FRafk L R BR BT B gE & v —
[ - RE ]

24-V7anm-1-= faX B
2,4-Dichloro-1-nitrobenzene

24-Y=htur=9

2,4-Dinitroaniline

FIRF 8T : 2,6-=hu 7= 35-V=fnr=Ur
2,6-Dinitroaniline, 3,5-Dinitroaniline

[xt5E DERE)
Cl
24-V7on-l-=faXoE
CAS &5 : 611-06-3
N02 ﬁj\%ﬁ . C6H3C12N02
Cl
NH,
NO,
24-V=km7r =V
CAS #F 5 : 97-02-9
7712 1 CeHsN304
NO,

71



[HE EZFRIMIR]

o7 = A

N R
SR TN e ouE RKEBRE
)’g%) (OC) (mmHg) (mg/L)
102.00 1 30D 0.0143 Y 68.9 >
2,4-DCNB ' ' (25°C) (25°C) 3.07 %
190.9541 258.5 " \ :
( ) G G
183122 1761782 =8 1059 14409 1.84 7
2:4-DNA (183'0280) 333.6 % (25°C) (25°C) (#ﬁ%ﬁﬁﬁ)
' ' (HEEfH) (HEEfH)
5 6.DNA 183.12
’ (183.0280)
183.12
3,5-DNA 83 ; ] _ ]
(183.0280)

[##E, Ha%]

()

24-V7nmn-l-=ha_r¥r < Z ($8A)  LDsy: 790 mg/kg"
24-Y=Fr7=Ur Fv b (%) LDsy : 285 mg/ke”

(&)
24-V7uan-l-=huaxXrBr EIHK - B - Yupl - gk ©
24-V=tuTr =Yy [EHK . Yupbrh s ©

aagii

) feFwEReE (NF—R) FHli— k

2)  Sigma Aldrich SDS

3)  Philip H. Howard, William M. Meylan, Handbook of Physical Properties of

Organic Chemicals
4)  Intemational Chemical Safety Cards ICSC1107

5)  wev sites, Data from SRC PhysProp Database
6)  JRSEATEE NG EEAT S i AR A - (LS
(CHRIP)

[

e Rt 2T A
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81 ik

(1) SFHriEDOBEE

AREREZ BT T M@K L, A X — L /RERK6:4) THET 5,
A D 7 A BFR BRIV BRI EH%, 7T M THEHL, VU &
DAL 7 NEEEE (LU, THEERE] v 9) ZIRAINL T GC/MS-SIM T
BET D,

(2) AE - HRE

[FR%K]
24-Y7mun=hruxXoEr o FUEHESKTER 98.0+%
(2,4-DCNB)

24-V=bur=1y R bR TER >99.0%
(2,4-DNA)

26-V=ftur=1Y U a—r I >97.0%
(2,6-DNA)

35-V=hfur=9y U a—r I8 >97.0%
(3,5-DNA)

23-VZ7un=fhruxXr¥r o EHE{LRRTER >99.0%
(2,3-DCNB)

1 4-7man2-=buaxXrEPr o bl TER  >99.0%
(2,5-DCNB)

13-V7ma2-= faxXoPy  HE LR TR >98.0%
(2,6-DCNB)

34-V7un=taXrPr o HE BT ER >97.0%
(3,4-DCNB)

35-V/nmu=fruxXr¥y o TUa—AIhEl >97.0%
(3,5-DCNB)

T 7T -d) : Cambridge Isotope Laboratories #  99%
p-7 V7 = =)b-di4 : Cambridge Isotope Laboratories f  98%
Te R PRSI TR R RS - PCB BB A
(5000 f# )
AB )= P ADEMEE TR LC/MS H
B — U v : Waters ¢ Oasis HLB plus
[REDOHRH]
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(A F ) —IREBLIK(6:4))
AH ) —/L60mL, FERIK40mL ZIRET D,

[EEHROFR]

(K]

2,4-DCNB, 2,4-DNA, 2,6-DNA }; ¥ 3,5-DNA #Z N EH 10mg &0 HL Y |
7 b T10mL & LT 1000 pg/mL DFEAER % 2 FHH4 5,

HEHER 45 %1 mL L, %4 7% F>T100 mL & L T4 10 pg/mL
DOIEHER 2 T 5,

2,4-DCNB & O* 2,6-DNA @ 10 pg/mL ZHEHE % Z 241 6 mL, 2,4-DNA &
N 3,5-DNA OfEREWR ZF N F 10 mL 4B L, 7% > T100 mL & LT,
IRAHENENR (2,4-DCNB 0.60 pg/mL. 2,4-DNA 1.0 pg/mL, 2,6-DNA 0.60 pg/mL,
3,5-DNA 1.0 pg/mL) ZFHH4 5,

(IR ]

TEF 7T oA KD p-T AT 2= b-dy ZFNEI 10mg &V YD ~F
P T 10mL & LT 1000 pg/mL 0 PNFEHEF I 2 i 8l4- 5,

ISR Z 4 2 1mL 7Bl ~FH 2 THKA£100mL & LT 10 pg/mL
D NIEHERR 2 RS 5,

10 pg/mL WAEYEWR 2 Z A E4L 1 mL /3B L, ~FH > T100mL & L T,
REWNIERER (T2 F 77 > -di0.10 pg/mL, p-7 /b7 = =/-di4 0.10 pg/mL)
L R

(i EAR IR S AR TR
IRAEERERZ T2 T EAR L, 2,4-DCNB 0.75~15 ng/mL, 2,4-DNA
1.25~25 ng/mL. 2,6-DNA 0.75~15 ng/mL. 3,5-DNA 1.25~25 ng/mL (ZFH% L |
ZZH 1ImL A5 LEZSDIZ,0.10 pg/mL OIEAPNAEHER 2 10 pL il z T,
MR HIRSIEERE T2,

[FE]

e — k : @ 40 m/m

=7 722 (FAefF) 300 mL

~=Fh—/ K CEAEAI—RY vy YoarrF v a =2 SITfER
arywr hL—4& CEAEF SRR (S aE k)

U= : [EIAE A H LA

SR : 10 mL

AAT T Aa 100, 10, 5 mL (B DOZ1T)

e A=D IR  WEHEDORINCH WS (1)

AR 5 A, 940m/m (7 2)
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(3) ZHriE

[BEL D EUR ORTF]

BRiEE MbFEWEREEREHREEBO Tl CEK 2843 A) 28BS
OB OB 15 K O iR O FH B | I29E 9,

BRI 7 28t ney (PTFE Y 7 ¥ AfF& ) 2 H0,
KEREZ BT 5, REHIERIUEL., WRFATICHRE L, 10 C BREEL
1790 WRNIZIT AR WAL, GiATICRTE T 5,

