f ST BRBE AR AEF FE T
[RIRELA - KE ]

TFNLT IV

Ethylamine
IUPAC4: : TX /=X
Aminoethane
B ') TFLT I
Monoethylamine

VIFNT IV

Diethylamine
M4 N-mF 2o 7 I
N-Ethylethaneamine

Ny x=F 7 I

Triethylamine
ML NN-ZF Nz T I
N,N-Diethylethaneamine
[xI58E DfEE]
WE 4 TFALT I CTFAT I R ZF LT I
CH,
H3C NH  nH,c N CH (//
= ~ NN LG N CH
3 3
\/ \/
CAS %5 75-04-7 109-89-7 121-44-8
531 C,H;N C,H; N CeHsN
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[ 2RI ]

WE 4 TFNLT I VxFATI M FAT I
[¥)55+ &) 45.08 73.14 101.19
[E) 740 v/ E ] 45.0578 73.0891 101.1204
(@] ec P -80.5 -50.0 -115
[ihai] oC? 16.6 55.5 90.0
(%] g/em’ ? 0.689 0.7074 0.7255
[7%%JE] mmHg 1050 237 68.5

25°C)
[iafptt] gL ? /K 1 1000 /K : 1000 K i 55
[log Pow] -0.13 0.58 1.45
(FH&fm) Y
[pKa] ¥ 10.63 11.09 10.78

[FEtE, Azl

TFIT I

CIFIINT I

N)x=TF L7 I

[ FEBR BN 1T xF
DAt ]
F v b (F:0) LDsy”

400 mg/kg

540 mg/kg

460 mg/kg

[H&]

R - GekH PR,

= LR, R

RK - Uk rhia s

3 - ek K -
AR

aRbii

1) Lide, D.R,(ed), CRC Handbook of Chemistry and Physics 84th Edition
2) Budavari, S.,(Ed), The Merck Index Ver.12:2
3) Carl L..Yaws: Handbook of Chemical Compound Data for Process Safty, Gulf

Publishing Company
4) Philip H. Howard, William M. Meylan, Handbook of Physical Properties of Organic

Chemicals

5) MSEATEOE N BB AR R — D= (L)

25 I (CHRIP)
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§1 ik
(1) ZHTiEDHEE

AKEREHCY v 7 — N NEEEYE 2 RN U T=1% . KR b U o A CHEIMELS
T, ATy —FEHNW =& N Ty TEEEE AW T, IR ONER T
AEWWT IR, IBRWEZFER I, 20 mmol/L T = AIRIK
(pH3.2)/ 7 F =k U/(1:9) FITHHE L, = DR % LC/MS-SIM(ESI+) TiE &
T5, 2B, IEPEL LT FAT IV oM, P2FATIVERRN) T

VT 2 ATOWT HRIBFGHTRIRETH D,

() AE - H=E

[33]

TFILT I R D RAEE T EMRER, Rk (REEE 98.0%)
TF)-ds-T 2 TR : CDN Isotope ¢ (i 99.5%)
CIFNT I R DRGSR TEER KRk (ML 97.0%)
FUZFT SRR DMK T EER —#k (FEE 97.0%)
T h=hU L D FEAE T35 LCMS A

AR ) —)b D FEAE T35 LCMS A

Rk : Milli-Q 7k

=3 D FEASE T35 LCMS A
KERALT B U T L D FOGHIE TR Hrfk

I mol/L T = LRI« FOEMEK TR HPLC A

25%7 VE=T K D PGSR TR KRk
[RIEOFH]

(100 mmol/L XEEYAIK)

e 4.6g 2B L., FRUKZ M Z T 1000 mL (275,

(100 mmol/L X7 > & =7 LIKIK)

1 mol/L X7 > =7 AHE 100 mL 24y E L. Kk %1z T 1000 mL (2

T 5,
(100 mmol/L T > E =7 LAEIK(pH3.2)]

100 mmol/L EFET & =7 LA¥EIK 200 mL (2 100 mmol/L XERIAIK 500 mL %
Mz 7%, pH ZH/ET D, pH3.2 THRWEAIL, pH32 1285 X I2FDEL L

INDIRIR Z INA D
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(20 mmol/L XEET > &= LA¥HK(pH3.2))
100 mmol/L &7 > & =17 A (pH3.2) 200 mL {Z¥5HL/K % 2 C 1000 mL (23
5o
(20 mmol/L XEET &= AEHK(pH3.2)/7 & h= K U /1(1:9))
20 mmol/L XEET > = A¥EHR(pH3.2) 100 mL {27 % b=k U /L 900 mL %
mz 5,

