LC/Q-TOFZ AW IRIGESE(IESMD 2 1h
. BB =507V REIR=I

.... ...o
0,0
o ® o

[ J . [ ) Eiﬁ

=5

Jim Lau, Chin-Kai Meng, and Jennifer Gushue
Agilent Technologies, Inc.

2850 Centerville Road

Wilmington, DE 19808

USA

L. Mark Hewitt and Suzanne Batchelor

Aquatic Ecosystem Protection Research Division
Water Science and Technology Directorate
Environment Canada

867 Lakeshore Road

Burlington, ON, L7R 4A6

Canada

RIVTIEDSORER. BK. TRBIERFOTLIT. BEMTER
BYEUVTHRIEKICHREENT . FHTIE. 2EROMLE(L
Y GRRA NIV T TIEORREY) ZERA LT, LC/MEE-
TOFEEA#7Et (LC/Q-TOF) DREE. ERMEHEE. B8, 8&
UEMIREZRULE T,

FUHIC

B+ ¥ &B4 (Environment Canada) 3. & 3 & 21L&
L BBBEAORBEOY X 7 FHEICHY ATHET [1. 2],
POV T S OB, 15K T3 BRI, BHERR
e LRI I E T, H@E,. B, S OWE O
HEOHBN X FEMI (SPE) /235 VidiEru~x v 757 4
(GPC) L GC/MSPMEH SN E §o WA L Wil b & o

Agilent Technologies

7IVo—r3Yy

[[EIIZLC/ MSAH s T& F Lize L L. KoMt
ILEWZFEES 5720 DLC/MSOBERT X, 75541
%ﬁé ﬂ'C\/‘ i'ﬂ‘/\/o

Afecid, 2MEOMABLEW EZ ML T, LC/Q-TOFD &
B, EAMRERE, ER. BXowelomgkEs R L E T, A
Iy za7sY R FEWmAD) IZGC/MSIZ X 20 ST, =
NI A FFRKEERHIETHERA SN TE 23D T (Lo nd
A5 DFH) . Z OFMANC X 5 IEFF R 2 B I s
HHEIICRZET. QTOFDIEHERE L EREEIZ, t5
LEW DN —F ¥ IR R T,

I —HDH I, ST LR T, /S
TLYE, B FFIIBI2HEAKRORRKHEEETT, HEHZ T
7 bSOV T & BT O AR BRI U O AR N L TE R
PRS2 OETH L Edbho TwET [3, 4],
J o F BB BT 2 PO BRI E & 22T
DR ET B A ERR L0V 7 T3 L BEICHEEE L T
fEELTWET, BRICHFIET LTV )AL FTHDEI X —
Wik, HREICE > THREENZILEYDO1I>TH Y. AHED
AROBEEZF R THRVOD 2ILEWICHEL TV E T,
MBS & o TS NIz BT D= X — IV OFETE % fER
T B HPLETT, QTOFTIX, AHWEB L R
EEMIDA 7 ) —= v L RIENTEETT



RBRFE
YU

M1E212. RETHII L2200/ W AR LE 4. £ 352
o7 FOF ) 7L — 3 YEW (100 200 50, 100, B X
1U°200ppb) 1Z. 10.11ppm®D X ¥ ) — UAZHEJE A SVERK L £
L7z QTOFDEREEN Z i3 272012, BIMoY >~ 7
. 4352707 FOREMRESNT L.

X =IOV TIWIIEZA Y ) — VP OBEEREIE T, N
VIR E T A TR E R E L,

eSS

FRTO¥ ¥ 7Lk, Agilent 6520 Q-TOF & Agilent 1200
SL Rapid Resolution LCZ#lAGbE2Y AT A THH S
F L7

FTRTCOY Y FVGHIE, QTOFF— b Fa—rv&Eod &
TIbNE L7 $RTOV VY FIVOERKEE, KE, BXLO
SfEREIZ. LCHiR. BXUY Y IV OBEEEICHE L2 +
VRGN ERE. &R EREETICHESNE L,

TEENEA 5 mM NH40Ac. pH4

TENIEB MeOH

LCHS L ZORBAX XDB 2.1 x 50mm. C-18.
3.5-uymAIFR

e 0.5mL/min

AAE 5uL

MS 2 scan/sec. 50~1,100m/z

UIJ7PUVIRATFY m/z 121.922

AutoMS/MS 2 scan/secDMSB KU
2 scan/secdDMS/MS

QTOFDINS X —% F—bhFa1—2ICKDE

BIRAR 12L/min N2

BRAZXEE 300°C (=407 U R),
150°C (¥ X—JL)

RITSATHRE 50psi

ESI (+) 3KV

TSRV —EE 120V

RREER

cl N
]
X {23 CoHqoCINSO,
CAS:  13826-41-3
N MW:  255.05230
)
N Nt*=0
/
-0
El. £=4507UR
OH
CH Y NCH,
CH,
CH,
e C,H,0
CAS:  596-85.0
H MW:  290.26095
CH, CH,
E2. ¥X=Ib