[BUEL D RTALEE R OBRER IR D FREL ]

AKERE 200mL (E2) Z2H60CDarT 4 a=r 7 LizEMEE D
— kU w¥ (7E3) (210 mL/min Ojii® CE#AKT 5, BEEAMET—FY v
ZRERLK 10mL (JE 4), A ¥ — 1 FERUK(6:4)15 mL DA THE L%, &
FHE TR 20mL DZEREZIED (& 522 FE T A(0.5 L/min) & K 60 4y @A (E
5) 75, IRNTTERSSmL THEM, BHEZ S mL A X7 7 X 2 |Z[EUL
L. 7 > TSmLIZERT D, 26 ImL B LS DI 0.10 pg/mL
DIRANEEREW (£ 6) % 10 uL 2T, GC/MS-SIM THHrd 5,

[ 223 BRIE DR R ]
A& A CEOREOKZ v, [t ORTAE K CRBRIEORR] DHIC
o THIEL . B ol z 22l &+ %,

[#E]
(GC/MS i8]
filf F A A : GC 7890B (Agilent Technologies i)
MS 5977A (Agilent Technologies #4)
M7 = A : DB-17MS 30 mx0.25 mm, 0.25 pm
(Agilent Technologies %)
T T LR : 40°C(2 min)—20°C/min—150°C—10°C/min—280°C
WA DR : 200°C
AOBHE A TTE : 2V A KRR Y R LR (15.4 psi(2 min))
ABHE A Z ;1L
Xy Y —HTA U A (& 1 mL/min)
AR —T x—ARE :280°C
A F PRI E : 230°C
A F U ALEIE 170 eV
mE— K : SIM
T=H—AF
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2,4-DCNB :m/z 1909 (E&=A) miz 145.0 (#EZ2H)

2,4-DNA :m/z183.0 (E&H) m/z 153.0 (Fez8H)
2,6-DNA :m/z183.0 (E&H) m/z 153.0 (Fez8H)
3,5-DNA :m/z183.0 (E&H) m/z 137.0 (FEZE )
7T 7T -dio :miz164.1 (E&H)

p-7 V7 = =/)b-dyy :mlz2442 CEEM)

(R EAR)
FEMRHENERL 1 pL 2 GC/MS IZIEA L, MISRWE & NIEEYE & ORE
R OE LN - EELEL O BERREERT 5,

(&)
ABRIE 1 uL 2 GC/MS IZTEA L, KZRWE & WAEEYE O mfEE ) b s
MIZEVERT D,

(BEOEH]
B OEE C (ng/L) TR LV EHT S,

C=R -QIV
R :HREMD B RO BRI ONIEEY) E (253 5 X5 E DR
ke
Q : REMIZHSIN L 7= WA EY)'E O Fi(ng)
(= WINT 5 NAEYEWE O IR FE (ng/ul) X IS N3 5 NEEHERR O X &
(uL))
Vo RUERE(L)

KOFEZ W -T2 6. UTORELHEMNT 2,
Q= 1.0 (ng)
V=0.20 (L)

RSN
C=R x 5.0 (ng/L)

Thd,

(FEERH TRMEONDL))
AKOMIZH W GCMS O IDL 2% 112t (E 7).
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#1 IDL OB HfER

W4, IDL Akl B Rk B IDL BB Sl
(pg) (L) (mL) (ng/L)
2,4-DCNB 0.19 0.20 5 0.0047
2,4-DNA 0.15 0.20 5 0.0038
2,6-DNA 0.19 0.20 5 0.0048
3,5-DNA 0.33 0.20 5 0.0082

(S FEOKE TRMEMDL) R OVEE TIRE(MQL))
ROHTTECEIT D MDL X O'MQL %% 2 1IZ/r3 (1 8),

# 2 MDL KO MQL HH o # &

ARk i FA IR B MDL MQL
%’féf% nitjq’i B AR = Q
(D) (mL) (ng/L) (ng/L)
2,4-DCNB 0.20 5 0.0058 0.015
2,4-DNA 0.20 5 0.0072 0.019
2,6-DNA 0.20 5 0.0052 0.013
3,5-DNA 0.20 5 0.0098 0.025

FE 1D v~ 7y ) YEFERTAILAICIIBEER N LI T —v
AN DOEHNLZ EEREARE L, JIERE 2% 705 2
EEHRLTEBLONREE L,

(F 2) BEWENZ < BEAMBICKERH 2561L. AREITV., Aik%E
Ans, AHIZSFEAZHWY., HO520CORHREIK 500 mL @K L
2HDxEHWD,

(V£ 3) [EAEfE T — b U » P12 1% Waters B Oasis HLB plus = iV, EHE%
MELE®%, 7R 10mL, BREAKI0mL Carysr o va=r7
T 5,

(E4) BEZENETHHOTHY, FIIIKOEE, AL TLW,

(F 5 Y=btuT7=U HEHIIBILOBZENRH D720, ZEXE RN,
ABBPCIEEMEZESR (WE 99.9995%LL F) #Hwiz, £72%do
By B — R v DICKSDEE L EROE L EE
ZiTH L, ELSEETERWVWBZENRH D20, HolcdEKa LT
WEESED, BRIZ600ERLE L, BAZOEMIME I — Y »
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POERELY 0.0l g ETEYD, BEREICZ(ENRL D E Tk

60

(£ 6) 2,4-DCNB (X7 &) 77 v -djp. 2,4-DNA, 2,6-DNA K 3,5-DNA I
p-T T = =b-diy B ZENENNIEEME & T 5,
(7 7) IDL 1%, bW EREERERE IO T51& ) CEK 2843 H)
WU CHEHB L, AHERER 3RS, £72K 1-1, 1-2 12 IDL #]

ERFD 7 v~ T T hERT,

3 IDL OB HfE R

EL/E=eE 2,4-DCNB  2,4-DNA  2,6-DNA  3,5-DNA
AEHE (L) 0.20 0.20 0.20 0.20
KR B (mL) 5.0 5.0 5.0 5.0
HEANWKIRE (ng/mL) 0.75 1.25 0.75 1.25
HEAE (pg) 0.75 1.25 0.75 1.25
PEEEANKE (UL) 1.0 1.0 1.0 1.0
HEE 1 (p) 0.661 1.50 0.785 1.44
3 2 (pg) 0.746 1.45 0.712 1.59
FER 3 (pe) 0.696 1.45 0.776 1.50
it 4 (pg) 0.674 1.52 0.683 1.42
a5 (pg) 0.674 1.51 0.832 1.64
it 4 6 (pg) 0.613 1.47 0.770 1.57
it 3 7 (pg) 0.604 1.41 0.763 1.44
FIE (pg) 0.6669 1.472 0.7602 1.514
R (pg) 0.0487 0.0391 0.0492 0.0847
IDL (pg)’ 0.19 0.15 0.19 0.33
IDL #BHARAE (ug/L) 0.0047 0.0038 0.0048 0.0082
S/N 11 16 19 13

CV (%) 7.3 2.7 6.5 5.6

* : IDL =t (n-1,0.05 ) X Gpy X 2
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x10 2

0.9+
0.8+
0.7+
0.6+
0.5+

0.4
x10 2

+ SIM(190.9) SIM 161026_019.D

| 2,4-DCNB(m/z191.

