JIiRE 7y FBE 5

VvruRandvT IV

Dicyclohexylamine

A& N-vra~Fvvrsa~thIy RTF e RrY 7 2=L17 IV
N-Cyclohexylcyclohexamine, Dodecahydrodiphenylamine

[ x&Eo#EE )

H
N
CAS%E 5 : 101-83-7
éj\%it . C12 H23N
[ B LERPER ]
b TR VAR
e el (°C R LogP
mrE B (0) (gom®) RJE (mg/L) og Pow
181.32 255.8 0.9123 (20 °C) 45Pa(25 C) 800 (25 ©) 4.4

S H

Carswell, T.S. and H.L. Morrill (1937): Cyclohexylamine and Dicyclohexylamine. Ind. Eng. Chem. 29:

1247-1251.

0’Neil, M.J.: The Merck Index - An Encyclopedia of Chemicals, Drugs, and Biologicals - 14th Edition.

Merck Co Inc. Whitehouse Station, NJ. (2006)

Hibasami, H., M. Tanaka, J. Nagai and T. Ikeda (1980): Dicyclohexylamine, a potent inhibitor of spermidine

synthase in mammalian cells. FEBS Lett. 116: 99-101.

Bitonti, A.J., S.E. Kelly and P.P. McCann (1984): Characterization of spermidine synthase from Trypanosoma

brucei brucei. Mol. Biochem. Parasitol. 13: 21-28.
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[ =%, g% ]

3% SMEFENE (LDso) A PEFEME (LDsp)
< U AR OG5 Z v MO ELE
v ra~x [PhEEAL A3, FE 500 mg/kg 373 mg/kg

VT IV TEMEA, ekt
51 : US National Institute for Occupational Safety and Health, Registry of Toxic Effects of Chemical
Substances (RTECS) Database.

§1 4 #r

1) SHTEOBE

REEVER.144 m® (0.1 L/min, 24 hr ) Z WIS O < 2 AW 30 mLIZ#@& L
T, Vv 7anx T I Uit T 5, WIUEZ 52— MIB L, 5 mol/L
DOKEALT b U U AKEKS mL, Y7 an A% 5 mLa Mz T, SO L <R
E9TDH, VrurAX U EERBREICE L, EOIC0Ee— NNOKEIZY Y
BRAZ25mLEMAZ, SO LIEE YT 5, Y7 an A X EEricht
Licvrmu A rbbbt, ZOMHREMER TREOMNITRE ST, FL[EE
Al CIEMET 5, IR, AZ /—/LTI0 mLICER L= bDZ2EHAR L L.
Z OFEHAR 2 LC/MS/MS-SRM(ESI-Positive) T/oHT 3 5,

() AEGEED - HE

[RX]
v runFUALT IV (EEE 98.0%) B bk T3
0.1% (v/iv) FEfE7 =74 (LC/MSH) YT —=TIh ) yF
A% ) —) (LC/MSH) B b B
Trnunm A&5000 (FEREIEGER - PCBRERH) BE by
5 mol/L/KER(F b U o7 AZKIRIK B e
< ZAEE Rtk Foize Ml
[ZE]
=R F MPE-30 SEHBF T R
WU (R—v7 4 V% —M (3F2) ) 50mL ATH LT W
43— K 200 mL HARPRAL etk 8
SIMTH 777 2 Atlantis T3 2.1x150 mm, 3 pm Waters #

(ODSH1 7 1)
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(3) ik
[ DO EL]
SAAEE20gZ 1 LA AT T 23|20k, MK CHD UAERR E CREMIK 2 AL,
2%D < 2 VBRI LEAERRT 5,
B L 72 R I . O RIFHRIZ AN, Yo7 U v RS CWRREATICIRTTET D,

[FraEsEIE]

%@@&%@%%Lt%ﬂﬁ%mnm%wnmwwﬂﬁ ZAXL. 0.1 L/min®D ¥
TR KRB 2 ET 5, KRRMERTIX, WIUEREZ 7L AR A VE T
ill/:‘é—éo

B, WIHE B oEs L. 7V v TETEET D, Fio. WINRE R T
ORNIIR Y THRHEDT- D, TN— U D EFEDOT-RIUEZ LTSt 2 &,

[RIR D-AF]
KREFHES OWIOHRIE., E LRk ol &W%tf*%@%b 5TV
SARANVTES LU CEREICRLIRY . oW E THESFTICRITT 5,

(38t D RTALER]

