REPHBUGEIR BRI
DRSRIHA < K]

o-7x=Lv>PrPIvV

o-Phenylenediamine

[UPAC# : RUE-12-PT 3V
Benzene-1,2-diamine
MG D 12-T7 ) RUB Y 12RBVPTI v, 0TI/ 7= v
1,2-diaminobenzene, 1,2-benzenediamine, 0-aminoaniline

[ SROEDREE]

NH

NH,

CAS %75 1 95-54-5
31 CHN,

(B aAtR] Y

HH fiid HITE S HHl
DT 108.1 - -
T/ T7AYV Y VER 108.0687 - -
Al (°C) 103-104 - 1
iR (°C) 256-258 - 1
IKIBARRE (g/L) 31.1 20°C 2
Z5JE (mmHg) 0.01 25°C 3
log Poy 0.15 - 3
B (gom’) 1.14 20°C 4
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[k, HiEl

Ao - e HERTETIZ B 2 DYERIEMETlE e
BRbR A ] 72 I ECso £ 0.82 mg/L, NOEC : 037 mg/L (&

LA & T LR, HEEE)
72 I ECso : 1.1 mg/L, NOEC : 0.56 mg/L (%
LA+ 7 LRREERAER, RS

FHs8E 48 R ECso : 14 mg/L (44 S ¥ v a sk
BH R
21 HF# ECs:0.35 mg/L, NOEC :0.083 mg/L (4
7 2 ¥ v I BhERH R

s 96 ] LCso : 4.6 mg/L (X &7 Zlkaainn)
frltERE 200 X G A LDs, 366mgkg (@77 A #%I1)

510mgkg (7 #%1)
LCsy >9lmgm’ (*7 A WA 4h)
1873mg/m’® (7 v & W&A)
FANE B L CHRDBANMEDER S B TH
205, & DR EME I AN

e 7YV - BRI LRGSR - GEE
LSS
gl

1) Maryadele J. O'Neil(ed), The Merck Index 14th Edition

2) Lide, D.R,(ed), CRC Handbook of Chemistry and Physics 88th Edition

3)PRTR HEHESHEH =27V H3 kK

4) International Uniform Chemical Information Database [UCLID Data Set

5) MOZ TR NGRS « (- APERR G fts 2 7 A (CHRIP)

6) US National Institute for Occupational Safety and Health Registry of Toxic Effects of Chemical
Substances (RTECS) Database

7) ALE TR

§1 obmk

(1) APTEEOBEE

KEGARHCIRIBKE T P Y 7 A (F 1) L9u’r— MREEZRNL, 7eeXgoF
WERIGEECGREMMET 2, P7uuxy ot L, Bk, BT 2, 3
IGUTS AT NVA—= ) P TO)=r Ty 72T\, ) VP AN, 7 2L
GCMS-SIM THH T %, m7 ==Ly P73V p7 ==Ly Y7 2 VORI D Af
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RETH 5,

(2 #& - /A

(]

07Tl VYT IV PRDGHER TER 1/ (B 95%)

m7z=LyI7 Iy CRDGHEE TER 1/ (B 95%)

p7 =L yPT Iy PADGHEE TR 1 (BE 97%)

07 =L Vv T Iv3456d, ADGHERTER (B 90%)

VATAsE S ) D B KRl (2 2)

TNT T T V-t PRI (B 98.7%)

1%PEG200 7 + A ARV ZFL ) a—)L200 RDGHEETEE |
%) % 500mg ®EOHLD, 72> T50mL &7
2

Giflin Ll RV : B Rk

IFL VYT I VIR IKE T b LKA (EDTA) : BISLAARL RE

RIBAKFET Y 7 L B KR

~FYr Yraaryy B A PR (5000 iR

FEEDK : Milli-Q 7K

KRG - Y 7 L BT R, PCB BB (7:3)

SUBNFNA—R) v : SUPELCO # 500 mg/6 mL Supelclean LC-Si (71:4)

(BB O] (4 5)
(EER)

07 =L VP72 500mg ZIEMEICE D LD (MRS T Y 7 L S0 mg 2L
FEELKICIAR L C 50 mL ISER L 1000 pg/mL OEHEFRE T2, m7 2Ly P73
V. p7 2L Y7 S UOWTHRBRDE RO, £ 1000 pg/mL OFEHERE 2 5
B9 2, FEHMEERZ 1 mL 3L, 100 mL I L T 10.0 pg/mL DR ENER %
BT 2 MBI T E HICHRZIT, 1.00 pg/mL DIRAERER % J8l4 2,

(ray— MEER) (ES5)

07 =L Vv ¥T 2 -3456-0 500 mg ZIEMECEDELD . dhAfEE T Y 7 A 50 mg
2L, FEUKIZYAR L T 50 mL IZER L 100 pg/mL DY 1 /r'— MEHERR E 32,
N RSEUK TR L 10.0 pg/mL DY 17— HERER % JHE9 2

(PR
TNF T VT V-t 5.00mg ZIEMECR DELD | DD T b TR L ~F 5 v 20
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ZT50 mL IZEZS L 100 pg/mL DNERETE 25/ 2, 2 e ~F 3 THRL T10.0
ug/mL DINEHER & T 5,

(R AR

FEHLK 100 mL IR (10.0 pg/mL, 1.00 pg/ml) % 0~20.0 uL NZ. #dd 3 [k
ORI OGREREOFHEL] DIEIZHE> THAEL . 135 173 B 2 e PR HENT
£E95,

[Z2E] Gie6)

JREIKE n—F ) —INRL—F | Zessmein

SEE— F(B00mL), =77 A3(100mL), FAM7 5 Z23(100mL), X ATV %
— (100mL), AEy VHEEGE (10mL), 87 7 A2, 2Ry b @ JERIcHs
%, REEUKIC X 2T 3ERITO, I5IT7R TG LIRSS,

(3) PITE

GRBLDERIR MR

BEE A EBR RSO T E ) (HH21 43 H) o TRl
BADOFIHLE: ) 12hE , RIS BICREH L L H72 0451 g OHlifig T v w7 4
JONEDTA 2L GE7). ke 9 U ORI Y 5, NEWEIISELSE\ 720, 31
BIOIrIETE R D HI T, BUR 7 HUIIZAT) 2 EDE X Ly,

[GRRLORTE KX OGABRR DR

GREMME (F8). YA

43— F(300 mL) (Z/KEEVEL 100 mL 28D EY . Hasr— MERER (10 pg/mL)
10.0 uL MOVRIEAKEF S 7 L Sg 2 MAIRE 9. I8, > 7unu Xy 10mL, 7
ORFFELFIL0S mL 2L TS DFHRE I T2 (F9), PruuxXy v Er =
75 A 2ZEEES, TP Z7un Xy v 10mL ZINMATHRE 9 L, gz Ghe T
KIFEEF &V 7 ATk %, HiliREF AR 7 S 2318, =75 Ra%zy70
O X TYeET 2, PRI & b, v —% ) — 2 NKR L — % Tl LAY S mL
5%, IEAEy YRR IEICHE O A, EELXGTPT02mL ETEEL. ~¥
YT 1 mL ICERT S, WEHEL LT7V4 T T -ty (10 pg/mL) 5.00 pL Z 12T
GCMS-SIM TEET 5,

