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(00000000000 O) (mmHg) (mg/L)
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220°C 120-300 3.4
(228.11503) (25°C)
ooooooon
oooogb?
O00O0 OO0 Oooo LDsy 2500 mg/kg
O00 0000000 LDs 150 mgkg
Oo0O0 0Oooo LDsy 2230 mg/kg
Oo0O0 0Oooo LDsy 3000 mg/kg
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O0O0 Oooo LDsy 3250 mg/kg
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( http://www.k-erc.pref.kanagawa.jp/kisnet/ )
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0000000 A-ring-"C, [JCambridge Isotope Laboratories,Inc L] [J

( BPA-C)y) 0000000000100 pg/mL OO
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U000 PURELAB Ultra OO 0O OO
00

goooooon UBond Elut PSA(500 mg /3 mL) OO OO
oo

googooobod [JBond Elut C18(200 mg /3 mL) OO 00O
00

DOooO0o0oO000
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BPA10.0 mg 0000000000 O000100mLOO0O00O000O0 100 mg/L
0D000000MMO0000000000000000000.00 mg/L(= 1000
w0 000000000

DOoOooOoooOoooO
000 BPA-"Cp, (100 pgmL)0 0.5 mL 000000000000 50mL OO
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0000000000000000001.00mg/L = 1000 pg/L)0

DO0DO00000000000

BPA-d;; 100 mg 0000000000000 100 mLOOO0O0O00O0 100
mgL 000000000000 O000000000000000000000
D002, 000000000002mLO0000000000000000
000000 O0(1.00 mg/L = 1000 pg/L)0]

DOoOooOoooOoooO

1000 /L 0000 1000~10 fLOOOOOOOOO/ 000@:3) 00000
00 10mLO0O000 100~1.00ngmL 000 000000000000000
O0000000000000@BPA-"Cl: 1.00 mg/L) 00000000000
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mg/L)S0.0uL 000000 0OUOS0% U 0000000000 SmLO0000OO
gooooo

gooooooon
gooououooobbbobbbbioodoooooouooooobobobbbn
gdoobiooooobobbobboooogo

ooono
ooooon
LCOO
HEN O Waters [ Alliance2695
goo 0000 ODOOOd Ascentis Express C18 (10 cm x 2.1 mm, 2.7
pm)
oo OA DOO0OO0O OB 0OO0OOO0
0— 1 min Al 80 B0 20
1—10 min A80—5 B[ 20 — 95 linear gradient
10—14 min AOS BO 95
14—145min  A0OS5—-0 B0 95 — 100 linear gradient
14.5-20min A0 BO 100
20—21 min A0 — 80 B 100 — 20 linear gradient
21—29 min A 80 BO 20

00000 00.2 mL/min
00000 040°C
oooooolouL

MSO O

g U Waters [ ~ QuattroMicro API
gooooood 0 3.50 kv

goooooo 0J 50 L/hr
J000D00D0O00000OON;(700 L/hr)

goooo 0 120°C
gooooooooo 0 350°C

goooo U ESI(-)SRM

gogobooobbooooaan
goob oOdo

0oooooo goooo goooo

Hod %ig] ?g 00 (eV) (m/2) (m/2)

BPA 0.125 25 25 227.0>133.0  227.0>212.0
BPA-d4 0.125 30 25 241.0>141.8  241.0>223.0
BPA-C;,  0.125 30 25 239.0>139.0  239.0>224.0

FARTIIERA A > (Q)M/z 227 — 133 TifEFEA A >/ (I)miz 227 — 212058 [HIX1/Q+0.8 TH 5 H. H264E
AN, MS/MSOO—EIE, 3V Y a YT —OmEZHNICEREE TE DMV, To
R NA K NS B IE bEEER W5 T & T, 1IQ=1.5L % 2 F{HINH D, EWTIEH 5 MITSINICK
ENRONITco, ERAAVERRKIEL., JWELIZERDD >z, Q0I15EEEEFMAIEI AT M)
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sur0985
テキストボックス
白本では定量イオン(Q)m/z 227 → 133と確認イオン(I)m/z 227 → 212の強度比はI/Q≑0.8であるが、H26年度調査時、MS/ MSのコーン電圧、コリジョンエネルギーの両者を個別に複数設定できる機器を用い、プロダクトイオンに対する最適化機能を用いることで、I/Q≑1.5となる事例があり、生物では明らかにS/Nに改善が見られたため、定量イオン変更を依頼し、測定した事例があった。(2015年度精査等検討会コメント)


