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Bis(4-aminocyclohexyl)methane
00044-000000000000000

4,4’-Diaminodicyclohexylmethane

goodaoooon

Bis(4-aminocyclohexyl)methane
(BACHM)

CASO OO 1761-71-3

FoN NH, 0000 Cy3HxN,

gooooooon

gd U goadd gd
ERERE 210.36 -
uoooooooood d 210.2096 -
g 126°C 0.04 kPa 1)
HEN 4o°cchbo g 1)
good gd 1)
goo <13 Pa 38°C 1)
U000 logPow 3.26 1)
goooaoob

good
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O00O0LDL:670mgkg0 0000V
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ud goooboobo Le/mMsSd

gobobbod oooooobobb bobbbd

g doododdonD MilliQ Integrall MERCK MILLIPORE [ [
gooog

goooboboOoOd O Waters O Oasis WCX Plus type 225 mg

goooooon
goooon

BACHM 10.0mg OO OOOODOOODOODOO 100mL 00000100 pg/mL
gogobobooboood 1

gooooooon
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ngmL 00000000000 0O0O0O0O 100
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(3y 00O

gooooooooon

gdooogoooobobobbboooooomoobo 21 3bboobooodn
gobobbogoooooobbgood

i@ ooooobbiloomb OO0 10mL 000 0O 201
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0 @98, vv)ysmLOO 3000000 10mLOO0O0 I0mLOO0O00O0OO
UoobobbobbOodOdgdid©Oasis WEX)U 100 15 mL/min O 0O 0O O 0 0O 400
gobobbbotdooobobb iomLlO0000oobogoooooobn
goboobb 3pugoooboboooooooobooooooobbn
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ooon U SHIMADZU [0 LC-20 Series
goo U SUPELCO [0 Ascentis Express RP-Amide
(2.1 mmx150 mm, 2.7 pum)
oodn OA:10mmol/LOO0O0O0OOOOODOOOB: ODOODOOO0O

0—10min AU 98—600 B 2—40 linear gradient
10—11 min Al 60—100 BU 40—90 linear gradient
11—16 min Al B=100J 90
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16—17 min AL 10—980 B 90—2 linear gradient
17-30 min AL B=980 2

gdobnb 00.2mL/min

gooobno gd4o°C

goobn0 010.0puL

OoMSO0O0
0000 O AB Sciex 0 API3200
ooooo O ESI(+)
0000000 (TEM) O 600°C
000000 (CUR) O 10 psi
000000000 (dS) O 450V
00000000 (GS1) O 80psi
00000 (GS2) O 80 psi
0000000 (CAD) 0 3
0o0Q 0000000 000000 0000000
(m2) (DP) CE
211.4>8120 0000 36V 31V
BACHM
211.4>9530 0000 36V 23V
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goobbbCmg/L)y boooooooooo

Cig/l)= 0000 (ngmL)x 0000 (mL) O OO0 (L)

OoO00oo0oO0oO (IDL) O
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ododddnd LC/MS/MS (AB Sciex API3200) U IDLO O 100000 6L

g1 1IbLrogoggn

000 IDL 000 0000 IbLoogdoo
(ng/mL) (@©) (mL) (ng/L)
BACHM 0.067 0.100 10 6.7

DO0O00O00OO0O00O0 (MDL) DOOOOO (MQL)O
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gdebIDLOMOOOOUODODODOUO0O0OUOD™OoO 210304000
gobos3spgboboggooooobibrggd sRMooooon
gob1ogogad

03 Iprgggog

ood BACHM
O00@O)L) 0.100
0000 (mL) 10.0
00000 (ng/mL) 0.50
00000 L) 10.0
00O 1(ng/mL) 0.515
00O 2 (ng/mL) 0.526
00O 3 (ng/mL) 0.528
00O 4 (ng/mL) 0.506
00O 5 (ng/mL) 0.492
00O 6 (ng/mL) 0.504
00O 7 (ng/mL) 0.481
00O O (ng/mL) 0.5074
Oooon 0.0172
IDL(ng/mL)* 0.067
IDLO OO OO (ng/L) 6.7
S/N 11.1
CV(%) 3.4
*[0 IDL = t(n-1, 0.05)%0p.1 X2
m'z211.4>81.2
" T e
g % 116
P

01 IDLODDODO SRMUOOO0OO0OO0D0O0O00OUO0.50 ng/mL]
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gd7uMDLOO MQLUO I OOOOUOOUOUOUOOooooODoDomonD 210
3o 4bbooooon obobdg 20 MbLogog
SRMUOOOogooooood