(ZV—=r7v7) (H10)

WEDSRD LNBGEIIE 7 ) = Ty 77%479 . Wity 7uax s v
THHL, =%V —INNKL—¥ T 5 mL B L 788, avF 14> a=v 7Lk
SUAFNA— ) wPICATT S, PZun Xy s mL 2L, KRS T,
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FENT20%7 % b EA~F Y 10mL TAH L, EFEXUE N C1lmL £ TRMmEL. N
BEEL LT 704 T v T ¥-dip(10.0 pg/mL) 5.00 uL % f1 2T GC/MS-SIM TERT %,

(2= D]

Al & SR OREEUKZ s, HEfiEg - &Y 7 A & EDTA 245 100 mg i [kl
RS OB OFREL] DIEICHE > THRIEL . o n7alBai 2 2B & 9%,

[HilE]
(GCIMS &)
BdzslR

A 7 4
H 7 L

AlRRE A1
AR
oYY —H R
alVEHEA R

AV —7 2 —AMRE
A F R

A F AVEE

A & ALERR
Baie—1r

B —A AV

(BB G 11)

: GC : ThermoFisher Scientific # TRACE GC ULTRA
MS : ThermoFisher Scientific # TSQ QUANTUM
:DB-17ms 30 mx0.32 mm, 0.25 um
: 50°C (I min) — 20°C/min — 200°C — 5°C/min — 240°C
— 20°C/min — 280°C (2 min)
ATy FLR OS—=TBliARR 1.0 min)

: 240°C
: He 1.5 mL/min
*1uL
: 250°C
: 230°C
:70eV
: 50 pA
: SIM
(07 2L UYT I VIRER TE L 206.0
wo 252.0
m7 =L VP73 Bk e 252.0
ZoH 206.0
p7 =L rYT I VAR e 252.0
T2 206.0
07 =L P73 345.6-0, FHEE = 210.0
fifEZ2 A 256.0
TIINA T T V-t e 212.1

PRI 1 uL %2 GOMS IZFEAL, 07 ==L ¥ Y7 S VOg&IFYusr — b
Yrg L DIEEL. m p7 2Ly P 7 3 OEAIINEREYE L OREEH, KORR
WE Lvay— ME D 2\ IZNEREYE & Ol S RERRZ (FRT %,
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CER) (F:11)
B 1 UL 2 GCOMS IZFFEAL, 007 ==L P 7 SV OBEIINSE L v a sy —

FMPEOMELZ, m p-7 ==L YT 2 UV OBGIINGYE & NESEYE OmikE
ZRUERRICIS L TERT 5,

GREDEH)
AP C (ng/L) 13U X D BT 3,

C=RQV
R : BrEfi) & R 7R L
Q:o7 =L VT IVvoEHIERMLIYer—F m p7 =1L vy
7 2V DYAIENEREME D= (ng)
Vi ERbKE (L)

(a4 — FeIEEDEH)

NEHEYEL & Y a7 — b Ol 69 a5 — b ol R 5,
CEEBH TRRME (1DL))
AOHRHV: GOMS O IDL 22 1 12387 (732 12).

#1 IDL OHEHHEH

s, IDL EHE fE IDLEVRHGRE
(ng/mL) (mL) (mL) (ng/L)

07 LYY T IV 042 100 1.0 42

m7 =Ly 73y 061 100 1.0 6.1

p7 L uIT IV 13 100 1.0 13

Gl FEOBRH TRME (MDL)RUEETRME (MQL))
AHE ST D MDL LOMQL 22 1R d (13),

#2  MDL XU MQL DHEHFER

Yyet alEHE oI MDL MQL

(mL) (mL) (ng/L) (ng/L)

07 =LY PT I 100 1.0 7.9 20
m7z=LyY7Iy 100 1.0 75 19
p7r=LyPT Iy 100 1.0 9.6 25
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¥ &

7 an XTSI X 2 FHEME TR LKEDRIAIC X ) VAR TR 72
DIFEAMEEBHET 2720, H 50U OFFEIC L TB S BB H 505, K
Ma(l) + V7 LEOERE IO TAGAIIIRIIERIME T3 5 720, 535
DIRBEKFEF F V)7 L2 W5,

rau X VK EET S 2 Lo, A (EEES X 1) 23
570, JAFHEREEE (K77 F) Tt #9) & &bl ke oz
W TR 5,
fERIT & 0\ THRDSRD 5 N5 5E1E.600°C T 4 RHELL EINEVE ST 5,
BRI ) A7V A — ) v PGS EEWENEET 5 Z E3H 57
O, HI7AMA—F ) v PR\ SE, 2 ATNVA— Yy PIERREICY
yRuXyy SsmLERLTaAyT 4y a=y7%2{19,
EEEFDKISTETIZ O WIERITIIVBED X ¥ ) —VITER L, IEUKTER
T 5, EEERII LI N THBOIER L 7ZGAITKITRITIZ (b 70,
A DEWHDZEHOEDOEE L, 7 2= v Y7 3 VEHERRIE 5°C
TUEL, BRI 2 B2 RE L 3%, FPRIEESICHA L, fREE
L7\,

7 2 =L YT U AAEKP OB UIEEIC X D RSN wic o, B
HRH RSO L W K O R T 5,

7 =LY T v ORUIC X 2RI 2 7o, FEEBhIEA L LTl
Wi~V 7 LN EDTA 205 5, KOG IIHRES - V) 7 L5
THz {wzzsd, GREHE v DR F TRl SRR LT L <R E 9
T2, KEBHVEEL 72 Skl ifiKIc e 2 £ TAN, HMRE 9 T 5,
FEMEROMERLT 0-7 2 =L v 7 I VB DOIEHE [ O A S
PRI D X ) IT/E T %,
0-7x=LVvPTIV01 g KOR/KEF FY T L03 g2z@DHD, K
BOK 10 mL ISEfET %, WA TR L 2050 7 un g5 )L 03 mL % [
L. 30 o1 5, AL 7-AtalilfEz 2L, FEEK 10mL T2 [\ ~F
210 mL T 1T 5, Aftlllfdzy 7ua X8y s mLISEEL, K
KEET b 7 A THKT %, ¥ 7nu Xy  ARRIC~X Y~ SmL ZH1A.
AR SFFONTH 3 2 1ERT £ CIIEWRMEE-20°C TfiE L, 28 U 7 Al
% HWT 5, FIERZ ~F 3 CHadE, B P Cized %, RS X
DML 720-7 =Ly P TSVEFEAR 11 Tmg 07 ==L vy 7 IvelL
T 5.00 mg ITHRY) ZIEMEICEDELD . 7uu Xy L T 50 mL (12
EARL 100 mg/L DFFEAREHERNE & 3 5,

0-7 2L VP73 VIEEADKEIZw N ) v 7 ADEEERZT B0,
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BRERICRY =F L > 7)) a—)L (PEG200 7k bk VAR(10 g/L) 10 L) # I
Mg 20, 2EBRKIC 007 2 2L VP 7 3 VREMEER 2RI L 72~ Y
v 7 AREER % FIOTHIES 5,