Bk A B U 72 WSO O WK 22 43k 2 — MR, S B2, WA Z D &
DOWNHE THF L, ZOWEFER S 72— NNORIRIZH Y 5, e — K
NOWIHRIZ, 5 mol/LOKEE{LT NV U LAKEHKS mL, 7 ra A X5 mLx
MZT, OB LLIEE I TH, YrnurA X U BEREREICEB L. S50
Wo— FNOKBIZYZ7oa A X 25mLa Nz, SOMEBLIIEE 935, /&
oA UREEFNICHH LY 7o 220 b, ZomMmtiksy, MiEET
FERLNIR E DT ERT(ES) £ CTHRAMET D, IRk, A%/ —/LT10 mLIZE
KLIZbOEFRENARE T 5,

[FZH#ER DFHR]
U7 aaAF LT I U100 lLE100 mLA AT T A3 E D | 0.1% FEER/ A X
J =V TTI00 mLICER L7 b O ZEERIK E T2, ok, Z OEERKOIR
B, v 7t T 209123 ugmLTh D, T OEMEFIREZ BT A X /) —
JVTHR L £90.2 ng~45 ng/mL D= B i PH CHEH O ER 2 59 5,
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[AE]

(& S
LC k% RE  Agilent 8L 1100 Series
717 2 Waters Atlantis T3 ( 2.1 x 150 mm,3 um ) (ODS#H 7 A)
WHER A 0.1%MFER T > =T LK
B: A% /) —)b
0 — 5 min A:95 —>5 B:5—>95 linear gradient
5 — 22 min A:B=15:95
22 —-225min  A:5—95 B:95—5 linear gradient
22.5 — 35 min A:B =955
it = 0.2 mL/min
EAE 5ulL
717 MR E 40 °C

MS (1£4) HEfH Applied Biosystems #1:#  API 3000
A F oAbk ESI-Positive
MEE—F SRM(Selected Ion Monitoring
E/1)7\]—\/ TV =Y —A A 1822 TuXr7 hAF 832
A U= —AF 1822 FuH T b A2 :100.1
4%/%A7% S —

%74 #—H A (NEB) 15

41— > H A (CUR) 9
AF AT V—5EFE 1IS) 4500
7' —7EE (TEM) 500
a2l Vg HA (CAD) 7

(5 AR

BEMEWRS WLA LCIZIEA L THOMT L, BREICX L THE LN Y — 27 HfED bR
BRAERT 5, B, ZOSIECEBWTIX, T 77070\ HiREhsd, =
@:k#E\7§V7®ﬁﬁ®t®\4//17/5/7D77A%ﬁhf%
RV DOYEFEER 2RO TRE L, MEROYyUI R NLEICRD X H1CT 5,

UE PR L OREDOR ]

REHRIR Z T L, 5ol E— 7 mEN DR EE RO D,
KREREFH OV 7 B A~F LT I VREC (hgm’) X, READSHEET 5,
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C = (W—Wb)x10x(101.3/P)x(273+1),/ {Vx(273+20)}
C: REHABFTOY Y7 a0~F 7 I OMEE (ng/m’)
W BERPOROZRBIAE IO 7 0 F LT I U OEE (ng/mL)
Wb BRI S ROTHBET Z o 7 ERT OY v 7 m~F L7 I OfREE (ng/mL)
t: RERIBERFOFHRIE (C)
Vo KREMERE (m)
P RKUHERFOKE (kPa)

(it TR (IDL)
VYT mARIAT I OEBEBR TIROMERERITRT, ()

#1 IDLOE HifE S

W w4 IDL AEE RoiRE RBHARE
- (ng/ml) (') (mL) (ng/m’)
Dicyclohexylamine 0.10 0.144 10 6.8

(HIE FiEORE TR (MDL) | E& FR (MQL) ]

V¥ Iuant vy I v ORETIEORM TR, ER TROKRE RITNT,
(1E6)

2 MDLOD B HiHE 5

W T 4 AR RfE RIETIR S EETRE
- (m’) (mL) fifi(ng/m?) (ng/m’)
Dicyclohexylamine 0.144 10 16 42
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T