[Z#Eik oFRR]
(R
TFLT I R 90.4 mg ZIEREICE VD . T =K U LAERIK(9:1)
50 mL \ZIfiE L. =F /L7 22 1000 pg/mL OFEAEFE &35,
VI FNT I R 749 mg ZIEFEICEVEY . T F= U L/RERDK
(9:1) SO0mL ([ZIEfE L, =F /L7 X 2 1000 pg/mL OFEAEFHE L35,
MU= F T I U 68.0 mg A EREICEVEY . 7 = KU AAERDK
(9:1) 50 mL (2 L. B YU x=F /L7 22 1000 pg/mL OIEHERK &35,

(Y7 — F EERER)

TF)-ds-7 I CHEFRIE 86.4 mg ZIEREICEVEYD . Tk F= R U AREERDK
(9:1) 50 mL [Z¥EfiE L, =F /b-ds-7 X > 1000 pg/mL DY = 57— F NARHEFE &
T %, 1000 pg/mL OH v 57— S NAEHERIE 2 20 mmol/L EFET & =17 LK
(pH3.2)/7 & F= b U /L(1:9)TAIR L T 1.00 pg/mL DY 17— s NEEHRERR &3
%o

(% B AR YRR

TFAT IV, VZFAT I, FUZFLT IO 1000 pg/mL AEERE &
ZTNEI 10:8:2 OEIATHEL, 20 mmol/L EET > & =7 LA (pH3.2)/
TERF= R THRL T, =F LT I 12OV TIE 1.00 ~100 ng/mL,
TF LT ATV TIE0.800 ~80.0 ng/mL, kU =F /LT 2 OV TIE0.200
~20.0 ng/mL OIERERZAERRT D, IR EOIERERIZIT Y v 7 — MR %
10.0 ng/mL OYRFEIZ/R D K D IR %,

[#R]
APy — T 71860 mL) T IT 8
It B i A : 0.5 L/min Z | Tx5H D

AT =T N R =& STy EE 1 ISR,
AATZAA(50 mL), ¥4 7 1t~y ~(10-100 uL), (100-1000 uL), A2 H
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AP DE PPEL, 15SmL). LCA— F o7 I —HAA 7L (PPHR), 57
o Fa—7

PyarFa—I\ F7AVFa—T

N = EFEAR TN

FiE e

0.5L/min | |:|
ToavE TIRVER
A Dv— AE D —

A B
Eg S HE®

M1 Aoy —2HWNW =& Ty FAEE

(3) ik

[ABL OB EORE] (1)

miEa b EBREEERE MmO TS X CERR 2843 H) 1265, &
EHIAR Y 7'v B L U (PP)RURZHEREU L . NSRBI E AT 5, 0T
ZIRWGATE, BREATICRET D,

[FEBL DO RTLEE K OFREBRIKR O]

KREAE2SmL 214 BV y—AIZIRL, e F—h (7E2) & LT=F
Jo-ds-7 X 2 1.00 pg/mL Y1 7 — FPNEEAERR & 0.100 mL ™0 L 72, kT R
Uo7 g (MEAKRDEGAEIT63 g) KUKEEET U DA% 1K(0.3-0.5 o)l R D
(7E3)., 4B Yy —B 21X 20 mmol/L EfET v =7 AFIK(pH3.2), 7 &
F=RFU1DI0mML Z ALD, K 1IZR LIz X 98k L. H 50 U, 75-80°C
IR S TEW T 4 —F—RRZAf BV —A ZiglL, f B Uy
—BII=|ROEE, EFEV A (FF4) % 0.5 L/min OJiiE T 40 HHEKRT 5, £
DK, AT ¥ —B NOWH A, PP RIOF v T o ffiFl-~A 7 a2y K
VT, e B AR OE PP L, 1S mL)IZE L. 20 mmol/L EfE7T v E=1
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AEE(pH3.2), 72 b= R U L1 EHWTA U B Vv —B ONHEZBEIA
HIEDBH, I0mLICER LT OZHBRKE 35,