OYO*\/
NH, 0 NH
+ 2 )J\ — +  2HO
a o @i
NH, NH
)\ o
0 0

X1 LD

RT: 5.00-20.00
13.02 ML:
100 9.30E7
o ] TIC MS
2 804 120208 112_
3 - pstd_o_scan
S 60
E=3
< 3
2 40
s 7
@ 20—
® 1505 547
0_{_-____ . 6.15 ?_.15_ 788 846 935 096 11.30 1180 1245 || 13.19 13.97 15.71 16,38 18.32 19.18 19.81
L L o T Ll il i ¥ il i T T e TeveTe i |
5 ; ?I’ BI g IID 1 ‘I|2 II3 1|4 15 1|6 1|? 1IB iIQ 20
Time (min)

X2 Lo 7z=LyPT7IvigEkn s 775 (scan JIED TIC)

(E9)
(F10)

(3 11)

(3 12)

A%, KIEDS pH 8~9 FREETH % 2 L ZHERT 5,

MS DBEN2 bV v 7 ADEERZ T L EBH 57D, 7V—=2T w7
24T ) O IR b FRROEF2 5 2 EDHEE Lo,

LIES {HEH L TR bR TOMT 2 T ) 56, Rl R 2 B e
THEC Y v 7 ZATHRAILZRREICZ2 0 DS B3 2 & & HIZZEL,
L D IHERERIMTA S X )12k 5,

IDL (%, MU EBSRIREHEINEDOTHZ ) (P21 £ 3 H) IZfE> T,
RDEEVEH L7,

M7 Ly P7Ivep 7Ly PP IvoFEEkora< s 75 A
FX 3 DENIZT=I T LRI, FCA T 205k >TT—Y v
PREL %%, BRIC PEG (1%PEG200 7+t b AW 10 uL) ZIRINT %
ZLT, HAIREE—IRIYEET S (K15 2H),
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73 IDL OEHRER

WESYIEEd

o712V Ty

m7x2byy 73

P71l T3

%ﬁﬂ% (mL) 100 100 100
R (mL) 1.0 1.0 1.0
EJ\{&/ETE (ng/mL) 5.00 5.00 5.00
PEEEAR (UL) 1.0 1.0 1.0
fE 1 (ng/mL) 4.84 5.17 3.80
FE9 2 (ng/mL) 4.59 498 391
FE9 3 (ng/mL) 4.81 5.15 3.88
59 4 (ng/mL) 4.88 4.82 4.34
FE9 S (ng/mL) 4.75 5.08 3.89
fiEH 6 (ng/mL) 4.72 5.18 446
FE9 7 (ng/mL) 4.90 530 4.65
S (ng/mL) 4.785 5.097 4.132
BRI (ng/mL) 0.108 0.157 0.339
IDL (ng/mL) " 042 0.61 13
IDL FVEHARAE (ng/L) 42 6.1 13
SIN 12 10 5.0
CV (%) 22 3.1 8.2
" 1 IDL=t(n-1,0.05) X Gy.1 X 2
RT: 12.00-18.00 . -
100 O-JrZbvY T (GRELE) 144 D 5aEa
1 13.02 1 miz=
503 l' 16.14 1636 %éggg— MS
N 0:1.2'9{.]......-..125.?... l__“@_jo 13,83 14.26 |1 455 1549 15-{*1\» A 1641 16,79 17.60 1202061 io6
-".Em“; 13.01 m?i‘.—l/// 7\/ L%;{ZIS 5_” 1613 16. 3;,- p'7l~——l/// \7\/ ?_%53
e )‘l 15.32 > ?5| \16 s ( mgﬁi 25250 MS
2 _134*\1.3,\, 1287 1 1313 13.69 “1“4 1431M1:‘ 7 A J A\, 16.68 ,M“.,.\,__.nw..w.--__‘..1-20l206i_i06
%103 “12.99 NL:
e | o 072V 73456, ( m@ﬁi s27es
|
312,00 1247 J"\_L_13.13 1365 1414 ‘ 14.55 15.33 1571 16.13 16.56 16.75 17.52 1202061_i06
103 1441 =N :“é E6
3 J|| e % Tv77/-0o m'f_;
50 '| 211.50-
3 I 212,50 MS
031202 1237 12.98 1361 1379 ]\ 14, 62 1498 1533 1614 1639 1696 1752 120206i_i06
120 I |125| I |13'|.0| . 135 140 . |14|.5| o 150 . 155 - 160 - 1G|.5| - Iﬁ;.UI I 1?‘|5 - 18|»Cl
Time {(min}

3 IDLBHAE RO 7<= k75 4 (5.00ngmL. mz=206 (EX). 252 (TX))
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(7 13) MDL MU'MQL (&, Mty aBdnsiediisdiioFq1 &, CPk214E3 H)
e T, ROEBOEH L, 72770, BRI BWTZ ) —r 7y 7

Exfr-o7z,
¢4 MDL KUNMQL DFHFHER

MRYIE L o7V T mIa T pasbiy T
AR K Ak K
FVEHER (mL) 100 100 100
EHETINE (ng) 5.00 5.00 5.00
AVEHIERIEE (ng/L) 50 50 50
I (mL) 1.0 1.0 1.0
AR (ng/mL) 5.00 5.00 5.00
THEFE AR (UL) 1.0 1.0 1.0
BET 7 v 75 (ng/L)”! ND (88)” ND ND
RIS (ng/L)”? ND (86) ND ND
FESR 1 (ng/L) 442 (88) 478 194
FE9 2 (ng/L) 47.1 (92) 51.8 20.5
i 3 (ng/L) 50.5 (88) 50.6 255
g 4 (ng/L) 45.5(95) 53.1 18.8
G 5 (ng/L) 474 (90) 493 19.6
G 6 (ng/L) 48.3 (94) 483 19.7
fitide 7 (ng/L) 47.8(88) 513 179
SHIME (ng/L) 4725(91) 50.32 20.18
EEHERZE (ng/L) 2.03 1.94 246
MDL (ng/L) 79 75 9.6
MQL (ng/L) ™ 20 19 25
S/N 12 10 3.0
CV (%) 43 39 12
#1130l b Y v 7 2ADBDIIREE T RO EZ F TV HINE L 7-EDOFEIE (n=

2)
*2 : MDL EHTHERHIEREZ TN L TR WIRIEETE £ N2 IEEDOFSE (h=2)
*3 1 MDL =t (n-1,0.05) X 6,1 X 2
*4 1 MQL =0y, x 10
*5 1 FEANA OBAEIEH 1 % — b AR
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RT: 12.00-18.00