04 MDLUUOMQLODODDOD

000 BACHM (A1 =R (%)
00 00 -
000 (L) 0.100 -
00000 (ng) 5.00 -
000000 (ngl) 50.0 -
0000 (mL) 10.0 -
00000 (ng/mL) 0.500 -
00000 (uL) 10.0 -
00000000 0OngL)"! <11 -
000000ngL)? <11 -
00 1(ng/L) 47.0 94
00 2 (ng/L) 48.0 96
00 3 (ng/L) 42.8 86
00 4(ng/L) 42.0 84
00 5(ng/L) 442 88
00 6(ng/L) 42.6 85
00 7 (ng/L) 49.2 98
000 (ng/L) 45.11 90.2
oooad 2.91 -
MDL(ng/L)" 11 -
MQL(ng/L)"™ 29 -
S/N 11.7 -
CV(%) 6.4 -

*10000000000000000000000000000
00000000 0=3)

»OMDLODOOOO0O00O00O0000000O00O0000000
0000 (n=2)

*30 MDL=t(n-1,0.05)XGy.; X2

*4[] MQL=0,.1x10
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W XIC of +MRM (4 pairs): 211.378/81.200 Da from Sample 18 (MDL5) of DataHMDA_20150115_1.wiff (Turbo Spray) Max. 460.0 cps.
5.90
450
m/z211.4>81.2
400 S/N = 11.7
350 Peak Int.(Syht.)=4.3e+2
3xStd.Dev.(Nojse)=3.7e+1 BACHM
300
@: 250 -0.48
2
g 200
150
100 115
-3.23 -2.52
o 3.65 " a1a -1.72-1.50 _; pgisa 96 ! 0.47. 0.67 oo 1.73. 1.90 2.23 253561
»
0 2.5 3.0 3.5 4.0 4.5 EXS) 5.5 6.0 6.5 7.0 7.5 8.0 8.5 9.0|
Time, min
02 MDLOOOOSRMUOOOOOOO

gooooooon
goobobobboooog3nbon

0000 |— 0O 0g 0000
100 mL | GF/B | Oasis WCX (225 mg)
CH,OH10mL ~~ """~~~ 77777777t 10~15 mL/min
L—D O 0 O O O O O
ooo 3 minJ U CH,OH 000000000
10 mL 5mL 0 O /CH,OH (2:98, v/v)
4mL
L— O O O O LC/MS/MS-SRM
oooo0Od  01%00000 ESI-Positive
1 mL 10 mL

0! 00000000

U3 bodogooooon
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gooon

gobob4000000oobobobogsgooouooBaCHMUUN O
gobobbbodog2bbobbgoooobobbb2zuogoooooobd
goooobbogogd

1.2E+05 6.0E+05
y = 11989x - 830.21 y = 11918x + 580.76
1.0E+05 - R? = 0.9993 5.0E+05 4 R? = 0.9997
8.0E+04 4.0E+05 -
= el
Ko 6.0E+04 | K1 3.0E+05 -
4.0E+04 - 2.0E+05 A
2.0E+04 A 1.0E+05 A
0.0E+00 . : : . 0.0E+00 . . . .
0 2 4 6 8 10 0 10 20 30 40 50
JRHE (ng/mL) P (ng/mL)

U4 DO0oooooob BACHMUOUOOUO
gooobooodd  0.50-10.0 ng/mLO 0O O 17 2.00-50.0 ng/mLU 0O O [T]

s ogogoooon

ogoogo HEEEN
(ng/mL) (Cs) (As)(M/z211.4>81.2)
0.50 5740
1.00 12100
2.00 22600
5.00 57200
10.0 120000
20.0 246000
50.0 594000
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gooooooooboboboo

oo SsRMibOogoggooosougd

W XIiC of +MRM (4 pairs): 211.378/81.200 Da_from Sample 17 (10) of DataHMDA_20150108_1.wiff (Turbo Spray) Max. 1.1e4 cps|
1.10e4 599
m'z211.4>81.2
1.00e4
9000.00 +
BACHM Peak 2
8000.00 +
7000.00 +
8‘ 6000.00
7 5.48
g 5000.00
- 4000.00 +
3000.00 + Peak 1
2000.004
1000.004
»
0.00
25 3.0 3.5 4.0 4.5 5.0 5.5 6.0 6.5 7.0 7.5 8.0 8.5 9.0
Time, min
05 O000dSRMUO0O0OO0O0O00O000O010.0ng/mL
BACHM U O OOooooog ed70duod
W QT 6755 10 5536 min rom Sample Z ([opm) o DAAFVDA_QTscan 20140825 Wi (Twbo Spay) Subiacied e TzeTeR  [WowSZEI T Prodiciscan_Z0Ta0ES W (Tor e 1265 6]
1.18e7 24 117e5 812
L10e7 11065 - Product Ion
Lo0er ro0es of mz211.4
9.00e6 9.00e4
8.00e6 8.00e4
,, 7.00e6 ,, 70004
g
2z 6006 > 6.00e4
iE 5.00e6 2 s5.00e4
4.00e6 4.00e4
3.00e6 20004 672
1944
2.00e6 2.00e4
1.00e6 1.00e4 292 1209
742 9.1y 10‘51 1352 L T \ % 52 ‘ 13\\52
6 80 100 120 140 160 180 200 220 220 260 280 ° 6 70 8 90 100 110 120 130 140 150 160 170 180 190 200 210
vz Da miz. Da
UooooddoddDbDP:36VU godooogn (CE:31V)
U6 PeaklUDODDOOOU
| EeRE e (oo oT DA EHOA_QTscan Z01a0875 Wi (Tarhe Spray). Subvaced e T1e7 o W2 (21100) CE (307 7523 7657 i Tom Sample T (Lpp) of CAFVDA_Prodiciscan_ Vi T5e5 o)
2114 812
hyoud v Product lon
e of Mz211.4
8.00e6 L1es
7.00e6 1.0e5
9.0e4
g 6.00e6 E: oot -
2 5006 g rom
= sons = oo
5.004
3.00e6 4084
2o 1944 3008 67.1
2004
1.00e6
7[1‘1‘95&‘ 10‘62 1211 17‘” ‘ 10e4 771 gz‘ 1002 1212 13‘50
® @ W Do o w1 X0 B0 2 o @ 7 & % 1 1o mo B o o w0 T B0 o 20 i 7o
vz Da mz, Da

oo dddDbDe:36VU

guoooobnd (CE:31V)

07 Peak2U0U00O0O0OODOO
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goooooooon
gobobbdsSsRMbdoooobootdsguouoobBACHMU OO OOO

gooobd

90 2.40_2.54

80

70

60

50

Intensity, cps

404

30

204

104

3.18 3.59

4.47

W XIC of +MRM (4 pairs): 211.378/81.200 Da from Sample 3 (BI) of DataHMDA_20150115_1.wiff (Turbo Spray)

BACHM

.83

~4.965R2 6.29
09

7.09

~6.73

Max. 356.0 cps)]

25 3.0 3.5 4.0

4.5

5.0 55 6.0
Time, min

6.5 7.0

7.5

ooooooon

g8 bDouogdoosRMuoobogggd

HEN

gobgobobgoboogoboooboooboooboobobooon
gobboebbbbbobbbbbbobuoooood skRMouooooon
go oo bbpooooobbbboooooobbbboooooobobb
gobobboooooobbooooooo

e UooboonO

god god godno god gogo
e TS e Y P S A 5 SR O SRS
oog 0.100 3 agodad <11 ] Ul
0.100 5 100 950 95 1.0
0.100 3 adaad <11 | 1
BACHM Qoo 0.100 5 100 1020 102 2.4
0.100 3 adaad <11 | 1
g 0.100 7 5.00 45 90 6.4
0.100 5 100 940 94 2.0
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XIC of +MRM (4 pairs): 211.378/61.200 Da from Sample 5 (TR) of DataHMDA_20150115_L.wilf (Turbo Spray)

2.33

BACHM

90

80 3.75

3.33
3.61

4.86-.5.01

6.0
70 4.05.4.15 .93 | -6.07

5.18

~5.30 6.52.6.61.6.90

60 4.42

50

Intersity, ops

40

30

20

10

Max. 120.0 cps

ERERN

5.5
Time, min

25 3.0 3.5 4.0 4.5 5.0 6.0 6.5

7.5 8.0 8.5 9.0

W XIC of +MRM (4 pairs): 211.376/81.200 Da from Sample 46 (TR REC4) of DalaHMDA_20150115_L.wiff (Turbo Spray)

5.89
9000

BACHM

5000

4000

Intersity, ops

3000

2000

1000

Max. 9284.0 cps)]

100 ng U U

5.5
Time, min

25 3.0 3.5 4.0 4.5 6.0

7.5 8.0 8.5 9.0

goboouoooooosSsRMudgoogon

W XIC of +MRM (4 pairs): 211.376/81.200 Da from Sample 4 (sea ) of DataHMDA_20150115_1.wiff (Turbo Spray)

