WALt > 5 —

2-QH-123-R> MU TS —)2-4))-4,6-F-tert-TF IV T = /=)
B 24-D-tert- T FI-6-(5-7 0 0-2H-1,2,3-N MU 7V —)b2-1))
Jx./)—)v

(M 2-3,5-Ttert-TFIV2-E ROF T 22NNV U T =) [BEFF -
(DBHP)BTIR U 2-2° - RaF3" 57 -Dert-TFI T 2 Z)h)-5-7 1N b~
) 7 —)V[#EFF : (DBHP)CBT))

2-(2H-1,2,3-Benzotriazol-2-yl)-4,6-di-tert-butylphenol
2,4-Di-tert-butyl-6-(5-chloro-2H-1,2,3-benzotriazol-2-yl)phenol

HO C(CHa)s
N
e \
Q N
-~/ 2 2
N

C(CHa)s

[ a4 B D)

(DBHP)BT [ CAS #% : 3846-71-7]

HO, C(CHy)s
Cl N >:
s \
N
— /
:: :N

C(CHg)s

(DBHP)CBT [ CAS &% : 3864-99-1 ]

. MRWEOME
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(B bFRIHEAR]

WE % ATE | ma o) | L KERE
(mPa) (g/L)
2-(2H-1,23-_V TV <0.01 9.32
—-2-AJL)-46-C—tert— | 32343 152-155 | 1.18(20°C)
IFLIT/—IL (200 | 6.27
24~ —tert—-J F )L -6-(5-
BA-2H-123-~R VM
dyauiomtond BEC TN BREVRN IR I
|
D~DENITNOSE 2] L 05 A
) HS5AE—Xik
2) HPLC %
3) FIEME(SRC’ s LogKow Program)
(. HR]
2-2H-123-X2Y b U T =)V2-A N)-4,6-Ftert-TF ) 7 . ) —)b
BYEE® : LDS0O  2000mgkg PAE (5v F)
LC50  500mg/LEA L (EA&ZH)
Fi& D EROMR
2,4-F-tert-T7 F)-6-(5-7 O O2H-1,23-N2V " 7V —=)b2-A )W) T =/ —)
BEESm © LD50  2000mgkg AL (Fv R)
& D ARG
§1 7 #r ik

(1) spHriEmEE

EWEtE 10g & 1mol/L-KOH/EtOH ZRWTIME T IV A ) L. AF9 iz

frofcte, A4 (NH2) A— Py D2AWTHEL. LC/MS(APCI-Positive)
TERT 5,

(2)

ulltl

% - BE

G
2-(2H-1,23-X2 b U T —=)V2-A )V)-4,6-F-tert- T FIL 7 = ) —))
PR TR A (& BB 97.0%)
24-P-tert- 7 F)V-6-(5-7 D U2H-1,2,3-R2V "7V —)L21)) 7=/ —))
R TR A ST (k. B8 97.0%)
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A& ) =) @k o< 757 (HPLC) H

TEh, AFY, I ) REBEARE

WAL N U T A, BKEREE S DU DA - REEEEBRM

IKEEAE T ) T L Rk

73— k1w ¥ : Bond Elut JI-NH2 500MG Varian fH5d

aEY =) D—T)Y A T A Fine

¥5%47K : MILLIPORE Milli-Q gradient A-10 (77 > 7 BMH I NS HF R ITEH MU
DHANFH 2 THRELIZKEHND)

[(HEOLEM - FE]

2-(2H-1,2,3-X > MU 7 =)V 2-A )V)-4,6-F-tert- 7 F IV 7 = / — )b (Cas No.
3846-71-7) DWW TIE MEEWE OFERCEESZOEHNICET 28 (L&) )
ICHEHOE, BAMERIC L AN ZECII<WH O (EERfE) THD, D,
EBOERNICER-INCT VDO (HEEE) THHZEMHBILTED, Fk 16
£9H 2 BCE—RBESILFEYEIIEEINTVRSD T, MOFWIEERT S,