N o 3 S IV N 7.2 L X7 14.41 s
| .
J | miz=
50 13,01 } | 205.50-
] 16.14 206.50 MS
o odi200 127\ 1se0  1e27/\145¢ 1500 0 A 18 1654 4743 1759 120202 mo3
2 100 16.12 1 p) ooy, NL
§1005 13.01 15?0 i p-712V/Y T3V 7e4es
g - M7y T (R — B miz=
2 50 I-k ey R B
2 {1210 1248 J'|13 06 1336 1388 1457 1500 1532 |\ VA 1877 1751 1783 156500 moa
5 LRl B2, - . B AL LI il _
T 12 99 SRR ML:
e 100 | o-71=by 73/-3 45,6, (n;z,%fZF) 24265
- miz=
50 14.41 209.50-
7 } 'il 210.50 Ms
1 1228 1262 |\ 1310 1374 13.96 J1 1450 14.71 1532 1569 16.13 1656 1714 17.51 17.82 120202 m03
mg 441 _“ NL:
A N
] | V77 Li1Es
= 211.50-
50: lll, 212,50 Ms
o 1252 1298 13.59 13, ?3 _.II \__ 1470 1505 15.45 1613 1630 16.74 1747 17.78 120202_m03
T L il i i i T L A i il T T T ™
120 125 130 135 140 145 150 155 160 165 170 175 180

Time (min)

4 MDLEHHED 7=+ 79 24 (5.0ngmL, mz=206 (EX). 252 (TX))

§2 fES

Gagiizss)
gD 7e—Fr—1 (X5) kOBER (X6) 2217,

(7u—Fv—1)
TREGRER GariNd M
CL NaHCO;5g k&9
11\122303 lg 100mk o —HA I CHLCly 10
EDTA 1 g (0720 3456 yon¥griL 0.5mL
100ng) fEL 9 Smin

'—iﬁﬁ%ﬁhﬂj iz i —| T — R GC/MS-SIM

CH,CL10mL  f/K NaxSO; I\ & V-4~ i%ﬁ%’%‘?fﬂi NHY
k& 5min ) 5mL T #902mL 1 ImL
| VA AN AT
A R , | (7W47/77-0hg 50.0 ng)
R A R S A CUN S S S,
SUPELCO Supelclean LC-Si SR
Pt © CHoClL SmL 71 mL
AH L 20%78 b /A8 10 mL .
—————— VLIS L CHEE

5 o 7a—F+—1
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2.5 0.25
f y = 1.1063x - 0.0002
2.0 r y = 1.0929x + 0.0036 0.20 ¢ P
R = 0.9999 _ R = 0.9999
Sis t =015
: 2
SLo | £0.10
Eos | E0.05
0.0 ! ! : 0.00 : : : :
0.0 0.5 1.0 1.5 2.0 0.00 0.05 0.10 0.15 0.20 0.25
\ Wl BEEH
% ng/ml)  (0.0) (50) (100) (200)  F¥¥EngmL) (0.0) (©) (10) (0)
6-1 o7 z=L VP73 Uik
(a7 —rPE 07 =LY 7 2 V-34,56-dy 100 ng/mL)
ORISR EDIARERIDH © 5.00~200 ng/mL (F1). 5.00~20.0 ng/mL (£5X]))
0.5 0.05
f y = 0.1072x - 0.0004
0.4 y = 0.1094x - 0.0005 0.04 r 2
- W 0,008 _ R? = 0.9994
0.3 ~§0.03 |
3 s
Sz S0.02
iz =
= 0.1 % 0.01 F
0.0 : : 0.00
0 1 2 3 4 0.0 0.1 0.2 0.3 0.4 0.5
EELE T EE L
T ng/mL) (0.0) (50) (100) (200)  #¥Eng/mL) (0.0) o) (10) 20)
M62 o7x=LyI7IUifEE ()
(NESEYIE : 7 VA 2T -ty 50.0 ng/mL)
CRIERPETEFEAEDE © 5.00~200ng/mL (X)), 5.00~20.0ng/mL (F[X]))
0.6 ! 0.06
0.5 y = 0.1463x - 0.0079 0.05 'y =0.1288x - 0.0029
R® = 0.9994 = R* = 0.9985
=0.4 =0.04
g 0.3 go 03
;E 0.2 So.02 |
Eoa E0.01 |
0.0 0.00
0 1 2 3 4 0.0 0.1 0.2 0.3 0.4 0.5
IREELE T EE
Hng/mL) (0.0) (50) (100) Q00) #Engml) (00) ® (10) (20)

63 Mm7x=L Y7 I UER (WESEWE : 7045 v T v-dip 50.0 ng/mL)
CRIERPETRFEAEDE © 5.00~200ng/mL (/X)) 5.00~20.0ng/mL (F[X]))
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0.6 0.06
J
0.5 0.05 r 'y =0.1283x - 0.0022
y = 0.1322x - 0.0011 . R* = 0.9968
= 0.4 R® = 0.9991 —~0.04
of S
0.3 $0.03
g 3
20.2 5 0.02
= ﬁ 0.0
= E0.01
0.0 0.00
0 1 2 3 4 0.0 0.1 0.2 0.3 0.4 0.5
s A
Eng/mL) (0.0) (50) (100) (200)  #YEngml) (00) 6 (10) 0)

64 p7x=LrP7 I UBER (NESEWE : 7045 5 -t 50.0 ng/mL)
CRHSRETEERIPH © 5.00~200 ng/mL (Z£X). 5.00~20.0 ng/mL (F5[X]))

#5-1 HEGERHT—5 &
7z=LyP7Iy, Yur—ME 107 2L VY7 3 345,6-d)

s JEVEHAE
*%@Y’fﬁ‘o%}g AN =\ -1 N ~
o7y T3y o-7:2bY T3/-34.5,6-d4 VB Lt
(ng/mL) B B
(M'z=206) (m/z=210)
200 2010240 918246 2.1892
150 1679028 1021064 1.6444
100 987050 907705 1.0874
50.0 518068 915488 0.5659
20.0 212080 959564 0.2210
15.0 157414 951855 0.1654
10.0 90763 813190 0.1116
5.00 50401 923979 0.0545

#5202 MESMERHT—5 &
(7 z=LvP7 Iy, NEMEYIE : 7VA T VT -th)

A
s Y- S—
(ngfnl) o712V Ty TIVA T VTV -th &L
(Miz="206) (miz=212.1)

200 2010240 4660829 04313
150 1679028 4928052 0.3407
100 987050 4725339 0.2089
50.0 518068 4588729 0.1129
20.0 212080 4994694 0.0425
15.0 157414 4918895 0.0320
10.0 90763 4410451 0.0206
5.00 50401 4778254 0.0105
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7253 MESMERHT—4 &
M7 =Ly 7 Iy, NESEYYE © 7)V4 72T v-dy)

e nes JEVEAE
FEAEIREE oo S ‘
m-7=by 73y IV T T V-dy VB Ll
(ng/mL) B B
(Miz=252) (miz=212.1)

200 2672011 4660829 0.5733
150 2177490 4928052 04419
100 1313403 4725339 0.2779
50.0 622779 4588729 0.1357
20.0 245060 4994694 0.0491
15.0 174878 4918895 0.0356
10.0 97338 4410451 0.0221
5.00 50737 4778254 0.0106

%54 MEHEHT—5—E
(p7z=L P73y, WEEWHE : 7047 VT v-dy)

