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GCRUMSDEH (/\OEFE)

Haroacetic acids

Gas chromatograph

NOFEEEDSOT RS A (N, Hetb )

Carrier gas N2 He
Lo Pulsed splitless Splitless R
| Injection mode (20 psi, hold 0.7 min) (hold 1 min) | 7 .
Split ratio - - 1600 <1.28-kynn7nssy N2 SIJ.L
| Injection volume Sul 2ul |
Injection temperature 200 °C 200°C
| Initial injection pressure 0.681 psi 7.069 psi | 1000 Area:4215 Area:3372
Flow rate (constant flow) 0.2mlmin'l* 1.0 ml min”* é;ﬁa_l?esa S/N:43.5 S/N:36.3
50°C (2.8 min hold), 40 °C (2.8 min hold), o I alal: FUoOO R
15°Cmin t075°C,  15°Cmin™ t0 75°C, |7nOEFE A ]
Oven temperature 10°Cmin” t0 100°C,  10°Cmin”" to 100 °C, 0 — T —1
20°Cmin” t0200°C 2 20°C/ min” to 200°C 2 w220 3.00 4.00 5.00
min hold) min hold) 7rvava 26000 12 3-|~U7|:||:|j|:|l\°>
Total run time 13.967 min 14.633 min
20000
Mass spectrometer He ZHL Area:48881
o Area: 11345 S/N-642
Tonization method EI EI 10000 S/N:57.2 : Area:32880
Electron multiplier (EM) voltage 1694V 1682V \HOOEES (D274s]sfii3: S/N:243
Interface temperature 230°C 280 °C A k —h)HOOEE:
Solvent delay time 150 min 3:10 min ww— O 350 400 450 500 550 6.50
Foreline pressure 32.0 mTorr 56.9 mTorr 13
* The flow rate at the guard column outlet.
ZYMEE (\OFFER)
Chloroacetic acid Dichloroacetic acid Trichloroacetic acid
Nz He Nz He Nz He
Retention Time (min) 2.19 4.60 3.29 5.81 4.53 7.06
SIM Scan parameters 77 (108) 83 (85) 117 (119)
Quan ion (Qual Ion)
Peak width at half 0.038 0.020 0.047 0.021 0.047 0.024
height(mm)
Tailing Factor 0.99 0.98 1.00 1.06 1.01 1.09
HETP (mm) * 0.55 0.10 0.37 0.07 0.20 0.06
Coefficient of determination 0.998 0.99 0.999 0.999 0.999 0,999 l/ l/ — t I\\\
®) : : : : : : / I S ) -L\ j ) T
Limit of quantification
1 0.002 0.002 0.002
(mgL")
Accuracy
(Recovery %) 94.3 96.6 90.1 97.3 90.4 98.4
Rpeatability
(RSD %) 43 2.6 2.6 5.3 5.2 6.3
Intermediate Precision
4 4. 11.1 4 3
(RSD %) 5 9 7 6.9 7.8
15 16




GCRUMSOEH (RILLTILTER)