~

Mwﬂ\wﬂw

+ SIM(164.1) SIM 161026_019.D

|
\ <7 F 7T -di(miz164.1)

J&

- , —

x101

7.5+

6.5

55

4.5

x10 2
2.75

2.5
2.254

1.75
1.5
1.25+

0.75+
0.5+
0.25

102 103 104 105 106 107 108 109 11 111 112 113 114 115 116 117 118 119 12 121 122 123 124 125 126 127 128 129
HIU b vs. BIEERE (min)

1-1 IDLJPERED 7 v~ N7 T A
(2,4-DCNB 0.75 ng/mL, 7 &7+ 77 > -dip 1.0 ng/mL)

+ SIM(183.0) SIM 161026_019.D

| 2,6-DNA(mM/z183.0)

1 3,5-DNA(M/z183.0)—|| | <2,4-DNA(m/z183.0)

+ SIM(244.2) SIM 161026_019.D

p-7 /v 7 = =/b-d4(m/z2244.2)—

AN

" 136 138 14 142 144 146 148 15 152 154 156 158 16 162 164 166 168 17 172 17.4 17.6 17.8 18 182 184 186 188 19 192 19.4 196 198 20
BV vs. RIEEFR (min)

1-2 IDLHIERFDO 7 v~ ~7 5 A
(2,4-DNA 1.25 ng/mL. 2,6-DNA 0.75 ng/mL. 3,5-DNA 1.25 ng/mL,
p-ﬁ:/I/7 ==/b-di4 1.0 ng/mL)
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(7£8) MDL X O*MQL ¥, MW/ E R EEHESEmO F51 &) (FAk 28
EIANCECCHEB L, BHERE K 4-1,4-2 12037, £721X 2-1,
222\ Z MDLHIFEERED 7 o~ N 7T A& T,

7 4-1 MDL O&E H#55(2,4-DCNB, 2,4-DNA)

SEL/k=e 2,4-DCNB EIES 2.4-DNA ] %
Aokt J )11 7k J )11 7k

AEHE (L) 0.20 - 0.20 -
PEAEVS N # (ng) 4.8 - 8.0 -
BRI B (ug/L) 0.024 - 0.040 -
B R (mL) 5.0 - 5.0 -
AN E (ng/mL) 0.96 - 1.6 -
PEEEANKE (L) 1.0 - 1.0 -
BIE7 7 > 7 E¥(ug/L)" <0.0058 - <0.0072 -
RN (ug/L) <0.0058 - <0.0072 -
FEF 1 (ng/L) 0.0206 86 0.0369 92
FE 2 (ng/L) 0.0207 86 0.0395 99
5 3 (ug/L) 0.0202 84 0.0402 101
FER 4 (ug/L) 0.0212 88 0.0390 98
i 55 (ug/L) 0.0176 73 0.0395 99
it 5 6 (ug/L) 0.0178 74 0.0404 101
FEF 7 (ng/L) 0.0186 77 0.0431 108
FEIME (ug/L) 0.01951 81.3 0.03981 99.5
FEYER A (ug/L) 0.00150 0.00186

MDL (pug/L) 0.0058 0.0072

MQL (pg/L) ™ 0.015 0.019

S/N 12 18

CV (%) 7.7 4.7

*1 o 2RI A IE L T-EOFE (n=2)

*2 : MDL 5 HHFREHIRE A IR L TV eV IREECTE L2 R E O XA
(n=2)

*3 : MDL =t (n-1,0.05 ) X Gy X 2

*4 : MQL = 6,1 % 10
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# 4-2 MDL D& H#5 F(2,6-DCNB, 3,5-DNA)

Xt G B 4 2,6-DNA [ R = 3.5-DNA EIES
OB 7K 7K

AR (L) 0.20 - 0.20 -
FEYEIR NN f(ng) 4.8 - 8.0 -
AR} A L FEE (ug/L) 0.024 - 0.040 -
B A& B (mL) 5.0 - 5.0 -
ENEIREE (ng/mL) 0.96 - 1.6 -
HEEE AW E (ul) 1.0 - 1.0 -
BET T v 7 E¥(ug/L)! < 0.0052 - <0.0098 -
FEVRAN T4 (ug/L) <0.0052 - <0.0098 -
fEE 1 (ug/L) 0.0195 81 0.0323 81
FEI 2 (ug/l) 0.0201 84 0.0374 94
#5583 (ug/L) 0.0210 87 0.0363 91
58 4 (ug/L) 0.0228 95 0.0393 98
fER S (ug/L) 0.0225 94 0.0398 99
&8 6 (ug/L) 0.0200 84 0.0356 89
T8 7 (ug/L) 0.0223 93 0.0367 92
EHIME (ng/L) 0.02116 88.2 0.03677 91.9
FEEMR 2= (ng/L) 0.00134 0.00252

MDL (pg/L) ™ 0.0052 0.0098

MQL (pg/L) ™ 0.013 0.025

S/N 15 15

CV (%) 6.4 6.9

*1 o ZERBRIL A TE LT IE (n=2)

*2 : MDL B H A REHCHEEZ /I L CTOZRVIREE TE £ 1 5 IR O S E
(n=2)

*3 : MDL =1 (n-1,0.05) X0y X 2

*4 : MQL = 6,1 % 10
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x10 2

+ SIM(190.9) SIM 161028 013.D

| 2,4-DCNB(mM/z191.0)

+ SIM(164.1) SIM 161028 013.D

—TEF T T o di(Mmz164.1)

102 103 104 105 106 107 108 109 11

NIV vs. BITEEERA (min)

11 112 113 114 115 116 117 118 119 12 121 122 123 124 125 126 127 128

% 2-1 MDL HEWRD I a~ N7 Z 5 (7T&F 77 -dj 1.0 ng/mL)

+ SIM(183.0) SIM 161028 013.D

1 2,6-DNA(mM/z183.0)

3,5-DNA(M/z183.0)—

| 2,4-DNA(mM/z183.0)

+ SIM(244.2) SIM 161028 013.D

p-7 V7 = =)b-d;4(Mm/z244.2)—

e

" 136138 14 142144 146 148 15 152 154 156 158 16 16.2 16.4 166 168 17 17.2 17.4 17.6 17.8 18 18.2 18.4 186 188 19 192 194 196 198 20

