4 BT BRBERLF A o 4 —
CXHGHER < KE
1-7/-910-T T F )~

1-Amino-9,10-anthraquinone
IUPAC 44 : 1-aminoanthracene-9,10-dione
ML 1T TN TR

[xt&:E D)
O NH2
Qo
CAS %75 : 82-45-1
éj\%ft . C14H9N02
[ B L RO PEIR ]
s (P15 ] 223.22
(& ()74 9/ &E)]  223.0633285
[t s ~250 °CY
Nl 300 °C?
LA e ] 7K 1 0.0003125 g/L (20°C) ¥
[7&5UE] 6E-10 mmHg (25°C) ¥
[log Pow] 3.74
[~ U —EH] 4.9E-09 atm + m%/mol ®
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[, &l
[EREMIZ T 5 Bt E G ]
J vk ($8) LD : 3000 mg/kg”
J vk (#0) LDLo : 2400 mg/kg "
F v b (BEIEERTES) LDso : 1500 mg/kg ”

[H#&]
Yol A

HH it

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

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
7) RN EAL S8 22 2 AR i AT 2 (Kis-net)
8) (LM E A TE ik 27 L (CHRIP)

81 ZHriE

(1) ZHrEOME

FEFE A — h U v PEHWT, KEREND 17 /7Y hT% VB L0 2-
TIOTUNTX I UEMET D, BKE, AX ) — VTHEHT S, MRKE
M % T4 L, LC/IMSIMS (ESI-Positive) 12 & ¥ 2 WE % [R50 5.,

(2) BE-BE
[#AX]
1- 7377 7% 7 (1-AAQ) : AccuStandard, Inc. &  BREE/54T H
e
-7/ 7 7%/ (2-AAQ)  : AccuStandard, Inc. Y BREZSIHT ]

PRYEdn

506



~FH TN D R EL R EEK - PCB AT

AR )=, TEI=FI L AR b LC/IMS

Rk MK - B LT LC/MS
EHAT— Y v : Waters % Sep-Pak tC2 Plus short cartridge
[k D FRER!]

Riti=ig

1-AAQ BEHE LIS KON 2-AAQ HEYE L 2 IEAEIZ 100 mg &V Y . 7 h=1F DV
/L 100 mL (2 ¥ L C 100 pg/mL OIRGEEMERK 283 5, Z OFEERKEZ 7
¥ b=~ YL THEEAR LT 1000 ng/mL OFEAER 2 (BT 5,

(kR B AR YRR
1000 ng/mL FEHEWE 2 1~1000 pL 57 HL L, A & 7 —/u ¥ERUK(1:1) O%ERE H
VT 5mL AR L C 0.200~ 200 ng/mL D ik B FIEE a2 RS- %

[ZRE])
B—h—, BEMERBRE, AAT7 T Ao, ERe, arkr FL—F—,
BRRXAFTTER, ~A 702 ) 0y, RNAY—LERy b %

(3) BHTE

[FBOREKR ORF]
BRiEE MEFEWEBREFEEHEEMOFI <) CER 2143 A) (219

(BB D RTALEE & ONREBRIR D FR ]

[EFH A — kU » (Sep-Pak tC2)ix A % / —/L 10 mL K UMEHRIK 10 mL T2
Fauva=r T L%, AKEFE 200 mL 25 10 mL/min O E ClEKT 5, A
2 ) —VIREEIK(1:9)10 mL C, E— U —WEEEZPEVIAL, DA B — b
Uy DIZBT &L, BEfEI— N v PR 5, 20%, BEMET—
VoPkhkartry hb—2—nbl04 L, 10 RE, WlEIE5, A¥
J—=5mLTARy 7 7Ty vafm®l (E1)., HBEKEZMZT10 mLIZER
L TR LT 5,

[ =R BiR DR R ]

A& A CEORERUK 2 VT [FEFORTLE K O BRI O] (266> T
BEL S ol 2 =l & 9 5,
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[BIE]