Formaldehyde = N » = $-‘-
HRILLTILTFERDSETRT S5 L (N, He kb k)
Gas chromatograph
Carrier gas N2 He
Iniection mode Pulsed splitless Sphit s
| J (5 psi, hold 0.2 min) (hold 1 min) TR a0
Split rati - 49:1
p- r.a io Area:41792 N2 1 IJ-L
| Injection volume 1 ul 1 ul S/N:733
Injection temperature 200 °C 250 °C 1000 AL LT ILFER
«—7~ T —_
| Initial injection pressure 0.681 psi 9.785 psi -onos7hy
Flow rate (constant flow) 0.2 ml min”* ) 1.2 ml min” A—‘ f
50 °C (2 min hold), 50 °C (2 min hold), J L
Oven temperature 20°Cmin” 0200°C(3 20°Crin” 10250°C 3 s 0400 500 " 6.00 00
min hold) min hold)
715y 6000
Total run time 12.5 min 15 min Area: 18825
Mass spectrometer H 4000 S/N:699
e 1uL —RILLT LFER
Tonization method EI EI 1 HOoThY
| Electron multiplier (EM) voltage 1694 V 1682V 2000
Interface temperature 230°C 280 °C
Solvent delay time 350 min 3,50 min 0 . N
Foreline pressure 32.0 mTorr 66.8 mTorr NN 5.00 6.00 7.00 18
* The flow rate at the guard column outlet. 17
ZLMEHE GRILLZILTER)
Formaldehyde
N, He
Retention Time (min) 4.63 5.77
SIM Sc.an parameters 181 (195)
Quan ion (Qual Ion)
Peak width at half height(mm) 0.037 0.015
| Tailing Factor 1.01 L15
HETP (mm) * 0.12 0.04
Coefficient of determination %
0.998 1.000 7 / _ ) l/
R L *H
Limit of quantification
1 0.008
(mgL")
Accuracy
97.1 98.4
(Recovery %)
Rpeatability 16 34
(RSD %)
Intermediate Precision 35 71
(RSD %)
19 20




GCRUMSDEHE (7z/—ILFE)

Phenols * Nl $-‘-
2z /—)LEEDO /AT 5L (N, Helb i)
Gas chromatograph
Carrier gas N2 He
| Injection mode Pul.?ed splitless. Sp]illes$ | Privgvz 1500
(10 psi, hold 0.4 min) (hold 1 min)
Split ratio - - N 2 3 p. L
| Injection volume 3ul 1ul | 1000
Injection temperature 150 °C 250 °C 2;332118579 Area:1332
| Initial injection pressure 0.681 psi 12.675 psi | Area: 10623 Area:2697 Area:3637 o SIN:17.3 .
P | 500 S/N:82.5 S/N:44.2 S/N:53.7 o6y 12,4 b Area:965
Flow rate (constant flow) 0.2 ml min”' 1.5 ml min” \zi—n i Ty S/N:16.3
. o . T/
50°C (2 rlmn hold), 50°C (2 rlnm hold), 2-90m71/-1b| 14-9an7z/—- ) 12.4.6-1)707T—1
5°Cmin" to 80 °C, 5°Cmin” to 80°C, L . . AN .
Oven temperature 10°Cmin” t0 140°C,  10°Cmin” to 140 °C, wm— 0 800 10.00 13.00 15.00
20°Cmin” t0 200°C(5  20°Cmin” to 280 °C (5 PIVEYA 15000
min hold) min hold)
Total run time 22 min 26 min He 1 U'L
10000
Mass spectrometer Area:7913  Area:6581
Area:49937 S/N:169 S/N:116 )
Tonization method H E 5000 S/N:352 Area:10852 Area:16832 253341376
Electron multiplier (EM) voltage 1694V 1682V 19z/—1 S/N:162 SIN:157 56y ynmyzs-n) 124-Y90072/-) 144.9
Tnterface temperature 230°C 280°C e S s [\12.4.6-+pmm72/-n
A A
Solvent delay time 7.50 min 7.50 min 0
Foreline pressure 32.0 mTorr 81.3 mTorr = 8.00 10.00 13.00 15.00
* The flow rate at the guard column outlet. 21 22
ZLMEFE Oz/—LEO ZLHMEETE (Oz/—ILEE)Q
2-Chlorophenol 4-Chlorophenol 2,6-Dichlorophenol 24-Dichlorophenol 24,6-Trichlorophenol
No N> He No He N> He No He N» He
Retention Time (min) 8.50 11.42 11.34 11.95 11.88 Retention Time (min) 13.64 13.64 13.89 13.87 15.28 15.29
SIM Scan parameters 151 (166) 185 (200) 185 (200) SIM Scan parameters 219 (234) 219 (234) 253 (268)
Quan ion (Qual Ion) Quan ion (Qual Ion)
Peak width at h: Peak width at h:
eak width at half 0.071 0.057 0.031 0.057 0.032 ealk width at half 0.053 0.032 0.055 0.037 0.041 0.038
height(mm) height(mm)
Tailing Factor 0.91 0.91 1.00 0.97 0.99 Tailing Factor 1.03 0.88 1.01 1.00 1.00 1.01
HETP (mm) * 0.13 0.05 0.04 0.04 0.04 HETP (mm) * 0.03 0.03 0.03 0.04 0.01 0.04
Coefficient of determination Coefficient of determination
(Rz) 0.999 0.999 0.999 0.999 0.999 R 0.999 0.999 0.999 0.999 0.999 0.999
Limit of quantification Limit of quantification
N 0.0001 0.0001 B 0.0001 0.0001 0.0001
(mgL") (mgL")
Accuracy Accuracy
4 . 102. 101.1 104. 101.2 107. . 111. 100.2 111.
(Recovery %) 89 99.5 02.7 0 04.5 (Recovery %) 0 07.6 99.8 7 00, 9
Rpeatability Rpeatability
4.9 2.5 1.4 1.9 22 2.7 2.0 3.1 2.1 4.5 1.2
(RSD %) (RSD %)
Intermediate Precision Intermediate Precision
(RSD %) 12.2 5.7 4.3 5.8 5.3 (RSD %) 6.6 6.3 6.6 4.7 6.2 34
23
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fERIRIRIEB D2IHE