gooon

gooobonb (1.00 ng/mLO 100 ng/mL) 10 uL O LC/MS/MS U OO OO OO
gooououooobbbbbbiboodoooooouoooobobbbbibood
bbb booobuooobuooobg
bbb booobuooobuooobg
gobgobbooobgoboboobooobboooboobobooobd
goggoooboooboodd
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god o oMsmMSOoooooooooooobboooooon
gobgobbooobgoboboobooobboooboobobooobd
gogoooooobbbbbboodooooooooooboobbobboon
godgoobbbobbbbtbtbdoooooooobbbibibdMmgmb)dnO
g

ooooooo
O000000 Cngle-dry)J 00000000000

C O(Ra-Rb)x (QxV/20)/( Vxv/20)

Ra: 00000 dooboobboooooooobobboooooooooboon
Ro . 000000000 OO0O00000oooooooOboooooooooo
00
Q:0iilUiUuUUuUubDbbDbDOg (ng)
goooboobboooooon mg/iubyx OOOOODODODODOOOO@L)O
v: OO (mL)
20: 00O0ODOOO (mL)
V:ooo (gdry)yDOOODODOODDODODOOOOOODOOOO

0o0oooboobooooboooooooon
Q=100 (ng)
O=0000000000 (Q.00nguL) x OODOOODODOO0ODOM00uL)O
v= 10 (mL)
ood
C =(Ra-Rb)x(100x10/20)/(Vx10/20)
=(Ra-Rb)/Vx100

916



ygodaoooooooobooooao
guobobbubooooobbuoooobobbbuooooobobobd
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godgobobobbodgoooobobbbdoooooobobbooooon
gogobbbobbuogoooobobbodoooooobobbouooon
goobobbobmooobbobbboooooobbbbbodd10ngmLd O
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ODO0O00O00O0O(DL)O
0000000 LCOMSMSO IDLOO 100000 6

U1 Ibrgggog

000 IDL
IDL goog
goo (ng/mL) (mL) goooo
(g—wet) (g-dYY) (ug/g_dry)
gobooogd A 0.27 5.00 3.57 5.00 0.00038

D00D0000000OMDL)ODOODODOMQL)D

0000000 MDLOCO 200000 7M0O00000000000000
O00000000BPAODODOOODOOO 0.00449 pg/e-dry 0000000
O0OO0IDL 000000 0.000380 pg/e-dry 0000005 0000 0.00190
ng/e-dry 000000000000 4001000050 mL 00000000
00000000000 00,0000 200, 0000000000

02 MDLOO MQLUODODOO

g ooo oooo MDL MQL
(g-dry) (mL) (ng/g-dry) (ng/g-dry)
ooooooog A 1.83 5.00 0.0013 0.0032
0 O

gl gdodooobbobbboooogobbobobobooBpPAUO0OOOOO
gogobbbbbooooooobbobooobbobboobbbbo
goobobobobboooooobbbbtboooodooooobobo
U longmLO0000O0O0O0OOO0O0

g2t godooobbobbboodoogoboboobbboobodoooon
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0 g4d
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U et

gogn
pSAUOLOLODOOOOO0O0OOODOOUO0O e mLUOOOOooon
bbb emLU0O0O0OOOODOOOOOO
gogobbooboboogobobboooogobbbooobboobo
gobbuoooobbuooooobbbbbuooooobobobo
goooobooogoon
ceubgooouobobuoooobobb s mbOdooon
gobsentuiidoouiib3mb oo oooooon
IDLOMOododooobbbodgoogbbmog 210 3g4gad
goobbbs3tuguoooobbooobbuooooooboboon
g il1obbubgoooooobbogoooooobbunoon
goo3e6575¢giduuu sgigdubnnooooooonon
gobobbd2685% 000000 49%0 0000

g3 I1IbLroggdn

ooooo 0o0ooooO A
000 (g-wet) 5.0000
000 (g-dry) 3.5675
0000 (mL) 5.0
00000 (ugl) 1.0
00000 (ub) 10

