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Investigation of Aminoanthraquinone in Water Environment

in Nagoya City

Hitomi Hasegawa, Shingo Hirao
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TIVTURIxR 7y (H 1) TECERE S DR
BhE L CHERENTEY, AFEREIT 1| FRICKH 1000
NORRETH D, £, Tomt - FiEo S DOPRTR
B | R E(RFWEIIEESNTEY, FHENANLE
EFEHE L LTRSS WD, 207w, BT
DIEFEEREEET HILERS D EB X, LR %
Tole. ZOWEIT 2 BEOBRMEENPFELTEY,
1-72/-910-7> F 7%/ V(1-AAQB LY, 2-7 2
7-910-7 > T %) Q-AAQE RS E L L. &
5z, B L HEEZ AW T E RN O K OVE
WIZB W TEREFELZIT 72D T, TOFBRIZONT
WETD.
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1. BE

-7 77> b 7% 2 (1-AAQIEHEN, (BREL /T
), 2-7 2 /7 TR v Q-AAQENEN, (BREEy
M) 1% AccuStandard, Inc. i, 7% h o (B4 G
BRAT), ~FH o GREEEERN) 1ZRLMBEE LY,
AH = (LCMS ), 7& h= kUL (LC/MS H)
BRI R A L7

1-AAQ, 2-AAQ EHEUE, TREMEMRIE, 1-AAQ FEUEM
BRO2-AAQ IFHES Z IEMEIZ 100 mg =V LD, 7 &
F= "k U/ 100 mL (Z¥fE L T 100 pg/mL DR G HEHE
FiRZFAM L., ZOFEERKREZ 78 h= MY LTl
HATR L T 1000 ng/mL OEEHER Z1FR L7, (BEHERE
o< 7T 55K 2, A7 MLVEK 3, MR
ZX 41287)

O NHy O
Q0D QO™
O O

1 1-AAQ (£) B&LU 2-AAQ () DHEE
2. ZBEBLUEE

KEREB -~ HOMMEICIE, EBHI—FY v
(Sep-Pak tC2)Z MM L, [EM~D@EIT= > b
— 4 — (Waters f1;, Milford, MA, USA) (2 L W 1T-o7=.
IRAEE X B B EEE 2 VN TIT o 72,

LC-MS #:E X Alliance2695/ Micromass Quattro micro
API(Waters ft:, Milford, MA, USA)%Z v, E&IX
ESI-Positive-SRM E— RIZ L W 17-7-. MIESAM:% L
TR

(LC &:fF)

FEFE  : Waters #  Alliance2695

%17 I @ GL science Inertsustain C18

(3 pm, 2.1 X100 mm)

A RRUK, B AHZ ) —L
A:50 —- 20 B:50 — 80

EhfH
0—15 min

linear gradient

15-20min A:20 -5 B:80 — 95
linear gradient

20—25min A : 5 B:95
25—30min A : 50 B : 50

717 Lt 0.2 mL/min
BT LIRFE  40° C
AUBHEA R - 5l



(MS 4]
FEFE © Waters #2  QuattroMicro API

Xy 7Y —&EE :4.00 kV

a— 2 AR : 50 L/hr

T YR — 3 A AR N2 (700 Li/hr)
V) — R 1 110° C
FINNR— g VR :350° C

A F bk : ESI(+)
WEE—F : SRM

1-AAQ 224>167 (E&) 224>151 (FkE

2-AAQ 224>167 (E&) 224>151 (fqE

1,2-AAQ 5ng/mL, AQ-d8 100ng/mL_B.29

3. A&
[EFH 4 — & U > P (Sep-Pak tC2)IE A ¥ / —/L 10 mL
FORERK 10mL Tar 5 4 va=r 7 Ltk KE

200 mL #4910 mL/min O3 Gk L7-.

A Y

J = VIFERLK(1:9)10 mL T, B — 4 —PNEEZ PE A A,
FOWREBMAI— Y v 2@ TZEICLY, BEED
— N UERRERG L. Z0%, EMI—N) v TR
arer hL—FZ—nbE0AL, 10 0FRE, W5
JREE., AX /) —L5mL TRY 77Ty 2w
L, ¥EOKZMZ TI0mLIZER L TRERIKE Lz,