A=9o07VYF

X3ix. MassHunter” 7 b = 7 O E & RM T 5
ENFTRTOY Y TUHPEEO LG5I~ EFRRIN T E
To BV TVOKRBMB I UWNIET 2 EEAF Vi3, BHEO
THAEREINTVE T, TXRTOMEBRIERH OREHERTR
(10, 20, 50, 100, B X U200ppb) &%~ F ik, HEE
F v 7T HIDIT, Ny FHRIZBRIGTENE L,



Ll Em ey sregr sl s fman Gk e

e I Lt e L =8 L POV R s o,

5 I.I.."l'.ﬂ

e L s =| e = e

o

L o L

g Jru I O iae ime ompr [ED
[T (] = [ TR 1R R A E Good calibration
rq ird | ¥R iEe  WNaTO 2 .
r ;-'!n: !== .__: Limw i:.l =n ¥ o accuracy
F | - z
. — HR—E i
i 15 i RTINS o
I i} E) ™ “H
e :
T SC I e b
e Jed B |imar
5 ol
Ipy II'.l T L
e
i.--_...:. _- S . : ._J
Josgid et ol |8 oy | L = il ja 0w f gl i =] =
LSRRI Eirs e | 3
S ;'ir —imtad Throh W rnl ool UPuii WFards .md BZ5
: . R - s S
- 10pg/pLStd. | I T
- i i o=
L i 1 o
i rily -%
f . : e
i IAED (RN T T M ¢ % i® 11 v Ur 18 Wl 1
1 gy
Iy Loans [l ';_H-:El.l

B3 «A=507UKRDEBEEFvYUITL—YavORERETRT.

MassHunterY 7 D T 7 OEH

B ORZ130.9984 T, % BB ORI BEI394~118% T L 72,
RHDBEFED A 2 #2707 FTOH ¥ TV oERFER )L,
305, 287, 3 X 0°296pg/uLT L7z, &5 5ix. 3033pg/uLod
EBEORIZEFITEVDIOTH D, BHE OZEIZ, 6% £ T
L7zo BUI, Balek B O K R (22 nsm
HEA)EZRLET. ZNiE. LC/QTOF Y X7 4 D BEAF %4k
EERLTVWET,

F1. RERERARERES SURMY Y TV OEERE
(FELAIVICH U TIEEA)
LAIL %RSD
10 5.5
20 13
50 2.0
100 0.7
200 32
(303.3) 3.1

2, 135707y FEERBOERRED. 10-ppbD
£A121.76ppm. 200-ppbDHAE121.03ppmTH > 722 & # R L
I9, Chid, B—DF— b Fa—VRETHREEE A
FIvIZLYIVOMIZML—=FF 78w zRrLET,

Y=

Y X =)V OEHE X ¥ ) —ViEHIE. LC/QTOFTHMHLEL
720 HATRT LIS, o7 u~ b=/l E Lz,
W OPDE— 2 IZ~v X — VHEOARHYE (P F V)T
o BUREVWI L1Z, ¥ X—VOM+H] I3Q-TOF A% b
VIR SNT (M5), ROIEERA 4 Y IZM+H] - HOTL
7o ZOMD A F IZiE, M+NHg]” - HeO. [M+NH4] .
BLOM+Nal b EL70 H—<h=2—FF1aZA
F id. MS/MSHHITIC & o TR &N T L7z M6ETIC, #
hZhm/z 3085 L UF2900MS18 L UMS/MSA~XY b v %
ARLET WHDOAF Y OMS/MSARZ MVIFIEFICBTE
). HoODIEKS (m/z 18) KR ZEP TV h—F 1 F v %
RELTVWET,

RK2. TFXILEEDA=5I70U R (CoH10CINs07) DESEHEE

RENUEE ERE(M+H]T  KAE (M+H]  EERE
10 ppb 255.052299 256.05958 256.06003 1.76 ppm
200 ppb 255.052299 256.05958 256.05984 1.03 ppm



7OV TIHEBE R OB . LC/QTOFTHHT L F L7z,
K8z, EL¥25—T4—Fx—TZ A5 ar (MFE) %
RIS L o TROM o 72, 15EDLEY (m/2 200~600) & TIC
ZERZDOTT, EELAEWITRO L) ICHEShE L7,

+ CoH3004 (THIVEEIANFUIL)
+ CoH30 (¥X—JL)

+ CH3404 (THZIVERINTFIV)
+ CoH3g0s (THIVEEIF I FIV)

< X — VD Coolfztk & Bbh %4 T3C20H300. C20H3003.
B L UCo0H340212 b RHAID DD H Y F L1z INHDTF—
ZiZ, WiREY AT LB IN S ORBLEW & B O Bkt
PHBRETLHIEEZRLTVET,

x108
i5 A5 J—=ILHhDEERR
35 TIC
. C20H330 (¥ X—JL)
2.5
1.5
05 Ca0H3402 CypH3004
3.824 C22H3404

36 37 38 39 40 41 42 43 44 45 46
AT N REERRE (9)

