25

25

06

LC/MS/IMS

64

03

20
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1/10 1/100 LC/IMS/IMS

GC/IMS
DNPH LC/uV LC/MS
uv MS
LC/MS/MS
10
NIST
GC/IMS
GC MS
1000
GC/IMS
GC-MS
25 1
LC/MSMS
LC/MSMS
DNPH

102




ADI

2 DNPH
11) 19 _ -
0 - GC/MS
120 16
84 14
5
PFBOA  24-
DNPH O-(4- -2-
) CNET CEBHA
4-
-3 -5 -124-
AHMT DNPH
LC/MSIMS LC
76
DNPH
LCIMSMS LC
12,1-3)
20
20
3

25 10

14)
HBrO, Hcl O,
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Br 41, 4-2)

cl
(Hcloy)
3-1)
32.39) Cr Cr
3-4, 3-5)
5 GC-MS
100,000
51)
LC-MS/MS
1 52)
Cr
Cr >3
2012 5
54,55)
Cr 2
Cr

Cr

104



GC/MS

(TIM,

NIST

57, 59)

GC/MS

56)

GCIMS

(AIQSDB)

AIQSDB

AIQSDB®>® 51

GC-MS

LC/MSMS
11

25 4

GABA

105

2013

1-1

12.
(1)

@)

©)

Q)

Q)

(©)

13

1-5)

2ugl  1/10

1-3

—Q SP standard (Millipore

10 mg

)

0.19 pg/L



10 mL

1000 mg/L
100 pL 15
10 mL 151
10 mg/L
100 puL 1/10
20 pL
200 pL 1/10
10 mL
1/10
0.1 mg/L 0.02
mg/L 0.2 mg/L 1/100
2003
1/100 2
14.
500 mL
LC/MS/MS (Shimadzu Prominence 20 mg
UFLC - LCMS 8030 plus )
ESI
MRM
1-2
2
5
1
5
152 LC/IMSMS
LC/MS/MS 100 uL  LC/MS/MS
20 S/N

13)

20

1-2,

106

1/10



153,
5
LC/MS/MS
5
14
2.
21
0]
()
(3)20 Wi
@02 DNPH
DNPH
100 mL
®)

02¢g

DNPH

107

1000 mg/L
1000 mg/L

©)

mg

100 mL
0.01

mg
22

1)
125mL

)
1.5mL PTF

©)

-DNPH LC 2-

LC/UV

23.

72

100 mL
0.5mL

24,
(1)
10 mL
0.060
0.005 0.060 mg/L



20
mL
()
)
DNPH
25,
2. (1)
DNPH
26,
10mL
()
27,
1) 10

10mL

02mL DNPH 0.5 2. (1) )
20
2 (1
LC +20
0]
10
(D
+20
4 3
10 mL
3.1.
2. (1) 3.1.1
2 3
-189
3.1.2.
2. (1)
MS/MS
2. (1)
LC
Acquity UPLC
10 Waters
IC-Pak Anion HR @ 4.6mmx
75 mm, 64 m Waters
50mM pH10.0
=1 1
0.7mL/min
30

108



20u L
MS
Acquity TQD Waters
ESI
MS/MS  MRM
m/z127 129
m/z111 113
m/z83 85
m/z 67 69
m/z99
101 m/z 83 85
-0 - m/z107
m/z89
3.1.3. MS/MS
TIC
MS/MS
0 10mg/L ImL 5u L
m/z107 m/z89
LC-MS/MS
3.1.4.
Img/L,
40mg/L, 10mg/L,
20mg/L, Img/L,
50mg/L
1p g/L 60u g/L

2.5 g/L 1/10
LC-/MS
3.1.5.
3
1/10
10ng
2
VC 10mg/L,
EDA 50mg/L
4
4,
4.1.
4.3
10 9 1
80
10 pH
6.8 Cr
PDCA
Cr
4.2.
Fe* Fe* Cu®* Ni?%
PDCA
PDCA
M3+
M PDCA , 2
6 4-3)



Cr Cr PDCA ,

520nm Cr
Cro,~

4-4)

Cr
520nm

4.3.