(1ED) Sald - R OERE RS
Fd - AR ARSI CAT LT ot b O THY | FAFL EOLOT
OHIVUTFIE TR H R0,

(£2) TRIROTEE R
7 4 N2 —BEOWINGRZ R L2 T TR 6720, 7 4 )V Z — A ORI 4 A
M35 L. BUERMETT 5,

(FE3) BiTALER 0> PERS A
L. BEUCENME TS A8 5 5.,

(E4) o irikes O E R F
BT E O W E S IFAHE 12 L7 Applied Biosystems f1:%API 3000
MAEODLDOTHD, E-FEETH, WERMIEFEOREILZITY 2 &,

(1E£S) IDLOHE - B 5 5

LEEMRM TR (IDL) 1%, MbPWEREFEEMREEmO T ] (CER184F3
H) IE~T, RIODEBVEH L7, ok, RERT 7 v 7 ER» HXEWE
O E— 7 NEIE SN0, RERT 7 v 7 ERICE 2IDLORE HFEFRIZ
DOWTHLULTIZ/AR LT, £, IDLAHHEEROREIL, 7727 B—27 D)2
e XTI LTz, TNENDOERERELHKR T L, REHRT 7 7%
WENIDLE H AR L 0 b RE Do 72720 MR 7 T o 7 IRIRIDLO A= HE(R 74
EERALCHEH L,

B, ZOBRERT T 7IE, RKTTTAEOSHEERIZ L b0 & Bbil, FEEE
T EAT O BRI T 7 U 7 IZOW T ORERZATV, 77 7 RRH L RWGEE
(ITAEAEYE 2 L CIDLZ R D D LR D 5,
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3  HEEHRH TFIRADL)OFEH ( Applied Biosystems API 3000)
w4 Dicyclohexylamine *ﬁ%?ﬁl\zza;) 17)‘@?&
R OEE (m) 0.144 0.144
A& ( mL ) 10 10
HEANEIRE ( ng/mL ) 0.68 -
EEFARE (uL ) 5.0 5.0
i & 1( ng/mL ) 0.65 0.50
i & 2( ng/mL ) 0.65 0.48
it % 3( ng/mL ) 0.64 0.51
f 4 4( ng/mL ) 0.66 0.47
it & 5( ng/mL ) 0.61 0.44
f # 6( ng/mL ) 0.61 0.49
it & 7( ng/mL ) 0.62 0.46
e ¥4 fE ( ng/mL ) 0.63 0.48
PR 7= 0.021 0.025
IDL ( ng/mL ) 0.081 0.098
IDL A EHEFE ( ng/m®) 5.6 6.8
S/N Lt 62 26
CV (%) 33 53

¥ IDL=t ( n-1,0.05 ) X o,1%2

B of + MR (1 pair: 182.2%83.2 amu fram Sample 25 (STD-J.684I0L HO.9)of ... b3z, 5540.C cps.

o 1Fi Fid

5000 4
o 4000
o
[
£ 3000
w
c
I z0m
E

1000 1

313 ) 1070 1332 l 30,78
0 . ——— T T . . . T — T
2 4 & u] 10 12 13 16 10 20 2z 23 26 20 a0 az 249
Time, min

X1

FEUEY ] (IDLELHIRY)
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(#£6) MDL35 X O'MQL O I 7E - i Hifk 3R
BIEFEOKRE TR (MDL) EOVERE TR (MQL) 1%, HMbFW/EEREisEneii
HEBOFT5IE)  CERISH3IH) I~ T, 4D EBVHEM LT,

F4  WIEHFIEOKH FRMDL) &K OE & FRMQL) DR H
( Applied Biosystems API 3000)

W B 4 Dicyclohexylamine
AEHE(m’) 0.144
EEAER N E( ng) 6.8
AR FE( ng/m’ ) 48
AR ( mL ) 10
TN BE( ng/mL ) 0.68
EEFEAE(UL) 5.0
e 7 S (ng/m’ )Y ND
TR (ng/m’) @ ND"!
it ® 1 (ng/m’) 41
i B 2 (ngm’) 48
& % 3(ng/m’) 37
fE B 4 (ng/m?) 47
fE B 5(ngm’) 41
& % 6(ng/m’) 45
i ® 7 (ng/m’) 41
¥ fE 43
PR 7= 4.2
MDL ( ng/m’) 16
MQL ( ng/m’) 42
S/N 60
CV(%) 9.7
¥MDL=t (n-1, 0.05)x0y X2