(2&1E &1
(LC &)
g : Waters .  Alliance2695
VIR : GL science Inertsustain C18 (3 um, 2.1 X100 mm)
BHEhte A FRIK, B O AX ) —L
0—15min A :50—-20 B : 50— 80 linear gradient
15-20min A :20—5 B : 80 — 95 linear gradient
20-25min A :5 B:95
25—30min A : 50 B :50
F 7 AP 0.2 mL/min
A7 MR 40°C
AEHEAE : 5L
(MS %&44)
AR : Waters 2  QuattroMicro API
Xy 7 U —FEE : 4.00 kV
a— ] A : 50 L/hr
TV NR— g U H A&« N, (700 L/hr)
Y — ARE : 110°C
FYINNR— g R : 350°C
A A Ak : ESI(+)
HWEE—FK : SRM
s a—EE AW wEBE EBRAAFY RV
o (V) (eV) (m/z) (m/z)
1-AAQ 45 30 224>167 224>151
2-AAQ 45 30 224>167 224>151
(B 2R )

R RS HERR (0.200 ~200 pg/L) 10 uL % LC/MS IZIEA L., iR E o
LGOI E— 7 HifE & ORI DB R T 5,

(BE]
BRIk 5 uL & LC/MS IZiEA L THIE 1T 9
LWE DO — 7 HFED G,

BEBeuhlrua~ N5 A EOx
KB ORI IR EE (ng/mL ) 2R 5,
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REDHEH)
FUBPR IR C (ng/L)iFIc L BT 5,

C(ng/L) = HMHEE(ng/mL) X RHEE(mML)/ 3BHE(L) x10°

CGEEMRH TR (IDL)]
AROHZ W LC/IMS/IMS @ IDL 2% 11273 (11 2),

751 IDL O HHE R

o IDL Ak Eofkii s IDL ARBHA A
(ng/mL) (L) (mL) (ng/L)

1-AAQ 0.054 0.200 10.0 0.0027

2-AAQ 0.063 0.200 10.0 0.0031

(HIEFEOHBRHE FRMDL) ECEE TRMQL) )
ARNEFIEZEIT S MDL LOYMQL 2% 2 1273, (JE3)

#:2 MDL KO MQL DF H #ik 5

3} MDL MQL
B R
W4, (f " f (ng/L) (ng/L)
17K YK 17K YK
1-AAQ 0.200 10.0 0.0028 0.0025 0.0073 0.0066
2-AAQ 0.200 10.0 0.0026 0.0022 0.0069 0.0058
T iz

(1) HEEIZAAQ ZIEHIELT-0, Ny 7 7T vy almgHEITH, WBED
WHTIE, BINENEL 25208355,
(7 2) IDL 1%, bW g B EEHAEEmO T51 &) CER 2143 H) 126t

ST, XIDEBVEM Lz, MERORENR7n~ 7T 05K 1
\ZRT,
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# 3 IDL OFHHE R

KRB 4 1-AAQ 2-AAQ
#EHE (mL) 200 200
BRI (mL) 10.0 10.0
NI (ng/mL) 0.200 0.200
FEEEARE (UL) 5 5
fE5 1 (ng/mL) 0.211 0.180
FH 5 2 (ng/mL) 0.212 0.224
#5583 (ng/mL) 0.189 0.206
FE 5 4 (ng/mL) 0.208 0.174
#H58 5 (ng/mL) 0.200 0.186
#H 56 (ng/mL) 0.239 0.193
FE 57 (ng/mL) 0.218 0.179
#H5% 8 (ng/mL) 0.207 0.185
EHIME (ng/mL) 0.2104 0.1909
PEYEfRZE (ng/mL) 0.0144 0.0166
IDL (ng/mL) 0.054 0.063
IDL SUEHIEAE (ng/L) 0.0027 0.0031
SIN tt 12 10
CV(%) 6.8 8.7

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

1,2-AAQ 0.2ng/mL, AQ-d8 100ng/mL_8.29

5h20140829r27
100+

12.40

2-AAQ 1-AAQ

MRM of 3 Channels ES+

224 = 167
1.48e3

ebo 800 1000 1200 1400

ie00

1800 2000

1 IDLBEHKH0.2ngmL) D7 n~ ~ 77 A
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(1 3) MDL 2 OMQL 1%, bW EBRREFEEFEEmRO T51 X PRk 21 4
3H) ITWE-T, R45DLEBVEM L, 72, X 2~5|Z MDL &
Brorsa~ N7 T LERT,