00 1 (ugl) 1.016
00 2 (ugl) 0.888
00 3 (ug/l) 0.937
00 4 (ug/l) 1.085
00 5 (ug/l) 0.909
00 6 (ugl) 0.920
00 7 (ug/L) 1.080
00 8 (ug/l) 0.943
00 9 (ug/l) 0.894
00 10 (ug/L) 1.007
000 (ugl) 0.9681
0000 (ug/L) 0.0739
IDL (pg/L)* 0.271
IDLOOOO0O (ug/g-dry) 0.0003800
S/N O 9.1
CV(%) 7.6

*0IDL =t (n-1,0.05) X ong X 2
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sh12uE2ur e MRM of 8 Channels ES-
BPA 227 » 133
==
o LU L LRI ILSLILELE BLULELALE LI ELELILE DLALIL L LI NI LA BULELE BLELLLN UL B DL I B R
2480 5.00 7.680 10.00 12.580 15.00 17.50 20.00 2280
5h120820r12 MEM of 8 Channels ES-
100 13 239 > 139
T BPA-"Cy, 2.71e3
3‘9-—
a HLLRAN SN B LS IULILLE SRR LU DU LML SN BN UL BLLSMLN UL BURNLIL FLILL I DL I
2.a0 .00 T.a0 10.00 12.80 15.00 17.80 2000 2240
s5h120820r12 MRM of 3 Channels ES-
100 241 =141.8
T 2 43e3
BPA-dy4
==
WMWMMMWM
a IR T T T T T T T T T T T T T T e Time
2.40 .00 T.a0 10.00 12.50 15.00 17.40 20.00 2240

01

guooooirgggooobobodgooooobn
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gd7uMDLOWmMOObOOO0ooooobbobbbooob 21030000
gobobob40000uobobobubobbobobbouoooooobd

020000
04 MDLOOOOO
Ooooo Oooooo0o A DDDDDD?%D)
00 Oooooo 00 O
000 (g-dry) 1.83 O
O0O000 (ug) 000 O
OO0OO (mL) 5.0 O
OOO0O00 (ub) 10 O
000000 (ug/g-dry)™” ND 73
g 1 (ng/g-dry) 0.00347 66
00 2 (ug/g-dry) 0.00393 75
00 3 (ng/g-dry) 0.00399 72
00 4 (ug/g-dry) 0.00372 71
g S (ng/g-dry) 0.00408 67
00 6 (ug/g-dry) 0.00422 74
00 7 (ng/g-dry) 0.00445 74
0 O O (ng/g-dry) 0.003980 71.5
0000 (ug/g-dry) 0.000322
MDL (pg/g-dry) 0.00125
MQL (pg/g-dry) 0.00322
S/N O 11
CV(%) 8.1

*1 O0bOO0oO0bObOoOoboobDbooboobobooboon
Opooooooobooooonon (n=3)

*2 MDL=t(n-1,0.05) X o, X 2

*3 MQL=o0,; x 10
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sh130117r13 BPA MREM of 8 Channels ES-

297 > 133
100+ / 509

= 4
o R I B R L I L L LI B B I B I LS I I UL R
2.4a0 5.00 7.480 10.00 12.80 15.00 17.80 20.00 22.80
sh130117r13 tREM of 8 Channels ES-
239 = 139
1004 BPA-"C; 29183
e
IWW
0 L I B L B L L B I B L I L L B B I I L
2.40 5.00 7.00 10.00 12.80 19.00 17.20 20.00 22.80
sh130117r13 MREM of 8 Channels ES-
241 =141 .8
100+ 28983
BPA-d4
El"'?‘_

P TRRPTIVIPUTE W L VT SO WS ORI Y 1 IR NN TH YOPY ooy

- e Time
280 5.00 7.50 10.00 12.50 15.00 17.50 20.00 22.50

02 MDLOOOOOODODOOOOO
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OO0 10g 0000 50mL Oooooooooon
goo0oloooooooloO ooono
ooooo
B 000002500 rpmd 10 O ooooDbo20mLO0OO
(BPA- C12 100 ng)
200000
00 O- 000 00 on0
10mL OO0 ooOoOooo00 50mL 00 Na,SO, ooooooo
ooooooooa
ooooo 100 ooooo
25% NaClO OO 50 mL 200000
00 00 Oo00ddoo
(3:7)3 mL 00o0oooo/0000(7:3)15mL
00 00 EREREREREREREN
ooooo 500000000000 Bond Elut C18
oml 000 ooogs0 0000000000 3mL
00 LC/MS/MS
50% 000000 Oo0o00oooono
o000 smLO (BPA-dy4 50 ng)