DOV b vs. RIFEERE (min)

2-2 MDLMPIERED 7 v~ s7Z 5 (p-7 /07 = =/b-diy 1.0 ng/mL)
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82 f§ ®

[53#735]
(Zue—Fv—1]
AE R Sl 1 A
200 mL SHA Oasis HLB plus
10 mL/min
— i | Pt o
"*_%_@_7}; 10 mL A =NIFE LK (6:4) N, J# % 60 min
(KR DGE 15 mL
v T Sy
7' hY 5.0mL 7'M 1.0 mL
5.0 mL
T GC/MS-SIM

U YA TIRENIEYE
(7_{2%7%:/-(110 1.0 ng.
p-?‘/l/7l:/l/-d14 10 ng)

B2 S ey
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(B E#R)

MEH A X 3-1~3-4 T,

0.16

0.14 y=

0.12
0.10

iy
& 0.08
©0.06
0.04
0.02
0.00

¥ FE (ng/mL)— (1.0)

0.0473x-0.001

R -09985
."‘..O‘-.

2 3
B

(2.0) (3.0) (4.0)
3-1 2,4-DCNB O &
CeH W E £ 0.75~15ng/mL, 7&F 77 > -do : 1.0 ng/mL)

3% 5-1 2,4-DCNB g &EARIERRH T — ¥

0.80
0.70
0.60
0.50
0.40

JEE L

0.30
0.20
0.10
0.00

REAMER T — & 2R 5-1~5-4 1R T,

y=0.0493x-0.0155 ©

R?=0.9985 -

(5.0)

10
TR

(10)

15 20

(15) (20

R I
PR IR I S EREA MR (A IS
(ng/mL) RIRAH(A) BV (Ais) 0
C)) [2,4-DCNB] [7E&F 77 -dl (Ay/Ajss)
(M/z 190.9) (M/z 164.1)
0.75 13 373 0.0347
1.13 19 381 0.0505
15 27 379 0.0710
1.88 33 373 0.0897
2.25 39 373 0.104
3.0 53 373 0.141
45 78 372 0.209
6.0 105 371 0.282
75 126 366 0.345
9.0 151 361 0.417
12 210 365 0.575
15 257 350 0.734
*INIEYEY)E IR 1.0 ng/mL
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0.16 0.90
SR 1
0.12 0.70 e
0.10 O 0.60
gi 0.08 O §§ 030 O
b ! ¥ 040 o)
0.06 = 0.30 8
0.04 o 0.20 ©
0.02 0.10 ©
0.00 0.00
0 2 4 0 10 20 30
e e erste
I (ng/mL)— (2.0 (4.0 (6.0) (10) (20) (30)
[ 3-2  2,4-DNA O &3
W RS © 1.25~25ng/mL, p-7 /7 = =/b-di4 : 1.0 ng/mL)
# 5-2 2,4-DNA BREMAIERH T —#
1= Ax
TR B R i - = Sl TN e
(ng/mL) KW E (As) ﬁ%ﬁ%am@ IR b
C)) [2,4-DNA] [p-7 7 ==-diy]  (AJAy)
(m/z 183.0) (M/z 244.2)
1.25 12 322 0.0364
1.88 18 333 0.0547
2.5 22 320 0.0674
3.13 27 316 0.0867
3.75 32 318 0.102
5.0 44 311 0.142
7.5 66 314 0.210
10 89 311 0.287
12.5 112 302 0.369
15 137 292 0.469
20 194 296 0.656
25 233 288 0.809

*ARTEYEIRE ¢ 1.0 ng/mL
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0.16 0.90

014 y=0.0491x-0.0017 O 0.80 y=0.0568x-0.0287 ©
R2=0.9997 .- R2=0.9981 -
0.12 0.70 O
o) ) '
0.10 0.60
X Q0 = 0.50 o)
& 0.08 s
b © 12 040 o
0.06
Jfa 0.30 O
0.04 o 0.20 -9
0.02 0.10 ©
0.00 0.00
0 1 2 3 4 0 5 10 15 20
TR TR
I JE (ng/mL) — (1.0) (2.0) (3.0) (4.0) (5.0) (10) (15) (20)

3-3  2,6-DNA DOfhEH
Gt BB E ¢ 0.75~15 ng/mL, p-7 /7 = =/b-d;4 : 1.0 ng/mL)

7 5-3  2,6-DNA frEMRIER T —#

s o BB
PRI R S ” = T A Pk b
(ng/mL) KT RYE (As) I*ijﬁ% E(Ais) A
C) [2,6-DNA] [p-7 V7 = =)1-dy] (AJ/Aj)
(m/z 183.0) (M/z 244.2)
0.75 12 322 0.0359
1.13 18 333 0.0530
1.5 23 320 0.0718
1.88 29 316 0.0910
2.25 34 318 0.108
3.0 45 311 0.146
4.5 72 314 0.231
6.0 94 311 0.302
7.5 117 302 0.388
9.0 141 292 0.484
12 199 296 0.672
15 235 288 0.815

*NARTEY) E IR @ 1.0 ng/mL
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0.14 0.80
0.12 etk 0440 0.70 =% 02909);9(7)802% ©
. o 060 - .
< 008 o . 0.50 " )
% o0s e 5 0 P
0.04 O 030 o
: o 0.20 o
0.02 0.10 ©
0.00 0.00
0 2 4 0 10 20 30
TR TR
I % (ng/mL)— 2.0) (4.0) (6.0) (10) (20) (30)
%] 3-4 3,5-DNA O &
(X 5'E : 1.25~25ng/mL, p-7 /L7 = =/b-dy, : 1.0 ng/mL)
# 5-4 3,5-DNA BREMAEAA T —
s
TR I S Sl a5 LAk
(ng/mL) KT (As) PIEE HER) T (Ass)” i B LR
C.) [3,5-DNA] [p-7 V7 = =)1-dy] (AJ/Aj)
(m/z 183.0) (M/z 244.2)
1.25 10 322 0.0304
1.88 15 333 0.0446
2.5 20 320 0.0621
3.13 24 316 0.0765
3.75 32 318 0.0995
5.0 40 311 0.129
7.5 62 314 0.197
10 79 311 0.254
12.5 102 302 0.336
15 124 292 0.424
20 172 296 0.581
25 205 288 0.712
*NAEEYE IR © 1.0 ng/mL
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A=A
FEREYE N OWNEEYE DO/ a~ b7 T L& X 4-1,4-2 1IZR-7,

x10 2

144
1.2

0.8
0.6+
0.4+

x10 2

1.4+
1.2+

0.8+
0.6
0.4

x10 2

2.5+

1.5

0.5+

+ SIM(190.9) SIM 161026_012.D

2|3
+ SIM(145.0) SIM 161026_012.D
1(2 2|3
«2,4-DCNB(m/z2145.0
+ SIM(164.1) SIM 161026 .012.D
1]2 2|3
—TEF77-d1o(M/z164.1)

x10 2

' 102 103 104 105 106 107 108 109 11 111 112 113 114 115 116 117 118 119 12 121 122 123 124 125 126 127 128 129 13 131
HIU b vs. RIEERE (min)

