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7 > b #H0 LD50 : 125.95 mg/kg
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JUNFY RO S — F U v PS2UTE 02 U —2T v FEFT,
LC/MS/MS(ESI negative) CiE &R T 5,

(2) FE - sr R

[FA3]
A= UV = :  Kepone (Unlabeled) 100 pg/mL #EE >98%
CIL #:# #» ¥ 22 No. ULM-2301-1.2
BC-Zmnsay . Kepone (13C10, >98%) 100 ug/mL #HiEE 98%
CIL 8 ¥ o2 No. CLM-4814-1.2
~NFH D ERREAAERA (5000 {¥5RE)
T h= KU s PRI (5000 £ )
WS MY DA o FRRREIGART Tk pisE Tk
B — Y v : Sep-Pak PS-2 Waters f1:8
K . (BRI 16MQLLEDK)
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AWK 10 g ZBAREE T DY T ALIBALTELT VB ULBAZITS,
KiZY v 5 — M (PCro-7 LT 2 100 pg/mL % 20 pL) R TR L7248,
JuRBaAFr—Yy 7 AL—ZXY 6 BB E2ITS, HBKRZBA - BHL
Tl mL ZEALEZGED, BEOSBELIT—HBESWML T r= Y
ISFY (10 mL: 10 mLY A 1T 5, 72 b= F U LBEIY R 2. 10 mL
T b=V EMZ, BESEBIEZIT), 2MOBETCHEONETE F= K
UVBE AL, BEE1ImL $Tu—% Y —ao R L —&% —CEET 5, KIZT
T h= P UATHRIFEAEET— Y 9P PS2 IZEORMEKAZ ML, 8 mL
T M= hMIATHEBEEZ b DEEMEERT X BIE 99.999%LL )iz kv
PN=DEATVEE LIth, A4 ) —AFEFEITE = NIAEZAVT I mL IZE
5T 5,

(AR e OMEEMEYAE O 8L ]

773 (1ml 7270 100 pg/mL) % IEFEIC 1 mL $7- ihE8 4458 L.
T b= YV ERGIERMEIZ 20 mL C U CEERK 2 ERT 5, - OFEEEK
27 b= MU VTHERAR U, EHERR A (BT 2, EERKOXERE T
0.05~5ng/mL & ¢ 5,

Yol —MYE (PC-2 5 = 1 100 pg/mL) % IEREW 1 mL £ 771X
Bz, 7' M= N UL CERICAR U BB 20 ng/mL iK% BT 5,
BBV S — MYEE LT C-2 uF 243, BHERIE YK T 2 ng/ mL
E7RD X DICHEmMT 5,
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[LC/MS/MS 45387 54t
LC &t
LC Has . BHSUERTRL LC-20A X7 A
BT A . B EES Deverosil  C30 (25 cmx2.0 mmID, 3 um)
ZEhtH : AAE ) —b, B:0.1%XEE
- FIHIERE  A:B=40 : 60
0.05~1.0% AB=40:60
1045~114 AB=40:60 — AB=90:10
1145~104% AB=90:10
10 43~154r A:B=40 : 60
A(%)
90%
40%
09 149 114 108 159
71 LB E - 40°C
AR © 10 puL
MS/MS &1
MS/MS %5 TG A R AT AT AR API-4000
A Ak . ESI Negative
F=H—AF> : Native Q1=506.7, Q3=426.5

(Q1=520.5, Q3=426.5)
BCwlS.  Q1=516.8, Q3=435.7
(Q1=530.6. Q3=435.7)
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R ERER A EEMELSIR(0.05~5 ng/mL)10 uL. % LC/MS/MS 128 A L. 5t &mE
DY vy — MYEIHT 2 E— 7 T L BEOK L LR EBREERT 5,
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FUBHAR 10 pL %2 LC/MS/MS \ZEA L 8B DY 1 47— MBIzt 548
X —7 miRE KD, MERE B L CB LI RED & ISR - K5

SERMBERD B,

[ DHIH]
ABORRE C (ng /e)ik, UFORXNSEHT 3,

As — At

Cngl/g) =

C : TEWE ORI (g /g)

As B ORE SR SE O HE E(ng)
At WERSWEOBIET T 7 ffi(ng)
v o AEHRECE()