Dionex 1CS-1000
Dionex lonPac CG5A / CSBA
2 mmol/L 2,6
/ 2 mmol/L NaHPQ, /
10 mmol/L Nal / 50 mmol/L
CH,COONa / 2.8 mmol/L LiCH

1.0 mL/min
2 mmol/L
/ 10% / 0.5
mol/L H,S0,
UVD-510 UWV-Vis 520nm
250u L
5 GC-MS
51
GC-MS (CS 5-1)"
n_
Dr.Ehrenstorfer
1 pg/mL
52
GC-MS GC-MS-QP2010

Plus 5975C

MSD
TSQ Quantum GC
GC
MS
5-2
53
™
(TICC)
GC-MS TICC

(National Institute of
Standards and Technology NIST)

”AMDIS  (Automated Mass spectral
Deconvolution & Identification System)” ver 2.71
> AMDIS
GC-MS

AMDIS
NIST
NIST
AMDIS
2
GC-MS
58)
AMDIS



54.
AMDIS
n- (C9~C33) (PTRI)
1,000
( 54 2
(PPCPs)
52
58)
CAS No PTRI
55.
5-1
551
GC-MS 52
(DFTPP)
(US EPA Method
625) MS CS
n_
AMDIS
TICC Net
CDF AMDIS CS
n- (C9~C33) PTRI
TICC
PTRI
1,000

552

GC-MS 52
n_
NIST
Net CDF
AMDIS CS n-
PTRI
TICC
1
LC/MSMS
11
LC/MS/MS
LC/MS/MS
1-6
100 pg/L
12,
121
13 14

111

CS
GC-MS

TICC

(C9~C33)

1-1

1-5

10 pg/LL
LC/MS/MS

12



122
1-7 1-10
1/10
5
120%
1/10
1/100
3
3
2
21
-DNPH LC

9.0

ODS

10

2-1 LC
DNPH
10
1/100
20
70 22
-DNPH
1/10
1/100 -DNPH
RSD, 0.005 0.080 mg/L
v*=0.998 ¥*=0.997
25%
30% -DNPH
23,
DNPH
0.1 100 mg/L
DNPH
-DNPH
EPA method 554
-DNPH
75

DNPH

112



24.

DNPH H DNPH
DNPH pH
-DNPH
pH 100 72 80
-DNPH
pH3 28 8 76
DNPH
10mL
20 005 0.5mL
DNPH
20 28,
10mL 02mL
DNPH
25. DNPH -LC
0.005 mg/L
DNPH
DNPH
0.002 0.0008 mg/L
0.006 0.002 mg/L
0.01 mg/L
9413 DNPH
14 94+12 13
DNPH
26.
1/10
4 DNPH
16 3
27.

-DNPH 29,

113

28

76
28
20

DNPH

JIS

0.08mg/L



-DNPH LC/MSMS
LC/UV
LC/MS/MS

ESI

25kV

40V

10V
LC/MS/MS

LC/UV
LC/MS/MS
2-2
0.0017 mg/L
mg/L LC/UV

-DNPH
0.005 0.060 mg/L

¥*=0.998 v*=0.998

0.01 mg/L

97 4
93 2

LC/MS/MS LC/UV

LC/UV
ng/L

LC/UV

0.0026

LC/MS/MS

LC/MS/MS

3.1.
MS/MS
MS/MS
3-1-1
81
m/z127
m/z129
cv 40V
CE 15eV
m/z129
160
m/z111 m/z113
m/z111
m/z113
3-1-2
m/z83 85
50V CE 15eV
%0 m/z67 69
3-1-3
3B 37
m/z99
cv 50v CE
160
85
3.2.
MS/MS
MS/MS 3-2
10u g/L