4-1 2,4-DCNB KOXTE®F 7T v-doDra~ k7T A
(2,4-DCNB 3.0 ng/mL., 7%+ 77 > -djy 1.0 ng/mL)

+ SIM(183.0) SIM 161026_012.D l 2,6—DNA(m/Z 1 83 O)

: 3,5—DNA(m/2183O)—j\j\‘_zs“'DNA(m/Zl%O)

+ SIM(153.0) SIM 161026_012.D

| 2,6-DNA(M/2153.0) <24-DNAM/21S3.0),

| :
| Y Wwwmmwmwwwwyww,wwwmwm it

+ SIM(137.0) SIM 161026_012.D

3,5-DNA(mM/z137.0) |

WWWMWWWWMMMWW

+ SIM(244.2) SIM 161026_012.D

p-7 V7 = /1/-d14(m/2224.2)—>JL

132 134 136 138 14 142 144 146 148 15 152 154 156 158 16 16.2 164 166 168 17 17.2 174 17.6 178 18 18.2 18.4 186 188 19 19.2 194 196 198
BV vs. BIEEERET (min)

4-2 2,4-DNA. 2,6-DNA, 3,5-DNA KT
p-7NT = =)-dy DT v 7T A
(2,4-DNA 5.0 ng/mL, 2,6-DNA 3.0 ng/mL. 3,5-DNA 5.0 ng/mL,
p-7 /v 7 = =/L-di4 1.0 ng/mL)
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(v ARARZT bV)
FEYEYE & OWNEEME D~ A AT "L A K 5-1~5-6 12757,

0.9+

0.8+

0.7

0.6

0.5+

0.4+

0.3

0.2

0.1+

04

740

63.0

69.0 |
[

+ A% vY (rt: 10.837 min) 1608190050 JHE

840

90.0

98.9

108.9

1189

1249

1329

145.0

161.0

1749

190.9

1868 |||

510
Il
7

\M\H
—
50 55 60

[
65 70 75

80.6
[
|

80 85

90

100 105 110 115 120 125 130 135 120 145 150 155 160

165 170 175 180 185 190 195 200

BV vs. ERER (m/2)

5-1 2,4-DCNB O~ A A7 k)L

x10 4 |+ 2F%Y (rt: 18.387 min) 1608190050 FE

2.8
2.6
2.4+
2.2

1.8+
1.6
1.4+
1.2+

14
0.8+
0.6+
0.4+
0.2+

520

64.0

79.0

91.0

107.0

137.0

1189 y5g9

153.0

166.9

183.0

190.8

I
50 55 Gb 65 70 75 80

5-2 24-DNA O~ A AT k)L

l
N
85 90

100 105 110 115 120 125 130 135 140 145 150 155 160 165 170 175 180 185 190 185 200

BV vs. ARER (m/2)

&9




x103

0.5+

+ 2%+ (rt: 14.738 min) 160819.005D ¥

91.0

520
63.0 1209

80 1069

125.1 135.0
|

=)

x10 4
1.5
1.4
1.3
1.2
1.1

0.9+
0.8
0.7+
0.6
0.5+
0.4+
0.3+
0.2+
0.1+

0

96.0
‘\\“8‘"’;7‘\” N

560 ‘ HM ‘H‘ \\‘. !

153.0

1489

167.0

183.0

191.0

Ml
50 55 60 65 70 75 80 85 90 95
Bk vs. ERER (m/2)

5-3 2,6-DNA O~ A A7 k)L

100 105 110 115 120 125 130 135 140 145 150 155 160 165 170 175 180 185 190 195 200

+ 2FvY (rt: 18.266 min) 160819_005.D &

91.0

107.0
94.9

167.0

183.0

50 55 60 65 70 75 80 85 90
AUk vs. ERER (m/2)

5-4 3,5-DNA O~ A A7 )L

95 100 105 110 115 120 125 130 135 140 145 150 155 160 165 170 175 180

185 190 195 200

+ 2FvY (rt: 11.954 min) 160819_006.D HE

80.0

\ "MH‘ e

) 132.0
1138 1219 |

1458 \“\ ‘

164.1

5 55 60 65 70 75 80 85 90 95
Bk vs. ERER (m/2)

90

55 7t F 77 -digD~VAANRT KL

100 105 110 115 120 125 130 135 140 145 150 155 160 165 170 175 180 185 190 195 200




x10 4
1.7
1.6
154
1.4
1.3
1.2
114

1
0.9-
0.8
0.7
0.6
0.5
0.4-
0.3
0.2-
0.1

+ 2%y (rt: 19.426 min) 160819.006.D JHE

122.1
160.0
80.0 941 1060

1178 135.9

Lol ol 14\5-9 \‘M 1740 18\39
L Ll L PSS,

2442

2121
1980 2081] 2261 2361 ‘ 2532
" [ARN) L —

i ‘ ‘ 80 90 100 110 140 150 160 170 180
DOVE vs. EREH (m/2)

120 130

%0 200 200 20 230 240 2bo

56 p-TIT == -ty DV ARARY ML

(BVET 7 v 7 RABKR)
BlET7 7 o 7 BoERIIVT LD MR TH o 72,
~ N T AEK 6-1,6-2 1IZRT,

BIE7Z 707

+ SIM(190.9) SIM 161026_014.D

2,4-DCNB(M/z190.9)

\/W\A//\R«,/\\N\N/VN\,V*%\/\AMW/V \/\/\</ \N\MWMA/\MA AAAAAA R N S

1015 102 1025 10.3 1035 104 1045 105 1055 10.6 1065 107 1075 108 1085 109 1095 11
BV vs. RIEEFR (min)

X| 6-1

1105 111 1115 112 1125 113 1135 114 1145

BIETZ 7 Dy v~ k7T 5(2,4-DCNB)

x10 1

+ SIM(183.0) SIM 161026_014.D

6.5+

5.5 ﬂ
w

2,6-DNA(m/z183.0)

| ! 3,5-DNA(mM/z183.0) | | 2,4-DNA(m/z183.0)
bl vmw“»ww A1t i o Ay P P MWWWM/*WWMWWMW T