[Z=3Brik DFAR]
AR DO D 0 ITHERKEZ HWT, [ ORTAE K CREBRE O] oIHIC
Mo THIEL, Hon =R Bk % 22k & 4%,
[HIE]
(LC/MS BIESRM]) (1 5)
LC/MS #2s : Waters 2695/ Quattro micro API
LC
LC HFl : Waters 2695
717 I : Waters # XBridge Amide 2.1 mm x 150 mm, 3.5 um
B EtH :20 mmol/L EfET > & =7 LAEIK(pH3.2) /7& b=}
U J1(1:9)
it B : 0.2 mL/min
715 LREE : 40°C
FEAE :2ul
2= VR D A X =)V ORERLK (1)
U VBRI C01%EEREH AL ) —)VRERKO:1) (7 6)
MS
MS HFd : Waters Quattro micro API
¥y ET7U— :3.0kV
Y — AR : 100°C
TYNR— g ViRE :300°C
a—UH AR : 50 L/Hr
TYNR— 3 UiiE 350 L/Hr
A F o AbE : ESI-Positive
HWEE— K :SIM (7 7)
F=H—A T cTFLT I (Ef) m/z46.0, () m/z47.3
T F)-ds-T 2 (BE) m/z51.0
VTN T I (BE) m/z74.0, (HERR) m/z75.3
NV FAT I (B&E) mkz102.0, (FER) m/z103.3
o— cZFLT I 20V
c 2 F)-ds-T I 20V
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T TFILT I 20V
R F LTI 25V

(R E#R)

AR FAENER 2 uL 2 LC/MS IZIEA L, TF LT 2 2 HOWTIE, EEmE
Y u S — FPIEREO R KOG Sz B — 2 O ) DR B & MEA T
Do Fley VEFAT I L MY ZFAT IOV TIE, FAEMEORE &
O ERE & OBIE S REREERT 5,

(E&]

BRI 2 uL &2 LCMS IZHEA L, =F LT 2 AZO0WTE, [mE LY
— MAEEOHEEL D, 2 F AT I OB EEZRD D, £, V=TT
SUE RNV ZFT I UNTONTIEL, OIS E O b &% K
5,

(REDHE )
TFNT I U OFEPKHIRE C (ug/L) 3R L v EHT 5,

C=R-Q/V

R: BB DRDIY v 57— NNEEEYE IR E KT 2 R EIRE DL
O : WEHIZEHIM L=V 17— N NEREYE O B (ug)
(=4 2% a7 — PR ORE (ug/ul) x INT 5% a5 —
WAZYER DA (uL))
V. #EtO g EE (L)
( ROHEC B 72350, BLF ORAE A 5 5, )
0=0.1(ng)
(=Y e 7 — S NERER O (0.001 pg/ul) x WY a7 — N
FEAERR D25 & (100 pL))
V=0.025 (L)
NN
C=R X 0.1/0.025 (ug/L)
=R /0.25 (ug/L)
_ Tbh b, Yy,
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CIZFAT IV RN AFLT I OB ¢ (ng/L)ERRUIC L
/‘%‘m‘jﬂéo

C=4 -B/V/1000

A: BHERE (ng/mL)
B: & & (mL)
V. #EtO g EE (L)
(RSB S T3, UL ORI & E T 5. )
B=10 (mL)
V=0.025 (L)
Bit
C=4/2.5 (ug/L)
TH 5.

(ZE{E R H T BRME(IDL))
RO W LC/MS @ IDL 2% 117~ d (118),

%1 IDL OB H#E 5

W4, IDL —— AEtE RfKiE IDL RURHE R E
(ng/mL) (L) (mL) (ng/L)
TFILT I 0.44 HEK  0.0250 10.0 0.18
JTFNLT I 036 0.3 /K 0.0250 10.0 0.13
KU ZF L7 Iy 00630.060 #EAK  0.0250 10.0 0.024
(2023/10/26 )
(RIEHECRT 5BHE TRE (MDL) X OVER TIRIE (MQL))
AHEIFVECE T D MDL X OPMQL 23 2 1277 (1 9),
<2 MDL KON MQL D% HifE R
e 4 Stk AktE RRIRE MDL MQL
L) (mL) (ng/L) (ng/L)
TFLT I K 0.0250 10.0 0.30 0.78
CFLT I MK 0.0250 10.0 0.20 0.51
M) ZF LTI K 0.0250 10.0 0.068 0.18
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sur0985
タイプライターテキスト
0.33

sur0985
タイプライターテキスト
0.060

sur0985
タイプライターテキスト
(2023/10/26訂正)

sur0985
取り消し線

sur0985
取り消し線


(1)

(F2)

(733)

(134)

(7E5)

(76)

(1:7)

(718)