[ZEE# i T FRIDL)]
ATV 2 LC-MS/MS @ IDL % FHRIZR$ (I 2),
o IDL okl IDL ApHa BfE
. (ng/mL) (8) (rg/g)
A=V 0.0065 10 0.65
[T EOBIN FIR(MDL), &£ FR(MQL))
AREIEIZIB T D T RE OE R TR %Z UL TSR3 3),
- P E o H T BRAE TE B FRRfE
(8) (pg/g) (pe/s)
JaNT s 10 2.7 6.8
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JER 70 E DL DT ImL ¥ TSRV E I mE, &EE
TRFETTEREZEE L., ROGTEELITV, TR b= MU/~ FHY 55
BL(10 mL:10 mL)Y&1T 5,

(£ 2)
IDLCESE R TRE) X, EEMEREEEREEBOFS X CER 17 43
A)ZpE->THIBL, R1IR L,

# 1. EBERHTRIDL)OEH

SR E L A =9.% 2=
B () 10
P A& F(mL) 1
AR (ng/mL) 0.05
EETEAE(UL) 10
oL | 0.0462
) 0.0504
AR 3 0.0499
e 0.0482
FEES 0.0465
FEER 6 0.0467
FER T 0.0487
R 0.00168
IDL(ng/mL) 0.0065
IDL A EHEHE M (pg/g) 0.65
S/N 12
CV(%) 3.5

SIDL = t(n-1, 0.05)X Gy X2
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BRI OBt F(MDL) R O & FIRMOL)E, ML MBS S
REDFFIE ] (CPHE1T 4 3 AN THRIML, #2108 LT,

K2 WEHFHEOBIETRMDL) & OV £ T IRMQL) D& H

XS E 4 ZASY %=
B E(2) 10
REMTINE (ng) 0.1
ABHEBIRE (pg/g) 10
&K B (mL) 1
AR E (ng/mL) 0.1
EEE A (L) 10
BET 7 v o ¥ (pglg) © 0
BRI (pg/g) @ 0
iR 1 (pe/e) 9.33
AR 2 (pg/e) 8.52
FEE 3 (pe/e) 9.56
R 4 (pg/e) 9.26
A S (pg/e) 10.6
fa gt 6 (pg/e) 8.65
FEF T (pg/e) 927
S 9.31
PR R 0.682
MDL(pg/g) 2.65
MQL(pg/g) 6.82
S/N 25
CV(%) 7.3

SSMDL~=t (n-1, 0.05)X ¢ n-1X2
XMQL=0n-1X10
O BETZ 7 ¥ -
ARt b U 7 2RO B RIREE T RIEDBIEEZ TV, JIE LI ED
TN
@ TIMER .
MDL & H FIRBHAE S 2 R0 L TOARUVIREE CE S 3 JB)E O FH i
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B Kepone-IDL-1 8.3/06rcb (Kepone): "Linear” Regression ("No" weighting): y = 1.8 x + 0.00666 (r = 1.0000)
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] Sample Name: “sid 5ppb” Sam;)l%lD: = File: 9.3.06-Cleanup+MOL-1 Wil

PeakName: "Kepone® Mass(es 06.7/426.5 amu*
S ulmmlendl: Annolazlénn:"
ample Index — ~
Sample Type: Unknown a a
Concentration: N/A 5. =) }]/ 7 Ve
Calculated Conc: £.0 ng/mL
Acq. Date: 037087200 1300 9
Acqg. Time: 09:49:26 PM L
Modified: fes 1200
Proc. Algorithm: Analyst Classic
!Iun:l-ll’\g Factog! 3 .
Noise Threshold: 17.39  ope 1100
$G.:‘33 cpe
’ 0.0 1000 1
Sep. Merght: b.o1
Exp. Peak Ratio: £.00 900 1
B W1 RHe: 4 Intensily, op's
T W o 0. * b
Erpec B00 Fr 2.8 &5 oo
Use Relative RT: He
2 ¢ 700
. H < E
ReEeniYBR rine: Po°E 18 P22¢, 3
Area: 9.08¢+003 counts BO0
Height: 1.37e4003 “epe
Start Time: 5.7 min 500 4
End Time: 6.7 min
400
300
200
o
L[] - i
15 4.0 45 5.0 5 6.0 65 7.0 15 B0 a5 2.0 | 5.3

Time, min

3. ZmuaTar BAEER Sngml) O/ u~< hS T A

Peak Name: "Kepone® Mass(es): "506.7/426.5 amu

rl Sample Name: "Kepone 0.05 ppb” Sample |D: ™ File:'7.3 '06-1DL & 1st ANA wiff

Commenl: ™  Annotation:

Sample Index: 7
Sample Type: Standard B.O5
Concentration: 0. 0300 el .
(}:\alcu{l)aged Conc: 09*785'?;:006 ng/mbL " "
c3. Date: 3707/% r : y—
Acq. Time: 06:07:55 PM 65 ¢ ‘j /l/j = \/
Modified: Tes 60 e
RT Window: 30.0 sec
Expected RT: oo bl min
Use Relative KT: Neo 55 ;
Int. Type: Manual 3
Retention Time: .05  mn 50
Area: 4.80e+002 counts
Height: 6.88e+001 ¢ i -
Staft Time: 5.80  piftensitygps
End Time: 8.29 min
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4. ZunrTFar KREBERIERE 005ngmL Or n< 7T A
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Sample Name: "Kepone 0.05 ppb™ Sample |00 File: 7 3. 064DL & 15t ANAwWIT
Peak Noma: "t&cmkfponoclsr Miss{es) ‘S16.8/35.7 amy”
C. Imll- Amalgm:"‘
gml: 'I’Yp::“ Standacd Intensity, cps 612
Concentration: 1.00 1'“;/:111‘2100
gagcubated onc: oz Bih006 2000 ] "
Acqg. Time: 06:38:32 PM Tz [/*“‘: ~
Hodified: Yes 1900 ClO 7 / 7_ /
RT Window: 30.0 sec 1800 1
Expected RT: 5.96 min
Use Relative RT: No 1700 4
Int. Type: Manual 1600 1
Retention Time: 6.12 min 1500
Area: 1.55e+004 counts
Height: 2.16e+003 cps 1400
Start Time: 5.99  min
End Time: 6,51 mn 1300 4
1200 4
1100
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800 4
800 4
700 4
600 1
500
400
300
200 A
100 4
03 v + v
4.0 45 50 5.5 5.0 6.5 70 75 8.0 a5 9.0 a5
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5. BC-zunrFaroru<bhlIhs (GARERE 2 ng/mL)

W Q10,164 & 0.302 min fom Sampls 2 (CHLORDECONE STD ) of Chiordecone H180115.wiff (Turbo Spray Max Xlebeps
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B -01:6 281 t0 6,482 min from Sample 6 (Chlordecone std ) of Chlordecone H180116 wiff (Turbo Spray)

Intensity, cps

1.9¢6 4
+
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18¢6 - 506.7
1.7e6 1
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1 0e6 :
9.0e5 1
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M -ms2 (500.60): 0,184 min from Semple 3 (Chlordecono 1ug/mL{650%¥MoOH) D.SCAN CE25) of
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Chlordecone or Kepone

1,1a,3,3a,5,5a,5b,6-decachlorooctahydro-1,3,4-methano-2H-cyclobuta[cd Jpentalene-2-one

Digest of Scheme
For biological sample, extraction, cleanup and analytical methodology was for
developed for Chlordecone.

10 g of fish edible tissue was ground with sodium sulfate to a power and subjected to
Soxhlet extraction with dichloromenthane for 6 h and de-hydrated with sodium sulfate
and evaporated to 1 mL in which 10 mL acetonitrile and 10 mL hexane was introducted
and shake for 10 min and centrifuge for 10 min. The lower acetonitrile layer was
separated 1n other rotary flask. In upper hexane layer additional 10 mL acetonitrile was
introducted which shake and centrifuge for 5 min. each. The both acetonitrile layer was
combined 1n rotary flask and evaporated to 1 mL and eluted with pre-conditioned PS-2
column with excess of acetonitrile (8 mL) which was purge dried and analyzed with
LC/MS/MS.

The detection limit was 2.7 pg/g. The recovery of Chlordecone in biological sample
containing 330 pg/g was 83 %. The relative standard deviation was 7.3%.

Biological Sample Soxhlet Extraction Dehydration ] Acetonitrile &
g PI€Lep! With dichloromethane =1 with Evaporation =#| Hexane shake-

1% For 6-h Sodium sulfate centrifuge X 2 time

Surrogale Standard
Conditioning
10-mL Milll-Q-Water
10-mL Acetonitrile 4
Elut with :
LC-MS/MS Analysis Evaporation f[4== Acetonitrile [¥= Psg;a:g;dge % Evaporation
10-mL

Figure 1. Flow chart illustrate extraction cleanup for chlordecone in biological sample.
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SRM
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13¢10-15.
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