(25 E]
ST S A0, BHE. SRR, AT 5 A3, SPE BREE. AXTU Y —,
AV —=)ILERy h, vZFR—)V R

(3) ik

[GRUEL D TREU K O 7]
BEA MY ERERAEICBTIHHETICH 2> TOEEFHE] 1T,

[ERH D B ULEE R D EHIR D 3R 5]

(4:4)

R 10g 2 FE T T A TITEHELL T 1mol/L-KOH/EtOH ¥ #k % SOmL #RML . &
HEZEELTH 90CHDT 3 —F—NAHT 2 REINBRRY 5. BRETHHL
=DH, 10% LT b YU AEHE 500mL 2 AN RO — MIB T, DROBEDKT
ST S5 A DONEZ ARV, 2RO — MIMA 5. AF5 2 80mL Z 1A DERD,
FO—ETEET T A IONEZEEBE> THl O — MIIA, D OANFT 2
ZT10 HIRESHMET S, AFYEESRE, KEZBEANTFY 2 80mL Z2I1A
T10 HRESHIHBE L., HHRIZEOAFT U BEGHE. FHRIK 300mL T 3 [EHE
W9 BFE 1). MK 10g OEKBEEET R U U AZIMA THK, ART—)L 2
WS CEKEE > Y T ARBRER, 0—F ) —INRL—F—ZHNTH ImL
FCEET 3. DN UHAFY 2 10mL 28K L7z Bond Elut NH2Jr. H—hU v
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WIRMEREZARTT 5, £, BRICHWEF A TS5 2AT0NEEAFY K 2mL T
TNWIBBMNENTATARLEZOBAFY Y 2mL 23 5ICAR L TLTOBEBK
2N AMBHEARBREICZ TS, CN2EHZZR T TEBEL. AY ) —)IVICERL
T LC/MS ilBHE &9 5,

(22 BRIR D I )
Bt EF CROKEUKZAW, RO RINE R ORERR O] OEIZHE > T
fEL. "otk z 2Bk s 95,

[(ERHENR D 3R #L)
2-2H-1,23-N>YV b U T =) 2-AI)-4,6-Ftert-TFIIN T £ ) — )V R 24-
-tert-7 FI)V-6-(5-2 O O-2H-123-RN2 b 7= )L2-A )W) T = ) —)b 50mg & & &
IEREICREERD . 72 b 2 50mL ICYAfE L 1000mg/L EHEFK &35, EEREKE 7
b2 TCHERFIRL . 10 mg/L XX 0.1mg/L DR A EBHERIKZERT 5.

(#7E]
(LC/MS &) (x2)
(LC) H&#E : Agilent 1100
717 I : SUMIPAX ODS-A (2mm X 150mm X 5 12 m)
BEM :A:H,0 B:MeOH =1/99
iE : 0.2mL/min
AT LRE :40C
HFAR :50uL
(MS) #%## :Agilent MSD SL
RUT b (IS5 A5 —) BFE :(DBHP)BT;50V (DBHP)CBT;125V
FyYEZU—BE (Vcap) : 2000V
T 54— N, (50psi)
RS54 27 77 A figk: Ny(4.0 L/min)
14 Li% :APCI (+) SIM
€Z=5—142:(DBHP)BT E 8 324 MR 325
(DBHP)CBT JE &2 358 &R 360
X Negative THER T 55 A
(DBHP)BT #2322 K UX 323(DBHP)CBT 2 356 F2 U\ 358
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(RER)
BV S0 L 2 LO/MS IZHEAL. JEME O Y — 7 miEZ W TREHR 2 1Ek
95,

(E8)
HBWR 50L& LCMS IZHEAL., E—Z7HEL DR EBESHET S,

GEEOEH)
AIULERE ORI E (mL) X 1000

FRAEPORE=RHE (ng X -
(1 g/kg-wet) LCMS EARE (uLl) XailklE (g

EERE TR (pL)) (E3)
AN Le/MS (Agilent 1100 MSD SL) @ IDL Z F&RIZRT .

e IDL (ng) kbR ()  BEERE 0L IDLFCEHAE (1 g/kg-wet)
(DBHP)BT 0.33 10 1 0.03
(DBHP)CBT 0.30 10 1 0.03

(Rl OB TR (MDL). & TR (MQL)] (7£4)
ARBE HECTBT DR TRECER TREZXIRT .