XMQLZGn_l x10

O BET 7 o 73 B~ N U 7 2D BD 72 IR EE THUX FRIRR O EREZ 4TV M
E LMl

@ MEFRINE-E) : MDLAL H HEUEHTAEME 2 RN L TV VREE CTE N A IRE D
P fie

*1 RO~ N T T7EBENICATY) =03 %5720 JEBMRIFIZIX, A4 ) — VT T
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JEVEANL, FEEND AT —% CTEDHI2 D752 EMEELW, Friz, RO RkE
BN TOHH Tl OFTBRIEEHCAY ) — L &2 FT DL S/N=50LL EO— 73 B $5,
ZDO%E AR =& 10EILL BT80N, (T 78— R —EDmSIINR T 5,
UINLIRING, 7T 78— 3R LR, )

419



§2 M F
[2ATHE]
(Zuo—Fv—H]
Kk - KA ] W N e —
0.1 L/min 24 hr 0.144m* 50 mLWE I 5 moL/L/KEE{b T My ARSI FZE SR X AT

(R B

2% < Z AVBRWRINHR 30mL

v ymnpyy 20EH

g

E A -

LC/MS/MS-SRM

#4)=C 10 mL

B2 AHFET B —F o — b

ESI-positive

0.228~45.5 ng/mL O FEFIFH T, BREMIIEMR TH o7, (5SpLiEA )

2.E+06
1.E+06
1.E+06
1.E+06
8.E+05
6.E+05

Area counts

4.E+05
2.E+05
0.E+00

y = 30860x + 19389

R® = 0.9999

/

/

/

/-/

/

_w

0

-_./l'

10

20

30 40

Concentration ng/mL

50

420

3 v raanF TV OR R (0~48 ng/mL)



2.E+05
2 E+05 W
R2 =0.9927
1.E+05
2 1.E+05 _—
o 1.E+05
O /
s 8.E+04 /
< 6.5+04 S
4.E+04 /
2.E+04
0.E+00
0 0.5 1 1.5 2 2.5
Concentration ng/mL
4 D raaF LTI Ok KR Ik 0~2.28 ng/mL)
B xiC of +MRM (1 pairn: 182.2/282.2 amu from Sample 18 (STD-... hiax. 2933.0 cps.
2033 16 54
3000
iy
£ oo Dicyclohexylamine
= 1000
2971 3266
Dh:ﬂ.ﬂ . ‘1h3‘.:41 _HL —
10 15 20 25 30
Time, min

X5 MEMROR/EE (0228 ng/mL, SpLiEA) OZ o~ k7T A
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(FEAEME D~ A AT L]
I aANF T I UDOMSALY "Ll MSIMS AR RLE R,

[ +Q1: 5 MCA scans from Sample 1 (TuneSampleNam... Max. 2.7e7 cps.

1.4¢7 182.2
Q@ 1.0e7
(8]
=
2
o 50e6
=

183.2
1802 1] 184.1
170 175 180 185 190 195 200 205 210 215 220
m/z, amu

B +MS2(182.19) CE (28): 10 MCA scans from Sample ... Max. 1.8e6 cps.

1.8¢6 831

100.1

1.5e6
[2]
jo R
[S]
= 1.0e6
k7]
j o
2
€ 50e5

82.0 98.2 10?.1
82 84 86 a8 a0 92 94 96 98 100 102 104
m/z, amu
6 T/ ua~"FIILT I DMS AT F(L)
X7 Vv aAaFUAT IUOMSMSALZ R (F)
EAVNIEIIES T

(1) ZHRFHKUZ LD PIEINEIGUER
[E4H 77— K U > ’Sep-Pak PS-Air, Oasis WCX Plus, Oasis HLB Plus, Sep-Pak Plus
Silica Long, Sep-Pak Plus Silica LightiZ, 37 B ~F /L7 I 91 ngZ ML,
ZE38 77 A0.1 Limin C2RFIESE . SFRHIREE (T2 by A X —b 2%FHg/
AL =) 10mLTH— b YU v Y OREHHER O NOIEH S L 25,
[EFE A — h U » 1%, Sep-Pak Plus Silica Long, Sep-Pak Plus Silica Light, J&#L13,
TE b 2%F/A L ) —VOMEEREETH D Z Lvbirolz (F5),
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x5 [EAEA— LY v U6 ORhHHER