> KEFBITHRIREREEICIDONT BME4FERESIS
ADBEEROREICETHREHRE

A
SREmD map  RERO  BEmoSE e # j;EEE
BESEmgL)  (mgl)  (mg/L)
(mg/L)
D2 200 2 0.05 0.0005 0.003 0.0003
FARYALT 200 2 0.05 0.0005 0.02 0.002

PKE#E, TIRBEXMEE TKRERE L

N+ —H R TOBESHFIFHLNEEDATNS
75 A TIL. GOMSOD N, v ¥ —H REZRHTLVEL

25 26
o
KEEEMERDREI1IER BRESHEE O2HE +
KHE =5 R KEBLEHRIEL ORE1EE
Im =
IKETEBICRD ANOEBEOREICEIZIREBELEDHNTESERD 1: dichl
BEEREBEBEOAEAEICOWVWT ERLHE BARIZ2IES " TIC 1.0 mg/L 2 6 ” f;og:;:b
N 5 5“'— 3; simazine
HETRIE 4; propyzamide
s e | RERO  BEGOBE  fstE 4 propyeami
ABEmML TRE _ (#) > drazinon
RIERE (mg/L) (mg/L) (mg/L) (mg/L) 1 9 6; chlorothalonil
mg 5 7; iprobenfos
S OLER 200 2 0.0025 0.000025  0.008 0.0008 8: fenitrothion
T/ THLT 200 2 0.0075 0.000075 0.03 0.004 4|14 9: thiobencarb
JOE¥I R 200 2 0.025 0.00025  0.008 0.0008 10; isoprothiolane
——— 13 11; isoxathion
ZATI ) v 200 2 0.025 0.00025  0.005 0.0005 . 12: chloronitrofen
songo-i 200 2 0.0125 0.000125 0.05 0.004 1 13; EPN
A7ORYER 200 2 0.0125 0.000125  0.008 0.0008 3 8
Jr-hOFA 200 2 0.05 0.0005  0.003 0.0003 ij 12
{YTAFF5 200 2 0.05 0.0005 0.04 0.004 \JL& LJ
4 FHFF 200 2 0.075 0.00075 0.008 0.0008 - T A 1o N S - T T~ ¢ N7 N (11119))
sAL=FAT7 Y 200 2 0.125 0.00125 = 0.0001
o 200 > o 0l 0008 00006 Guard Column(RESTEK) 1m X 0.1mm
Rxi®5ms(RESTEK) 15mX0.53mm X 1lum
27 28