79

m/z127

MS/MS
35 37

cv

MS/MS

101
15eV
m/z83

MS/MS



33

LC MS

3-4

0.998
0.998 0.99%4

0 50u g/L

10

3.4.
1p g/L
3-1

LC/MS/MS
3-4

3-3

MS

MS/MS

LC-MS/MS
r

LC/MS/MS

115

LC/MS/NS

IC
100
LC/MS/NS
1
1/4
4,
Cr 100 g/L
1p g/L
9 Cr
100mg/L
Cr 3.5
Cr 5.9
Cr
Cr 2
Cr
Cr
Cr 0.14%
9 Cr
Cr
Cr
g/L Cr
Cr Cr

4-1

1p g/L



PTRI

5 GC-MS CS perylene-d,  PRTI
PTRI
GC-MS >3
52.MS
GC-MS
GC-MS
2
GC-MS
PTRI MS PTRI
MS
AMDIS
MS US EPA
Method 625
51 GC-MS-QP2010 Plus 5975C
GC MSD MS
TSQ Quantum GC
DFTPP
Van PTRI 52
1) TSQ Quantum GC
PTRI
GC-MS-QP2010 Plus
5795C MSD
7 MS
5-5
PTRI 53 AMDIS
PTRI 4 GC
AMDIS ( MS
5-3) PTRI
PTRI AMDIS
1 mL (50
PTRI ) lpg

AMDIS

116



)JAMDIS
53 Minimum match
factor
” 40, s 5-13) PTRI
50 Component
width 77 CS n-
Adjacent peak
subtraction
“Two” 19 Sensitivity  “High”
“VeI-y Hi gll”
Shape requirement ~ Resolution
97 ) 3
(ImL)  lpg

Shimadzu GC-MS-QP2010

AMDIS

5-6
Component width
54.
AIQS-DB
57,59)
AIQS-DB

GC-MS

AIQS-DB
60 ( 51 3
GC-MS MS
TSQ Quantum GC
AIQS-DB  AMDIS
pentachlorophenol  trans-nonachlor
MS
2
MS
GC-MS-QP2010
Plus 5975C MSD
AIQS-DB
AMDIS
AIQS-DB
AIQS-DB
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55

TICC

Methamidophos

( 53B)

LC/MSMS

20
LC/MS/MS

1/10 1/100

(1)DNPH

ODS

LC/MSMS

@

LCUvV

1/10

(©)
LC/UV

LC/MS/MS

mg/L

@
LC/UV
0.01mg/L

70

Q)

118

DNPH

10
-DNPH
10
LC/UV

LC/MS/MS
0.08 mg/L

0.005 0.080 mg/L

¥ 0997

0.005 0.60
¥ 0998

LC/MS/MS

15



(6)DNPH
DNPH 4
28
20
DNPH -
19
19
3
/
LC-MS/MS
ESI
1. LC/NS/MS
3
10
2.

0.5u g/L 0.5u g/L 0.05u g/L
10p ¢g/L(1/20)
600u g/L(1/1200)
25u g/L 1/500

119

4. PC-IC

Cr Cr

50p g/L  Cr
o/L
5 GC-MS
NIST

AMDIS

GC-MS

1,000

IC

1y

GC-MS

GC-MS



1)

1)

2)

3)

4)

5)

52, pp155-161,2013.

o)
(2013.731
LC/MS/MS
(20138.1
).
GC/MS
LC/MS/MS
2013 (201394
GC/MS
25
(2013.10.25 ).
LC/MS/MS

50

22

120

6)

7)

8)

9)

10)

11)

12)

13)

14)

(2013.11.8

).
50
(2013.118
).
(@]
HPLC 48
LC/NMS/NS
50
p.202-203
2013.11
GC-MS
%)
(2013.8.1 ).
LC/TOF-MS
1
2
(2013.8.1 ).