+ + .
ihDQDD_140829r1 7 o MRM of 3 Changng&;{s}EFE? {f*n % %—g
22184
A 1. HEDE
8.03 - o _
Q Bl T D
2 2-AAQ i
1.1 RERB &
VEEBEBRHT
’ amo gon gon oo 1o a0 won | onon | 20 BR (IDL), AIZE
2 1-AAQ B & U 2-AAQ DIZERZED Y OT b5 5 L (5ng/mL) EEDRHET
scan, posi, cap2.8, cone70
1508183_1AAQ 194 (0.346) MS2 ES+ BE(MDL)
100+ 2240 1.02e6
FRERRIT, 0.200
ng/mL 7>5 200.0
. ) ng/mL O i
RN QL
‘ N M ” ( 0.9996 T4y 72 1H
! | 11 I 1y 1 wl‘.l. I| 1L ! ‘\\ T Ll I 1 ull \‘ TR B M i % —
ST |1|60 ' 1210 ' I1z'1|0 1 1é0' " 180 200 22‘(‘1 h 240 | 260 | 280 ‘365“}1 MPEZ R L7,
112?18_4_1AAQ 42 (0.355) o MSEVBEES‘;E b2 R
FEREFH A LD T
gl & | IR S
= 151.0 1681 D IFIEIHES T,
ol o TR
Otad " \|I ol | m \Iul il ||\I L, 1| u|||.‘ " \: | w\||; H ‘ Il '|| u|\‘\ ™ Ul i |n‘ " ‘ll\l‘l 4 . ‘lll i, miz (IDL)’ ?’E\Uﬁiﬂjﬁ‘\\(f@
60 80 100 120 140 160 180 200 220 240 260 280 300 *ﬁ llj:‘l 7;‘ BE(MDL) 7&‘
o i = 5t ~ ; .
3 1-AAQOREBEDIYRAANY b K@iz, IDL 13 1-AAQ 7% 0.054 ng/mL,
B248 (0.2-200.0 ng/mL) 2-AAQ 7% 0.063 ng/mL & FifH &4, 20 fE
160000 MalsORBHAS IDL 13 1-AAQ 7% 0.0027
140000 | @1AAQ N ug/L, 2-AAQ 7% 0.0031 pg/L Th-7=.
2-AAL \ 5
qo | MR BT B FIRMEIZ >V T, Wik %
o
. 7= MDL 1E, 1-AAQ 0.0028 pg/L,
2 60000 Y =636.63x+1061.9 2-AAQ 0.0026 pg/L, 7K % v 7= MDL (3,
40000 . v 1-AAQ 0.0025 pg/L, 2-AAQ 0.0022 pg/L T
20000
. d,n»”"y’ btz
0 50 100 150 200
AR EDBRE (ng/mL)
4 1-AAQ B LU 2-AAQ DHRER



1.2 AhnE YR EL BR

KRR, WK (FERID, Kk (4 d RS
~OREEYVEIRINENGRE R &2 2R 1ISRd. iR
17 20ng O BRI )11 7K T 1-AAQ 92%, 2-AAQ
82%, E/K T 1-AAQ 94%, 2-AAQ 85% Td - 7-.
1.3 BKPIZE TS AAQ DREM
K, WK L OREHEREI DO AAQ DIRAF
PERBRAE R, B X pH OEWVREIRIZ L D
UK TOD AAQ DHfFMEA 7 U —= 7 D
FERAER 2 ITRT.

BB O AAQ 1%, BRILBL LA % I
Mmi7e< &b, 1 BEORENARETHY, H

HHRICE L CiX 1 7~ HORIERATRETH - 7.

Fio, EREFRIZEI L TIZ 0.2 ng/mL &) Lk
BRERIRETH->TH 1| DHIZRFETE S.

Recovery_Oomori_1_add 20ng_(1,2-AAQ 2ng/mL)