120+ 5.89

BACHM

1104 5.37
100+

90+ 2.40 5.33<
804

704

L s
w
®
b8

5.09
604 3.10  3.69.
_4.034.45 4.99_

~4.49

~3.14
50

40+

304

20+

10;

Max. 152.0 cps

gog

o

25 3.0 3.5 4.0 4.5 5.0 6.0 6.5 7.0

5.5
Time, min

7.5 8.0 8.5 9.0

W XIC of *MRM (4 pairs): 211.378/81.200 Da from Sample 40 (sea REC6) of DataHMDA_20150115_1.wiff (Turbo Spray)
5.91
9000 [

8000

7000

BACHM

6000

P

5000

4000

3000

2000

1000
»

Max. 9248.0 cps)]

100 ng U U

[¢]

3.0 4.5 5.0 6.0

5.5
Time, min

7.5 9.0

glooogogooob sSRMugogoog
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goooooooobooboboo
goooobbbgooooobb7gggd

07 0O0OO0OODODOOOOOO
Dooo 10000 7000000(%)

ERERN

(wgl) O000®) OO 00
5 1.0 99 99 —
BACHM 7 1.0 100 101 101
9 1.0 93 91 —
ooooooo

goobobobboodoggdreecchuoggogrepinbbog 8o
goguodoogobobibbbbbodog e0%suoodobooooon
gooboboboo 70%b0b000d00dubobbobbuooooooobi4n
godgoobreoodooooobboobobbibuodgooooooon
gioomLODDODOOOO0O0O010mLO000O0O0D0OOO0

g boouogood

oooo 000 (%)

o000 oOooo oO0o0
(ng/Ly 1000 100 300 700 14 H%
000 ooo 1.0 106 96 101 94 94
CH,OH" 1.0 104 99 108 99 96
ooo 1.0 104 110 106 100 65

BACHM 00O

CH,oH" 1.0 106 106 106 100 95
00 ooo 1.0 104 103 115 92 99
CH,OH" 1.0 104 106 105 97 94

DCH;OHOUOODO 100mLO0O00 10mLOO0O0OO

gLCcooboooon

BACHM O OO 110000000 0O trans, transsBACHMUO cis, transBACHMO
OO0 cs cisBACHM O 30 000000000000 OOO0DOO0OOOOO
gogooboobobobotoooooobobbobboooooobobob 12000003
Udoobbobb0o0oooobobbDbOOd Ascentis Express RP-Amide U O U
gooooboobooooboobooobouooobooboooooo
UO00O0DOD0ODOO0OO Ascentis Express RP-Amide OO OO O0OOOOO

O000o0obo0obOoooboobouooboboobooon cs, cissBACHM
gooobooDo so%Udd trans, transBACHM O DO ODODODOOOOoodoO
OboobooboDbOoo s transBACHM OO OO OOOO trans, transsBACHM
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O00O0O0Ocs, cisBACHM DOD0O0DO0O0OO0O0OO0OOODODObOObDODO
gogn

HoN

trans, transsBACHM

H,N

cis, transsBACHM

g 11

Intensity, ops

3000

2500

2000

1500

1000

oT DalaFMDA 201408214 witf (Turb. Wiax. 5012.0 ps]

30

a0 50

\\\\\\\

Intensity, ops

W XIC of TVRW (@ pairs): 211.378/81 200 Da T

25 3.0

35 4.0

90 95 100 105 11.0

\\\\\\\

Intersity, ops

W IC of TMRM (@ pairs): 211378/81.200 b

Trom Sample 1 (20%(10%W)) of DaaHMDA 20140806 C16_T.witl (T Max. 1084.0 7

25 30 35

40 45 50 55 60 65 70 75 80 85 90 95 100 105
Time, min

0 12-1

H,N NH,

Cis, CisBACHM

BACHM 0 00 O

Ascentis Express RP-Amide
(2.1x 150 mm, 2.7 um)
A:10 mmol/L HCOONH,
B:CH;CN

B:2-30% (0 - 15 min)

Ascentis Express RP-Amide
(2.1% 100 mm, 2.7 pum)
A:10 mmol/L HCOONH,
B:CH;CN

B:2-20% (0 - 10 min)

Ascentis Express C18
(2.1x 100 mm, 2.7 um)
A:10 mmol/L HCOONH,
B:CH;CN

B:2-20% (0 - 10 min)

ULcuoggdSsSRMuuggooonnbiDi?20.0 ng/mLU
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W XIC of +MIRM (@ pairs): 211 376/61.200 ba from Sample 1

Irersity, o

of DalaAMDA 20140813 _T3Wilf (Turbo. Wiax. 980.0 cps|

9.20

75 80 _ 85 90 95 100 105 11.0 115 120 125
Time, min

WG of MIRM (4 pairs): 211 376/61200 ba _from Sampie T

896
850
800
750
700
650

Intersity, ops
IS
a
S

of DataMDA 201408205 Wil (Turbo Sp. Max_896.0 6p3]

5.97

50 55 90 95 10.0 105 11.0

WG of *MIRM (4 pairs): 211.376/81.200 Da _from Sampie T

2296
2200

2000
1800
1600
1400
1200

1000

Intersity, ops.