Development of Wide Use GC-MS Database
for Non-target Analysis, Kiwao Kadokami*
and Keizo Kawase, Asianalysis XII
(2013.8.23 ).

LC/TOF-MS

(2014.1.23 )

(2014.2.3

)
LC/TOF-MS



(2014.3.1 )
15) LC/TOF-MS

47
(2013.3.18 )
1
2
3
1-1) (2013)
25 3 28 0328

4 7
http://www.mhlw.go.jp/topics/bukyoku/kenkou
/suido/hourei/jimuren/dl/130328-3.pdf

1-2)

(2014a)
LC/MS/MS
27(1), 3—19.
1-3)
(2014b)
LC/MS/MS
14) 2012
0906 1
24 9 6 (2012

http://www.mhlw.go.jp/topics/bukyoku/kenkou
/suido/hourei/jimuren/dl/120906-1.pdf

1-5)
(2013)

31
21 60.
1-6) (2010)

2 10 18
http://www.env.go.jp/water/sui-kaitei/kijun/rv/a

15_ethiprole.pdf
1-7) (2008)

20 11 25

http://www.env.go.jp/water/sui-kaitev/kijun/rv/t
03 tefuryltrione.pdf
1-8) (2010)

2 6 22
http://www.env.go.jp/water/sui-kaitei/kijun/rv/h

35 fenoxanil.pdf

2-1)EPA METHOD 554, 1992.

2-2) , , 2012, 74,
p55-60.
2-3) , ,2014, 83(2), p2-9.

3-1) California Department of Health
Services,
http:/mww.cdph.ca.gov/certlic/drinking
water / Pages / Perchlorate history aspx

3-2) , , 50(4), 184
(2009)

3-3) , , 30(7), 361
(2007)

3-4) National Research Council, Health
implications of perchlorate ingestion,
National Academies Press (2005)

3-5) , , 8,659 (2011)

4-1) 2010
p755

4-2) 2011

p381



4-3)

38 10 587-600
1987

4-4) 2011

5-1)
http://www.kemi.se/en/Start/Chemicals-in-the-e
veryday-environment/

5-2)

39 pp104-106

(2012)

5-3) 24

http://www.env.go.jp/press/press.php?serial=16
518
5-4)

81 pp63-68 (2013)
5-5)

(6 )
http://www.mhlw.go.jp/stf/houdou/2r98520000
02¢d75-att/2r9852000002¢dbl. pdf
5-6) NIST MS Search Program,
http://chemdata.nist.gov/mass-spc/ms-search/
5-7)

53 pp581-588(2004)

5-8) Kiwao KADOKAMI, Kyoko TANADA,
Katsuyuki TANEDA, Katsuhiro
NAKAGAWA: Novel gas
chromatography-mass spectrometry database
for automatic identification and quantification
of micropollutants. J.Chromatogr A, 1089
Pp219-226 (2005)

122

5-9) GC-MS

http://www.shimadzu.com/an/GC-MS/GC-MS
solution/compound.html
5-10) GC-MS
http://www.nskw.co.jp/analytical/prod

uct/chemplus/naginata.php

5-11) AMDIS,
http://chemdata.nist.gov/mass-spc/amdis/

5-12) H.Van Den Dool, P.Dec.Kratz A
generalization of the retention index
system including linear temperature
programmed gas liquid partition
chromatography.  J.Chromatogr, 11
(1963)

5-13) Hans Ragnar Norli, Agnethe Christiansen,

Borge Holen: Independent evaluation of a

463

commercial deconvolution reporting software
for gas chromategraphy mass spectrumetry
analysis of pesticide residues in fruits and vege

s. J.Chromatogr A, 1217 pp2056-2064
(2010)

5-14) Chin-Kai Meng and Mike Szelewski : Can
“Deconvolution” Improve GC-MS
Detectability? Application Note, Agilent
Technologies (2010)
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DNPH

5 GC-MS
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2010

CAS NO.