LA
e .- S—
(ngmL) P71l T3 TINE T VT V-t JEVE
(Mz=252) (Mz=212.1)
200 2412659 4660829 0.5176
150 1994319 4928052 0.4047
100 1268084 4725339 0.2684
50.0 618304 4588729 0.1347
20.0 243697 4994694 0.0488
15.0 183615 4918895 0.0373
10.0 98422 4410451 0.0223
5.00 52690 4778254 0.0110
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RT: 12.00-18.00

/

1300 Q7rIbvy T3V (FREAA)

i
14.40
12.86 /| 1312 1362 1425 /1450 1527 j\k_ 15.83 ;ijEﬂ

NL:

2.40E5

mlz=

205.50-
206.50 Ms
1210124 _std0

15.66 16.33

17.33 17.58

13.00

1217 1272 A 13.12

m7x=bry T3V (FHEAR) ~

15,66 16.32 NL:

2.16E5

miz=

251.50-
252.50 Ms
1210124 _std0

p-712Vsy T

| ﬂ\‘/ )
1580 J 1651 16.91 17.52

15.07

13.93  14.37

Relative Abundance

12.98
'

|
1201 1262 /| 1310 1

0-71:‘1/‘/‘\/‘\ 75\/_3545576_(14 (%%g{zk)

4
NL:

4 07ES
mlz=
209.50-
21050 Ms

14.40

3.62 1412 f\ 14,52 1507 15.31 16.12 16.54 16.79 17.52 17.91

1253 1298 13

1210124 _std0
4
NL:
1.6BE6
mfz=
16.54 16.87 17.58 17.86 211.50-

14.40

s IVET/TV-Cio

58 13.77 f . 1462 1506 1533 16.09

L T T
12.0 12.5 13.0

X7 MERHEERO 7 a< s

(R RAARY F L)
Tzl vPTrIve

13.5

e T T
15.0 155 16.0
Time (min)

P 2 50 MS
14.0 14 165

.5 17.0 17.5 181210124 _std0
4

Z 2 (50.0 ng/mL)

07 =L VYT 234560 DIFBARD < ZAART bV, M

OIINF TV Tty DR AARY P V2R T (X8),

120208_t06_pstd_mix_scan #2193 RT: 13.03 AV: 1 NL: 549E7

T: + ¢ EI Q3MS [50.000-550.000]
100

a0

&0

60

Relative Abundance

79.94
92.96

5195 78.96
II|'|

0 -

206.00

133.90

252.04
106.93

146.92

11891

159.91

178.96

|I 192,98 92 278.10
T T

| 22295 23395 266.

60 &0

X 8-1

100

||.I
| R | |
120 140 160 180 200 260 280 300

miz

07 2L VYT I VHRERDT ARARY R L

220 240

260



120208_t06_pstd_mix_scan #2920 RT: 1569 AV: 1 NL: 6.18E7
T: + ¢ EI Q3MS [50.000-550.000]

1903 252.04
90
80
70
s 7
5 60
c -
ERTE
v 133.90
£ 207
= =
€ d 146,92 156.90 206.00
30 107.91 :
20
1 79.85 120.93 180.00 193.00
10 ‘ 105,94 ‘
76.90
i | ‘ 224.04
P T |',|. e gt e bl il 2 28, 27601, 28708
60 80 100 120 140 160 180 200 220 240 260 280 200
miz
X - Ve = N S 3
M 82 m7 L rPT I VHERDRAARY RV

120208_t06_pstd_mix_scan #3101 RT: 1635 AV: 1 NL: 5.38E7
T: + ¢ EI Q3MS [50.000-550.000]

Relative Abundance

111013 _d_scan01 #2200 RT: 1310 AV: 1

100

a0

&0

51.85 7g.88

79.91

1 ‘ 89.92
L

106.91

158.90

146.92
133,94

120.96

252.04

206.01

224.03
178.97

| 256,78 28035 289.82

60

&0

X| 8-3

T T
100 120

p-7 =Ly

NL: 6.28E6

T: + ¢ EI Q3MS [50.000-550.000]

Relative Abundance

100

a0

60

e w
(=] (=]

w
(=]

X84 o7z=LrT7

13795

110.95

150.92

260 280

N

73 VEBEAD 2 A AR P L

210.06

256.08

280.96

™
300

~
~

/

163.96
183.02
| Iy |I 2()5.95I |213'90
1 L L T prepee

160

252.96 | 267.19
Rt
240 260

e T
180 280

miz

V-34.5,6-0s HEARD < A AT b )L

T
200 220

261

™
300



111028 _fluoranthene_d10_scn #2598 RT: 14.54 AV: 1 HNL: 3 49E7
T: + ¢ EI Q3MS [50.000-550.000]

100 212.09
90|
80

?o—f

60

50

40

Relative Abundance

30

207 105.96 208.06

10 103.95

5708 0.3 | I|”113_a4 131.91 15595 18003 20606 | | oqg 04 253.07 28117 292.27

T e T T i i i e L
60 80 100 120 140 160 180 200 220 240 260 280 300
miz

X85 7NWATZVTV-tgDRAARY ML

1]

EICANL 3
E77 v 7RO SIM 7<= b 774 (K9) 23T, WTNOPEIZOWTH#
YE7'7 v 713 S s o 7z,

RT: 12.00- 18.00
ML:
17.58 1.00E4

100+
3 0-712VY TV (FHEUA) | 17.51 || 17.65 ™2"
505 1 02 ‘ J 14.47 17.32 J 205.50-
J1eYe 12,22 13.79 1427 16.12 ped” ¥ ,,206.50 MS
o o -w-xmji...\,.wfﬂ'g?~J«3,;?az,\,.ammMm;;«, 1462 1527 1547 Rl Meaae™ 120124_bl02
g o NL:
5 100+ N T e 1.00E4
£ M5V T3 IR p7szVy 7 MR 1
3 507 / 251.50-
3 13.94 252,50 MS
2 120 1270 1302 a3es O Jh“ 43 1% 1604 1612 P1655 1740 1751 120124 bioz
z 5 N e
3 NL:
1005 5.00E5
128 20
E o-712VY 7/-34,5,6-dy HEHE) miz=
501 A/ 209.50-
3 21050 MS
011230 1260 1312 13.68 13,89 fk 14.55 15.08 15,32 1613 16,54  17.22 17.51 17.93 120124 blo2
ML:
100+ 14.40 2 00E6
B TV miz=
50 o V77T /-tho mie=
a 21250 MS
041221 1253 12.98 13.59 13.79 146? 15,08 1543 16.12 1671 1? 27 1?51 17.86 120124 _bi02
= i e e L T = e T )
120 125 130 135 140 145 150 155  16.0 165 170 175 180

Time (min)

X9 FE7I7v7DSIMZ7aw k770
GASIMEERER)