@OpPb(10%me)) of DataHMDA 20140821 _1wiff (Turb. Max. 2296.0 cps|

8.25

120215 14

25 50 55 60

80 900 o5 100 105 11.0 115 12.0 125

8’5
Time. min

W XIC of *MRM (4 pairs): 211.378/81.200 a from Sampie 1
1.10e4
1.00e4

9000.00
8000.00
7000.00
g 5000.00
4000.00
3000.00
2000.00
1000.00
»

0.00,

of DAlHMDA_20140616_Xbridge_2 Max_ 1164 cps|

6.49

2.0 30 40

5.0 6! 70 80 EX) 10.0 11.0]

o
Time, min

W XIC of *MRM (4 pairs): 211.378/81.200 Da from Sample 1
5932
5500
5000
4500
4000
3500

3000

Inersity, oS,

2500

2000

1500

1000

500

o

o DataHMDA_20140622_2 wiff (Tl Max. 5932.0 cps|

4.90

25 3.0 35 40 45

50 80 85 90 95 100 105

6 &5 7
Time, min

Atlantis T3

(2.1 x 150 mm, 3 um)
A:10 mmol/L HCOONH,
B:CH;CN

B:2-30% (0 - 15 min)

Inertsil ODS-EP

(2.1 x 150 mm, 5 pm)
A:10 mmol/L HCOONH,
B:CH;0H

B:2-45% (0 - 15 min)

InertSuatain Phenyl

(2.1 x 150 mm, 3 pm)
A:10 mmol/L HCOONH,
B:CH;OH

B:2-45% (0 - 15 min)

XBridge-Amide

(2.1 x 150 mm, 3.5 pum)

A:5 mmol/L HCOONH, (H,0)

B:5 mmol/L HCOONH,
(CH;CN:H,0 (9:1, v/v))

A:B =20:80 (0-12 min)

Inertsil HILIC

(2.1 x 150 mm, 3 pm)

A:5 mmol/L HCOONH, (H,0)

B:5 mmol/L HCOONH,4
(CH;CN:H,O (9:1, v/v))

A:B=10:90 (0-12 min)

012-2 OLCODODODO SRMUOOO0ODOO0ODOOOOO?20.0ng/mL0
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gooooooon

gogobobobodgoooobobboooooonbibE.0ng/ml) O
ddbongmb)DODOOOOOO0OOODOOOODOOOO0O0O0O000n
gorppUdogdoieccbbogoogonbbmonobboboguoogn
gogbobbobboodooooogobobooboboorPUbbbbboooooon
700goooooD oo ooobooooogo
PP UOOOOOOODOOOOOOOON

U9 bougooooooon

o0 000 (%)
(ng/mL) Jobn 0H 10 30 70
20 ogdg 61 <1 <1 <1
' PP 101 93 89 98
20 000 58 30 33 34
PP 104 104 107 105

ugg oooooobobooobobobboobono 19

oobooooood
1 O0OOO0OooOboooo
gbooobooboboooboobboo-oobooboboobbooo
U000 Oasis MCX plus U [ Oasis WCX plus U U O OO OOO 100 mL O U
Uodnb 200ngJ000Oasis MCX plusU DU O OOOOOOO25%0000
goooboobooG:es)smLlOd0onon 1omL, OO0 10mLO OO Oasis
WCXplusU OO UOOOOOOoOoODoOooooooooDEeg)smLudgogn
1omL, OO0 10mlO0O000000000 SmLOO00O0O O Oasis MCX
plus OO 0ODMOOO0O0OO0ODOOOOO(G:9)0 WasisWeX U oo
gboooobooeeybooooooboobboooboobboobnbo
glooddddoasisMCXplus UO O UOOOODOODDODODOOOOOOOOO
goobbobbbodoooobbbbibdddddoOasis WCX plus 00 0
goSStogoooobbobboood 80% 000000000 OHOasis WCX
pusDOOOOODODOOO
odddUboasisHLBplus O OO UOOOODOOOOODOOOOOOOO
gboobooboobboooboobbooboobboooboobobooo
gboooobooobog
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O 10 OasisMCX OO OasisWCXUOOOOOOOOO