5- -1-(2,6- 0,00 -p- )-4-

C13HyCLF3N40S
397.2
181587-01-9

164.5
164.5
9.1x 10*Pa 25
9.2x 10° ug/L 20
Ki'%c=54 160 (25 )
logP,w =2.9 (20 )
1.54 g/lem® 20
(PH4 5 7 25 ) 121 (pH9 25 )

6.46 2.0

pH5 24 26 730 W/m® 290 800 nm
0.2 1.3

248 252  765W/m> 300 800 nm

1-2.

2008

CAS NO.

2-{2- -4- -3-[( -2-
) ] b -1,3-

C20H23ClO;S

442.91

473278-76-1

113.7 1154
163

<1.0x10” Pa

1.06x10° pg/L
6.42x10" pg/L
5.75x107 pg/L

20

pH2 20
pH7 20
pH9 20

Kfoe=108 1226
logPow =19 (pH2 25+1 )

1.42 g/em®  20+1

(pH4 7 9)
257 365 49.7 W/m> 300 400 nm
48.1 1333 49.7 W/m> 300 400 nm
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1-3. 2010
N-(1- -1,2- )-2-(2.,4-
)
C15Hi3CIhN,O;
329.23
CAS NO. 115852-48-7
69.0 71.5
240
2.1x 10°Pa 25
3.07x10% pg/L pH6.8 7.8 20
Koe=450 700 25
/ logPow =3.53 pH7.0 82 25
1.2 g/em® 20
> (H5 7 9 50 )
49 40.2
25 8.19% 10° W/m® 280 800 nm
41 34.0
25 8.19% 10-3 W/m> 280 800 nm
1-4.
D (ng/L)
(mg/L) (ng/L) (ng/L) 1 2 3 4 5
03 0.01 0.1 1 005 01 03 1 2
06 0.002 0.02 0.2 0.01 0.02 006 02 04
64 0.02 0.2 2 0.1 02 06 2 4

125



1-5.LC/MSIMS

Shim-pack FC-ODS

2.0 mm [.D. x150 mm, 3um
A 5 mM
B 5 mM
B5% (0 min) — B45% (4 min) — B75% (24-27 min) — B5%
LC (27.1-40 min)
0.20 mL/min
40°C
5°C
100 pL
ESI
+4.5 kV (ESI ) -3.5kV (ESI )
MS 1.5 L/min
10 L/min
(DL) 250°C
400°C
1-6. LC/MSMS
ID -
(min) (M2 (m/z)*
03 ESI- 20.55 394.80 > 330.85 394.80 > 329.75
06 ESI+ 8.47 459.85>442.85 459.85>340.85
64 ESI+ 25.33 328.85>301.90 328.85>86.10
*:
1-7. Na
(%) RSD,
ID
(ng/L) 1 2 4 5 (%)
03 1 100 92 108 96 88 97 8
06 0.2 97 88 94 85 71 87 12
64 2 111 105 102 100 91 102 7
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D (%) RSD,
(ug/L) 1 2 3 4 (%)
03 0.1 93 70 114 91 76 89 19
06 0.02 132 88 115 105 81 104 20
64 0.2 109 127 82 87 73 96 23
1-9. Na
D (%) RSD,
(ng/L) 1 2 3 4 (%)
03 1 99 95 103 94 93 97 4
06 0.2 107 94 89 77 81 89 13
64 2 102 102 101 94 90 98 6
1-10. Na
(%) RSD,
ID
(ug/L) 1 2 3 4 (%)
03 0.1 98 92 112 67 68 88 22
06 0.02 128 98 91 77 80 95 21
64 0.2 109 99 100 94 83 97 10
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125000 {464 85428 85(%)

100000

75000

50000

25000
0

50000 J1:464.85>304.85(+)

40000
300003
200003
10000

04

200000

1500004

100000

50000

0

100000 §

75000

50000

25000

01

157320.205301 85(%)