# 4 MDL K ONMQL OB HFEE GaJiK)

W'E 4 1-AAQ 2-AAQ
v 17K 7K
AEkE (L) 0.200 0.200
PEHER NS (ng) 2.00 2.00
AEHARRE (ug/L) 0.010 0.010
BRI (mL) 10 10
HEANBEE (ng/mL) 0.200 0.200
LEEEAE (UL) 5 5
BET T 7Y (ng/L)™ ND ND
BRI (ng/L)™ ND ND
8 1 (ug/L) 0.00991 0.0102
5 2 (ug/L) 0.0107 0.0114
5 3 (ug/L) 0.00973 0.00962
&5 4 (ug/L) 0.00940 0.0113
5 5 (ug/L) 0.0112 0.0108
5 6 (ug/L) 0.0101 0.0103
8 7 (ng/L) 0.0113 0.00982
FEIE (ng/L) 0.01033 0.01049
FRYERZE (ug/L) 0.000730 0.000694
MDL (ug/L)"™ 0.0028 0.0026
MQL (ug/L)™ 0.0073 0.0069
SIN tt 13 11
CV(%) 7.1 6.6

*1 BET T 7Y BB N Y 7 A B IR IREE T
[FRRDEAEZATWENE L7 D) (n=3)

*2  HERINEY) 0 MDL G HEUEHTAEAE Z N L Ty kg
TEENDREDFELE (n=3)

*3  MDL = t(n-1, 0.05) Xo.1%2

*4  MQL = 6,1%10
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unknown 1'AAQ MRMof 3 channels ES+
) 24 =167
11.41 /1232 1.367e+003

100, 2-AAQ

7.97

Yo

ass
1410 16101767 ¢ 2415

20 40 60 80 100 120 140 160 180 200 220 240

X 2 MDL ZHEE GiJiK < 2ng 7N ©Z o< b 7T A

sh20141015r10 Sooth(Vh,22) NMRMof 3 channels ES+
NMDL_Hank Hnodebashi(200-10m) unknown 224 =167
100- 1145 1.469=+003

Yo 2048 2155
T 357387505 685 1243 e 1988\\ o 2390

20 40 60 80 100 120 140 160 180 200 220 240

X 3 MDL HHEF Gr)IlK « YN o a~ h 77 A
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#5 MDL KO MQL OFEHFEE (k)

WE 4 1-AAQ 2-AAQ
v 7K 7K
ek (L) 0.200 0.200
PEHER NS (ng) 2.00 2.00
AEHEARRE (ng/L) 0.010 0.010
BRI (mL) 10 10
HEANBEE (ng/mL) 0.200 0.200
LEEEAE (UL) 5 5
BET T 7 (ng/L)™t ND ND
AN (ng/L)™ ND ND
1 (ng/L) 0.00934 0.00955
8 2 (ng/L) 0.0108 0.00978
&5 3 (ug/L) 0.0109 0.00946
4 (ng/L) 0.0113 0.0110
&5 5 (ug/L) 0.0113 0.00967
& 5 6 (ug/L) 0.0107 0.0101
7 (ng/L) 0.0107 0.00924
FEIE (ng/L) 0.01073 0.009823
FREYERZE (ug/L) 0.000662 0.000578
MDL (ug/L)"™ 0.0025 0.0022
MQL (ug/L)™ 0.0066 0.0058
SIN tt 13 11
CV(%) 6.2 5.9

*1 BET T 7Y 3Bk~ U AD IV IREE T

[FREDOEVEZITWHIE L7 E O ) (n=3)
*2  HEVRINEY : MDL B RFCEHIEE HE 2 IR L Uy IR E
TEHENDREDFEE (n=3)

*3  MDL = t(n-1, 0.05) Xop.1X2
*4  MQL = 6,.1x10
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1-AAQ MRMiof 3 channels ES+
224167