D00 000 000 (%)
0 1) 2) 3) 4)
(mL) (ng) Fr. ooOo 00 o001 ooQg 2
1 <1 - - -
Oasis 2 <1 - - -
MCX 100 200 3 <1 i i i
O <1 - - -
1 <1 <1 <1 <1
WCX 100 200 3 <1 <1 <1 <1
O 97 94 102 85

1) OasisiMCX 0 0O Fr. 10 CH;OH 5 mL, Fr.20 25%0 0 0 O O O /CH;0H (5:95)
0~4 mL. Fr.30 25%0 0 0 O O O /CH;0H (5:95) 4~8 mL
Oasisi WCX 0 0 0 Fr. 10 CH;OH 5 mL. Fr.20 O O /CH;0H (2:98) 0~4 mL.
Fr.30 O O /CH;OH (2:98) 4~8 mL

2) 00 OSS4mglL. pH7.7

3) 000 10SS 1 mgL. pH7.0

4000 208S7mgL. pH 7.0

0000 (OassWCX) 0000 pHOOO
Oasis WCX plus 000000000000 pHODOOOOOOOOOOpH
300000000000 000000000000000000 SmLO0O
0000000000000@Q9)4mL00000000000000000
O00000 30000000 pHOOOOOOOOOOOOOOOOOO
oooo

100

L 4
*

80

60

B R (%)

40

20

pH

013 0000 (OasisWCX) 0000 pHO OO
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3. 0000 (OassWCX) ODOOOODOOOOOOO

gobobbboooodbboomb oo bdd itomcdooon
goobbbobD0oasis WCXplusUU O OOODOODODOOOOOooooOO
gobobbbodob om0 gooono,10,20,40mL 0000000
gobotdooobobbbooobob oo smLlObogooon
goobobooboeeg)4mL 00O OOOO0O0O0O0O0OOOODODOOOO0O0OO0
J4b0ogdgdgoobb4omlD0O00O0O0OOOOODODOOO0OO0OODONO
g

80

60

B4R (%)

40

20

0 10 20 30 40
AR/ —)LDFIME (mL)

014 0000 (OasisWCX) DUUOOooooooo

goano
OassHLBO OO OO

U oodad

OasisHLBplusU U O 0O 225mg U0 OO UOOUOOO0OO0OOOOOOOOO

100mLO 0 pHI0OOOOUOOOOD 100mL 000000 200 ng U 0 0O [Oasis
HLBplusU U OO UOUOOOODODOCH;CN10mL, OO0 1omLOOO0O0OO0O
goobbbomobbbobbodoooobbmoobobb isoodgon
goobobobboogoobobbood2s$ddbobboooooon
goobobboogood (:nhbood 100%uuddddbobibtdpH100
gogbobobobbooogoobbobboooooobboboodglo
mmol/L JUOOOODODDODOOO (1:nubbbbtbdipHIOOOO00OO0OO
gogobbobboooooon
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120

100

80
Fr2(40 8 mL)

60
HFr1(o0 4 mL)

BIRE (%)

40

ol i N
0

CH3CN | CH3CN/W | CH3CN/AF| CH3CN | CH3CN/W | CH3CN/AF
(1:1) (1:1) (1:1) (1:1)

FREK pH 10
BHBE

CH,CN/W (1:1): 00000000000 (1:1)
CH;CN/AF (1:1): 00000000 10mmo/L 0000000000 DO (1:1)

015 Oasis HLBO DO O OO OO

O pHOOO
Oasis HLBplus 000000000000 pHOOOOOOOOOOOpH
49000000000000000000000000000000000
O0010mmol/L OO0O0O0ODODO0OOD (:)4mLO0O000C0O00000
0000000000000 1600000pH60000000000000

0000000000000
120

80 /
60 /
. /

. /

pH

B (%)

016 pHOODO
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o oooooo

gombbodooooobobbbooo@mboiomldooonon 200
ng [0 0 0 HOasis HLB plukl O O 00000 O OOCH;CN 10mL, OO0 10 mLO
goobomoboobobbtboddiommol/L OOODOODODOOOOO (1:1) 0000
gobobbodooooobbbgooooot nugooooooobbd
gooob40~600 00000000000 ooobnooooooboggn
gobobbbotoooooobbogdolr oo a:noboogd
goobobobbodoooobbbbibdoodUunn Oasis HLB (60 mg)
gooobbooobbbbbodooouobbbbboasisHLBUO OO OO O
g