H v vvruaanduLT IV
=R o EIER (%)
TR 39.3
Sep-Pak PS-Air AL ) —)b 34.6
2% FWR/ ALK ) — )L 76.9
TR 84.3
Sep-Pak Plus WCX AL ) —)b 49.8
2% FWR/ ALK ) — )L 58.8
Oasis HLB [ 870
Plus )f&/*/l/ 35.1
2% FIR/ AL ) —)b 81.6
TEer 93.5
Sep-Pak Plus Silica Long AL ) —)v 44.1
2% FIR/ ALY ) —)b 80.3
V4V 923
Sep-Pak Plus Silica Light AL ) —)v 53.4
2% FlR/ ALY ) —Iv 89.5

(IN) ¥ R BE O B O It

(1) OEBRERING | & D BT & - 7=Sep-Pak Plus Silica Long, Sep-Pak Plus
Silica Light ZffH L. ZOEMEI — MU » 2Ty 7 aAF 07 I 91 ngz ifs
ML, EREHAZRETI44LIZRD K9 ICBXH% (0.1 L/min,24 hr) | BfED B>
ST Z W2 mLT S S 7, fRIE. ToRo LB THhh |
TIZBWTHEHE2 mLTIZE A ERTH L TWD Z ERbholz, LLERD,
%A D —Z& BV Sep-Pak Plus Silica Long& 7 & b OFEH T HEIIFEDT4.3% T
&V, F7=. Sep-Pak Plus Silica Light DFIILHE$604% ThH D Z &b, EE -

IR E 2 BT,
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100
90
80 | O Sep Pak Silica Longbody + 7 &k -
70 / ||
£ 60 d Sep Pak Silica Light + 72k
& 50F | B Scp Pak Silica Light + 2%/ 25 /—/L  —
B 4ok
30 /
20 /
1 0 / .....
0 i3 A RERRRRRRRDP - 13 T oSV 2
4-6mL
BIEE

X8 [ — FU v U b ORI

(II) BREERKUHEEIZ L 2 PIRASINENERER & OV 7R

(1) KO OFEERFEFRN S, Sep-Pak Plus Silica Long ZfEH L. [EFE I — K
VoiZyyrZ7a~®i L7 2091 nga i L, K& 0.1 L/min T4RF B
T F 10 mL TN S, £z, FIRICHOERER 21T > 72, 7725, Sep-Pak
Plus Silica Long [EAHl— F Y v PEHEINCDE | BIRIZY T 7 mAF LT
Y91 ng?®M, 0.1 L/min C24KFH R Z I L, AilB & R EBE DR R Z RO,
[ EAE R A2 LT ORIRT, AIEICY V7 a~% LT 2 291 ngliwhn L7 i
DENLEDL32% T D HENDIXEIN S RN I &R0 | liEERo b
o lz, LU0 b RGBS L 2 WMEIGRER O R1343.2% TH Y, &~
I aANFIUNNT IV ONIRENEE TS RRRER S D, Lo T, HiEOX)
FEH LT HIEIC W T OREEITo 71—,

6 [EEA— U v PIZ KD IR ERRR R

s ot bl & » R

R — Ry mEREE e g R
(ng) (%)

Sep-Pak Plus . . HIT B 43.2
Silica Long Dicyclohexylamine 91 LB 0
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(IV) D AR, 1ZHR. < ZABRKOT A3 )L U iERBEMAT— MY v 2I2 &
% TAw AN SR

S, IR OUGEXT R 2 i L 72 /715 & LT, Sep-Pak Plus Silica Long % fifi
AL 1%IZ 5B, 1%0 AR, 1%< LA TN%T A Ve U BRE GRS D)
EEEIR LTz, O3 78~F 7 I %91 ngZ AL, 0.1 L/min C24KF K5
EEERUEZ, 7 FSsmL TR L,

[EEAE R 22T 1R T, FIUERN21.4~49.7%TH Y . O ABREIRBEM T — k
Vo PBbobbRIFREINEEZGDZENTE T, ZOMENL, BFEIZLS
WELD S BIZEDWEDTFNEARBWNE O LBESND, Lo T, 4%
JESB RO /NS W EFE A — B U w3 Sep-Pak Plus Silica Light, Autoprep Ps-Gas
AR L, 0 ABEGRSECHICREBIRET 2L &35, (7 Ps-AiriS FEBR
MR Mo T-D T, %D H 0 L LT Autoprep Ps-GasZ i L 7=, )

g

KT VAR IEOER, <AABR, TAIVEUVIRERERI—F v VIZX D
UNNEIES TS
AR — Y v #nE (ng) il H A B (%)