100- 2_AAQ 1228 1.246e+003

7L

Z)4Q 2149 oo

Yo 351 ~2381

14241688 178

0- .
A L L L L I I ) L I L L L L IR ML) LRy LN LRl RALS Laaas aa L e s e paana A 0
20 40 60 80 100 120 140 160 180 200 220 240

X4 MDL B HEF (fEK - 2ngiRm) O v~ 7T A

sh20141016r10 Snrocth(Vh20) MRMof 3 channels ES+
MDL_Blank Fujineehigata(200-10mi) 224 =167

2280 g 4504002
100+ 2044

353

583
—B. 197_31 10_%\1 141 1390 1579

Yot

0- rin
20 40 6.0 80 100 120 140 160 180 200 20 240

XI5 MDL BEHEE (MK « RN /o~ 7T A
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[5#7iE]
(Zr—F%—1)

SHED 7 —F ¥ — M & 6 17T,

§2 D

R [ AR [ FH e Jii. 7K
200 mL Sep-Pak tC2 10% A % / — )b |
1#7K (10 mL/min) K 10 mL 10 min
et A LC/MS/MS
A4 ) —)L5mL FIROK ESI(+) -SRM
10 mL
RNy 777y 2y
X6 HEO7a—Fv—h
(B 2R )
MEMRIERAT —Z %2R 612, MEREIXT, 8177,
#6 MEMERAT —#
PR I
if%ﬁx 1-AAQ 2-AAQ
d (m/z 224>167) (m/z 224>167)
0.200 240.38 211.71
0.500 553.60 504.06
1.00 1018.56 1027.54
2.00 2202.47 2214.68
5.00 5563.61 5259.03
10.0 8549.71 7920.27
50.0 36822.89 33828.68
100 69255.83 65683.27
200 137585.35 127631.59
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BE#R (0.2-5.0 ng/mL)

6000
B1AAQ y =1115.3x- 24.967 -2
5000 R?=0.9996
02-AAQ
» 4000
o
E’—JE 3000
i y = 1056.5x+5.0105
= 2000 R2=0.9993
1000
0
0 1 2 3 4 5
HERME D EE (ng/mL)
X7 1-AAQ 3 X O 2-AAQ DR EHE(0.2~5.0 ng/mL)
=]
B =$R (0.2-200.0 ng/mL)
160000
R?=0.9996 -
120000 02-AAQ
& 100000
L
gg 80000
2 60000 . y=636.63x+1061.9
P 2 _
20000 R?=0.9996
20000
0
0 50 100 150 200

HERME D EE (ng/mL)

8 1-AAQ 1 L ' 2-AAQ D EH#(0.2~200 ng/mL)
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A= \VAES
REMERREOERER D 7 u~ 7T L5 K 9 ITRT,

1,2-AAQ 5ngimL, AQ-d8 100ng/mL_8.29

3020140828917 MREW of 3 Channels ES+
1238 224 = 167
1007 2.21e4
503
ETC'! .
D T T T T T T T T T T T T T T T 1
4.00 .00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00

9 HE¥ERGNg/IML) DI < k7T A

(*RARARY MV
1-AAQ TN 2-AAQ D~ A AR KL &4 & 10, 11277,
A5 HT 15T Positive B— R TORIEZE LT,

scan, posi, cap2.8, cone70

1508183_1AAQ 194 (0.346) MS2 ES+
100+ 2240 1.02e6

© N
TV h == T
n =]
2252
s
0 AR T ||I||\MI | |\|!‘||I|I|\ ‘\ I“1||I ! il”.lu AN W TN Y1 Y |I L I|| - ‘||| e miz
60 &0 100 120 140 160 180 200 220 240 260 280 300
150818_4_1AAQ 42 (0.355) MS2 ES+
100+ 1.36e6
=
bl ‘
o o ' \|| ' ||||I“ \Ill " \I |\\|I ‘I|!| n||h L |} I \|I||; || ! H'll \|I t i) Iy |\‘ ‘|III‘ ’ 1 " l . ; ‘II et iz
60 &0 100 120 140 160 180 200 220 240 260 280 300

10 1-AAQ D~ A AT k)L
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scan, posi, cap2.8, cone50