U 11 OasisHLBOUOUOUOOODDOODO

000 000 ooo ()
o @y @  °PPY Tgge gooo
Oasis HLB plus (225 mg) 100 200 CH;CN/AF-BE" 54 36
Oasis HLB plus (225 mg) 100 200 CH;CN/FA-BF? 45 28
Oasis HLB (60 mg) 100 200 CH;CN/AF-NF? 25 —
1) CH:CN/10mmol/L OO OOOOOOOOO (:H4mLOOOOOOOOOOO
oo

2) CHCN/0.1%00000 (:H4mLO00000000000O00O

3) CH,CN/10mmol/L 00O0D0O0D0ODODOO (:)SmLO000OCOO00O
4) 000SS4mglL. pH7.7

5) 00O00SS7mgL. pH7.0

goooobooooon
gogobobbbodogooboboobbuoooguobboobbuoooogon
godgobobobbodgoooobobbbdoooooobobbooooon
ggoobbobbbdoogmooodgogepb bbb odd ((LPE)
gooobboogodpB) 00D ODLDDODODO0O0O0oLObLObOOOooon
gogobbobbhlopyLdoooooboobtbleecbnobbbooagd?
gogobobbobbbdoooooodo om0t n 10mL OO
gdgbobbobbtbdooooobboobbb rRoob@moooon
goggbbobobbodoodooooobobbuodoooobbobbogao
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U112 gobobbodgdgd

oooQ 000 (%)
00 000
(ug/L) 1ooo 700
ppD 000 1.0 106 94
CH;0H? 1.0 104 99
000 1.0 94 95
2)
LPE CH;0H? 1.0 94 93
000 1.0 90 91
HPE®
CH;OH?Y 1.0 92 93

HPp: DOOOOODOOOO

2)LPE: U0 DOOOO0OOOoOOoO

3J)HPE: U0 0O0OO4OOoDOOOd
4)CH;,OHUOUOUODO 100mL OO0 10mLOODOO0O

gssodoboboooboboobbooobood
SSutubbonudggouobnouogooobnbgooooooobd
gooobbobbbooooogoboosSstoogooooosSs:24amgLddgn
bbb booobuoobobuooobg
godd220pLO000O00oogorleccodgobobobbbooooonon
gdloomLO0OO0O0OO0DOODOOOO@GEB)LOODOOOOODDODOO00O0oon
gdobobbbboooooooobor»wbooog (1, vwwyd 30000 oooo
gobobbudogoboobboodgub oomc oo 10mL O
gobobbodogooobbubbbod sgoooooooooon
bbb booobuoobobuooobg
goSSstouuobudogooobobouoooooboboooooooobod
bbb booobuoobobuooobg
bbb booobuoobobuooobg
guoooobbugooooobobbooooooobbooooooobn
gobobbodogoboobbuoo4ooobooboooooooobn
gobobbodoooboobbuooooobobbogoaossoooooog
dob@moooooo@rkBodmbobooggooobbobobboogo
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013 dubdl BACHM OUO0O0OO

oooog 000 (%)
0o 000 0o
(ug/L) 1000 1H#% 700 1400
g 20 0o 83 73 65 —
gog b ' 00 <1 <1 <1 —
0o 82 — — 79
H;OH? 2.
CH;0 0 00 <1 — — <1

1) 0000SS 24 mg/LOpH 7.0
2)CH;OHOOODO 100mL 000 10mLOO OO0

goooooon

goobobobobbbbbudod 1 mbObboboodo%uuooooon
goobbbiombO00ooobouogooooobbobbooooogn
goMbDLOOOooooooboobbouooooooobobobooooooogn
gooodobogobbbb ImLlO000obbbobboooooooobon
goobobbobobodood 298, vivy4mL U BACHM 10 ng0 0000000
gogbobbobbooogoobbobbol oot ds,vv)d 1mL OO0
gobbouooogobooooooogg es%uouonoouooooon
gooouoooobbbbbibboodoooooouoooobobbbbibod
googoobobbbbbb 1m0 O0ODLODODDODOOODO0O0O0O0000
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gooooooon
gobbobbbmobobbuodgogdg SRMUboboooooogoo 1701800
goobobobobbomobbbodoooobb BaAcHMUOOOO0OOOOOOO

g

W XIC of *MRM (4 pairs): 211.378/81.200 Da from Sample 5 (TR) of DataHMDA_20150115_1.wiff (Turbo Spray)