sh20150305r34

1004

0

MRM of 3 Channels ES+

224 » 167

TSN

ettt s oty PO S st e

5.10e3

sh20150305r35

1004

e |

T T T T T T T T T T T T T T T T T
250 5.00 10.00 1280 15.00 17.50 20.00 2250

12.47

1-AAQ
12-AAQ
20ng AN

T

25.00

MRM of 3 Channels ES+
224 » 167

5.10e3

T T T T T T T T T T T T T T
780 10.00 1250 15.00 17.50 20.00 2250

AMEUREBREDOI OT RIS A

T T T
5.00

X 5

T T
250

£1 1-AAQ $ & U 2-AAQ D FMNEIUGHERFER
- - , e o HH e Y
24 ). ES =N S = 24 a % A
Wl WE 4 AEtEL) SHEmg)  RBR (/L) [ 1% 28 (%) o
1-AAQ gi 2) i T? % 35
Fiek 62 0 2 Nb .
2-AAQ : - -
0.2 20 5 1.83 2 2.1
‘ 1-AAQ 0.2 0 2 ND - -
/K 0.2 20 5 1.87 94 2.1
S BN ) 2 AAQ 0.2 0 2 ND - -
0.2 20 5 1.71 85 1.7
‘ 1-AAQ 0.2 0 2 ND - -
7K 0.2 20 5 1.83 92 2.7
5 - -
(K#&HE) 2 AAQ 0.2 0 2 ND
0.2 20 5 1.64 82 2.5
£2 1-AAQ B LU 2-AAQ DIRTEMERERIER
)3 TR A7 3(%)
v (ng/mL) 7H R 17> H
1-AAQ 2-AAQ 1-AAQ 2-AAQ
33 ) - j
—— )ﬁj%ﬂ%k 0.1 94 104
HLFh H R 0.2 - - 2 9
BREE K 0.1 91 103
HEK
" HLAR R 0.2 2 90
TR e e IR 0.2 91 95
FEYETR
{ R e 5 - - 101 101
#1391 1IRFf % D 7 H % DFATHE(%)
pH T FRAFER(%) 5 P A
(ng/mL) 1-AAQ  2-AAQ  1-AAQ  2-AAQ 1-AAQ 2-AAQ
2 84 87 83 84 - -
2 84 90 81 84 79 76
2 84 86 81 81 - -

T
25.00

Time



2. PHUEICEAT 2 EREW & £ D
21 A S LnE

45rBiE71 7 1% Olnertsustain C18,  @lnertsil C18, ©
@Ascentis express RP amide, ®
Ascentis C18 @ S FAMF L. EOh T AbEHE
IREBIL B R BEZ T, @0 6@ 2>\
B4 T NEEAT D EE—7BRBEND, T
VI EBITEORLENELU. £, WEK T4,
BHBONTHAET 2L 9 E< LR 284
Holz. TNOHOBRGENELRNT2QDN T L%Sy
BT A2 L CEINLT.
2.2 EMRME A EDRKRE

[EFRILHH% ([A] : RP1, RP-C18, C18, PS2, HLB,

Ascentis express C18,

EDS1) & A A4 4ZHi% ([B] : MCX, MPC, SCX) {22\
THRETE TS 7.

10 mL OHERIKIZ 1-AAQ, 2-AAQ % 20 ng TOUSAIL,
avF 4 va=my P EToEMANBR L0, £
3UCR LR A A L, SmLICER L-. B
MHOFEMISMEE % 312, FEMOEIEHEEZX 6
R LTz,

A A U AZHRE R TIE, EAEAE A X ) — VTR LTS
%, 5%T VE=TIAL ) — VTR T D5 EE AN
728, 1-AAQ B L CTlE A & J — Vi D Bl CIA H
LTLEIZ®D, 100% A% /) — /L TEMZEFT D 2
LIEHIR e o T

x3 ERMEOREICETLIEEME

[ +H MEEQ R ﬁﬂ@&%® T s I
a T 4amL Y Ve
[A] RPI,RP-C18, Is:A % / —/L10mL, oK lse A %/ —/L5mL
WiAH % C18, PS2, 2nafE B 7K 10 mL 10 mL 2nd: A X J —/L5mL
HLB, EDSI
[B]* MCX, Isu A % / — /1 10mL 2% 1 lse A %/ —/L5mL
A F AR MPC, 2nd:2% % % 10 mL 10 mL 20d:5%7 /E=T/}F ) =I5 mL
SCX

Recovery (%)

RP1

RP
c18

ci8 C8 C2

PS2 HLB EDS1 MCX MPC SCX

6 FEMZAVED 1-AAQ, 2-AAQ D [EYRZE



120.0

100.0 -

80.0 -

60.0 -

recovery(%)

40.0 -

20.0 -

0.0 A

C8_milliQ C8_tenpaku

tc2_miliQ

tC2_tenpaku tC2_koshio tC2_shiomi

7 C8HBXUIC2EMEZRALIED 1-AAQ, 2-AAQ D [EYREE

9 FEBOEHOF TR HECEN Knoloon, A
TR HHRDEME SCX Th-o7-. LaL, SCX & H
WTEBOBRERE 2L L7z 25, REHC k-
TEIRIZKRE REBRH-72. T, KIZEIYL
FNRRITHoT, REHFOE C2 ° C8 DREAHIC
DOV THEREREZ AW TR 21T, 2T 4 v
3 = IR R E DS, AR OMRFISRIEA] L TR
BRThod. ZTOMREEKTITRLZ. SCX & HikT 2
&L BREERUEHZ B W T (47 H D tenpaku 35 & Ukoshio
K EEY, shiomi 13#EKEEL , 38 LW EIRR OAK
TIEALT, C8,tC2 & bIZ BAFREBIENE S iz,
MED DL, X0EIERRRGRFERTH o7 1C2 &
BEfEfHHCTHWS Z & L. £, Nv 77T vy
EHEMEOEBE R LIZEZA, R s 7T
v ¥ a B AT 5 T21F D DD 72 ORI TS ATRE T,
FREIEL Eho72DT, N7 7T v almkts
BHLE.