150818_5_2AAQ 32 (0.271) Ms2 7ES+7
100+ 2241 7595
© N
TV —Y—A T
m =]
2251
s
(o '|"I “|‘w|\ ‘\u I‘\||||I\|n '|H'||‘ u|||u‘| T DN MY 1 HP |=I - it Wl oo sz
60 80 100 120 140 160 180 200 220 240 260 280 300
150818 _7_2AAQ 33 (0.279) MS2 ES+
1004 151.0 6.70e5
m/z 224 (CKf$ D7 m Xy b A A
2241
g_
2253
Lol | e
(o) M |.|;| frnd |‘H| L Iull‘ll\ ||:| e |.|.! y |; 1l ‘\|‘|I‘ el L PR ;‘uu " Wl , miz
60 80 100 120 140 160 180 200 220 240 260 280 300

11 2-AAQ D~ A AT k)L
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(I EIEER]
FERLK, WK (I RSER) . K (CRERKG) ~OFEAEY)E s INEII RS 5B 2 5=
7R, K, #EKOEMENGRERGREI D 7 v~ s 7T A% X 12 KUK 13
2R,

R T ENENEERE R

L o whnE  RBRHRE EIGEE cVv
Eava WE4  REHE(L) B
(ng) (ug/L) (%) (%)
0.2 0 2 ND
1-AAQ
0.2 20 5 1.90 95 3.2
FEHRLK
0.2 0 2 ND
2-AAQ
0.2 20 5 1.83 92 2.1
0.2 0 2 ND
\ 1-AAQ
MK 0.2 20 5 1.87 94 2.1
(i 7L.5-8H) 0.2 0 2 ND
2-AAQ
0.2 20 5 1.71 85 1.7
0.2 0 2 ND
‘ 1-AAQ
A7k 0.2 20 5 1.83 92 2.7
(K#%&E) 0.2 0 2 ND
2-AAQ
0.2 20 5 1.64 82 2.5
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Recovery_Shiomi_1_add 20ng_(1,2-AAQ 2Zng/mL)

302015030547 MRM of 3 Channels ES+
TIC
1004 6.89e3

BERINEEL

L A s s e bt MWMMWM

250 500 750 1000

12.50 1500 @ 1750 & 20000 2250 2500

sh20150308r44 MRM of 3 Channels ES+
TIC
100+ a1 12.43 G.89e3
20 ng ¥
- 2-AAQ 1-AAQ
0 T T T T T T T T T T T T T T T T T T T ™ Time
250 500 7.80 10,00 12,50 15.00 17.80 20.00 2280 2500

12 WRINENNEEREEDO 7 o~ N 7T A (WEKEED
(B - myshn, T : d8n)

Recovery_QOomori_1_add 20ng_(1,2-AAQ Zng/mL}

sh20150305r34 MRM of 3 Channels ES+
234 = 167
1004 5.1083

ERINEER

%
!

et A g om0t A A

Y e e e e

2.a0 5.00 7.80 10.00 12.480 15.00 17.80 20.00 2250 2500
5h20150305r35 MRER of 3 Channels ES+
8.1 224 = 167

1004 1247 5.1023

20 ng ¥

T Time

T T T T T T T T T T T T T
2.80 92.00 7.a0 10.00 12.80 15.00 1780 2000 2280 25.00

13 WIMNEMGRERIF D 7 m< » 27T L (A7) 1KECE)
(B g, T #n)
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(R 7 Y —= v JRER)
IRMEAR 7 ) —= o VRO R 2K 8 (T, Kl L LBk 2 TiTo
776

#28 NRMEART U —= THER

B 1 HFfE % 0 7 A% DFAEER(%)
pH 353 RAF=5(%) RE T BA 7
(ng/mL) 1-AAQ 2-AAQ 1-AAQ 2-AAQ 1-AAQ 2-AAQ
5 2 84 87 83 84 . ]
7 2 84 90 81 84 79 76
9 2 84 86 81 81 ; ]

()  pH RO OIZHH LIZEEERICE D~ N v 7 2RO
FT b 57‘3%??4—75>1&< A ST, FEERIITIR LRI & 7 Bk
OIEIXFEZ%E T, IZIESRIIL T iantE X b5,