U3 gogbobbooboodd
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gsoobn

y =0.8395x +0.0405
R?=10.9996

S =1 B W
|

Rk

o = D W e Ot

1 > 3 4 5 6 7 8 9 10 11
(10) (50) (100)
BELL

(FEAPN OEEEERRE. o4 — b RN EIRE=10
ng/mL)

y =0.8394x +0.0356
R2=10.9927

IEE

0 02 0.4 0.6 0.8 1

@ @) ey (®)
(FEIA OHREGBEFRRE, Y or— N AEEYEIRE=10
ng/mL)
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s goggoboboooo

ooo
o000 0000@s) oooooooo aog
o 0000000 A 00 *Ass) (As/Ass)
(ng/mL) 29270 > 133.0 Oo0ooooo A-Bc,
' ' m/'z239.0 > 139.0
1.0 27.51 272.14 0.1011
2.0 65.98 291.04 0.2267
4.0 92.14 239.13 0.3853
5.0 127.39 293.90 0.4335
8.0 191.05 268.96 0.7103
10.0 237.90 293.57 0.8102
15.0 376.00 282.13 1.3328
50.0 1243.00 285.41 4.3551
100.0 2414.07 288.07 8.3802

*WMODDODOO0O0o0oodobD10ng/mL
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sh120820r09 MREM of 8 Channels ES-
BPA 227 =133

100+ / 1 2984

Ya
I

_

260 500 750 1000 1250

U500 1750 2000 2250

sh120820r09 MREM of 8 Channels ES-
239 = 139
100+ BPA-"C), 2 53e3

/

2
MWMMMMMMMW
I B o o B I I e B I B A s s e
2.4a0 5.00 7.a0 10.00 12.80 15.00 17.80 20.00 22.80
sh120820r09 MREM of 8 Channels ES-
241 = 1418
1009 2.5183
BPA-d4
2
MWMMWMW
0 T T T T T T T T - Timne

250 500 750 1000 1250 1500 1750 2000 @ 2250

s dobbobbbddoddBPADDDS0ng/mLU
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goooooooobooooo

BPAL BPA-d,, 00 BPA-PC,, OO O ODODOOOOO 600 7000 80000

BPA+p-Cumylphenol 10ug/mL 08-Nov-2011
sh111108r06 1217 (12.322) Cm (1204: 1228) 1 Scan E5-
227.07 2.99e5
100-
w2
22823 249310
211.94 26477 7 258.36
o BLOB 7401 @8.7910010.10479 208 142.90 1731907595 o > N | 244317 279.02 231 51295 26
T T T T T T T T T T T T T T T T T T T T T T T T 1
sh111108r0% 907 (12.251) Cm (B87:915) 4 Daughters of 227E5-
133.16 5.10e5
100-
21165
BS" .
227.24
o eal-21258
93.12 =
92.35..] 13243
226.64|227 88
0 G448 TT AT ‘ 105‘;58 1/15 a9 |1/33.85 1/48_90 168 85 195_81\ 208 Sz \|./ %‘14 46 26361 26645 %9?_53
EID I EIU ‘ 1UIU 1éU 14I1E| I 16‘0 1éU ‘ ZUID I QZ‘U I 24I1E| ZEIU QéU I :
mz227.000000000000000000000OO
BPA-d14 10ug/imL 08-Nov-2011
sh111108r07 1220 (12.352) Cm (1207:1233) 1. Sran ES-
100- 241.20 2.97e5
BPA-dy,4
L
240.09|242.19
1217 23948
oL BB 7aoi seos to0ED - ° 1289 1a112 17730 omay 22290 PG| BB g g 29829
L B B B B L B L B B B B I B L L L B L B L L I L R L]
sh111108r10 803 {12.190) Crm (350:908) 2 Daughtsrs of 241ES-
223.24 40588
1007
14225
24138
=
222,30
221.52
980 ~[223.88
56.10 |37 £D 14159 0| 240 53241 97
: 14283 - - [
ofam 7noesior N 12429 |7 155 /550 258 Alzzagal(  ZOP2 BT o0 27O
L T B I L B L I I B I S L B L WL I WL R R I LI L WL R |
60 B0 100 120 140 160 180 200 220 240 260 280 300