1% Y AfRE R

Sep-Pak Plus Silica Long o1 7k b 49.7
Sep—i:fk f;ubs %f;i)?ong 2 TR 214
Sepl-(?a;Pﬁ:éiil%j Ylf%ong ol TE R 40.5
e S 91 7E b 45.0

Sep-Pak Plus Silica Long

(V)0 ABEEREFE AT — R Y v A2 XD T ENEIGER

AT, Gy iRt - [FIUCRAE O UGE TR 2 it L 72 J71% & LT Sep-Pak Plus Silica Light,
Autoprep Ps-GasZ i L. 1%V AEAZ BRI E D HIEZBR LT, v 7 mF
VT U ngZ BN L, 0.1 L/min T24KFEINy T A 28R4, 2% K lE/ A 2
—/ASmL T L, AZ /=L TI0mLIZER LTz, B, 2%F/ A X ) —)L5
mL T S0, T P TRESELBDOI— Y v DI22%F W/ A %
— IV THEMESETLE A, HETOEMPRO N0, EHKEZ2% TR/ A Z

S =k L,

FIRFER A2 EKS 1T T, L LR, BUEENKIS50% TH D BATF B
EEHDZENTE ol
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£8 U UBREREMA — b Y v IS K D BINEI SRR R
EFEA— R v PRER B, IR (ng)  [EILER (%)
1% U AWEEIR

Dicyclohexylami 91 52.1
Sep-Pak Plus Silica Long 1cyclohexylamine
1% Y ABRER _ .
Dicyclohexyl 91 53.2
Sep-Pak Plus Silica Light Icyclohexylamine
1% O ARG
0 AT Dicyclohexylamine 91 575

Autoprep Ps-Gas

(VD) MR A Al U 72 Tl us hn e ek

FREDOITEIC K D ENREAER Tl BARIEZG2 Z N TERN>72D T,
AT, W X 2 Bl GRER 2 3 7=, 50 mLOWIEIZ, 2% 0 A, 2%7
RAANE U, 2%< AR, 2%\F 9 B E I E N OWIUEIZ30 mLT DAL, Z
DI Z EANZHE75E LTz, BT OWIGRAN OWIRIZ Y > 7 m~F LT I
%91 ngZ WS L. 0.1 L/min C24FE[HIN, 7 A Zil5 ., A, #REBEOWIEE —
bR, ZOWIRIZAKEET MY 7 2KEKREZMZ, WINRE Y 7 rr A
Z U THRAI Lz, 61T, £ 2 %R 2 D TR ITR E DU,
RLEERTE TR L T D, A¥ /— /L TIOmLIZER LT,

FINERFE R AR 1R T, 0 AEEZ bR < L OWRINRIZ I TEIEE DN ZIE100%
THY ., BIFREIEEGDLZ ENTE R, 2B, 0 ABRRINKIZ EREORTLEE
ZEMT 5L AEELIZTZD, 020 ymDPTFEY (/L X —T A L7z b D&
B L7,

#9 WG Z A ] U 72 BANEI S ERAS R

W I R WINE (ng) Al A4 [ (%)
2% Y AR 91 Traa AR 83.9
2% 1E 5% 91 VA= A= 104.7
2% < ZABE 91 A= =F % 101.0
2% T AILE R 91 Traa AR 93.6
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(VD BEEERAIHEEIC K 2 FmasinE a5k

(VI) OFEBRFERENS, 2% 7 23 /LE U, 2% 2 AR, 2%IF 5 k2 WRINIR &
LT L, ISR OWRINIRIZ P2 7 e ~F LT 2 L9 ngm ik L, K%
0.1 L/min C24FEfiES L, AIALEEZ 0 L, WIRE Y7 va 2 X 2 T4 fliH
L7z, & HICTHMETR TR NITR E DT FEEERTE THRME L A ¥/ —/LT10 mL
WCER LTz, BUEEREZ LT ORITRT, 2%< A A, 2%IF 2 BEO RN
1ZIE100%TH Y . BEFREEREZSEL Z LN TETZ, 2%< ZAVBE, 2%IEHBED
ELHLOWINEEHNTHRWEBbius 2y, WIUEOFAEO LT 3nb, <
R AR Z IR & LTz,