WH Bl (g) fkikE L) M TBRME (1e/kg-wet) B FBRME (1 eg/kg-wel)

(DBHP)BT 10 1 0.06 0.15
(DBHP)CBT 10 1 0.14 0.36
(£ 1)

ANFY UHEBOTETIVIINS a UNEKTHHEITIE 20 7REFEL THIKRT
B, NFY UK EREKTHREF T A IR TIIIIN D a Y 2ERLPTVOT,
IR ED L TIEWIT AW, DEREIEBE<EHEEIE 5 L5129 5 L, R Tren
WS 5 X D ITRIET 5,

(£ 2)
LC/MS D&HT. AREICHEHA L 7288 (Agilent MSD SL) FFEOHDTH S,
(£ 3)

EERIHTE (DL) . ME¥HEREEEBREOTSIE) CER 1743 H) it
>T, 1DEBVEHLZ,.
(£ 4)

BIEFEOBE TR (ML) ROER TR MAL) &, MEPPEREEEREOT
Bl&E) CERRITHEIA) 1Tk, RI10EBVEHL.
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K1 BEBRLTRIDL)OF Y (Agilent 1100LC/MSD SL)

NG % (DBHP)BT _ (DBHP)CBT
EEESE=Te) 10 10
= &EE(mL) 1 1
FEANERE(ng/mL) 2.5 2.5
EEEASE(uL) 50 50
3 2614 2616
faR2 2.558 2.565
583 2.669 2.636
=R, 2.598 2.730
R85 2.649 2.591
#EE6 2.768 2.606
87 2.778 2.773
FrE 2.662 2.645
BERE 0.0839 0.0767
IDL{ng/mL) 0.33 0.30
IDLEAHHRE (B 0.03 0.03
S/N 33.3 31.8
CV(%) 315 2.90

XIDL=t(n-1, 0.05) X 0, _; X 2

R 2. WEGHEOBE TR (MDL) KO & FERMQL) O H

A % (DBHP)BT _ (DBHP)CBT
A () 10 70
EERME(ng) 25 25
AHHRE R E(he/p) 0.25 0.25
=R EEmL) 1 1
FAANRIRE(hg/mL) 25 2.5
KEFTAZ=(uL) 50 50
BEITSUHEY 0 0
BIRMEH(ng/g) 0.0297 0.1873
#HE1ng/p) 0.2389 0.4076
#E22(ng/g) 0.2409 0.3766
#&R3(ng/p) 0.2125 0.3230
#ERAng/e) 0.2446 0.3953
#E5(ng/g) 0.2451 0.3711
EE6(ng/g) 0.2390 0.4238
R 7(ng/p) 0.2084 0.3426
F B/ g) 0.2328 03771
BERE 0.1549 0.3558
MDL (i g/kg) 0.06 0.14
MQL (u g/kg) 0.15 0.36
S/N 30.8 33.0
CV(%) 6.66 9.43

XMDL=t(n-1, 0.05) X 0, X 2
XMQL=0n-1x10

I —443



[53#TiK)
(ZO—F v —h)

§ 2

o7 O0—Fvy—hr2K2IZRT,

T
2

BEBERTZAARY V)