HTABOEEE « BEBIII=F AT I, V2FATI VKRN =F
VT I VPPAET D ARENSH D70, R Tu e Lo R_EL IR =
F LB P ORIBBTEAT D,

Yol —he LT, ZFNds-T I, PFNdip- 7T I KRN =F
N-dis-T X EHANWD R TERDDIZOWTHRFI 21T & 2 A,
VT N-dig-7 I U KON Y =T ) edis-T X B EFLE L native DY
TFATIVKRORRN)ZF LTI DOE—INEL DI ENbolz,
TFN-ds-7 I NZONTH ERE TIIREWE=T LT I DO —7
BAECTOT, A RTR (&R T 10ng/mL) & L7z, 723,
LC/MS O#fE, RAEIZ L > CUIREEZEZHAVERNH D,

KERIET NV o AR 05 mol/L FEE L 72D, BHRBKATITHEEICS
FONRELDRET—ENBERY 42Ty —04 1, AR
WDz LDfEmELEZ BND, (o TEZBNABBRATITOEVNAEL
TR/ L HEICHERT D L, T—DZ L E2F X T, HREIR
BEAERAT 22 OFEENLETH D,

EHRHAZLD BLE EAPRONDFIREMELH D5EI1TIE, BRI A
DT A 2 Waters $ Oasis WCX Plus 72 EOFEEZ 2k L, HERl4 5 Z
ENTE D, M 99.9995% m ML F A V2 5E 12136, BLED
FRITR B,

LC/MS DZMFE. ARIEICMHEH L7-#FE (Waters . Quattro micro API)
BAEDLDTHD,

20 mmol/L T =7 MEK(PH3.2),/ 7 h=F VU 19 EFEAL
e Th, BNCEA LICR D2 %22 F, SIN3 LA ED MY =F 7
VDI NELBLGENH T, VU UITHAE LTV D ATHEMED
BWEEZ . VU UUHREIRICOWTRE LT-, V) BRI A S
J—VRERLK (1:1) oA ) —L & LESEAICITE o84 (SIN3 LLE
DRIZFNATIVOE—=TNELD) BTN, Fa il 0.1%
XMEF AKX ) —Ib [ KERKO:) (2T 5Z &Ik y., KRigcEd Lz
DT, EOWEE Y IR eE LTHWSZ & & L,

TFT I UL SRM TR 2HIEA A 2 3 2 & TE 0o
T, SIM CHIET 5,

IDL 1%, ML BRI ERERAE SO T51 &) (P 284E3 H) 12HE
ST, RIDEBVEM L, £72, K2 IDLAERF O v~ N7
AHRT,
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#3 IDL OB LS

WE 4 TFILT I TET V=T
VS T
kR (L) 0.0250 0.0250 0.0250
B (mL) 10.0 10.0 10.0
NI (ng/mL) 1.50 1.20 0.300
FEEE AR (ub) 2.00 2.00 2.00
fEF 1 (ng/mL) 1.53 0.994 0.421
5 2 (ng/mL) 1.61 0.993 0.402
5 3 (ng/mL) 1.39 1.101 0.384
FE R 4 (ng/mL) 1.57 0.991 0.383
fE 5 (ng/mL) 1.28 1.049 0.375
it 6 (ng/mL) 1.50 0.826 0.384
ft 5 7 (ng/mL) 1.43 1.000 0.389
A (ng/mL) 1.473 0.9934 0.3911
TR 7S (ng/mL) 0.114 0.0844 0.0155
IDL(ng/mL)* 0.44 0.33 0.060
IDL #BHEAFLAE (ug/L) 0.18 0.13 0.024
S/N k. 6.9 9.2 8.8
CV(%) 7.7 8.5 4.0

*:IDL=t(n-1,0.05)xG,., X2
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ﬂ 2. SIR of 3 Channels ES+
100 S/N:PtP=8.52 46

, . 417e5

TFNT I
LELELILE IURLRUELN BLBUILIUN URUILIE N L RUEUN BUILRUNLN UL RUSCRURL IUSUICELN LSS LU NUELE BUNUNUILE JLILELAUE BURUILALEN NLBLR AL |
2.00 4.00 6.00 8.00 B1U.UU 12.00 14.00
2. SIR of 3 Channels ES+
21
100 9.12