PEMEIDGEEROFERZF 6 1T, £ey 70 b 77 L% K10 18, )RS
N1, FKIFETTATE TN L 72 b D2 L 72,
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EX IR | ENGEE S

alkRHE iR BB BRHUREE IR duy -hel &)

bkt W mL) (g K @mgl) (%) IE (%) %)

o7:=by 100 A 2 ND - 86 -
v TV 100 5 7 473 95 91 43
Sk T7f:w 100 fsim 2 ND - - -
VA 100 5 7 50.3 101 - 39
p-7:2by 100 fESA 2 ND - - -
v T 100 5 7 20.2 40 - 12
o7:2by 100 AN 1 ND - 96 -
A 100 100 5 974 97 100 0.9
sk T7i:w 100  fEsm 1 ND - - -
v TV 100 100 5 951 95 - 35
p-7:2by 100 M1 ND - - -
VA 100 100 5 990 99 - 4.1

RT: 12.00-18.00

13.01 NL:

R N =
100 0-7:2VY TV (FREAR) i
miz=
501 | « 15.68 16.34 ﬁ!oss.so-zos.su
3 i i
o 1202 1270 jl\ 13.14 1351 1441 4450 1532 f'm\ 1584 |\_1655 1669  17.59 120203 te03_sea
8 - - _100pp
§1003 Lo e (o S =P ST
5 - 1301 MYIxby T3 GREHE) ~ | | o e miz=
% 50 ﬁ {|. ' (n)l‘r’:fﬂ;) 261.50-252.50
2 ' L MS
£ 1219 1246 || 1344 13.73 14.39 15.08 [\ 1588 |\ 1650 1675 1752 150503 teos_sea
€ 100 12.99 \ e 100ppd
E q/ 0-712VY 737-3.4.5,6-d; (FHELE) e
50- ‘ 1-1?41 e
B | \ 20950-210.50
1201 1275 /11312 1357 1414 | 15.08 1532 1573 1636 1656  17.17 17.52 NS
0 14.41 120203 _te03_sea
1005 I' SN _100ppb
1 | e 7}|/j‘7/7‘/-d10 NL:
503 I 1.27€6
3 (l. miz=
0 1253 12.99 1370 1414 |\ 1468 1508 1545 1611 16.55 16.73 17.53 2116021260
i ol ol i e L W i el ) il Ll W A T T T T M
120 125 130 135 140 145 150 155 160 165 170 175  181Q0203_teD3_sea
Time (min) _100ppb

10 FEENGERERD SIM 7 0= + 75 4 (k) G0 : 0.1 pg)

(DfFER 7 ) —= > J3ER)
SRR 7 ) —= v 7B R (WIHRREE © 1ng/mL) 23R 71087 (@(UEIERIDT
M7z L) o MRS COBR DY & D ARSI OIS T T ) 7 LOTIIEZ 8 g
E L7, BVESRE T CIRIZ E A LR L 7o, ok, ST T O REEDY i L
77o Fo. PHEHTIRIZS D E IR E DT,
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£7 SREA 7 ) —= v 7 iR

2 1% (0
" Q | I ORRER (%) i UEL 27 ) TS
B o m p- o m p- o m p-
5 1 86 58 8 0 27 0 - - -
1 53 46 0 1 31 0 - - -
7 1 102 94 49 4] 47 0 40 33 0
1 104 96 45 88 84 0 75 45 0
9 1 104 95 9 56 91 0 - - -
1 100 99 11 41 94 0 - - -
(PR

AFEREROFE R 2 22 8 1T, WUKIZFEHI LD b O, #KIZETHED L D%
7z, FABIOLREA I I 5°C T, NI 100 584 L. N4 7 b 5°C O
L7, HliiligT &) 7 AR ONEDTA 2N 5 & & CRRDn F L7z,

F8-1 PRSI (0.1%HIRT 1Y) ™7 ZVAR)

. . . RIS FRATH(%0)
akk o R SRk g
" s wgl) 7H 14H 17H
2 o-712byy Ty 1 81 77 -
2 v m7robyy 73y 1 88 65 -
. 2 YRS OV 1 0 0 -
Sk e 7S
2 o712y T3V 100 - 98 -
2 MR m7sby 73y 100 - 104 -
2 P71l T3 100 - 113 -
2 o-71byy Ty 1 11 2 -
2 Eina m7r=by 73y 1 35 24 -
. 2 Ty T 1 0 0 -
K i —
2 o-7x=bvy T3V 100 - 98 -
2 MR m7sby 73y 100 - 101 -
2 P71l T3 100 - 109 -
2 o-7:2VyY 73V 1000000 - 101 (%)
2 BEEAEROE me7zby 737 1000000 - 108 94
s 2 7LV T3/ 1000000 - 108 75
R > —
5 e o712V T3/ 20~200 - 101 -
R o
5 e~ m7xby 73 20~200 - 106 -
s 7 pILVY T 20~200 - 105 ;
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782 PR (0.1%T ABET -V 7 LIAHK)
WIURREE  SRA7R
CAY S e QY S 2 e (ug/L) (7o)

7H

2 o-71=bY T3 1 5

K 2 e m7xbvy 73y 1 65
2 P71y T3y 1 0

1 o712V T3 1 37

K 1k m7xbvy 73y 1 95
1 p-712Vsy T3V 1 0

2 o-7:2VY 73/ 1000000 97

R 2 BEEEDE m7eoby 7320 1000000 104
2 p-7:=b/y 73/ 1000000 107

F:83 AR ERREE (0.1%HEREF TV 7 A, 0.1%EDTA VAK)

W e gme ORE AR
A4 (ug/L) 7H 14 H
2 o-71=VY T3V 1 98 92
2 K m7sbvy 73y 1 100 91
Wk 2 P71l T3 1 18 12
2 o712y T3V 100 - 95
2 MR mossby T 100 - 101
2 P71y T3 100 - 106
2 o712V T 1 101 96
2 K m7xby 7Y 1 107 91
. 2 p-712by 7YY 1 68 53
K 2 o-71=VY T3V 100 - 97
2 M mysb 7y 100 - 103
2 P71l T3 100 - 105
5 L o712V 73/ 20~200 - 96
FERERR 5 @ﬁ%ﬁﬁ m7:ZbY T3/ 20~200 - 101

FEHERR R
5 P71y T3/ 20~200 - 103
BREElD i)