(RTFHERABR]
RAFTERBROFER 2 9 1R T, FB e bRlBitk 2 TIT o7,

K9 PRAFTERBRGE R

FA73(%)
7z “4};“_:
R, ffﬁj:’i e 1
g 1-AAQ 2-AAQ 1-AAQ 2-AAQ
BREi/K 0.1 94 104 - .
WK
FHL R 0.2 - - 92 96
BREi/K 0.1 91 103 - -
HFEK
*ﬁ%ﬁtﬂﬁﬁ 0.2 - - 92 90
B I R 0.2 - - 91 95
g PR
AE% i 5 - - 101 101
(5BED T HIZD\NT)

4587 7 2 ZDInertsustain C18.  @lnertsil C18,  (3Ascentis express C18, @
Ascentis express RP amide, (®Ascentis C18 72 K& L7z, LD N T A LB

E#IXRREE TN, Q6@ W TIEHEIY v EEAT L &
— 7R ENTZD , TV T LT, £, WENK DS T-1ZIC, BHHE
LZ2WTHHAET 2L 9 FE DL < b2 bbb olz, ZDH, Zh
DBRNE U772 o>TcQD T T K2a B 7 58 U TRIRL 7,
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(BB H Iz DV T

[EFRIZI R ([A] 1 RP1, RP-C18, C18, PS2, HLB, EDS1) & A A > Ze#i% ([B]
MCX, MPC, SCX) |22\ CHdt 17 - 7=,

10 mL OFERIKIZ 1-AAQ, 2-AAQ % 20ng T SWINIL, 2 F 4 a =T %
FORFOEAEEZFE 1012 LT, FOREEZX 14 O 15 123 LT,

& 10 A EAHOH SR

li A5 O PRI A

H N o . N N7\ R

.4: avr4va=ry @{5]6{% [ﬁhtﬂfﬁﬁi

RP1, RP-C18,
WFHR HLB ,EDS’l 2, A5 LK 10 mL 10 mL 20i A%/ —/L 5mL
B]* MCX, -
[4]? _ el 1 A%/ —/L 10mL 206%F  1qg A%/ —/L 5mL(F1)
AT scx’ 2,4:2%F % 10 mL 10 mL 20a:5%7 VE=TIA) )= 5 mL(F2)

*: [B] #UEHTIZXEEZ 200 L RN L C pH4 FE & LT,

100

[#s]
=]
1

<)

>

N—r

> 60 4

3] @1-AAQ
>

3 m m2-AAQ
[<B]

S

E=
=]
I
|

I

RP1 RP C18 C8 C2 PS2 HLB EDSI| MCX MPC SCX
c18 [A] [B]

14 AFEEMZEH L7256 ORI
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-
M
o

-
o
o

—
|

< ||

S amcx
550 | mMPC
S oscx
Q 40 ||

-

:
2
dn
:

|

15 A F U ZHERERAED 7 5 72 g 2 L oEINER

9 FE D EAH O Tl b [BIURD Lo 72D, SUPELCO @ Discovery SCX
Tholz, A AV REEMTIE, EfHE A X ) — L THREFLIZE, 5%7 E=
TIAZ )=/ THH LN, 1-AAQICBI L TIE A # / — /LB DB RS TS L
TETLEILD, 100% A ¥/ — /)L CHEMEETET L2 LTk o7, £
7=, Discovery SCX Z# HIWTHREEOBREHNEI 21U L& 25 (K16), 3k
IZL > THEINRICKE BTN H - T,

120.0
1-AAQ
100.0 +— u2-AAQ
80.0
s
= 60.0 —
(]
>
o]
g 400
20.0 +-
0.0 4
1 2 3 1 2 3 1 2 3 1 2 3
oomori hinode kinjyou minashin

16  Discovery SCX % AW TH&#E 2 BTALER L 72 BR D[] R
(% 5B % 3. AR OB T ITFERE =)
(oomori, hinode IR ZKEEL,  Kkinjyou, minashin (337K #0E}
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ZDTD, REFEFHADENIC2 X° C8 DEFAIZOWT BT 2ITo72, 2T 4
Va o IR EOSMIE., AR ORFSRMAlE FEETH L, EORERE
17 1T LT,