- b 999

= :]:?:/]/—d_s—?i:/
D""I'"'I""I'"'I""l""I""l""l""l""I""l""I""I""I""
2.00 4.00 6.00 g.00 10.00 12.00 14.00
ﬂ 1. SIR of 4 Channels ES+
74
100 r S 3.34e5
- " L] S/N:PtE=8.88 g ] N4
l,n-w’ “d mmm-vmm.-
DI""l'"'I'"'l""l'"'I""I""I""I""I""I""I""I""I""I""I
0.00 2.00 4.00 6.00 g.00 10.00 12.00 14.00
1. 5IR of 4 Channels ES+
ﬂ 102
100 e ~ . 3.84e4
. S/N:PtP=8.83 RV x=F L7 I
| A
Dl""l""l'"'l""l'"'l""l""l""I""I""I""I""I""I""I""l
0.00 2.00 4.00 6.00 5.00 10.00 12.00 14.00

2 IDLAEROZ v~ 7T A
(=F 7 X 1.50 ng/mL, —F/b-ds-7" X > 10.0 ng/mL,
T F AT I 120ng/mL, FY=F /L7 I 0.300 ng/mL)
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(£9) MDL O MQL 1%, [b#¢E slssine
3H) 1T, F4-1, HA42DEBVEH L, £7-. ¥ 312 MDL
HERED 7 v~ N7 T LERT,

AR OTF51 & (K 28 4

# 41 TFNT7 D MDL KU MQL OB KR (HFAK)

W4 TFAT I Ferh
B 3 (%)

vl %N

AEHE (L) 0.0250

EAERINE (ug) 0.0250

AUBHA LR EE (ng/L) 1.00

AR R (mL) 10.0

HEAREE (ng/mL) 2.50

FEEEAE (L) 2.00

BIE7" 770 (pg/L)™ SN3 it (87)"°
MR (ng/L)™ SN3 i (94)
FEHE 1 (ug/L) 0.784 (88)

FE 5 2 (ug/L) 0.760 (90)

fE 5 3 (ug/L) 0.828 (87)
A 4 (ug/L) 0.999 (87)
FEHE 5 (ug/L) 0.823 (88)

fE 5 6 (ug/L) 0.807 (87)
FEF 7 (ug/L) 0.815 (85)
FEIE (ug/L) 0.8309 (87)
IRYER 7 (ug/L) 0.0779

MDL(pg/L)" 0.30

MQL(ug/L)™ 0.78

SIN b 7.1

CV(%) 9.4
*1 BET T o7 kb~ U 7 2D BRI RRE THUZFERE O BAEZ I TVRIE

L 72 fiEi(n=2)

*2 MEIRHISEL) © MDL B H FHBUBHTAEE 2 8 L TRV IREE TF 41 5 IR £ (n=3)
*3  MDL=t(n-1,0.05)%0,x2
*4  MQL=0,.1x10
*5  FEROBEEITY v — MMIER% Off
*6  FEINN OEAEIEY 0 7 — ko EIER
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# 4-2

RHRR GiEK)

CIFATIVKO Y ZF LT I D MDL KO MQL O

WE 4 VIFLT I FJxZF AT I
Faw s MK MK
AEHEFEY &) (L) 0.0250 0.0250
AR (ug) 0.0200 0.00500
REHE IR (ng/L) 0.800 0.200
HOR IR & (mL) 10.0 10.0
NI (ng/mL) 2.00 0.500
FEEEAE (L) 2.00 2.00
BET 7V (ng/L)™! SN3 it SN3 i
RN (ng/L)"™ SN3 it SN3 i
FEHE 1 (ug/L) 0.804 (100)"” 0.180 (90)"
FE 5 2 (ug/L) 0.724 (91) 0.177 (89)
fE 5 3 (ug/L) 0.744 (93) 0.212 (106)
fE R 4 (ug/L) 0.705 (88) 0.167 (84)
FEHE 5 (ug/L) 0.792 (99) 0.194 (97)
fE 5 6 (ug/L) 0.762 (95) 0.212 (106)
FEHE 7 (ug/L) 0.657 (82) 0.182 (91)
FEE (ng/L) 0.7401 (92.5) 0.1891 (94.6)
IRYER 7 (ug/L) 0.0511 0.0175
MDL(pg/L)" 0.20 0.068
MQL(ug/L)™ 0.51 0.18
S/N k. 11 15
CV(%) 6.9 9.3

*1 BET T 7 kb~ B U 7 2D BN\ OIRRE TR O BRE 21T W HIE L

72fE (n=2)

*2 MEIRHISELS) © MDL B H FHBUBHTAEE 2 0 L TRV REE TF 41 5 IR £ (n=3)

