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Determination of Nonylphenol ethoxy acetic acid

in the Aquatic Environment in Nagoya City

Setsuko Kojima,
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WEOREN DR EREFENFRFIZTE D2, &
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1. HE

J =7 = )% VEE (NPLEC) HEUERK « ARl
TR ) =V T = ) X UERE A X ) — VBN LT
1000mg/L ¥R & E- 7=

J =7 = ) =) ) = b UEEEE (NP2EC) HEYE
JFE  MAISE T8 ) =L 7 = ) —)LE ) = ¥R
B A4 ) — WZEEDY LT 1000mg/L imiE & 1E - 7-.

J=NT =) =P bR UEEEE (NP3EC) HEUER
e MRS TR ) =L T = ) — VT N URER Y
A ) —VZ¥E D LT 1000mg/L E & 1E- 7=

NP1-3EC IR AR YENR : = OFEHEFIK 2 1R & A
LU CTHERED Img/L TRR & {E- 7=

J =NV T = ) =)V k% UEERE(NPL-10EC 1RAHE
YEHR) « M TR ) =7 = ) — )L b % VR

(EO #: 0~9 4 100mg/Lin A% /=)L) & AKX ) —)L

WD LT A0mg/L IEi & E- 7.

E#EHTALIFARX B AR BT R T A

(LAS) FEHER « FoEMisR e o A4 o Fim g AR S

YRR (C10-LAS~C14-LAS 4 Img/imL  * % J —)L
WHR) &A% ) — L THIRL TNV,

=7 x /)= (NP) BEHEFK : ¥ —x L3 A
TUARIK ) =T = ) —)b - Mix isomer & A X J
—JUIZ¥EH L C 1000mg/L YA & 1E - 7=

F o FNT /) —)b (OP) FEHEFIR : ¥ — =z L
ATV ARIEA—tet—F I TN T = )=V E AL ) —
JUAZEA D> LT 1000mg/L ¥k & /E -~ 7=

J =Tz )=/ bF T L— b (NPREO) AR
W R bR R = F L) a—E ) — 4 —
J =7 =l m—F L CER EO ¥ n =10, 2)

A ) — VTR LT, % 4 1000mg/L ImiKk & E- 7-.

FTNETNOEAEF R (1000mg/L) ZEAMIRL T
100mg/L, 10mg/L DIRAIEHERK & E- 7=.

AB =), T b=k U b iR R s (4
ra~ 777 4—H

Tl by, Ty PGSR B SRR

KUK - AR KSR (Yamato #H8 Autostill WG
35) THOLNZABAKEZIVQ—SP (HAIVUFKRT

Hatt) 1@ Lok z v,
Z OO IT it & 2N E .

2. #E

IR 7 v~ s 77 7 3EE - Waters #1584 600 E 7N
T EHNRINAR 4T4, T4 NEA A — KT LA 996
T L AR 2Bl

LC/MS/MS : Waters alliance2695,Quattro micro API

BEFEHE A — R Y > Waters #:# Sep-Pak Plus
PS-2, Sep-Pak Plus NH2, SUPELCO #! Supelclean
ENVI-Carb

JIE R [ AR S - Waters #E8Y Sep-Pak =2 2o
hL—%

O BERS © B2 05 P -21

3. SWAE

AEHK 500mL % T A AR (Y~ b~ GFIC,
£ 1.0pm) TAHHBL, 1 NHEETpH % 3.5 [T L
72. 7 Ry o10mL, K 10mL Tar T 4 a =
> 7 L7 Sep-Pak Plus PS-2 h— VU v (BIE&
265mg) = Sep-Pak =t hL—&F ZHWNT
20mL/min OETHAK LT7Z. FTDHPS2 00— KV v
VITHFRK 10mL CPEiF L, 3000rpm T 10 4y [ LB
KL, HEfEAT /L 10mL THEF L 7= Sep-Pak Plus NH2
H—+tVU v (BEE 360mg) ZiE#EL, HEEA TV
AmL T L. 0B, PS2 00— U v Vi s 7
T aTERHTEHICEY MLz, ZomBiRIE
NPREO | E 2V 7=, Sep-Pak PlusNH2 71—+~
2 10mM RU AFAT I UER AKX ) —/L 6mL %@
LT, WHIREZERNT A THEEE, 2%/ —/ 1mL
TEDL, NPnEC & LAS OHIEIZH W=,