120.0 -

100.0 +

80.0 1

60.0 -

recovery(%)

40.0

20.0 1

0.0

C8_milliQ C8_tenpaku tC2_milliQ 1C2_tenpaku tC2_koshio tC2_shiomi

17 C8 35 L UMC2 [E4H 2 AW TR HITALEE L 7= BR D[R =
(5 3B 2)

CHVETOEF & T 5 &, REREHZBW TS (K 17 H1 tenpaku 3 &
X koshio 1311 7K &KL, shiomi 13HEKEEL . 2 LWEIEOK T IXR 67,
C8, tC2 & LT RAFAREIENG O, KV EINENBAF2FER THh - 72 tC2
ZEMHEMHTHWS Z L& Lz, £lo, Ny 2 7T v oy ot s
U LI Z A, Ny 7Ty alWfEiTo720% 9 B W IR CH 8
AREC, FREINERL Ko7 T, Ny 7 7T v aimfHERALE,

(A% —NBIXOFBOBRIMIOWT]

BREEAVEL 2 BIALEE 9 B RS, B O SS 7T AAQ MWkaE LT D ATREMEMN
HHI=, REHZ A X =V ETIM LT, SS iy ~DE A Z N 72nmnE H o
Zat Uiz, 5B i g 308 200 mL 12 A % / — L% 0, 10, 20 }2 T 40 mL
WL, C2 IR EHEaTT., A%/ —/5mL T L, BiRUKEZz < 10 mL
ICERLTCHEZEITo7 (K18), Fio, B EMMIc T &Ik, X5y
B AE LT SS D BTN E D D ERRETT D720, R EUSINGE A
AEHC XA L TEOYREEZF- (F 1),

18 LV, AZ /) —NEHINZ K- T, EUCEERKIEIZH L3252 L1320
72o F2. 200 mL OFREHI R L T 20%LL ED X ¥ 7 — &IN5 &, EHT
ORFFAIHE D | BEEPME T Lz, FBERNT 52 L1280, 2-AAQ DIF]
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PERMETTHZ & bbhroTlz,
LLEXD | BBHI A & ) = o2 A 2T LenZ & L LT,

- E1-AAQ

20 02-AAQ
& 60
j
& 40

20
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1-Amino-9,10-anthraquinone

An analytical method has been developed for the determination of
1-Amino-9,10-anthraquinone (1-AAQ) and 2-Amino-9,10-anthraquinone (2-AAQ) in
water samples by liquid chromatography tandem-mass spectrometry (LC/MS/MS).
Positive electrospray ionization (ESI- positive) is used to ionize 1-AAQ and 2-AAQ.
The determination is performed by the selected-reaction-monitoring (SRM) method
using precursor/product ionsets of m/z 224/167.

A 200 mL water sample is passed through a preconditioned solid phase extraction
cartridge (Sep-Pak tC2) at a flow rate of 10 mL/min. The cartridge is washed with 10
mL of methanol/pure-water(1:9) and is eluted with 5 mL of methanol. The eluate is
made the volume to 10 mL with pure water. The solution is analyzed by positive ion
mode-ESI-LC/MS/MS-SRM.

The method detection limits (MDL) using with sea water for 1-AAQ and 2-AAQ are
0.0025 ug/L and 0.0022 ug/L, respectively. The method quantification limits (MQL) for
them are 0.0066ug/L and 0.0058 ug/L, respectively. The average recoveries (n=5) from
20 ng of 1-AAQ and 2-AAQ added water sample of river water were 92, 82%
respectively, and sea water were 94, 85%, respectively.

Using this method, the target compound in river water and sea water in Nagoya city
were not detected, respectively.

Water Sample S&{%&E‘gze Wiash Dehydration [
200 mL Sep-Pak tC, methanol/pure-water(1:9) suction
Extraction (10 mL/min) 10 mL 10 min
L Elution Make up Volume LC/MS/IMS
methanol 5 mL Water to 10 mL ESI(+) -SRM

(Backflash)
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