*3  MDL=t(n-1,0.05)%0,x2

*4  MQL=0,.,x10

*5  FESNN OEAE I35 B DA (%)
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ll

2. 5IR of 3 Channels ES+
‘00 9.14,18936 46
Y S _ 4.2385
o Area
° TFALT I
0+ ML I LI IUSJLELE LRI SLULALELE LR B LRI B
200 4.00 6.00 8.00 1000 12.00  14.00
ﬂ 2' SIR of 3 Channels ES+
100 912 _ o
9834 o= Y 9852
@ 961 - Area
° 141 i?:‘jl/‘dS"j? 1 :/
/
0t I I I I LR IV IR SR EUEELN LI IR LR
200 4.00 & 00 8.00 1000 12.00  14.00
1. SIR of 4 Channels ES+
74
100 6.06 I
2.87es
" J\ﬁ\ﬁ\ 16855 S 3 Area
3 PPN S CITTFNT I
0+ LR IS ILRLILN S I LA BB LR I
200 4.00 6.00 .00 1000 12.00  14.00
1. SIR of 4 Channels ES+
102
100 \ ﬂ_sm " 80e4
e ﬂ'\.J 2637 JoF LT I
o\:i\-ﬂ | \“W%Mﬂ% . ]* ) 3: 7 Alea
1
o000 400 600 0 800 1000 12.00  14.00
3 MDLMIERFDO 7 a~ ~7F 5 (HEK)
nﬁ*’l’@ﬁ—(}ﬁ

= FILT I 1.00 pg/L, =F)b-ds-T X 2 4.00 pg/L,
CIEFLT 0800 pg/l. R U ZFLT I 0.200 pg/l)
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§2 fER
[5#Ti5]
(7r—F ¥ —}]
IHHED 7 i —F v — b & 4157,

AR T TR -
25 mL G e i1

For—hshin BREEK. 25 mL

20 mmolVLEFE T E=T A
(EA-ds100ng) b RUT A Tg

=N :
kot aizesg o7 BRI,
KER( T RUD A TRE
(490.3-0.5 g) (==iR)
BFH ZN—D
(0.5 L/min, 40 min)
(JniE75-80°C)

L

e LC/MS
AT ESI+
AR 10 mL SIM
20 mmol/LEEE T =7 A
(pH3.2)
[7BR=RNIH(1:9)ZHWT
D)arvFa—J\ F7OVFa1—T
v N = ZEEHR / \
FERER
0.5 L/min |_I |:|
_—
ToOvH ToOvH
A D — AE D —
A B
Bt HWER

AUy =N A=V & Ty TEE (T a )

Xl 4 StEO7a—Fy— b
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(R E#R)

TFNT I, PTFAT I, MU ZFT I 1000 pg/mL EEHERR A &
NZN10:8:2 DEIATHEL, 20 mmol/L LT v =1 LRI (pH3.2),/ T
T h= UMD THRL T, =F LT 2 2OV TIE 1.00 ~100 ng/mL, ¥
FT 2 AZOWTIE 0.800 ~80.0 ng/mL, kU ZF /LT I 2OV TIE 0.200
~20.0 ng/mL OIEHEIE & VERR T %, KR E OEHER I I3V 1 7 — N NEEREY S &
LT, ZF-ds-7 I > - e — MR Z 10 ng/mL OIRFEEIZ/R D L 512
2 5o MEAAERER 2 uL % LC/MS IZIEA L, =F LT I A2 D0 T, FEH%E
WE &Y u s — NEEEORE L KOS L2 B — 7 mfEO s b Eft & 1F
K5, £, DT AT I E NV ZTAT I ATHOWTIER, EEYEORE
FE L ?%htﬁﬁ& DR LR EREERT 2, s %WEEJZH%T X3 51,
#5212, MERZKS-1, K 521277,

#5-1 MERERHET—% (=F17 )

JOBAE
— EHERIEE(Cs) T=FAT IV TFV-ds- JEE
(ng/mL) (As) 7 X V(Als) (As/Ais)
m/z 46.0 m/z 51.0%
0.000 0.00 0 11132 0.000
0.100 1.00 9528 10939 0.871
0.150 1.50 11601 10649 1.09
0.200 2.00 16278 10557 1.54
0.300 3.00 25521 11421 2.23
0.400 4.00 31546 11173 2.82
0.500 5.00 36303 10778 3.37
1.00 10.0 76383 10832 7.05
3.00 30.0 199072 10387 19.2
10.0 100 669894 10571 63.4

c o w s — NNEEEY IR ¢ 10.0 ng/mL
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£52 BERMEEAT —2(F2FAT IR P ZFALT IY)