14:329.20>86.00(+)

200000 5
150000
100000

50000

0

5,394 805330 85(-)

125000
100000
750007
500007

25000

/5:394.805329.75(-)

5.0E+5
4.5E+5
4.0E+5
3.5E+5
3.0E+5
2.5E+5
2.0E+5
1.5E+5
1.0E+5
5.0E+4
0.0E+0

LC/MSMS

%

y =224111x + 609.61
R?=0.993
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6.0E+4

5.0E+4

4.0E+4

3.0E+4

2.0E+4

1.0E+4

0.0E+0

1.4E+6

1.2E+6

1.0E+6

8.0E+5

6.0E+5

4.0E+5

2.0E+5

0.0E+0

y =92340x - 274.83
R?=0.8652

03 04

y = 283559x + 8381.9
R?=0.995

1-4.
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2-1 -DNPH LC

LC/UV

2000
TSK-Gel ODS 80T 120T 4.6 mm I.D. x 250 mm, 5pam,
40
55 45,v/v
1 mL/min
100 L
365 nm
LC/MS /MS
2695 Separetion Module -Ultima PT (
Xbrige C18 (2.1 x 150 mm, 3.5pam,
40
45 55, v/v
0.2 mL/min
20l
ESI
25 V
40V
120
400
85 L/hr
550 L/hr
650 V
SRM
(m/z) HCHO 209, CH;CHO 223
MRM

10V
(m/z) HCHO 209, CH,CHO 223
(m/z) HCHO 163, 151, CH,CHO 163, 151
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0.01 mg/L

4000
3 1
'g 2000
f=4
jo
5
NS, N L .
0
T T T T T
0.0 2.0 4.0 6.0 8.0 10.0 12.0 14.0
Retention Time [min]
4000
3
z
i) 2000
2
L
S
'\...__.,_..,._W./ﬂ’\fw T N
0
T T T T T T T
0.0 2.0 4.0 6.0 8.0 10.0 12.0 14.0
Retention Time [min]
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0.01 mg/L

100+ 7.41
5.40
EX
3.33
e U e N BASALAR  d B
2.00 4.00 6.00 8.00 10.00 12.00
100+ 3.34
3.31
3.38
3.41
3.27
3.50
-DNPH
3.53
2 /
. 5.40
0 L A I B R B SN RN BRSNS — Time
2.00 4.00 6.00 8.00 10.00 12.00
2-2 IMS/MS
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3-1 1u g/L
(Ipg/L ) RSD%) RSD%)
104.7 7.9 8.3 o
VvC 95.8 4.8 5.2 o
EDA 92.8 5.0 5.9 o
95.9 472 6.1 o
70 120 25 30
3-2 60u g/L
(60pag/L ) RSD%) RSDY%)
104.2 4.7 5.6
VC 101.3 1.0 2.8
EDA 995 2.1 3.9
98.1 2.8 49
70 120 25 30
3-3 2.5u g/L
(2.5p19/L ) RSD%) RSD%)
107.8 2.2 3.9
VC 99.8 1.6 3.9
EDA 995 2.4 4.4
101.6 1.6 3.8
70 120 25 30
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3-4 LC/MS/MS 3
|iTiED Lo/ MS A MSEY Fhrog) #a
1. 25 110w g/LIIC-PCIE) 1180ng/l 99 2%
2 IEERE 6200 g/LIICHE B10wa/L 98 4%
3. Bis EEE 13 0e/LOCES 13umg/L 100.0%

4045 A1 ¥81E 1053/1 881

#LCAMEAMSIE S LT T ST dhIsi A R
wad: 2) MWAEEA 1) DAFEE x 100 (%)