REBROAITAARY MVREZRITRT,

2 E+06
1E+06 |
1E+06 |
1E+06
BE+05 -
6.E+05 -
4E+05 |
2E+05 |
0.E+00 I

Peak Area

100 APCI, "Pos scan”

g0 (DBHP)BT
60
40/

20

100 200

(DBHP)BT Calibration curve

y = 14797.679 x

> R? = 0.998

50 100 |
Conc. (ng/mL) [}

¥E#R (0.1~100ng/mL,

Max: 349513

1mol/L-
. NH2 LC/MS-SIM
KOH/EtOH  [—-| ¥4l 1= 4 yosmm | APCHPositive
MEGE TR
a7 o—

(DBHP)CBT Calibration curve |

2E+06 |
2 E+06
1.E+06
1.E406 |
1E+06 +
8E+05 |
6.E+05
4E+05 |
2E+05 |
0.E+00

Peak Area

B 0.01~10 1 g/kg 1H24)

mﬁl APCI, "Pos scan”
|

324.1 !
| |
' 60!
| |
I 40%
| 325.1 2@
- S oLﬁf S
300 m/z 100 200

K 4. YAARYT M

M —444

—

y=16164.863 x
R? = 0.999

50 100 |
Conc. (ng/mL) !

Max: 475146

358.1:

l 360.1

300 m/z



APCI, Pos, 324

is)

gfﬂ
{ = P

383

8.

.806
{ a\ i

. \
T M P

(DBHP)BTERRA14>

;PR o
0 2 4 6 B 10 12 14 min
APCI, Pos, 325
1

600

ﬁ o (DBHP)BTHEEH 4>
| 5.799

o s - BT | ro 5 N
! e Thme iy

200

109

ot : = —rr—g——
[} 2 4 6 8 10 12 14 min
APCI, Pos, 358

i 7.167

sod (DBHP)CBTE R A4

400" ol G

304 £ N e T T S e e \_/ s SR

200

104

D.g' == - ] W — T r v — T . T
0 4 6 B 10 12 14 min
APCI, Pos, 360

600

sod )

o r'd (DBHP)CBTHEEZZH A4
] 7471

301.. ——— . L / I\-_. S - I L

200

100
0 2 4 6 8 10 12 14 min

X 5. IDL fHEBEFERERE 7 O N5 A
(0.25 1t g/L, 0.025 14 g/kg-wet FREHHEY)

(NH2 71— bV v DI HERRER)

Bond Elut NH2 Jr. J— b U v 2(Varian )2 & 5 M SEWE OWEHSEICOWTRERL
RERERIITRT, ZORRED. H— K v IBBICANWSAFY > B2 AT

1mlL.

RAVEHRIR 2mL. AW 2mL &8 SmL & L 7=,
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# 3. NH2 h— MU v I X508 E D/

BH® (DBHP)BT (DBHP)CBT

([EUREE ;%) (EURE ;%)
BEIRANFYY 1mL) 0.0 0.0
BERFRNTYD 2mL) 88.2 96.1
AR (NFYY 0-2mL) 8.0 4.5
BHR(ANFYY 2-4mL) 0.0 0.0
BHE(NFYY 4-6mL) 0.0 0.0
BHRNFY 6-8mL) 0.0 0.0
A& (NFY 8-10mL) 0.0 0.0
Bt 96.2 100.6

ENELE T I)

EAEN ORI ERER 2K 4 1TTRT .

7% 4. IINEIEER S R
Afe HHE AmME AR HFYE BRERE  ERE

(g) (ng) B (1 g/kg-wet) (%)
<3ahLA 10 #/Am 1 (DBHP)BT < 0.06 -
(DBHP)CBT 0.19 -
15 1 (DBHP)BT 1.4 91.8
(DBHP)CBT 1.6 92.5
ARXF 10 | 1 (DBHP)BT 0.51 -
(DBHP)CBT 33 -
15 1 (DBHP)BT 16 75.3
(DBHP)CBT 46 89.3
(B R A 5l