S JE B
FRYEHR I BE (Cs) VIFNT IV TR (Cs) MU= FAT I
(ng/mL) (4s) (ng/mL) (As)
m/z 74.0 m/z 102.0
0.000 0 0.000 568
0.800 6851 0.200 1533
1.20 9958 0.300 2116
1.60 13715 0.400 2304
2.40 19955 0.600 3312
3.20 26046 0.800 4116
4.00 32868 1.00 4964
8.00 71494 2.00 10190
24.0 205510 6.00 26572
80.0 890357 20.0 101446
IFILTIY IFILTIY
4 70
v=04202x+ 02029 P 0 12 6.:29:22) z;go;soz »
; o /
i 2 “/// g pd
1 - 20 /
10
0 e 0 7’ e
0.0 0.1 0.2 0.3 04 0.5 0 2 4 6 8 10
iRELE REL
0 1 2 3 4 5 0 20 40 60 80 100
=, ng/mL =R, ng/mL
AR (RIR ) R (E IR E)

Yo — M ERE: 10.0 ng/mL

Yo —MERE: 10.0 ng/mL

S S B4 1.00~5.00 ng/mL

5-1

TFLT I ORI
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CIFIVTIY

35000

/>
30000 v =8081.7105 x + 452.4035
R*=0.9995

25000 /

Him

e

i5 20000
15000 /
10000 7

0 . . .
0.0 1.0 20 3.0 40

EE. ng/mL

5000

CIFILTIY
1,000,000 y = 11391.5447 x — 30297.5460
R*=0.9960
800,000

¥ 600,000
I /

400,000 /
200,000 / 2
0 . . .

0 20 40 60 80
=E. ng/mL

BRI )
St P : 0.800~4.00 ng/mL

BRI )
KR Y E IR E#DH 1 4.00~80.0 ng/mL

FIZFILTEY
5000
y = 4246.8421 x + 721.7368
4000 R* =0.9964

&

3000 /
2000
e

1000

0 . . . .
0.0 0.2 04 0.6 0.8 1.0

EE. ng/mL

FJIFILTIV
120,000
y =5095.1203 x — 1146.6219
100,000 R*=0.9982
yy 80,000 /
H 60,000 /
40,000 /
20,000 /
0 . . .

EE. ng/mL

BRI E)
ST B PR : 0.200~1.00 ng/mL

X 5-2
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(zua< 75 L4)
TFNT I, ZF)-ds-T 2,
HEY7(10.0,

VITFNT IR ZTFT I O
10.0, 8.00, 2.00 ng/mLYD 7 v~ K7 T K%K 6177,

7" SIR of 3 Channels ES+

9.16 _ B 46
100 76395 e . 6.97e5
o TFNNT I Area
04t LRI LR AN SRR
2.00 4.00 6.00 8.00 10. DD 12. UD 14. DU
ﬂ 2: 5IR of 3 Channels ES+
9.12 =5 47.3
100 516 e . 6.18e3
o —FNT I Area
=S wa PV LA ot s ANA S e,
04 LRI AL IS I LU LIS LRI I LN LR AN SRR
2.00 4.00 6.00 8.00 10. DD 12. UD 14. DU
2. SIR of 3 Channels ES+
9.14 s Y 31
100 1994 Yo s— MRS o,
= TFNdsT R AEa
L LS B s s AR s L L n s LN LR rrrrrrrr Time
2.00 4.00 6.00 8.00 10. UD 12. UD 14.00
ﬂ 1: SIR of 4 Channels ES+
6.14 74
1005 71494 i 5515
2] - Area
=) Nt I
;\_JJ\JLA_ l CITTFIIT I
D s I | AR BAEA] RERASN REAEN LEELE REELESN RELERS RERES REELS LAREN REALES ELEEY REALEN |
0.00 2.00 4.00 6. 5.00 10.00 12.00 14.00
1. 5IR of 4 Channels ES+
) B.12 73.3
1o J\ B51 TS B-iBBS
2] -~ rea
f"-v-’s"""rﬂv‘— VUL A s e A pri g, po \/iﬁ:‘} ]/7 XS
-
0.00 2.00 4.00 6.00 8.00 10.00 12.00 14.00
ﬂ 1: SIR of 4 Channels ES+
512 _ 102
1003 10190 E B 74164
B FU=FAT IV Area
0+-----r-rrrr-rreeeeee e
0.00 2.00 4.00 6.00 5.00 10.00 12.00 14.00