07 BPA-duOOOODOOOODOOOODOOO
mz241.0000000000O0ODO0OOOO0OOO0OO
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BPA-13C12 1ug/mL 08-Nov-2011

sh111108r08 1215 (12.301) Cm (11992:1223) 1. 3can ES-
23810 86724
100+
13
BPA-"Cy;
m:E

238.14
B1.08 100,64 240-30 285 19
e W 1/11 9 1\B oy amrn 17ezr 19019 21599 555 ¢ 7 275326733 29761
D II II T . ‘”I an IJI T T T II T L T ' I‘ - II i T T + T L T . II T I‘ T T T 1
sh111108r11 908 (12 254) Cm (896:317) 1: Daughters of 239ES-
139.25 9.07e4
100+
22409
# 23781 23948
9884 138.58 ;24_;-'9
98.17 [39.45 139.83 22258
114,60 240,11
; a1ar 2% gy Y 480137.75) 15275 i ~ 2 355.95;58.00 B
T T T T 1) T 1) T L T T T I T i T I T L T T T 1) T 1
80 80 100 120 140 160 180 200 220 240 260 280 300

08 BPA-°C,O0000000000O0O0OO0O
mz23900000000000000000000000

oooooooo

goubggboboobbooboboobboobboobboobboon
ERERN

DOooOo0OoO0O
0000000000000000000000000000000000

D0000000(0.16 pg/g-dry) 0 5010000000000 28 pg0 0000

D000000000000000 O000000000005589%0000

e ooy

00
000 000 0000 000 00000
000 000 . 00 )
(g-dry)  (ug) (ng/g-dry) (%) %) 000 (%)
286 000 2 0.159 O O 99
oo’
2.86 2.8 5 1.129 97 4.4 91

*»ogogboooo
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gobobbbbotooooobobbboooooobobbboooooobbb

g7 odooooo

00O (%)
0o
70 140 100
0000 100000 86.0 86.3 -
000020000000 16.3 - -
000 @ pgl) - - 121.0
000 (10 pg/L) - - 107.3

ggoaoooooboobooon

3mL 0 10.0 ng/mLBPA-"C,0000/0000(@3:7) 00000000000
U BondElwtPSALO O DOOOOODODOOUOOOOOODOOODOOOOOOOOO
goobbobbooggsgnboon

U8 UOUOOOOW BondElut PSA DD LO OO

O0000000@®) 00000 BondElut PSAD

030%0000000 070% 0000000 070%0000000 O070% 0000000
god 0-5mL oo 0-5mL o0 5-10mL oo 10-15mL

1.3 42.2 56.8 2.1

gsubuobuogogoooobuoooooobbboooooobbd
ggoooooobbbbbboodoooooooooobobbobboon
gog2ddbbobobobbougoooobobbboodoooobobbmon
gobobismldgoooooogaoaooy

UO00000ddobb BondEltPSAOOUOOODDOOOOOOOOOODOO
googoboobbobobbbooooouobobbbbdudd BondEtC18 0 0 O
gooooobood
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MREM of 8 Channels ES-

227 » 133
1004 74783
BPA
3‘2_
e e i b el ettt ettt ittt
2.50 5.00 750 1000 1250 1500 1750 0 2000 2250
sh20131025r1 2 MRM 0f 8 Channels ES-
239 = 139
1004 15423
BPA-Cy,
A
59"
- T T T e
250 5.00 750 1000 1250 1500 1750 0 2000 2250
sh20131025r1 2 MRM of 8 Channels ES-
241 = 1418
100+ BPA-d,4 997
=
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sh20131025r18 MRM of 8 Channels ES-
11.90 227 > 133
1009 5.25e4

BPA

3‘9-_
e e
250 5.00 750 1000 1250 1500 @ 1750 0 2000 2250
5h20131025r18 MRM of & Channels ES-
12.98 239 » 139
1009 1743
1.92 P BPA-’C,,
A
3‘9-_
1
250 5.00 750 1000 1250 1500 @ 1750 0 2000 2250
5h20131025r18 MRM of & Channels ES-
11.80 241 = 141 8
100 BPA-dy4 1.34e3
1186
3‘9-_