E4. T X—)b EFMMEDOR AT

Tl i g e e B v e DR
a,

B I i L Bt deedmon S b mem L bR

47 48 49 50

F
i b +lamdra ¥
' (NoMH")
Por i B o o - P | e e -
" - | (=0 Rl 1] TEED. DRI 1m| Al MH‘*‘_ H,0
- " - o
b et A e T A e
L ——tlh i mi L2t =i LA | & e e L
a “2 w ] n i L Er R Tl i i MNH4* —H20
- - ~ama -
v Feli= LA =
ba + i 2 b uh fas o G —m Calim | B .
. £ | g s i T T L i| MNHg
s - - e
Al - [ aT) Fiad
P Lt aFaeud B Forn K- - Fobdar | “dwew m L] .
£ =¥l [E 0 B (1 En P E T T 1| 1| MNa
#®
e ] ]
. = B e e Zaman
% —h — — E - A =
B R P L S R = R R R R R CHN R M e

Lewni = Hw vbeJwr bl

Es. ¥X—IOREAFTY . TOANT MUIE, SFEXFTIEATEEN:

(Fe& AL KOEKR. [HIIEE) ZTXTHRLTVET,



m/z 308

| imarrerra = "
RIS PR ol 1T

) T FTITTR, §

: : Ms1

oy mre mim m l

i
-II
]

i

e it MS/MS
il

LR A R N T N NN IR T L E LG L EE R T
| A g %

E6. MSANY MLHRDm/z308ADY—Tb=a1— FSIVORA TV DFRLEE
BRI BINNLTH Y TILDOMS/MS [? X—Jb+ NHg]*

m/z290
fLaens
fn e uls 63 IR s
-I...-.r-lu..-. . T |"
-: [ ﬁ ms1
ir
J i e |
i)t b R R B W =L bt - |
_li_. iy & ) 1
| e,
L | l L J Iedl kRS Fi MS/MS
—— '.'Jl A AR TR T ok Y Sl T A S T L T T A
I il

E7. MSANY MLHRDm/z290 DY =3 b=1— FSIVORA TV DFREE
BRI BINLTH Y TILDOMS/MS [? X—Jb-Hz0 + NHa]*

x1|]7 _
14 4 TIC
1.3 4

12
11
1.0
0.9 |
0.8 |
0.7
0.6 |
05 |
0.4 |
03 | A

02— 3507

0.1 Q /\

33 34 35 36 37 38 39 40 41 42 43 44 45 46 47 48 49 50
ADY N R (5)
E48. MFEfggEIC L DN, NILOHEYHRDO1SEDESMOYRA o007 NS A

E=m MR OMFE T 2 IIMFERR ISR W CIEM R HR 7 — & N —

AMEEZMEH T2 LICED, ZL o - VEELEY
AIF 707 FoHhsd, BERERRE (< 2ppm). 8 (FLRYV)BQTOFICE > CHIESNE Lz, LYKV
DR LPEREEE (BRSD < 6%). BLOEEKR CERME< H2ERELBHH~NONHOACORIMIE, T A F v &
6%) o Lz MS/MSA #* ¥ OHHIZARTRT L7,



www.agilent.com/chem/jp

SEH AR

1. Jim Lau, Chin-Kai Meng, Jennifer Gushue, M ehran FIULY ML EF—E ZAOFMICOWTIE, TYLY RO
Alaee, and Vimal Balakrishnan, “LC/Q-TOF % f\:7z % =794 b www.agilent.com/chem/jp % Z% { 72 &\,
REBEAL GO, LA D Rt &R BT
5989- 9336JA JP, August 2008.

2. Jim Lau, Chin-Kai M eng, Jennifer Gushue, Robert J.
Letcher, and Shaogang Chu, “LC/Q-TOF %\ /-3
SRS EL A O 5T, 25 L T vt u T~ — AR
EHE 5 5989-9132JA JP, August 2008.

3. L. Mark Hewitt et al, “Isolation of Compounds
from Bleached Kraft Mill Recovery Condensates
Associated with Reduced Levels of T estosterone
in Mummichog (Fundulus heteroclitus ,
Environmental T oxicology and Chemistry,

Vol. 21, No. 7, pp. 1359-1367, 2002.

4. L. Mark Hewitt et al, “Altered Reproduction in
Fish Exposed to Pulp and Paper Mill Effluents:
Roles of Individual Compounds and Mill Operat-
ing Conditions,” Environmental T oxicology
and Chemistry, Vol. 27, No. 3, pp. 682-697,

2008.

TILY ME. AXBICRDDREREINBE.
e, AXEDOFERICK D IFERIR T SRIEICE
UREEICOVNWTHIRBELESE TV LEEE T,

ANECEHDBER. S REIHFFESFELEL
[CEBENBTEDNGO T, BFEETHFENT
WS IEEZRE. BREICKDENDFFALL. TN
BEER. PR BRI LEFRUSNTVETD,

IS - Fo/O0V-HKARM
© Agilent Technologies, Inc. 2008

Printed in Japan

August 11, 2008
5989-9129JAJP

Agilent Technologies



