
DYU0IWARR, Ix/THILD TJaEYIR FA4T7D
o B 45000 e e B : =
>3 Dichlorvos 40000 1y = 2RE+0€(5)><9-9 237-18 zzzgzz y = 2E406x + 2E+06x - 1149.7 i Propyzamide o
o 5 2= 0. R?=1 ozon
=2 m/z 109 30000 100000 m/z 173 .
i . 25000 RT 14.39 min
=3 RT 7.16 min 20000 300000
;o 15000 200000 RM 0.025 mg/L
== RM 0.0025 mg/L 10000
100000 Area 39543
=] Area 3542 5000 0l ‘ : : ‘ : ‘
ZE S/N 12 o 0.01 0.02 0.03 0 005 01 015 02 025 03 gnj]( 1353) 41%
=0 Vun= . (4
= C.V.(n=5) 7.0 % 0.0025 — 0.025 mg/L 0.025-025mgll. .
s Fenobucarb 200000 y= 4RE2+_ot(3)x9-9 3&1;7047 Zzgggg = 1E+06x- 12208 Diazinon TR
3, m/z 121 150000 o 250000 R?=0.9993 m/z 137
=2 RT 12.29 min 100000 iggggg RT 14.55 min
;5 RM 0.005 mg/L 50000 100000 RM 0.025 mg/L
<2 Area 16158 0 ‘ ‘ ‘ ‘ ‘ ‘ 5°°°g Area 25254
=3 S/N 36 0 001 002 003 004 005 006 0 005 01 o0i5 02 025 03 S/IN 77
Z CV.(=5) 6.1 % 0.005 — 0.05 mg/L 0.025 - 0.25 mg/L L.M C.V.(n=5) 1.6 %

32




sO0420=)L . AFARKR

ooy 140000 y = 6E+06x? + 629810x + 2781 Chlorothalonil

o3 120000 2- oo
2100000 vl m/z 266 -
723 80000 RT 14.91 min

o o RM 0.01 mg/L

22 40000 "

SeZ 20000 Aria 9931
Hoar——— SIN 12

= 0 002 004 006 008 01 012 C.V.(n=5) 53 %

?s 0.01 - 0.1 mg/L e ’

=22 300000 Iprobenfos P
274 250000 | y = 6E+06X2 + 2E+06x - 2604.4

722 200000 R?=0.9997 m/z 91 .

223 150000 RT 15.06 min

=3 100000 RM 0.01 mg/L

£ M ‘ Aria 17790

::’:r 0 0.02 0.04 0.06 0.08 0.1 0.12 S/N ] l

b 0.01 = 0.1 mg/L = C.V.(n=5) 14.0 %

33

Jz=kOFAT AVTAFATY

AT 0.00 21 " 300000

Fenitrothion 250000 | y = 1E+06x - 5975.6
m/z 125 200000 R# = 09995

RT 16.23 min 150000
RM 0.05 mg/L 100000
Area 45078 50000
S/N 73 04
CV.(n=5) 24 %

0.“35 011 O.‘15 0‘.2 0.‘25
0.025 - 0.25 mg/L

1o Tima cmin

. 300000
Isoprothiolane
250000

m/z 1138 200000
RT 18.50 min 150000
RM 0.05 mg/L 100000
Area 43388 50000

0+

S/N 40 0 005 01 015 02 025

y = 1E+06x - 3049.6
R2 = 0.9988

C.V.(n=5) 4.1 % 0.025 - 0.25 mg/L

Time (e

34

AV FAr. . yo0=—rOJzy

e 250000

o Isoxathion 200000 y= 8';8325;23)(95982961

j: m/z 105 ) 150000

= RT 1898 min | y5000
§ = RM 005mg/L  _ .,

3 Area 33362 o4 ‘ ‘ ‘

2 S/N 23 0 0.1 02 03
= CV.n=5) 24 % 0.025 - 0.25 mg/L

3 Chloronitrofen 50000

o = 164601x - 1553.4

2 m/z 317 s0000 |7 BT 0 o000

<4 RT 19.98 min 30000

3 RM 0.1 mgL 20000

=3 Area 15055 10000

= S/N 36 0 ‘ ‘
=0 0 0.1 0.2 0.3

= CV.(n=5) 10.0 % 0.025 - 0.25 mg/L

Time (mim

35

sOE=ka7z 0.025 mg/L

Chloronitrofen 20000 y = 164601x - 1553.4

m/z 317 40000 R2 = 0.9992

RT 19.96 min ZZZZZ

RM 0.025 mg/L

Area 3051 10000

SIN 8 °0 o1 02 03

C.V.(n=5) 4.7 % 0.025 - 0.25 mg/L.

Time (mim

HRETRIE
o L BREBO  RphoRE i
AREmL) TRE2 - ()
RIEEE (mg/L) (mg/L) (mg/L)
(mg/L)
ZA=p | 2= = by 200 2 0.125 0.00125 - 0.0001
A=D1 7= = % 200 2 0.025 0.00025 - 0.0001
7= 2=t = R 300 1 0.025 0.0000833 - 0.0001
o=tz v 500 1 0.05 0.0001 - 0.0001

36




EPN

% EPN
2 miz 157

“2 RT 21.24 min
RM 0.1 mg/L
Area 185597
S/N 83
C.V.(n=5) 6.4 %

SawneLARIOGOO
geaoaoaodos o

600000
500000
400000
300000
200000
100000

0 -

y = 2E+06x - 17405
Re =1

0

0.1 0.2

0.025 -0.25 mg/L

Time (min
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CBIEBRTEENAVDSELD T, §HSGC/MSTERIETES

{BL. REZEO.53UMMD AT LMNEFE TELNEENHD

LISV AVER. REREEEREMICEELTOED
E—ORIENSA. SEOIOTNT S LTI BEITRL

CBERETILUETLAVWERHH ) A, HHEAEE5uLETEMN

THENTED

. REERD He LIZIZREE

. BERAAQEREN DAL
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