RIAHT VA ROCAZFOBEEZ O T I LE2H0E LU TRT, MBBEEE 4ITR
L7z,
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MSD1 324

w00] r'd (DBHP)BT 2@ F(4>

3507

3007

2501

200] T T T T T T T

2 4 6 8 10 12 14 min
MSD1 325
s00] (DBHP)BT BeRAA#+>

] 2 4 6 8 10 12 14 min
MSD1 358

2500] (DBHP)CBTE=ZAA74>
2000]
1500]
1000]

5001

] 2 4 6 8 10 12 14 min
MSD1 360

1200] _
o0l 7240 (DBHP)CBTRERRAA>
8007
6007
4007

2007

2 4 6 8 10 12 14 min

&

1 6. ~ah LAREZ v~ k7T L(Positive)

MSD1 324
40000 ]
35000
30000 (DBHP)BTEER A4
25000 3
20000 3
15000 3 5.861

10000 § /
50007 K

T
25 5 75 10 125 min

MSD1 325
40000
35000
300005 (DBHP)BTHERR A4
25000
20000
150005
100005

50007 5'874/

25 5 75 10 125 min

1]
MSD1 358
40000 3

o000 ] (DBHP)CBTERRAA4>

25000 3

200003
150003 7341

10000 3 /
5000
VANE

25 5 75 10 125 min

0

MSD1 360
40000 3
35000 3
300003
25000 (DBHP)CBTHEZERA4>
20000
15000 5
10000 3 7.363

5000 3

7. 73 LA RMENGRERRIE 7 v~ |~ 77 L(Positive)
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Masaya Higashijima
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APCI, Neg, 322
201 5.780

» (DBHP)BTHER A 171>

T
4 6 8 10 12 14 min

2
APCI, Neg, 323

T T T T T T T
4 6 8 10 12 14 min

2
APCI, Neg, 356

e 7.235
a (DBHP)CBTHEZER 1A
2
2
2
2
2
1
2 3 5 3 1o 12 1 min
APCI, Neg, 358
2 7.215
20
2

(DBHP)CBTHEFZR A1~

8. ¥va WL AWEY v~ K77 L(Negative, fEidH)
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Masaya Higashijima
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MSD1 324
40000 5

300003 (DBHP)BTEEAAF>

T
0 25 5 75 10 125 min
MSD1 325

30000 3 (DBHP)BTHERRAF>

T
25 5 75 10 125 min
MSD1 358

30000 ] 7292 (DBHP)CBTEERA4>

0 25 5 75 10 125 min
MSD1 360

25000 (DBHP)CBTHEZRRA 4>

15000 4 7.262
10000 3 /

25 5 75 10 125 min

9. AXFHIEZ v~ k7T IL(Positive)

MSD1 324
40000 5
35000 5
30000 (DBHP)BTEERAA4~
25000 3
200005 5.889
15000 5

10000
50003

25 5 75 10 125 min

*Mso1 325
40000
35000
30000 3 (DBHP)BTHEZERAA~

25000 3

200005 ‘/

15000 3
10000 3 5.913

5000

25 5 75 10 125 min
MSD1 358

40000 3
35000 3
30000 3
25000 3
200003
15000 3
10000 3

50003

0 25
MSD1 360

40000 3
35000 5
30000 =
25000 -

20000 7.357
15000 =

10000 3
5000 3

10. A XXEIMENGRERHIE 7 v~ k7 F L(Positive)
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Masaya Higashijima
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APCI, Neg, 322

604

/ (DBHP)BTREZR R A4~

504

209

0 2
APCI, Neg, 323
709

60q

209

0 2
APCI, Neg, 356

0 2
APCI, Neg, 358
1 7.204
100
o I'd (DBHP)CBTRERZFIA A~

T T T T T T T
0 2 4 6 8 10 12 14 min

M 11. ZXFMEY v~ k7T h(Negative, HEZR M)

(SRR 7 V) — = 7SR EpfE BR)
SRR 7 ) —= o TR R A £ 5 1R T, [BESUR] (11X 03I L=,

K5, AT ) —= TSR
pH MARE 1 REKREERDO 5 HEBMERDEEE®)