o
GC/MS;,EJ]}:E*#F > S5 oo 7‘
ROV TFARUANL
EEre— 50000 i . .
e 40000 Simazine
Parameters of LP-GC/MS (N, carrier) ;S 30000 g’;z 122 18 .
Gas chromatograph TRACE 1310 Mass spectrometer T5Q 8000 Es 20000 S
(Thermo scientific) (Thermo scientific) > . RM 0.05 mg/ L
Carrier gas N, Tonization method EI e 10000 y= 2E+06F)§(2 :gz%;%s)x “9125 Area 17755
ed solitless e 0 S/N 11985
. Pulsed splitless . ot 0 0.05 0.1 0.15
Injection mode (300 kPa. hold 0.7 min) | Measuring method SIM e 0.01 - 0.1 mg/L A C.V.(n=5) 5.1 %
Split ratio - |Eleclr0n multiplier (EM) voltage 1743.6V pe = SAMBMESSBRRSENS A NAR. S Sr s S~ B S/ A 8 SR
|Injecljon volume Sul | Interface temperature 250 °C AT 0.00- 2108 e -
InJAe?cqurAl te@eratme 250 °C Ion S(?urce temperature 150 °C gz 250000 Thiobencarb .
Initial injection pressure 5 kPa Foreline pressure 55.0 mTorr - m/z 100
Flow rate (constant flow) 0.04 ml min”" e 200000 7z .
50°C (2 min ok o 150000 RT 16.5 min
min hold), o
oC min! 0 e 100000 RM 0.05 mg/L
Oven temperature 20°Cmin to 120 °C, o A 2
P 10 °C min t0 280 °C, = 50000 7= 7E+06§2 + %Eggog%x +2153.5 rea 9305
(2 min hold) - 0 ‘ =0. ‘ S/N 396
- 0 0.05 0.1 0.15 — 9
Total run time 23.5 min b 0.01 - 0.1 mg/L JL CV.(n=5) 2.2 %
29 W‘“"’ 30
]
BERIRRIEED2EE o R 5 S
s s s 5 DYPBILIRA, T2 /TAILT
ROV TFARUAIILT 0.01 mg/L
RT: 0002120 AT 1389 . . L e SR 45000
50000 ot Simazine 57e2 “3 Dichlorvos 40000 | y = 2E+06x - 807.18
1o 40000 m/z 201 20050- e 35000 Rz = 0.9989
9 S B 30000
8 30000 RT 13.89 min 20230209 e m/z. 109 . 25000
7 <3 RT 7.16 min 20000
é 20000 RM OO 1 mg/L e 15000
i Area 2161 =2 RM 0.0025 mg/L 15000
: i 10000 V= 2E+06F>§<§ + 5795919 %gx -9125 rea 2 Area 3542 5000
E 0 : == ‘ SIN - 3 OS/N 12 ° 0.01 0.02 003
2 0 0.05 o1 015 C.V.(n=5) 129 % o o ) ' '
1 001-0.1mgl | “ | = CV.=5) 7.0 % 0.0025 — 0.025 mg/L
. 250000 %™ Thiobencarb g T e 0000 A
. 200000 m/z 100 = Fenobucarb 55000 y= 4REZ+=0‘(5)X9'9 351’70-7
8 150000 RT 16.45 min w m/z 121 .
. 100000 RM 0.01 mg/L ; o RT })203)?5 mln/ 100000
: 50000 ¥ = 7E+06x? + 2E+06x + 2153.5 Area 17130 i RM 0.005 mg/L 50000
: 0 ‘ Re = 0.9999 ‘ S/N 49 lsklrlsa 3166158 . ‘ ‘ ‘ ‘ ‘ ‘
R 0 0.05 0.1 0.15 _ = 0 001 002 003 004 005 006
‘ 0.01 - 0.1 mg/L C.V(0=5) 2.2% 2 C.V.(n=5) 6.1 % 0.005 — 0.05 mg/L
B e S S e A A A AR ° R A aaseaass TS
Time (min)
31 32