135 1375 14 1425 145 1475 15 1525 155 1575 16 1625 165 1675 17 1725 175 1775 18 1825 185 1875 19 1925 195 1975 20
HIU b vs. RIEERE (min)

6-2 ¥WE7 7D/ u~ N7 T A(Q2,4-DNA, 2,6-DNA, 3,5-DNA)
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EAENEN S
AR (RGN KO CRRak L R EERS)  ~ O RE e B TR N el (R s

BrFK6-1,6212, FT-RERFO 7o~ N7 T L5 K 7-1~7-4 |27,

7 6-1  WMENGRERGS R (T)1K)
— S e MR (AR CV
BB BBRE IR (ng) RUBHRL(L
B 7H’ i %ﬁ;& {J Dg-g(ng) B 7'4’%( ) (},Lg/L) (%) (%)
2 - 0.20 <0.0058 - -
2,4-DCNB
7 4.8 0.20 0.0195 81 7.7
2 - 0.20 <0.0072 - -
2,4-DNA
7 8.0 0.20 0.0398 100 4.7
2 - 0.20 <0.0052 - -
2,6-DNA
7 4.8 0.20 0.0212 88 6.4
2 - 0.20 <0.0098 - -
3,5-DNA
7 8.0 0.20 0.0368 92 6.9
# 6-2  WINEIGRE R R (oK)
o e e MR (AR CV
Ak B N B (L
Bt B W E(ng) #EHR(L) (/L) %) %)
2 - 0.20 <0.0058 - -
2,4-DCNB
5 12 0.20 0.0520 87 4.2
2 - 0.20 <0.0072 - -
2,4-DNA
5 20 0.20 0.0935 94 0.92
2 - 0.20 <0.0052 - -
2,6-DNA
5 12 0.20 0.0535 89 33
2 - 0.20 <0.0098 - -
3,5-DNA
5 20 0.20 0.0930 93 4.6
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x10 2 |+ SIM(190.9) SIM 170301_020.D

1.84 112

1.6

144 2,4-DCNB(mM/z190.9)
1.24

0.6

x10 2 |+ SIM(164.1) SIM 170301.020.D
3.25+ il

2.75
2.25
el —T1F757-d1o(Mm/2164.1)

1.25+

0.75
0.5+

102 103 104 105 106 107 108 109 11 111 112 113 114 115 116 117 118 119 12 121 122 123 124 125 126 127 128 129
HIU b vs. BIEERE (min)

7-1 @MENEER D 7 v~ ~ 7 & (#K) (2,4-DCNB)
(FhaEtk) (7' 77 > -dip 1.0 ng/mL)

x10 1 |+ SIM(183.0) SIM 170301_020.D

o5 1 2,6-DNA(m/z183.0) || 2,4-DNA(m/2183.0)

3,5-DNA(m/z183.0)

x10 2 |+ SIM(244.2) SIM 170301.020.D

1.4 p—?/l/7 s g :/V—d14(m/2224.2)_>

135 14 145 15 155 16 165 17 175 18 185 19 195 20
BV vs. RIEEFR (min)

7-2 WINENGRERD 7 v~ 7 F A (MEK) (2,4-DNA. 2,6-DNA. 3,5-DNA)
(INECEE)  (p-7 /v 7 = =/b-di4 1.0 ng/mL)
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x10 2 |+ SIM(190.9) SIM 161027.003.D

0] 2,4-DCNB(mM/z190.9)
l

x10 2 |+ SIM(164.1) SIM 161027_003.D

<_7"kj‘77‘:/-d10(m/21641)

102 103 104 105 106 107 108 109 11 111 112 113 114 115 116 117 118 119 12 121 122 123 124 125 126 127 128 129
DOV vs. BIEEERE (min)

x10 2 |+ SIM(183.0) SIM 161027.003.D

0.9+
0.8
0.7+
0.6

04 | 2,6-DNA(m/z183.0) __3,5-DNA(M/z183.0) | | 2.4-DNAMM/2183.0)

0.4+

x10 2 |+ SIM(244.2) SIM 161027_003.D

2.2

1.84
1.6+
o) P-F /L7 = = b-d,y(M/z224.2)—
o]
0.6
0.4
0.2

135 14 145 15 155 16 16.5 1‘7 175 18 185 19 195 20
BV vs. BIEERE (min)

B 7-3  WMEGAER O 7 m< ~ 77 5 Gk (BF5)0))  (EERINECE)
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x10 2

0.8
0.6

0.4+

+ SIM(190.9) SIM 170301_018.D

2,4-DCNB(M/z190.9)

x10 2

+ SIM(164.1) SIM 170301_018.D

—TtF77v-d,o(M/z164.1)

—

x10 1

11 112 113 114 115 116 117 118 119 12

NIV vs. BIERERE (min)

+ SIM(183.0) SIM 170301.018.D

| 2,6-DNA(mM/z183.0) 3,5-DNA(M/z183.0) | | 2,4-DNA(m/z183.

+ SIM(244.2) SIM 170301.018.D

p-7 /b 7 = = )b-d4(M/2224.2)—

136 138 14 14.2 144 146 148 15 152 154 156 158 16 16.2 16.4 166 168 17 17.2 174 176 17.8 18 18.2 18.4 186 188 19 192 19.4 196 198 20 20.2
DOV vs. BIEEFR (min)

WINENGEER D 7 v~ ~ 27T & (MEK (FiEkil R Ess) )
(AL

7-4
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(fEtE R 7 ) — = 7 HRER)
SRR 7 ) — = TR O R AR T ITRT,

#7 HfRMER U —= 0 FRERRE R
o WM ng/L GRIEER(%))
WEA  pH BB T g7 AR
el W 7
5 2 0.060  0.0505(84) 0.0534(89) -
2,4-DCNB 7 2 0.060  0.0493(82) 0.0544(91) 0.0525(87)
9 2 0.060  0.0483(80) 0.0524(87) -
5 2 0.10 0.0695(69)  0.101(102) i
2,4-DNA 7 2 0.10 0.0703(70)  0.104(100)  0.0993(99)
9 2 0.10 0.0710(71) 0.103(103) -
5 2 0.060  0.0466(78) 0.0584(77) -
2,6-DNA 7 2 0.060  0.0471(79) 0.0616(82) 0.0559(77)
9 2 0.060  0.0453(75) 0.0643(87) -
5 2 0.10 0.0688(69)  0.107(107) -
3,5-DNA 7 2 0.10 0.0724(72) 0.113(113)  0.0985(99)
9 2 0.10 0.0673(67) 0.108(108) -
STRATE (%) + T VT B L O B
(R AR