<NPnEC & /i HPLC &/ >
717 2 Inertsil Ph (4.6x150mm, Spm)
Dz Y AR

RBER - A& ) —) 25mM B 7 o BE=1 A
(65 : 35)
Wit : 1.0 mL/min

iH
R E . 40C
HIEM R Ex 225nm, Em 300nm

:PDA (74 hEAA— KT L A)

HEAE : 20uL
<NPnEO #ll’& /] HPLC &ef4- >
KRBT LAY E NPREC &[] L.
R - A2 —b K (70 : 30)
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< NPnEC & fl LC/MS/MS &1 >
(LC 1)
%1 Z 2 :Capcell Pak C18 MG I (2.0x100mm, 3um)
AR  2mMM EBR T B = b AKX ) —)b
Omin (70:30) —5min(20:80) —20min(20:80)
—22min(70:30) —30min(70:30)
B # :0.2mL/min, . JE : 40°C
HEAR : 10uL
(MS £:14)
A A AbiE - BSCI Negative
FrE 7Y —®EE 3 kV
a— T 30V
F=H—A T
NP1EC 277.2 > 219.4
NP2EC 321.4 > 219.3
NP3EC 365.4 > 219.4

1. /JZIL7x/—)ILI XIBFBODHTER
B}
1.1 HPLC AITE&HED&ET

NPnEC JIiE D # Z 2% NPNEO OHJIEIZH VTV D
Inertsil Ph O ffi 23t L=, £#ED Dz oh 7 4T
5mM BRI T E=TU AEH AKX /) — K (65:35)D
TRBER & AV T, NPNEO & NPNEC O — /0 #r & ik
LTW5A., ZZTiE 1.2 ORLEE{T-> T NPnEO &
NPNEC % 43Hf L T\ % DT NPNEC D %D iE B4t %
et Lz, BT v T=v AWINE, A% ) —L,/K
DO DR A T T2 fE 5, A X/ —/L : 25mM HF
g7 =172, (65:35) T NPLEC~NPLOEC @t —
7 % 68510 217 Sy OMICHHT 52 N TE .
F72, LAS KT OP, NP, NPnEO (n=2) HZ D%
T —7 3 &7z, Fig.2 IZ NPnEC, LAS, OP,
NP, NPnEO (n =2) EEMED I/ v~ ~7T L&iR
L7z. C10-LAS & NP2EC LDt — 7 N—¥&E2 1,
NP3EC & C11-LAS OB — 7 R5g&ICEH 2 > TV iaTz
W, EBEROMBE 2 2 TR RRE L2os, B
WEET o o 7. 1 > THTLEL T Z 75 D NPNEC & LAS
DITBETE DR L7z,

1.2 ®iEEORE

Sep-Pak Plus PS-2 7 — K~ U v UIZ X 2 EAHAH &
Sep-Pak Plus NH2 71— R U »v P& LT U —2 7
v 745 LIZL Y NPNEO DEREZITHT-M Y,



Table 1 NPnECOFEHEIKADRMENURFER
ANE FHEIRE n cv
() (%) (%)
NP1EC 1.0 83 8 2.5
NP2EC 1.0 77 8 3.4
NP3EC 1.0 74 8 4.2
NP4EC 1.0 68 4 6.1
NP5EC 1.0 61 4 5.9
NP6EC 1.0 48 4 9.8
NP7EC 1.0 50 4 11.4
NPSEC 1.0 50 4 10.2
NP9EC 1.0 47 4 10.3
NP10EC 1.0 41 4 10.1
F& &K 500mLIZ 75N
Table 2 LASOFERIKAD FIMEILEER
NH2AS L PS-2h5 L M5 | Total
AME EMNE OV |EME CV | EE

(W g (%) (%) (%) (%) | (%)

C10-LAS 10 86 4.0 0 86
C11-LAS 10 87 3.7 13 74 88
C12-LAS 10 83 29 4.1 37 87
C13-LAS 10 75 4.6 8.3 25 83
C14-LAS 10 63 8.2 12 22 75

FEHLK500mLIZ M n=4)