BEGRlD 7 < b 77 A2 M 11ITRT, WINOWH S S e o7,

265



RT: 12.00-18.00

NL:
100 - 17.59 4 ooEs4
J D miz=
50 128_71 by I8 ( %ﬁ;) 1426 16.13 J\ 17.09 17.47 || 17.64 205:50-206.50
7 12,62 14.92 15.28 . 03 17.47 J1 1764 yg
° [ T Y 1#,»93‘,_%_‘,(‘\\» P riaceiraad | _»,MJ‘,J\W-RJE& ,m_,,/‘ww...._.,}' St M Ao 20118_t02_su
o 00— S YA AN wa
§ 100+ ITI-7L—1//‘/ N 13.73 1438 p—7lv-l/// T/ L
3 : - 1.00E4
S0 (UM | GEEE) e
] " 16.12 251.50-252.50
g 1217 1224 1303 1362 ] 3R 1568 5 - 1933 1741 17.50 MS
E = A e o o e b e prr——y s poimpi _‘.;» — A.,,_,,M./\ A gl s ot 18_t02_su
s 7S =%5
& 100+, 71«-1/// 73v-3,4,5,6-d; (FHEAAR) L
3 1289 14.40 3.00E5
507 miz=
3 209.50-210.50
11223 1250 || 1308 13.83 1451 15.08 1539 1612 1654 1696 1751 1793 s
wg 14,40 120118_102_su
4 M wa
50 \ P TVAT T/ -Cho ?_li_]:OEﬁ
0 12.52 12.99 13 58 13, ?s 15.08 1529 15 09 16 52 16.89  17.58 17.87 ZHL‘ISBMQ.SU
12.0 125 12.0 135 140 14.5 15.0 155 16.0 16.5 17.0 175 18120118_t02_su
Time (min) wa
X 11-1 BEKkora< 2755 (K
RT: 12.00- 18.00
100 MNL:
= 1.00E4
7 IR P EZ =) 16.55 17 59 miz=
50: 0'71\'-1/// 7\/ (H}ZI’;CF{ZI:\A) 14.49 17.24 17.55 M? 9 205.50-206.50
14200 12,37 Y302 1352 14.26 1526  16.13 16.19 ]'K\f__ e o, MS
e D et e e S i P P e b o e Bl o -y ot
0 o1 J g 120203 _t02_s
= - ~\
§1005 M7zl T3 1373 P72y T I;ll[.):nE‘1
[ = | |
= 3 _Aﬁxﬁ- ﬁE miz=
2 so0] (& ﬁg) ‘6/54 (ujﬁ%{z’g)1?52 251.50-252.50
o 12,17 1275 13.00 13,43 ) 1573 16.12 16.59 . M
g o4 NP =yl et Y O | WY O s e i 7 R I
o 12.99 “1 AN ea
& 100 o712y 737/-3,4,5,6-d4 (mﬁfﬁg) NL:
] 14.41 3.00E5
507 L A/ miz=
209.50-210.50
31202 1279 13.14 13.71 13.89 14.56 15.08 15.32 16.13  16.54 17.17 1752 MS
o4 . . - 1
100 .41 120203_t02_s
] i ea
3 T ML:
503 e 7}I/j‘7‘/7“/—d1() 1.50E6
3 miz=
0 1252 12.99 13.69 13 89 1471 1508 1544 1611 1654  17.07 1753 2&]3.5&212.50
12.0 125 130 13.5 14.0 145 15.0 155 16.0 16.5 17.0 17.5 18120203_t02_s
Time (min} ea

K112 BEEKkoZa< 2754 (EK)

(7 V=7 7OBGE
SUATNA—= ) PG Y =Ty OB T, YU ATV — b
1) v 1% Sep-Pak®Plus Silica cartridge (690 mg) U} SUPELCO Supelclean LC-Si (500 mg)
% FH\ 72,
Sep-Pak®Plus Silica cartridge # FH\ 7256, 77 AT v 7 RV F—D5Z2E L b sl
EVIEDNVEH L 72720, LC-Si I X 2 DA %E T 72,
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o#xILk
B A%

| VAV

(%)= X @

O#xILk
AR

m/\

()=&K E]

qwol-8

Twg-9

TwW9-

Twy-¢

Tweg-0

c24=1=172¢

1wGe-0¢

woe-Si

qwgi-ol

qwol-g

wGe-0

~&¥004e

2007/ ANFH Y

K BEH Y — (n=2 D VHHfit)

1057 b/ ~NEH

-
-

12 SUPELCO Supelclean LC-Si |

BARDWGTNHIAR LTI R\W7o,

5

~ /\05
F L7541

28
R

P7uuRXY s 5mL TEAINE AY
crnan Xy i L CHiEYES

20% 7% b v/NFHY L 10 mL TR

10%7 %X b v/ ~FH v 25 E1RRIEEDME L . % DR

2T 5 72 OIS 3o 72,

-
-

%k

>
~

& H3AJRE,

-
—

e 5

FEEMEITEDORET)

(7 v u B F VHFIMEOBE)

-
-

ML, X131

T 578, Zan

=L VY7 3L NaOH %

XLT100ng D o7 =

-
-

100 mL DFEELKI

-
-

D7 XL FILEINZT, IWROEEEIC SR E 1
XL F ILDOTITEDS0.1. 02, 0.5 mL DEAIE 02%. 1.0 mL DEEAE 04%. 1.5 mL

=
ZEN

L7

N

TS

(8]
3

AN T H[FIEERDS

v

s

NaOH Z# ML 72, 0.5 mL DA E

-
-

DAL 06% 75 X9

MIIEREZIERT 2 LT uu X BT )VHRO MOS8 2 7280,

yun XL FLoREz 05mL & L7,

7

L, T

0. 2mL 0. 5mL 1.0mL 1.5mL
7 uaua X @ F ViR

0. ImL

EYADERLL (0.5 mL

7 IV

3
>

NTLo07==Lv

-
-

X 13 7 v XEErF LiRinE

WNEREVIE) 21 & L7)

/

e,

L (o

USIEEDIHIR
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GEEOBET)

(DNaOH Zifdk & LTS DIEED

f

i}

L7

—

XLT100ng D07 =

-
-

OEDMEEIEE 2 HHH 3720, 100 mL OFFELKI

BEE D NaOH. 2N 1.0mL D7 1 1 ¥R F )L 2 ¥M L 72, NaOH

i

L7

N

-
-

T VEK14-11

FE 0.4%D

lis

]

‘Ci{ET L f:o

T ST T
e
P

>#/

1

0.4% 0.5% 1% 2% 5%  10%
NaOHj& i

0.2%

7 2 VB (NaOH

N

N

>

L

—

4507

-
-

N

REEDS K Z\Z LAY

y

14-1 NaOH BRI

) 1 &LT)

T

/A

=

S0kt (N5

f

DM

Hh

j

(AL,

225 pH 23K E 0 EHICEAME T % EEZ S, S9OSRV T

G

OD
b5 EHEIINT, %

-
-

H7K 100 mL |

2
H

fZ2f1o7, f

i}

T, PO OVREE DF

-
—

L7-fE

T
HeR NaHCO; 1 AR X

-
-

N
>

1

o7/ x

72100 ng ZHANL, Z7auaXBrFIL 05 mL LIX 1421

FMONREDEREZINZ., [BICROWGE 2 11572, KyCOs

-
-

WIZ ETEIY

‘_I%‘
A E IR L .

i

=RED3

i

—EDMNITH > 72, NaHCO; 1

(E4ES

. NaHCO; BED54~10%T

kD

&

B

iz & < 7 p AL SNz, ODOFSHE L Ab, [

5%NaHCO; Z rodisel: & L7z,

10%
K2C03

10%

NaHCO3 NaHCO3

1.5

K2C03

K2C03

NaHCO03

SRR OB L L R

SEURD AR (4% IR
) 1 LL7)

Vit

~
~
~

T

L
(=

WNTb07=

-
-

1L IR

SR

14-2

i
=1

1Y)

/NI

F U LI OmfEL SRy
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(FUSRIRDOREET)