-*++---r-rnrr-r-r-—rrrrr e THE

2480 5.00 7.50 10.00 12.50 15.00 17.520 20.00 2250

g1 Doodoooobboobood BPAODDODDODDODO0oooon
goobobobobouBrPAOOOD2.8 pgl
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o ooobobbobbuoooooobobooo

gooon oooooog A HouuhH
000 (%)
o 1(g-dry) 2.825 -
0o00 2(g-dry) 2.937 -
000 3(g-dry) 2.853 -
000 4(g-dry) 2.876 -
gat (%) 55.89 -
0000 (mL) 5.0 -
00000 uL) 10 -
g 1 (ng/g-dry) 0.157 90.2
Ud 2 (ng/g-dry) 0.170 87.3
Ud 3(ng/g-dry)ld 0.146 106.0
00O 4 (ug/g-dry) 0.182 91.9
00O O (ng/g-dry) 0.1636 93.9
0000 (ng/g-dry) 0.0154 8.32
CV(%) 9.4 8.9
good

gooobobod BpPAOOOLOOODOOOOoooooon MDL O 0.00125
pg/g-dey U0 OO0 OOOOOO% 00000 DO0O0O0O0DODbOOOOoogo
goboobboobbgoboboobooobbooboobobooobd
gogbbboooooobboooooobobooot 0.001 pg/g-dry 0 0O O
UBrPADDDOUOOOOOOODDOODOOOOO

oonoodn

1) J0b0oooboobbooobooboooboboooboobom o
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4,4'-Propane-2,2-diyldiphenal

An analytical method has been developed for the determination of
4,4'-Propane-2,2-diyldiphenol ( Bisphenol A : BPA ) in sediment samples by liquid
chromatography tandem-mass spectrometory ( LC/MS/MS ).

About ten grams of wet sediment sample is added with 100 ng of surrogate, followed by
shaking and ultrasonic extraction with 50 mL of acetone. The extract is concentrated to
5 mL with rotary evaporator, made up to 20 mL with acetone. A half of the solution is
added to 50 mL of 25% NaCl aqueous solution and 50 mL of dichloromethane, and ex-
tracted with dichloromethane. The extract is concentrated to 5 mL with rotary evapora-
tor, completely dried under a nitrogen gas stream, and dissolved with 3 mL of acetone /
hexane (3:7). The dissolved solution is loaded onto Bond Elut PSA, washed with 5 mL
of acetone / hexane (3:7) and eluted with 15 mL of acetone / hexane (7:3). The eluate is
completely dried under a nitrogen gas stream, dissolved with 2 mL of 50% acetonitrile
aqueous solution, applied to a preconditioned Bond Elute C18, and eluted with 3 mL of
50% acetonitrile aqueous solution. The eluate is added with 50 ng of syringe spike, and
made up to 5 mL with 50% acetonitrile aqueous solution.

Negative electrospray ionization ( ESI- negative ) is used to ionize BPA and BPA-"C,,
BPA- di4 as an internal standard. The determination is performed by the select-
ed-reaction-monitoring ( SRM ) method using precursor/product ionsets of Nz
227.0/133.0 for BPA, MV 239.0/139.0 for BPA-""Cy», and mVz241.0/141.8 for BPA- dy4.

The method detection limit (MDL) of BPA in sediment samples is 0.0013 pg/g-dry. The
average recovery of BPA from sediment samples added with 2.8 ng was 97%, and the
relative standard deviation was 4.4%, respectively. Using this method, BPA was detect-
ed in sediment samples in Nagoya.
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Sediment Extraction

sample

acetone 50 mL

10 g-wet surrogate shaking :10 min, ultrasonic : 10min

(BPA-"C}, 100 ng) centrifugation :2500 rpm, 10 min

Concentration

Rotary evaporator
making up volume

acetone 20 mL

2 times
L . Liquid-liquid .
Aliquot . Dyhydration Concentration
extraction
10 mL dichloromethane : 50mL anhydrous Na,SO4 Rotary evaporator
changeable volume shaking 10 min
0 .
25% NacCl aqueos solution 2 times
50 mL
L Dryness Dissolution Clean up
under N, gas acetone / hexane (3:7) Bond Elut PSA
3mL Wash : acetone / hexane (3:7) 5 mL ( disposing )
Elution : acetone / hexane (7:3) 15 mL
Dryness Dissolution Clean up
under N, gas 50% acetonitrile aqueos solution Bond Elute C18
2 mL with ultrasonic Elution : 50% acetonitrile aqueos solution 3 mL
Making up volume T LC/MS/MS

50% acetonitrile

aqueos solution SmL
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