2.33

1104

BACHM

100+
90

801 3.75

3.33
3.61]

4.86-.5.01

6.02
70+ 4.05.4.15 5.93. | -6.07

5.18

604 3.10 ~5.30 6.52.6.61-6.90
4.42

Intensity, cps

50

404

304

20

104

o

Max. 120.0 cps

2.5 3.0 3.5 4.0 4.5 5.5 6.0 6.5 7.0 7.5 8.0

Time, min

8.5 9.0

U117 o0udggooob sRMugoggoog

W XIC of +MRM (4 pairs): 211.378/81.200 Da from Sample 4 (sea ) of DataHMDA_20150115_1.wiff (Turbo Spray)

120+ 5.89

1104

BACHM

100+

90 2.40 5.33-

80
704

3.84
3.69-
~3.14

5.09
3.10
607 _4.034.45  4.99_

_4.49

Intensity, cps

50

40+

30

20+

10

o

Max. 152.0 cps

5.0 5.5 6.0 7.5 8.0

Time, min

U ougogooon sSRMugoggoog
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oooo

000000 LOMS/MSO IDLO00.067 ngmLl0 000000 6.7ng/L)0 O
000.50050.0ngmL 0000000000000 C>0.999) 00000000
OO0 MDLO 11 ngLOOMQLO 29 ngL 0000000000000 O0OO0O
0000 n=5M100mLO000000 100ng 0000000000940 102%
00000 1.0024%0000000000000000000000000 100
mLOOOO0OO0S0ng0000@MO00 =7)0000000M0 000 90%
0000000 64%000000000000000000000000C
BACHM O 30ngL 000000000000 00000O00

oooooood
00000obOoOobooooooodad
0000000462-0032 ODO00O0O0OODOOODO 70 60
TEL[ 052-910-5494 FAX0O 052-991-6241
ooog DOO0O0 oo
E-mail U hirotaka naitou@pref.aichi.lg.jp
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Bis(4-aminocyclohexyl)methane

This  method  provides a  procedure for the  determination  of
bis(4-aminocyclohexyl)methane = (BACHM) in water samples by liquid
chromatography/tandem mass spectrometry (LC/MS/MS). A water sample is stabilized
with methanol to prevent the loss of the target analyte. The analyte is extracted from the
water sample by passing the sample through the Oasis WCX plus cartridge, which
contains a polymeric reversed-phase, weak cation-exchange mixed-mode sorbent, at the
flow rate of 10 - 15 mL/min. After extraction, the cartridge is washed with 5 mL of
methanol. The analyte is back-eluted from the cartridge with 4 mL of formic
acid/methanol (2:98, v/v) solution. The eluate is concentrated to a volume of 1 mL
under a gentle stream of nitrogen gas. The final volume is made up to 10 mL with water
with 0.1% formic acid, and the analyte is determined by LC/MS/MS. The method
detection limit is 11 ng/L and the mean recoveries in water samples ranged from 90 to
102% (relative standard deviation: 1.0 — 6.4%) for BACHM. The analyte in the river
water and the sea water sampled at each one site in Aichi prefecture was determined
using this method. BACHM was not detected either.

. ) . | Solid Phase
Water : Filteration Filtrate : extraction
100 mL l :
0m  GF/B ' Qasis WCX (225 mg)
CHOH10mL o ____________ . ' 10~15 mL/min
L Rinse Dehydration Wash Elution
purifed water 3 min CH;OH 5 mL back flush
10 mL suction formic acid /CH,OH
(2:98,v/v) 4 mL
| Concenration Making up volume LC/MS/MS-SRM
N, gas to I mL water with 0.1% formic ESI-Positive

acid to 10 mL

3.
1 if necessary
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HEERN gopooddooogad 0 0O
goog
0 oaa- ooooo
npoou o 7 i LC/MS/MS-SRM
oo ooogd ; oo 00 : ESI positive
oooo 100 mL GF/B i
CH,OH 10 mL ‘-
Jo ’ Oooooo
0 0O o
D OO0 T oasis WeX (225 mg) afals 3 minl% 3|
goodg 10~15 mL/min 10 mL
0 0oooo
L 00
0O OO 0o LCSHIMADZU
CH,OH Oooo0oooooO oooono LC-20Series
SmL 0 O /CH;0H (2:98, v/v) 1 mL MSO API-3200
4 mL
oo0
Ascentis Express
O O LC/MS/MS-SRM RP-Amide

0.1%00000
10 mL

ESI-Positive

gbooaboan

150 mm x 2.1

mm, 2.7 pm
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