NPNEC & LAS i Sep-Pak Plus NH2 71— kU » PIT %
Fan. /IS ¥ NPREC OEF S OIS
10mM b U AFAT I/ AH ) —emLE VT
5. % Z T, Sep-Pak Plus NH2 7 — kU » 2/ 5 10mM
MNIAFAT IV /A% ) —/ 6mL TOEHE KRG
L72fE%, NPnEC & LAS 230 L7=. NPnEC O fEf
K~OEIMENLEE R % Tablel 1278 L7z. NPLEC~
NP3EC [EEIUHRA 7T4%LL & BAF R RGO
2%, NP4EC LA b TIXEMLRNNEIZHE S oo 72, NH2
= b U U~ORERIR THEL L2 > 7oA etk
DDV, EHIEROBRFCH OB A — RV v P~
ERASBORBEE 25, LrL, 1.4 THRRTH
% X 912 HPLC (T X 2 BREE/KD43H7 Tlk NPAEC UL |
TR L7222v o 720, BEIKF O NPIEC~NP3EC
DERICONWTHIZ ORTLERENEHTE 5.

F 77, LAS ORERIK ~OFHNENL S % Table2 127R
L7z. CI10-LAS~C13-LA S T 75%LL ED[alIL A3 15
HALTZAY, Cl4-LAS 13 63% & [EUEMMEN o7z, Zh
I% C14-LAS [ZBKMED TR, NH2 I— KU v ¥~D
PREEG5 < PS-2 23O FEER A T VIR IR D 5 12— EBIER
HLTWEZ &ickbd. Cl1-LAS~CI13-LAS {22\ T
HLDOTNTHLIBNEH LT,

Y EOBEFE RIS, PS2 E NH2 1— 1Y v VD

Table 3 GCBA—K) Iz kB AMEIIRNEE R

FINE EIRE EIE

e (%) (%)

A C

Fr.2 NP1EC 1.0 101 108
NP2EC 1.0 98 108

NP3EC 1.0 96 109

B C

Fr.3 C10-LAS 10 101 98
C11-LAS 10 100 97
C12-LAS 10 97 96
C13-LAS 10 98 97
C14-LAS 10 95 94

¥ Bk 200mLIZZsh0
A:NP1-3EC, B:C10-LAS~C14-LAS
C: (NP1-3EC) + (C10-LAS~C14-LAS)

ATALEEEE (R¥E) Tl — 7 BNRERICHR > TV iz
NP3EC & C11-LAS Z7Htd 2 Z LixTE edo .
—F, V9774 NI—HK>T7 T (GCB) H—
kU > NPnEO, NPnEC, LAS #HitHL T, 75
rvaryl1~75273 323 (Frl~Fr3) [25HE LT
ERLTVWAIHERH L ™. Frl Zvrnn x4
i AK J—(70:30)7mL, Fr.2 1% 25mM ¥ & & e
vrunuAZr o AK ) —/L (90:10) 7TmL, Fr.3(% 10
mM KEE(LT FTAFAT v E=T LGy /0
T AKX AKX ) — b (90:10) 7mL DNEIZEH LT
%. Fr.1 121X NPnEO, Fr.2 {Zi% NPnEC, Fr.3|Zi% LAS
NEEND. FZTA~ULZ U v Envi Carb 2T
Wat&24T->7-. Table3 [T L7z & 9 ITH LK ~DERN
B R TIZENZND T T 7 2 3 IS/ E S Thy
BEE w2 T &7z, EBRIZREAKIZO W TRIEDRTLEE
L GCB H— bV v DI X DR % bl L 7= 4%
R% Fig.3 2~ L7, M Jfi{5ED NP1EC, NP2EC D -1
EDZED t FE CIEA EAKUES% THEZEITE) > 7.
GCB#— bV v Y TIENPIECOHE L ARETH - 7=

20 N NP3EC
O NP2EC
15 B NP1EC
-
N
w10
a3
05
0.0
40 (@ |9 (@ |9a (@ |9 (@ [ | e | e | | |
KIS KIG|KIS|KIG [KIB|KIS|[KIG|KIS
wloelo|lel|le el ol w