FEEIK 100mL I 07 ==L ¥ P 7 2 % 100 ng F L BRI RITER OB D
L] DR LAk & ) RE 2 TSRO LR IR (2L, uy
— MRS, WEHEICIZ p-F —7 = Zob-dy ZH7e), RIDEED, SUNRTEIC
£523HFE DK, BT L2 > THUEEIEL 2 2fHA A, 710 a @
IF VIIHRIE S I IBD5E6E LT B EBZ 6,

£9  FORINEC & ollE

SOEIREFA (min) [AIER (%)
5 101
15 102
30 93
60 84
GEERD AR & FE RO

HfED (F 8) 1R LRETHEAOAK EHZ T, FFREMEROR 2T
72E2A, 07 2L VYT S U OFEMMEHERIL 102% CEHfE, n=2) TH Y, EEMN
WCEHEMEI N T WA Z Eshho T,

FRRIC m p7 ==LV 7 2 VBERD G ERATDS, FREAARIRRC AR T %
BB DT EEDS T E e o 1oy BRSO < A AT FUITIZ miz=252 DA F 138
M NI o720, miz=206 5 160 7% EDE— 71X X 7,

(E—7TRIZEIT % PEG BIIMDSIE

20 ng/mL DORBTERRHERER & 24U PEG200 % 100 ug/mL & 725 X HIHIML 72 b D
ZZNZEL, E—2DBRZ2HIK L7, 007 2 =L ¥ T7 IOV TUIE—7
DIGIRITIZ E A EEDIT D725, m, p7 ==Ly P T I VOB TET—Y v 7
DYGEI N, BESIEL 7,
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RT: 15

100+

Relative Abundance

80

50-16.50
. N ML:

_ m-7x2VY T (FHEEHAE) PEG Wz L 119085

156? 251.50-
3 N 773 p-7x2Vy TV GFE4A) PEG Wii7s L g; 1634 1C1s 0505
E /\ RT: 1598 L
3 SN: 40

RT: 15.67 NL:
— SN: 850 RT: 16.34 L.IQZD:ES
E mw/ 73V (FRELA) PEG D b SN:790 Bio
] Ic1s
a - osPEGO5S
] pmw/ 73 (FE44) PEG mm@ H
: SN 1?99 g; 16.18
™ ||||||| -| LI i R R A |||u||_|- |- -|||||

15.5 15.7 16.0 16.2 16.5

Time (min)

15 PEG FNOGHEIC X 2 ©— ZTEIRDE

(i)

AEIKERED 007 2 =L 27 S vosEiEdmiETcd h . MDL KU MQL 13
79 ng/L LU 20 ng/L TH %, Wil 5.00~200 ng/mL DIRFEHFH CIERMED MR S 1
7= (R*=09999), HiffifizF kU 7 LN EDTA OFINC X O [AUERAs @) F L, 1K
WKz O 7RG DT IR i%?h%ih 95%. 97% (Frar— AR
91%, 100%) TH o7z, T/ BEEAR S 007 2 =L v P 7 S Vit S o7z,

61

OAREEM 7 2Ly YT Iy, p 7 2Ly P S RSO ERHTIOE

DHRETH 5, 7 ==L v ¥ 7 O CIINRWE DI 2 2 & HSEET

by,

BRALBS5 IERI DB 22 DN TdH 5,

(252G

1)
2)

3)

4

WL YUY —F vy — 358 GC EICk b7 v, 7V a—)LOMEER

http'//www toray-research.co.jp/jirei/industrialmaterial/ind d004.html
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o-Phenylenediamine

A novel method for the determination of 0-phenylenediamine in water samples has been developed
employing gas chromatography/mass spectrometry with selected ion monitoring (GC/MS-SIM).
As antioxidants, both 0.1% sodium sulfite and 0.1%disodium ethylenediaminetetraacetate (EDTA)
are added to a water sample immediately after sampling, and dissolved by shaking the sampling
bottle. A surrogate (0-phenylenediamine-3,4,5,6-ds, 100 ng) is spiked into a 100 mL of water
sample, and 5 g of sodium hydrogen carbonate is added and dissolved. Then 10 mL of
dichloromethane and 0.5 mL of ethyl chloroformate are added and shaken for 5 min. Derivatized
O-phenylenediamine is extracted twice with 10 mL of dichloromethane. The extract is dehydrated
with anhydrous sodium sulfate and concentrated using a rotary evaporator. As necessary, the extract
is cleaned up with a silica-gel cartridge. The extract is concentrated to about 0.2 mL under a stream
of N, gas and diluted to 1 mL with hexane. Then 50.0 ng of fluoranthene-dy is spiked into the
extract as an internal standard. The concentration of O-phenylenediamine is determined by
GC/MS-SIM. The method detection limit (MDL) and the method quantification limit (MQL) of
this method are 7.9 ng/L and 20 ng/L, respectively. The average recoveries of 0-phenylenediamine
added to river water samples and seawater samples were 95% and 97%, respectively (those of the
surrogate were 91% and 100%). Using this method, 0-phenylenediamine was not detected from
either river water or seawater. It is also possible to determine the concentrations of

Mphenylenediamine and p-phenylenediamine using this method.

Water ] .
Sample Aliquot T Derivatization Extraction
NaHCO; 5 g Shakin,
1L 100 mL Surrogate CILCh 310%nL g glizk(iz 150 mmlll;
%%%23 11 g (0-Phenylenediamine Ethyl chloroformate 0.5 mL g
g -3,4,5,6-d4 100 ng) Shakmg 5 min
\— Dehydration — Concentration |— Concentration —{ Making up volume |-
Na,SO;4 Evaporator E Under a stream of N, E Hexane
___________________ About5mL | About 0.2 mL : 1 mL
b E Clean up el | Concentration e

SUPELCO Supelclean LC-Si Under a stream of N
Washing : CH,Cl, 5mL About 1 mL
Elution - 20%Acetone/Hexane 10 mL

GC/MS-SIM

Syringe spike IR EEEEE As necessary

(Fluoranthene-d;o 50.0 ng)
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YrE £ omE7 1 —F»—Fh g
UKE])
1 - Sy
- KT 43I ;
o71by TRy GC/MS-SIM
o 100 mL " ~FRAN
B> 18 (0-7:2V2Y 73/-34,5,6-04100 ng)
[2] EDTAlg TR TR -
m7L=by 73 L UKE] (ng/L)
L, YL ik (7.9
B NaHCO; 5 g fiE CHCL 10mL  #5kNaso, || 172
P71V T3/ CH,Cl, 10 mL iRt 9 5min [3]9:6
7au XL )L 0.5mL
REDH 5min
VALIE A
L i
Tt , TSt r R GCMS-SIM || GC : Thermo Trace
W - EFRRE 1 Y GC Ul
<1 #02mL ¢ 1mL
# SmL 3T # | MS : Thermo TSQ
|—————————: ——————— r--*l---. YA AN AT Quantum
L o)=Y Py 7 S s (V77740 50.0ng)
SUPELCO Supelclean LC-Si 5585t I BN
e - CH,CL 5mL I 1mL
TEHY 2 20%72h/NEY 10 mL DB-17ms
30mX0.32 mm,
koo VEAENZE U T | 025 um
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