10 BREERKUIIEIC X 2 P U ENGUER A5 2R

e WL IR (ng)  fhHEEREA, FUE (%)
2% 1% 9w 91 A= E=. % 95.3
2% < R A 91 vrumua RAHE 104.4
2% T AI)LE R 91 /=0 8 64.0

(VD) &S FIEIC L DV 7 anF i T I U R IR

T uaanF T I U BRIURIZIE STV D00 E D D> ORfERE M OVl i
AR AAT O T2, WIURZ 2ARBESNCERE L, RIBEEORIOEIZ Y > 7 m~F v
7 2455 ng ML, BEBEOWIVIC Y Y 7 a~F LT L Ui En b0y
IMPDMERE LTz, 7 a~F T I Uik, K& %0.1 L/imin G245 1]
KL, ENENOWIGRIZHOWT, BB 2l L Y7 oo X X T~ it Uiz,
D%, FRONITMERZMHRICRE DT, EERE CREMELTA Y /) —L
TIOmLIZER LTc, & LIRS, RIBEOWRITURIZ 1T 5 [FIIERIX89.7% TH 1 |
BB ORI IR SN do 7=, Lo T, A% OMEIC O W TIE, Bk
PORAEHWT KRR EZMET HZ L T 5,

K11 IO B 325k

Aok 4 WEHE M) WINE(ng)  HIEEAL EE (ng)  EIE (%)

A1 B SR 408 89.7

[
BRI KA 0.144 455
8 % BX ORISR 0 0
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G INTET I AR )

(1) KREKIHEFRIZ BT 2 UhnEGRER

FNEIGRBR A B2 3212 (nd, TERMN) 2o\, REAFICHRE &2 )
EOMMDMERTHY | ZOFER, RAPITIIm Shidoiz,

212 Ghnel i ERER f R

B 4 AEHE (m’) WINE(ng) MIEFEH FEULE (%) ARk

: . 0.144 TEFIN 1 — —
Dicyclohexylamine
0.144 72.8 6 92.5 5.5

() BEIRERICIT 2 EshnE R ER

Vv rua~ LT I 72.8ng HWRIBURN OWIRIZEINT 5, WUk Z A
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Dicyclohexylamine
(N-Cyclohexylcyclohexamine, Dodecahydrodiphenylamine)

This analytical method is developed for the determination of dicyclohexylamine (N-
Cyclohexylcyclohexamine, Dodecahydrodiphenylamine) in air samples by liquid chro
matography/tandem quadrupole mass spectrometry (LC/MS/MS).

This analytical method is developed for the determination of dicyclohexylamine (N-
Cyclohexylcyclohexamine, Dodecahydrodiphenylamine) in air samples.

The sampling equipment is Absorption bottle, volume 50 mL containing 30 mL of
collecting solution. (2% Citric acid solution: two grams of citric acid is dissolved in water
and diluted to 100 mL)

An air sample is passed through the collecting solution at flow rate of 0.1 L/min for 24 hr.
(The Total volume is 144 L)

After collection is completed in the absorption bottle, the collecting solution is poured into
a separatory funnel, then the bottle are washed with the collecting solution and cleansing
fluid is added to the collecting solution.

5 mL of 5 mol/L sodium hydroxide solution and 5 mL of dichloromethane are added to the
separatory funnel in collecting solution and its shaking for 5 minutes.

And moreover 2.5 mL of dichloromethane is added to the separatory funnel in collecting
solution and its shaking for 5 minutes.

The extracted solution is concentrated under gentle stream of ultra -pure grade nitrogen gas
to desiccation limit and eluted with 10 mL methanol.

Liquid chromatography / tandem mass spectrometry / electrospray (LC /MS/MS/ESI) in
positive mode, is used to separate and identify all species. Method detection limit (MDL) is
16.2 ng/m’. The average recovery from collecting solution containing 72.8 ng standards
was 92.5%.The relative standard deviation was 5.5%.

Air sample Collection — Liquid-Liquid Extraction X 2
0.1 L/min 24hr 0.144 m’ absorption bottle 5 moL/mL Sodium Hydroxide Solution 5 mL
2% Citric acid solution Dichloromethane 5 mL

Dichloromethane 2.5 mL

Concentration Dilution LC/MS/MS

ultra-pure grade nitrogen gas Methanol 10mL ESI-Positive
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MS: API-3000
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Waters Atlantis T3

2.1 mmx150 mm, 3um
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