N

) o A RN > — >
TJAEFIR . A7/ YARZAZL, A TARVIRR
e 600000 y = 2E406x2 + 2E+06x - 1149.7 BV Propyzamide - ::chi‘zlzgiis y = 6E+06x? +2629810x+2781 Chlorothalonil
i R=1 m/z 173 =1 10000 Fe m/z 266
300000 RT 14.39 min -1 80000 RT 14.91 min
200000 RM 0.025 mg/L b I RM 0.01 mg/L
100000 Area 39543 >3 20000 Area 9931
"o om o1 o 02 om os S/N 133 S "% o om ow om o1 o SN 12
N 0.025 - 0.25 mg/L S m”C.V.(n:S) 4.1 % : 0.01 - 0.1 me/L C.V.(n=5) 53 %
zzgggg = 1E+06x - 12208 Diazinon =3 300000 ‘ Iprobenfos =
250000 R?=0.9993 m/z 137 ©ed 250000 - y = 6E+06X? + 2E+06x - 2604.4 m/z 91
b R?=0.9997
200000 RT 14.55 min - iggzsg RT 15.06 min
150000 so-
100000 RM 0.025 mg/L === 100000 RM 0.01 mg/L
e Area 25254 2 e ‘ Area 17790
0 005 01 015 02 025 03 S/IN 77 = 0 002 004 006 008 0.12 ) S/N 11
0.025 - 0.25 mg/L L‘v‘% C.V.(n=5) 1.6 % b 0.01 - 0.1 mg/L = C.V.(n=5) 14.0 %
33 34
— O —_— —
JThAFA AJITAFFIY IV i o I m m el o m B
T 200000 ) °- 290000 883523x - 8496.1
e Fenitrothion 250000 | y = 1E+06x - 5975.6 == Isoxathion 200000 . O Re 02@;94 )
o= m/z 125 200000 R? = 0.9995 ;: m/z 105 150000
= RT 16.23 min 150000 22 RT 1898 min ;000
=2 RM 0.05 mg/L 100000 =2 RM 0.05mg/L .,
=3 Area 45078 50000 3 Area 33362 ol ‘ ‘
i SN 73 0 0 005 01 015 02 025 e SN 23 ° o o2
= 7 C.V.(n=5) 2.4 % 0.025 - 0.25 mg/L 3 E.V.(HZS) 2.4 % 0.025 — 0.25 mg/L
o I i hA. 1 i “ 300000 1’E O('; *30496 v poc éhl o % i 50000 s
-1 Isoprothiolane 2s0000 | ¥ = 1E+08% 504, = oronitrofen J = 164601x - 15534
=2 m/z 118 200000 ' 2 m/z 317 40000 R? = 0.9992
4 RT 18.50min 150000 =2 RT 19.98 min 30000
=3 RM 0.05mg/L "2 % RM 0.1 mg/L 20000
©3 Area 43388 ol ‘ ‘ ‘ ‘ =3 Area 15055 10000
-1 S/N 40 0 005 01 015 02 =3 S/N 36 0

C.V.(n=5) 4.1 %

0.025 -0.25 mg/L

Tima Gmim

35

C.V.(n=5) 10.0 %

0.1 012
0.025 - 0.25 mg/L

Time (i

36




soa=—ka7z> 0.025 mg/L

Chloronitrofen
m/z 317

RT 19.96 min
RM 0.025 mg/L
Area 3051

S/N 8
C.V.(n=5) 4.7 %

50000
40000
30000
20000
10000

y = 164601x - 1553.4
R2 = 0.9992

OH Oé
0.025 - 0.25 mg/L

Tima Gmin

. . HETRIE

HEmD) RS RERD AR 0EE  fEiE

ELW > ==} =) N

BIEEZE (mg/L) (mg/L)
soL=tO7zv 200 2 0.125 - 0.0001
soL=tO7zv 200 2 0.025 - 0.0001
sol=tO7zy 300 1 0.025 - 0.0001
VA=Y= N = b 500 1 0.05 - 0.0001
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EPN

EPN

m/z 157

RT 21.24 min
RM 0.1 mg/LL
Area 185597
S/N 83

600000
500000
400000
300000
200000
100000

0 -

y = 2E+06x - 17405

R2=1

0.1 0.2 0.3

C.V.(n=5) 6.4 %

0.025 - 0.25 mg/L

Time (rmim
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