BrBm K. R OME R I 36 1T A R ERBRES 2 & 8 IR T,

BREEAKIZOWTIE [BUBLOBRIUL OMRF] ISR L& )i, BEEMEZIR
MU 7o ARERR 2 I TR A7 L 7ot . [BOBE D RTALER J OVRBRIE D FHBL] 1
P o TRITLER 24TV, ZOREZHE LTz,
FEA H I O PR AFPERRBR 1L, PR AEERBR O 0 (#E7K 200 mL (2 2,4-DCNB 7.5
ng, 2,4-DNA 12.5 ng, 2,6-DNA 7.5 ng, 3,5-DNA 12.5 ng & i’IN L 7230k D [H]

MR Z Wi RAF L
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#* 8 PRAFMERERAS R

Sy A A W (ng/L) (FRAFH (%))
) (g/L) 7 FI 14 F 1A
2,4-DCNB 0.0375  0.0279(74) ] .
‘ 2,4-DNA 0.0625  0.0581(93 ; -
1K ©3)
2,6-DNA 0.0375  0.0301(80) ; ]
3,5-DNA 0.0625  0.0456(73) ; )
2,4-DCNB 0.0375  0.0308(82) ] .
gk LADNA 0.0625  0.0571(91) - ;
2,6-DNA 0.0375  0.0341(91) ] ]
3,5-DNA 0.0625  0.0745(119) ; ]
2,4-DCNB 1.50 - 1.23(82) -
. 2,4-DNA 2.50 ; 2.20(88) ;
AR 6 DNA 1.50 . 1.38(92) ]
3,5-DNA 2.50 ; 2.28(91) ;
1.1 - - 1.1
2,4-DCNB 3 0(97)
3.00 ; ; 3.32(111)
1. i ] ,
2.4-DNA 88 1.96(105)
5 Y 37 5.00 - - 5.45(109)
- 1.13 - - 1.13(100)
2,6-DNA
3.00 ; ; 3.20(107)
1.88 - - 1.94(103)
3,5-DNA
5.00 ; ; 5.69(114)

*FRATER(%) - a3 D M IR O FIE

(REKR D5 BE)
DCNB OHEERMEARD 7 u~ N 7T A %&[K 8 12577, i F. 2,4-DCNB %,
oD BAMEAR & BT D 2 & 2k LT,

x10 2 [+ SIM(190.9) SIM 170303.004.D
3,
275 1
|
25 ‘t | “ 2,4-DCNB
i ‘
Z'ZZ ‘\‘\ 2,6-DCNB— ‘\‘ \
175 i i “ ,l f\ 0
154 ‘\‘ \‘ <—3,5-DCNB ‘H‘ || \ |1<=3,4-DCNB “‘\‘
- —> | I |
1.2'157 I 2,5-DCNB [ [ [ I || <2,3-DCNB
b Vo | [\
0.75 J | SV [\ ) [
054 — - e/ —/ ~ — e —
102 103 104 105 106 107 108 109 1 i 1l2 113 s 115 s 17 118

BV vs. BIEERE (min)

8 DCNB Of&ERMEIKD I o~ N7 T A
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(R TIC X 5 EHE)

HEBE ITHEYEYE (2,4-DCNB 6.0 ng, 2,4-DNA 20 ng) %M Z 7z ~FH %
WREPFHB L, X F. 1 mL £ TEMEZ. NERE 10 uL 2%, GC/MS
AT EATV, FINEERD =, TOR/BREERIITRT,

FEF. 2,4-DNA IZHOWTIEBEIUEENME T L7, BRETIEE L TEER
i FIC X DR AR L 72 o 72,

K9 ERRIM FIC K D EMARR

AT YRR O UK (B (%)
(mL) 2,4-DCNB 2,4-DNA
5 108 63
10 106 58

(7 V=27 v 7OKE)

7 V=27 v 7 LT, BEMEEZIC A Y ) — I RERKORAIRIZ K D%k
WERHAL, A% — L EBKOFEIE, HEIZOWTHRE LTz,
Rk, FEHUK 200 mL IR ¥EY)'E (2,4-DCNB 15 ng, 2,4-DNA 50 ng,
2,6-DNA 15 ng, 3,5-DNA 50 ng) Ziz7=ilkt2difl L, [REoTaEE )
REBRIEDOFBL] OFIEICHE > THTLFE L, BINEKRZRD D Z L TiTo12, %
DFEREFK 10 TR T,

R 2,4-DNA OEIENME T T 28200872 <, HOX 0 RBELN
HEMEE LT, A% 7 —VERUK(6:4), FEHE 15mL 28R L7,

#£10 27V =27 v OB R

o N [ =R (%)

A A ) —VIRERK i R(mL) 2,4-DCNB 2,4-DNA
2:8 S o3 >
3.7 S 9 .
4:6 5 105 95
5:5 5 102 104
6:4 S 20 -
8:2 S o3 52
10:0 > 20 =
6:4 10 o8 -
6:4 15 o4 -
6:4 20 95 =
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(BB DORFT)

ek CRnalk L R EEHE) 1000 mL (TR S HE4E (2,4-DCNB 60 ng, 2,4-DNA 100
ng. 2,6-DNA 60 ng, 3,5-DNA 100 ng) Z#RANL ., 1 KeEFE L7 %IZ A%
To72, AEBIOAMIIHOWTIIA Y / —/L 5 mL T2 [EHhH LERK 90
mL ZMZ72bDIZHONT, ZhEh [REIORHMAE L OVRBIEOFE] (1
PEVRBRIER AT L, WE LR ER 1LITRT,

FER. A5 ORISR E TR S ho T,

11 ABOKGHE R

R, R B EE (ng/L) (BN ER(%) ")
- (ug/L) AR Ak
2,4-DCNB 0.0600 0.0485 (81) <0.0058
2,4-DNA 0.100 0.102 (102) <0.0072
2,6-DNA 0.0600 0.0528 (88) <0.0052
3,5-DNA 0.100 0.0926 (93) <0.0098

AR (%) = F BRI 69 5 M IR O NS

(REJR )
1) AEHERR ~D K DRI

BRI K Z N Z . 2 ZE GC/MS-SIM THIE LT7-fE R 2% 12-1, 12212
NI

FORER, KBEEND LIV DR T IBEPEREYE O ISEED &
720 MNBYWEOWRENHZNT EIET L, BT — FU v 2Ky
NS T2 FFROBWHEEEZIT) EIELK EEBTERWVWEBZENLLRDH DD,
T ER LRSIV ERD D,

#12-1  FEUEFR~D K DERNN(2,4-DCNB)

Bt EE \

e KT ' X RYE PAEYEM ™ R 2 B (ng/mL)
@ /HTL) (%) [24-DCNB] [T F 77  (BRHE=E?(%))
8 (M/z 191.0)  -dio(m/z 164.1)]