4 Scan ES-
2.03e6

100 127 VY 100
",
i ~-.x\\\ 128 B
2 w 16
\ 160 O
\
i lf\_/ g- l'
i "r
769 969 | 769 989 |
LN ) ] N . f
261.419880  M&igeqll 1129 1369 1549 177jf 1969 251419380 T43)igcq]| 1129 [laso 1549 1770 P69
O rrrrrrr T T et Mz O-brrrrrre ':_,se"ﬂ"'"l'ﬂl
0 40 60 80 100 120 140 1604450 200 20 40 60 80 100 120 140 160 18p) 200
\‘\_,/ ( : /
~
S=Bayghters of 127ES- 4 Daughters of 120ES-
bt @Eg et e 113 o
= s A -
FEEA A i O 1233
2] ]
Wy 96.9
190 12538 810
3 5043 - lar7 1250
NP3 sersis soses |39 el le}? A7 21 706 i P N
i Lad Wbl Bk bk bt bl ikl el kiekd Bk bbbl L bbbl bl b Lkl Lbold bl sl L Im'I W U T 1 T U T U T T bbbl o | T T T | L) T 1| Ll 1 lm"a
30 40 50 80 70 &0 00 100 110 120 130 140 30 40 50 60 70 B0 90 100 110 120 130
3-1-1 MS/MS
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1 Scan ES- 1: Scan ES-
1007 @ 24266 o0 29 24265
F #
oo 8% ) 160
1264 1268
583 || %9 ‘ 669 || o0
49 %3 136.9
24998050 | ||| |99 1igo| VB suts #9415 L_ﬂ 19881150/ 89 1519 Yrag 1989
B e S T TSR me 0 I\ | Reowarll B0 100 FRL L'Li S Jad .=|I -
- 80 100 120 140 20 40 60 | B0 100 120 140 160 80 200
+Jaughters of B3ES- 2. Daughters of 83ES-
W @ T 100, 69 18168
= [N “~
EE{T/ ﬁnn}’rj_-/
829
= =
849
510
529
864
3% "’-233'Ja 502 Gfl?' N 701 806 4 99 3'!';3 | 80.3
AR RARAERARARARAR AR R o T U2 o baa e
AP a0 e b e i 0 10 0 50 70 80 90
3-1-2 MS/MS
- B Scan ES-
& Scan ES- - & aL:‘.F:“
1004 @ 0677 100, e 9467¢7
= =
101
3011] 160
o7 1 a1
3245153 satger 180T [ 10 4499 168149 6 285253 621691 19120 V[P0 19 qas
y il oot | T i s el bt | il o] el gt Kok | miz il bl add | I_'I Uingide gkl ek ol bt bkl ek ks bbb sl i blehle Mhokdd Mgl ! M
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51 GC-MS

Chemical Check item Criteria

Decafluorotriphenylphosphine (DFTPP) Spectrum validity Mass spectrum of DFTPP should
meet the mass intensity criteria of
EPA method 625.

trans-Nonachlor Mass spectrum of nonachlor
should be the same as that of
standard.

Benzidine, Pentachlorophenol, Inertness of a Benzidine, pentachlorophenol

2,4,6-Trinitrotoluene, column and a GC and 2,4-dinitroaniline should be

2,4-Dinitroaniline inlet liner present at their normal responses,

and extreme peak tailing should
not be visible.

4,4'-DDT Inertness of a GC Degradation of DDT to DDD
inlet should not exceed 20 %.
liner
n-CoHyg - n-Cs3Hegg, n-Octanol, Stability of Determination amounts of these
2,6-Dichloroaniline, 2,6-Dimethylphenol, response compounds should fall in 95 %
2,6-Dichlorophenol, Tributylphosphate, confidence limits of the mean
Tris(2-chloroethyl)phosphate, Benzothiazole, values.