(¢ g/mL) B R%) &R SRSt
5 1 101 100 -
7 1 99 97 98
9 1 99 98 -
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(5% ; LC/MS/MS (2 & 5 HIE S
LC/MS/MS % W56 DRIESREEZ L TIOR LTe, 2, FOBOREZ n~ K
77 NEREMREK 2 B 14 1R LTz, 708, LC/MS/MS 1T & 2 FEEoHlE X
FEhiti L TR,
(LC/MS Z:114) (7£ 5)
(LC) #FE : SHIMADZU LC-10AD
717 2 SUMIPAX ODS-A (2mm X 150mm X 5 1 m)
BEE :A:H,0 B:MeOH = 1/99 (15min)
JiE 1 0.2mL/min
H 7 NIREE 40°C
EAE :50ul
(MS) #%FE : Applied Biosystems API4000
A F At APCIL (+)
A A PR 700°C
NKUZ K (7F 7 A %—) &ML (DBHP)BT;50V (DBHP)CBT;125V
E=4%—AF4>:(DBHP)BT £ &M 324.5/268.2 HeitH 324.5/211.9
(DBHP)CBT E & 358.3/302.3 #Esd M 358.3/246.1

Max. 594.0 cps.
+MRM 324.5/268.2

5.14

gusessatatbeargEg

Intensity, cps

T8 s
Time, min

<X 12. (DBHP)BT #iE 7 v~ K27 A Std-0.1 pg/L  ; LC/MS/MS >

6.38 Max. 477.2 cps.
+MRM 358.3/302.3

858583

Intensity, cps

7w s
Time, min

<[X 13. (DBHP)CBT #ll’& 2 1~ k277 A Std-0.1 u g/ ; LC/MS/MS >
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Masaya Higashijima
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(DBHP)BT Calibration Curve (DBHP)CBT Calibration Curve l
(LC/MS/MS) (LC/MS/MS) !
|
2 E+06 9E+05 | ‘
1E+06 ‘ 5 8E+05 | |
1E+06 | B - CE0S |
© 1E+06 | | @ 6E05 l |
% : | < 5E+05 |
g e
o 4E+05 y = 137442x P - g:gg | y = 84895x
2E405 | R=09999 | | 1Ee05 | R*=09999 |
! 0.E+00 - — | 0.E+00 ¢ —
| 0 5 10 15 = 0 5 10 15
i Concentration (1 g/L) [ Concentration (¢t g/L)
< K14. LCMSMS K THERL-RER >
(£ 5) .
LC/MS/MS DM, RBIEICEH L 48 (APK000) BEDBHDTH 5,
(7E 6)

EERE TR (DL . MW EREEERBEOFSIE) CEK 1743 B) 1K
ST, R6DEBVEHL =,

6. HBEBHRHTREIDL)OEH (API4000) (IE 6)

e % (DBHP)BT __(DBHP)CBT

R (g) 10 10

=¥ EZE(mL) 1 1

FEAREE(ng/mL) 0.5 05

HEFAS(uL) 50 50
— #EE1(ng/mL) 0.5215 0.5180
fE R 2(ng/mL) 05164 05157
58 3(ng/mL) 0.5129 0.5215
# B A(ng/mL) 0.5249 0.5154
B2 5(ng/mL) 0.5055 0.5196
#26(ng/mL) 0.5113 0.5169
7(ng/mL 0.5137 0.5254
qzé:ﬁ(l_(ng/mm 0.5152 0.5189
BERE 0.0065 0.0036
IDL(ng/mL) 0.025 0.014
IDLERHAFE B 0.003 0.001
S/N 36.3 28.7
CV(%) 1.26 0.69