15 0 36 431 1.48(98)

15 25 36 435 1.47(98)

15 10 35 471 1.31(87)

*1 PIEYEE @ 1.0 ng/mL
*2 MR ARERRGR ISR S IR E O BIS
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F12-2 BEUER ~D K DERI(2,4-DNA)
BB
Y o ) ]
*j;ﬁ AN xgmE F?’;ﬁ@i R (ng/mL)
- (%) [24-DNA] P T (R (%)
(ng/mL) Jb-dig(m/z
(m/z 183.0) 244.2)]
2.5 0 22 525 2.45(98)
2.5 2.5 20 537 2.26(90)
2.5 10 20 660 1.76(70)

*1 PIEYEE @ 1.0 ng/mL

*2 R ARVERR T D M IR O EE

2) BEHEHH I — FY v U~OBEKERH
ZE3% 7 A(0.5 L/min) O 185 E] & B IR BEIZ DWW TR L 72/ R &2 & 13 1

ZNERS

ZORER, EAEME T — MY v P OEEREE . S HICERZ T AOER &K
LTCHBHEEEIME TS, d2WEIXEAE L holz, 2O NG, @
KIL 60 pEHLZE L, BREOEMMET— Y v UOEEE 0.01 g BAL

FTEY, ERICEENP R RDIETHET L & & L,

F 13 AR & EFRE T — B Y DK DL E R O R

W4, R 18 R ] Koy *ﬁtﬂ?&%&*‘:(ug/L)
(ng/L) (h) (g) (B 2R (%))

0.0600 1 0.05 0.0581(97)

2,4-DCNB 0.0600 2 0.00 0.0496(83)

0.0600 3 0.00 0.0527(88)

0.100 1 0.05 0.0973(97)

2.4-DNA 0.100 2 0.00 0.106(106)

0.100 3 0.00 0.100(100)

*1 K& BXEOBEMAMED =) vy POEENPSH LN COFEL T
BUWI AT E R A& LW fE
*2 MR ARTER ISR S MR E O FIS
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(REFHE D HT]

ALz AT, Ffb BN or)IzZK (B )1 LOMEAR  CRrikil T HEHES)
ZHIE LR %, 2,4-DCNB. 2,4-DNA. 2,6-DNA. 3,5-DNA LW\ ki H
ENZehrotc, BEREOZ o~ N A%K T3, 7-4 1TRT,

[ 57 ]
REUKPICEEND 24-V/ B R-1-2 PEARVEY R 24-Y= bRT =
U DERSHIELHIE LTz, AIED MDL 1% 24-v 7 ra-l-= fr_XE
Y\ 24-Y=br T =) U ONEICZREI 0.0058 pg/L, 0.0072 pg/l TH Y |
FEARIE 0.75~15 ng/mL., 1.25~25 ng/mL O#i[H CTEARMENHER S -,
JIAK R O K % O 7= BB R BR O [EI 2 1. 2,4-F 7 B r-l-= b oy
TrTENEN 81, 87% (EERHIIZNZN 7.7%. 4.2%). AR 24-V
= a7 =V TEREN 100, 94% (EEHRIIIZNZN 4.7%, 0.92%) T
hole, UEOREREND, AEEHRRMRLEREN SRALT 24-927 00
A= bR BAZOWNTIZ 002 ug/L LAV D 24-TV= a7 =T T
WL 0.03 pg/l LV OBRBEERBI O EEICHE A FRECTh 5 LRIl S b,

[2%3CHEk]
D) fbFWE L BREE Ak 25 FEALFWESITIEREHE RS E. RBEY
(2014)

CEEEpE Y Sim)

AT & Je 4 o FNER L R BR R A S 2 —

TS ERT @ T640-8272 Fadk L RFnFK Liab LR 3 T H 3-45
TEL:073-423-9570, FAX:073-423-8798

HY 4 DA JETT

E-mail : yamamoto mO0096@pref.wakayama.lg.jp

101



2,4-Dichloro-1-nitrobenzene and 2,4-Dinitroaniline

This method  provides procedures for  the determination of
2,4-dichloro-1-nitrobenzene and 2,4-dinitroaniline in environmental waters by gas
chromatography/mass spectrometry with selected ion monitoring (GC/MS-SIM). A
water sample (200 mL) is filtered, if necessary. The filtrate is extracted by passing
through a solid-phase extraction cartridge (Oasis HLB plus). The cartridge is
washed with 15 mL of methanol/purified water (6/4(v/v)) and dried with N, gas for
1 h. Then the analytes are eluted with 5 mL of acetone. The eluate is adjusted to 5
mL with acetone, and then an aliquot(1 mL) of the eluate is spiked with 1.0 ng of
acenaphthene-d;y and p-terphenyl-d,s as internal standards. The analytes are
determined by GC/MS-SIM. The method detection limits (MDL) of
2,4-dichloro-1-nitrobenzene and 2,4-dinitroaniline are 0.0058 pg/L and 0.0072 pg/L,
respectively. The average recoveries of 2,4-dichloro-1-nitrobenzene in river water
and seawater were 81% and 87%, respectively. The average recoveries of
2,4-dinitroaniline in river water and seawater were 100% and 94%, respectively.

Water sample [————— Filtration i Solid phase extraction
200 mL No.5A Oasis HLB plus
10 mL/min
Fr======" 1
1 Wash ! Wash Drying
purified water 10 mL methanol/purified water (6/4(v/v)) N, gas 60 min
15 mL
L Elution Make up volume Aliquot
acetone 5.0 mL acetone 5.0 mL 1.0 mL
T GC/MS-SIM

Syringe spike
(acenaphthene-d;, 1.0 ng,
p-terphenyl-d;4 1.0 ng)

1
D i if necessary
1

102



WE 4

AT B —F v — b

{5

[1]

24-7 7 1
2 -1-= |k
| NN eV
(2]

24-Y = |k
=Ry gh=) IV

[KE]
AKRERAE [ Silh 1§

200 mL 5 A

I FE i

Oasis HLB plus

10 mL/min
L@a@ e Ht

N, #4560 min

FEHK 10 mL A=W LK (6:4)
(AR DHE) 15mL

EA 57
7 h¥ 5.0mL T b 1.0 mL
5.0 mL
T GC/MS-SIM
YUYV RARL JRE N
(7T 7T -dy 1.0 ng,
p-7 N7 = =/V-d4 1.0 ng)
grmmmmmmessa
ES VLTS U C

AT B
GC/MS-SIM

A T BRAE:
[/KE] pg/L

[1]0.0058

[2]0.0072

o3 M St

P

GC: Agilent £ 7890B
MS: Agilent % 5977A
717 . (Agilent )
DB-17 ms

30 m x 0.25 mm, 0.25
pum
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