Butyl  benzylphthalate, trans-Nonachlor,
Dimethyl  phthalate,  2,4-Dinitrotoluene,
2,3,5,6-Tetrachlorophenol,

1,2,4,5-Tetrabromobenzene, Atrazine,
Chlorothalonil (TPN), Di-n-butyl phthalate,
Triphenylmethane, Thenylchlor,

Bis(2-ethylhexyl)phthalate, Nitrobenzene,
2,6-Dimethylaniline,

52 GC-MS
GC-MS GC-Quadrupole MS
[GC]
Column J&W DB-5 MS (30 mx0.25 mm i.d, 0.25 pm film)
Column oven temp. 40 (2min)-8 /min-310 (5 min)
Injection temp. 250
Injection mode Splitless, 1 min for purge-off time
Carrier gas He

40 cm/s, constant flow mode or

Linear velocity constant linear velocity mode

[MS]

Interface temp. 300

Ton source temp. Recommended temp of GC-MS
Ionization method EI

Tuning Method Target tuning for US EPA method 625
Mass range m/z 45 to 600

139



53 AMDIS

Group Item Setting
Minimum match factor 40
Only reverse search ON
Use RI Calibr. Data
Identif. Type of analysis +
Internal Std
RI window 5+0*0.01RlI
Level Infinite
Maximum penalty 100
Component width 7
Adi
Deconv. Sﬂl?)i?’gtt:t?gr? “ Two
Resolution High
Sensitivity High
Shape requirements Low
54
Compound Number
Compounds consisting of CH 194
Compounds consisting of CHO 157
Compounds consisting of CHN 113
Compounds consisting of CHS 19
Compounds consisting of CHP 8
PPCPs 14
Pesticides 456
Total 958
55 PTRI PTRI (%)
PTRI QP-2010 5975C TSQ
Plus MSD Quantum GC
0~1.0 68.4 50 74.1
1.1~2.0 20 28.4 12.1
2.1~-3.0 8.3 18.3 5.2
3.1~4.0 3.3 3.3 8.6
4.0~ 0 0
PTRI
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56 AMDIS
Number of Number of Number of
Sample ) ) Detected number ) o
spiked chemicals false negative false positive
Tomato 97 97 0 23
Glebionis
. 97 95 2 22
coronaria
Green peas 97 96 1 20
ImL lug
@ PTEI library
(n-CiaHag to n-CszFes)
Measure a check standard
Lleasure a gample
Ileasure a new chernical
3 Find n-alkanes and update
* their BT in the database
Convert a measurement
file to a MNet CDF file
[lext
}l Target library
_ _ containing PTRI
Identify a substance using h
and mass spectra of
ET and mass spectra
1 compounds
q:Icﬂ.entificl‘gu',pr;,;b_ *_,,?Reg},ﬁtra_non> .
* :
¢ Comparison to standard spectrum | 4
(eg. NIST M2 database)
PRI
Yes
- — L Cormron flowr
T T :ldentification flow
o Yes " Registration flow
51
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% Base Pesk: 442710, 155, 167
ol _______imwz  iAbs Inten. i Rel Inten. 1
] i 198 i S i ;

E T e St SR TR e
3 255 (A) : ;
L et e e e B e e e e d---
] [ 275 1 \
P11 N L R PO - N e
E 51 1 .Im [ 1224 [ . I i
= i ) I B e LML gl L ogses sss 46 535 563 535
110 2ilo allo sio &l
ICeHaa $EHET AR
s Base Peak: 1857 1,000
wod o 1sswiE __Rbs Inten. T Rel Infen.
2 e LB s
E ; 255 ‘ ! |
(i T b o i L el - -'}d2 LePEnie i e S
] 77 ' |
s5d . 2] na By - R L TRt 4
] ] | ! J224 [ ! ! ! !
= 4 'l | 1B|? A .IL | L 323 363 423 [ !
110 2ilo atlo ailn sio ‘iz

52

M

(DFT
, B: NIST

Mass Spectrum of Sample

(A) TNT

Mass Spectrum of database

(B)
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Match

Fiac.

ia Width = 00
Modsls - 20 210 63627613
Good = 1630 A

= [ =01
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Single = 90
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