23 AR/ =B LUVXEDFM

BRIEAEL & ATALEE S D I, B o> SS 55T AAQ
DG L TWDATREM RN & 572, REHZ A& /) —L
ZWINL T, SSH/DDNDH AAQ % il S & 515 0
L7, RS EIRMgE 2308 200 mL I A % ) —/v
%0, 10, 20 X ON40 mL @A L, tC2 (Z3VkEMA T4,
AH =) 5mL TERH L, FRUKZNZ T 10 mL (<
ERLUTCHEZITo72 (KM8). £z, #ktzmEicd
DR, R NWAE LT SS Ky b B
SEOLNDNERFT D720, SRWE RN 2k
WCXBRZTRIML TEOREEZH T (F4).

B8 Ly, A%/ —WIRINZE-T, EILEEDKIE
W2 kA 2 Bidle o7z £72, 200 mL ORREHT &
LT20%LL DA % ) — )L &R % &, [EFETOR
FERg8E 0, FUEMET Lz, £z, £4 X0, ¥
RNt 52 Lok > T, 2-AAQ DRI RINME T
HZlbbnrol. UEXD, BBHZA % 7 —10F%
ez 2B LanZ & e Lk,

100

80

Recovery (%)
[=)}
o

=Y
o

20
0
0 5 10 20
A2/ —)LERIIE (%)
B8 AAR/—ILHEMICZKDEUEDEL
K4 HEAAZ/—LBELUXEBEERMLZFEOEIRE
Rk 200 mL ~OFNE: [FIY #E(%)
A X ) — )b FE(mL) 1-AAQ 2-AAQ
(mL)
- - 84 85
- 2 85 49
20 - 83 80
20 2 87 56




3. REEHRE

Zdr B PTI K KO B K &2 ARIEIZ LD
ST Ui, Al Bl NALES & fita 2 FEPS) T sl C 8k
AR U TR AR S04 o 2 v PR T & it AL 2 3 ) T ool E1 8
TEK LTyEK, AT CEOK L7k 2 E L 72
LA, WTROHENDH AAQ T & o
7o PERFEO—plE LT, X 9IZHERTTEDHEKD
IHFRERD 7 v~ N7 T KERT.

A EIOFRAERE RS, AAQ DIKBREE~DIH YD AT HE
PRITENWE B Z DD, 5%, ERESCKEEMIZS
WTHMRBELZEDDLIVLERH DL EBEZHND.
sh20141016r10 Socth(Vvh,22)
MOL_Hank Fujimashigata(200-10m1)
2-AAQ

] 583

] 6.1 ,

] 537 2731 100" 4}1
Yo

100+ 1-AAQ

4) Philip H. Howard, William M. Meylan, Handbook of
Physical Properties of Organic Chemicals

5) Philip H. Howard, William M. Meylan, Handbook of
Physical Properties of Organic Chemicals,The Syracuse
Research Co.

6) Data from SRC PhysProp Database

min

Mo BEAHOMEH (ENTE)

FED

BREKHFICE END 1-AAQ B LT 2-AAQ D[R4y
Brig B L. RBICB T 201K % Hviz MDL
I%, 1-AAQ 0.0028 pg/L, 2-AAQ 0.0026 pg/L, K%
A\ 7= MDL %, 1-AAQ 0.0025 pg/L, 2-AAQ 0.0022
pg/L Td o 7. 1K B ONEK % A 7o N [ R
(AN 20ng) D [EIER K T 1-AAQ 92%, 2-AAQ
82%, /KT 1-AAQ 94%, 2-AAQ85% ThH~7=. L -
T, KREFREAKFICEEND 0.002 pg/L —4 —0
1-AAQ 3 LTV 2-AAQ ORI EHI FIRE Td 5 & Hillkr
Iha.

iz, ROVEEZHRWT, AERETNAIIIKE X
A REHEKE SN LI 25, WTFROHEND
1-AAQ 3 LT 2-AAQ IFMH & T, AAQ DI/KEREE~
DIEYED FREMEITIR N T & AR STz,

% Xk

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

2) International Uniform Chemical Information Database
IUCLID Data Set

3) Handbook of Aqueous Solubility Data
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