SIDL=t(n—1, 0.05) X O vy X 2
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(3 )
AEIZ LD EWEEHH O(DBHP)BT & UNDBHP)CBT IZDWT & 40.15 & 1X0.36
1 gkg-wet L X)V(MQL)YDEEBMNWRETH 5,

(ZE 0]
[1] REARERZER  FRI16EE (CEWEOMERERERAERE S
(2-3,5-T+tert- 7 FI)2-E FOF T T )RV R) 7Y
—Jb 5 IWORREREHFEE &)
2] REARERZER BUS4EE (CEWEOMERERAEERES
22" -EROF23" 57 Dert- TFII T . 2)b)-5-7 00
RNV MUT7YV=); BEBREENEY 5 —)

[(HLFKA - gkl #% Kbt et y—
BT T299-0266 TFEERMh T ACH 2 Fehb 1
TEL : 0438-63-6920 FAX : 0438-63-6921
H4E HH =71 Lk 8f7. AL RBE

E-mail : yasuko.yoshida@scas.co.jp

IT—453



2-(2H-1,2,3-Benzotriazol-2-yl)-4,6-di-tert-butylphenol
2,4-Di-tert-butyl-6-(5-chloro-2H-1,2,3-benzotriazol-2-yl)phenol

An analytical method was developed for the determination of 2-(2H-1,2,3-Benzotriazol-2-yl)-4,6-

di-tert-butylphenol [(DBHP)BT] and 2,4-Di-tert-butyl-6-(5-chloro-2H-1,2,3-benzotriazol-

-2-yl)phenol [(DBHP)CBT] in biological sample by liquid- chromatography mass spectrometry
(LC/MS) .

Ten grams of sample was collected into a flat bottom flask, 50mL alkali solution
(1mol/L-KOH / EtOH) was added, heated (90°C) and refluxed (2hr) . The target
compounds were extracted by hexane with liquid-liquid extraction (2 times), and the extract
was dehydrated with anhydrous sodium sulfate. The hexane was concentrated to about 1mL,
and purified by NH2 cartridge. Then the hexane which passed NH2 cartridge was dried by
N2 gas. One mL of methanol was added to dried substance and analyzed by LC/MS-SIM
(APCI-Positive). The recoveries for flatfish (added 2.5ng/10g) were 81.8 [(DBHP)BT Av.]
and 76.9% [(DBHP)CBT Av.]. Coefficient of variations were 6.66% [(DBHP)BT] and
9.43% [(DBHP)CBT], Detection Limits (MDL) were 0.06ug/kg-wet [(DBHP)BT] and
0.14g/kg-wet [(DBHP)CBT].

Sample Extraction
10g in alkali Extract
1mol/L-KOH/EtOH Hexane 80mL X 2
50mL Ultra pure water 500mL
90°C 2hr NaCl 50g
heat and reflux
. NH2
Drying Concentrate Cartiidge
Anhydrous
sodium sulfate Rotary Hexane
Evaporater
Concentrate LC/MS-SIM
N, gas APCI, Positive
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MES

SHEIO—Fv—b

e

2-(2H-1,2,3-~J
P —=IL-2-4)L)-
4,6-T—tert-TF )l
x/—)l
[(DBHP)BT]

RO

24-T—tert-JF)L-
6-(5-o00-2H-
1,2.3-~ KT
J—I-2-1IL)7x
/—IJU[(DBHP)CBT]

o PRI ARt
1mol/L-KOH/EtOH  ~FH> 80mL x 2
50mL K 500mL
90°C 2hr &1 F Ry L50g
hnahsE T

|_ : NH2
%f R h-byyy
KB TR L o—4Y— AFHLEH
I/ GRL—4—
I— prd LC/MS-SIM
N, A APCI, Positive

LC/MS-SIM
APCl, Positive

hoL
SUMIPAX ODS-A

R&
150mm
HE
2mm

b gt
S5um

R TR (45)
(DBHP)BT

0.06 1 g/kg-wet
(DBHP)CBT
0.14 1 g/kg-wet
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