BIREE (M=)
Fig.3 AjEEGCBEREDLLE



1.3 BREHREIDL

NP1EC, NP2EC, NP3EC D &E#t % Fig.4 (27~ L7z,
NP1EC IZ 0.05pg/mL~ lug/mL T, NP2EC, NP3EC |
0.01pg/mL~1pg/mL CTHE#MEMEZ R L. IDL OfER%
Table4 |Z7% L7=. NP1EC i% 0.021 pg/mL , NP2EC i
0.026pug/mL, NP3EC % 0.032 pg/mL & 7257z, TKR
BROFIEICFER ST D B AR T BRAE I 087 7 151X
FL72 % 53 NP1EC, NP2EC, NP3EC 4 0.5pug/L & 72> T
BV, ZoOBETFRIEZHZ LTV,

300000 ~e - NPIEC|—————
—-®m-—NP2EC -
250000 7
—a— NP3EC P /A
# 200000 -
N 150000 :/
U 100000 =
—/ ,“
50000 /
o Wk

0.0 0.2 04 0.6 0.8 1.0
RE (W g/L)

Figd HRER
Table 4 IDLOEH

NP1EC NP2EC NP3EC
AFE (mbL 500 500 500
= REmL) 1 1 1
SEANRERE (U g/mL) 0.1 0.05 0.05
HEEIAZEWL) 20 20 20
#21(u g/mL) 0.094 0.047  0.051
#R2 0.097 0.047  0.051
#ER3 0.096 0.048  0.056
#EER4 0.100 0.042  0.061
RS 0.101 0.053  0.055
fER6 0.094 0.045 0.061
#ER7 0.096 0.049  0.058
FE{E (p g/mL) 0.097 0.047  0.056
ZAERE 0.0027  0.0034  0.0042
IDL(p g/mL) 0.0106 0.0132 0.0162
IDLERFHAEE (u g/L) 0.021 0.026  0.032
CV(%) 2.8 7.2 74

IDL=t(n-1,0.05) X0 n-1X2

1.4 FEFRHHEADRMEUEER

Fig. 5 I[ZWJIIKD 7 a~ v 7T KEmR L. Wf)llk
® HPLC {2 X AHI%E TiX, NPIEC & NP2EC 23 fiH &
N 727, NP3EC i C11-LAS Dbt — 7 L &Ep-» CiEE
IXHEECTH > 72. NPAEC LL LDV — 7 [T T & 220
o7z Fiz, RFEREE OBV NPLIEC O v — 7 1354
BN DBEMEDORE =7 OT—V 7 EIlh
», NP2EC (% C10-LAS Ot — 2 & &7 Y 4yHfEE A

NP1EC

C10-LAS
NP2EC

7.004 C11_LAS

mv
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Mol 74 MEA A — RT LA RHBETENLEN
DE—T DAY MVIMERERE L —H L2 22X
DEELCEREEIT->7=. & 52 LC/IMSIMS THIE %
1T- =% %, NP1EC, NP2EC Dt — 7 Zfigid+ 5 Z &
A T&, NP3EC~NPIOEC Ot —7 HLiE THii S h
72. HPLC & LC/MS/IMS @Bl D ik % Fig.6 1Z/R
L72. NP2EC DfEIZE < —ZL7=72%, NP1EC DfEIX
HPLC OFMREWMEZ /R LIZHSENH D, KD
X B HERRE T AT S LTV 57y, LCIMS/IMS 78
A A ACHHN KD ARWHEE I 72 o 7o T REMEDS S 2
b7z, 7eE, LCIMSIMS TIE—fERAICAEEIC X 54l
E#4T> CERLTWD, ARIOMEITHHRER T
ERLIEMRTHDLZ LB HPLCE & — K L 72 B
D—oLEZ BN,

25 NP3EC [
W NP2EC
20 ONPI1EC

_},01.5 I I
=10 I
NI ! i = =

HPLC| Ms/ HPLC| Ms/ HPLC| Ms/ HPLC| Ms/ HPLC| Ms/ HPLCl Ms/
(A) (B) (c) (D) (E) (F)
Bl ()

Fig.6 HPLC&LC/MS/MSaI7E fi& 3

Table 5 (217K, FRAERIGHEAK ~D NP1-3EC,
LAS OUsIENFE R % 78 L7=. NP1EC & NP2EC (2D
W 76% L EO RIS H L7223, NP3EC 1%
Cl11-LAS 23 S 3 BHT DWW TIE, B — 7 nER



Table 5 A[JIIZK, FKALEBIZE BT AK~ND
A EIEEES
BMHE ERE [EIRE
(Lg (g (%)
SATIIK NP1EC 0.88 88
(Bth &)  [NP2EC 0.90 90
NP3EC 0.86 86
C10-LAS 10.4 104
C11-LAS 021 10.1 99
C12-LAS 0.18 9.3 91
C13-LAS 0.15 7.8 77
C14-LAS 5.9 59
SATIIK NP1EC 022 112 90
(CHhs) [NP2EC 0.16  1.02 86
NP3EC 0.88 88
C10-LAS 10.6 106
C11-LAS 050  10.1 96
C12-LAS  0.30 9.4 91
C13-LAS  0.21 8.3 81
C14-LAS 6.1 61
TR NP1EC 064 1.70 106
(DHhgR)  [NP2EC 035 1.38 103
NP3EC 1.04 104
C10-LAS 0.14 120 118
C11-LAS 066 119 112
C12-LAS 032 107 104
C13-LAS  0.20 8.9 87
C14-LAS 5.9 59
TKAEES [NPIEC 0.68 14 75
R IK NP2EC 0.28 1.0 76
NP3EC 008 079 71
C10-LAS 8.8 88
C11-LAS 9.0 90
C12-LAS 8.6 86
C13-LAS 8.0 80
C14-LAS 6.2 62

A1)I17K500mL, T 7K L2 7K 200mLIZ 7 A0
NP1-3EC(%&1.0y g)
C10-LAS~C14-LAS(&10u )3 < I3
KFILBE KT

S THEIUENEODIE L 72> TWD. LAS IZHOWTIE
Cl4-LAS LIAMZ 7T7%LL EOEINER S S iz i3,
NP2EC, NP3EC : E7:% C10-LAS, C11-LAS (2o
TIFRHIEA R D DIEICZ 2> TV 5.

2. MRKEDBIERER

Fig. 7 24 & EHANFNIOFREM R Z R Uiz, #S
A TRFIARCTET GEFID , B B (h)IE
W), C :sHE (I , D Bk ()il
E: TBE CRAJID , F : KHEE K@D, G:
W RIRER (4R, H HIH o g Gl
I KAl CGRa)ll) , 7 :/hERs GBI , K: A
OHRE G o 11 A W THRE L.

Fig.7 SAZH#h S

Fig.8 |Z A i 25 A ~F o 2005 4F £ ~2008 4EfE (4
419 : 55,8 4,11 7,2 ,2007.8 X#) , Fig.9 (Zai#
MR G~KOFE 2B (5 4,11 A) ORERM KL= LT,
£ OAXIE NPNEC (NP1EC & NP2EC A &) &
NPnEO (AR C#tds) OFEHIEA R L.

NP1EC 1<0.02 pug/L~10.6 pg/L, “FEHIfE 1.62 pg/L,
NP2EC {%<0.03 ug/L~8.1 pg/L, F¥IME 1.07 pg/L T,
NP1EC @ Ji B LEVWVE TR Sz,

25 B NPnEC
00 b |oNPhEO
415
oTi)
5 - L
0 1 1

AR BALIEEYS  CULIEIE

Fig 10 T/KALEBISHGRKD
NPnEC. NPnEOZE

Fig.10 {2 F/KALERS Jiiii 7K @ NPnEC, NPNnEO D&
fEEL AR L7=. NPnEC 78 7.2ug/L~23pg/L, NPnEO %
0.6ug/L~2.4pg/L i S 41, T/KMLELEFE T NPnEO 23
OyfiR S AT NPNEC 234K L7 Z 12 L W NPnEC ©JF
DEVVETHRHEENS LW e L B KLz, 4
HRTNE)IOHSD, E, 1, J, KTIX NPnEC
DfEIE NPNEO DfEL D K& dolz. T b OMisIE
TARMELG O FHRUCALE L THR D, FARLBEKD D
LEIENKREL, ZORELBIZITTNDLZEND
N5,
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