1. SIR of 4 Channels ES+

. 103.3

1007 510 fife s 2.05e4

3 270 Ny ZF LT I Area

- m Time
0.00 200 4.00 6.00 800 1000 1200 = 14.00

6 TTFNT I, =T )Nds-T I,
DIEHENR(10.0,
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(v AR V)

TFAT IV, TFNds: T I PEFATIVEC MY ZFALT IO
ARARY PR TSR,

1. Scan ES+

100 45.94 3.88e7
=
0
1. Scan ES+
100 50.98 Yo A fpyEYE 45887
=R TF)b-ds-T X
- - 92,08 7veds
0 - f
1. Scan ES+
100 74.01 CxF LTI 3.63e7
4188 .46.00 7532 87.04 10216 115.19
1. Scan ES+
60es
100 102.16 1.60e

10338 MV =FAT I
Ve

30 40 50 60 70 80 90 100 110 120 130 140 150

7 TFAT I, TFNdeT I DFAT IR
NI ZF AT IVDTARANRY L
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(BET T v 7 #BR)
BET 7 7 BER AL 6IZ, Ju~ N T AEK 8ITRT,

#6 HET T 7 OB R

B o R
WIE 4 SEREK -
(ng/L)
TF LTI 3 <0.30
CIF LTI 3 <0.20
NZF LTI 3 <0.068
ﬂ 2. S5IR of 3 Channels ES+
46
100 . , __40%s5
a2
TFNT I
0% T T TTrr 1 T RN NS UL JULILRE RLELN N RS B
0.00 2.00 400 6.00 5.00 1000 1200  14.00
ﬂ 2° SIR of 3 Channels ES+
100 9.14 ] ‘ 51
9657 Yo — FNERE 4.07e4
= TFNeds T Iy T
0% RN LR | REEAS LARES RALEE RALES RLEAN EILES RERLE KAMLE REAEY LEAES
0.00 2.00 400 6.00 5.00 1000 1200  14.00
1: SIR of 4 Channels ES+
74
100 } 5 Q0ps
£ ﬂ I VEFAT Iy 2.99€5
o= I,“_“,'.,l" flh. ‘._I'l.“\/“‘_w» B e,
‘e
0.00 2.00 400

6.00 g.00 10.00 12.00 14.00
1. 5IR of 4 Channels ES+
100

102
ﬂ Ny =x=F L7 I 3.09e4
2
Sl e EEVI P Sy

ARAN Laanseannsnanas nnasy nanannanny nanas WAL=
g.00 10.00 12.00 14.00

X8 H{ET T s (FBRUK : WEHE25mL) o7 v~ b7 T A
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(RN eI EER]
HEK (FRE R ~OEEYERMEINGREE R EZ R TIC, Z7a~ oo
L H X 9-1~9-2 [T,

K7 EINENEER R

B AR — w0 R Ee AE Hes—p
G L
(L) mL) gl %) (%) (%)
: 0.025  HEFM 100 3 <0.30 - - 94
i 0.025  0.0250 100 7  0.831 83 9.4 87
TF )L x 0.025 0250 100 5 9.5 96 4.2 88
T W 0025  HEFSN 100 3 <030 - - 103
JI - 0.025 00250 100 7 108 108 53 103
A 0.025 0250 100 5  9.64 96 1.4 101
5 0.025 MR 100 3 <0.20 - - -
0.025  0.0200 100 7  0.741 93 6.9 -
JxF x 0.025 0200 100 5 772 97 5.9 -
T i 0.025 s 100 3 <0.20 - - -
JII 0025 00200 100 7 0828 103 3.8 -
K005 0200 100 5 775 97 5.1 ;
: 0.025  HEFHM 100 3 <0.068 - - -
i 0.025  0.00500 100 7  0.189 95 9.3 -
WEa x 0.025  0.0500 100 5  1.97 99 9.7 -
T 0025 HEFRI 100 3 <0.068 - - -
JII - 0.025  0.00500 100 7 0227 114 4.7 -
A 005 00500 100 5 181 91 5.1 -
1 = FAT X OB HIRE K ENGRT Y 77— MR OfE
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46
‘4.3985

A
M"{ ‘\-v-.m,.“\_ —— "

= TFAT I

ﬂ 2. 5IR of 3 Channels ES+

‘e
0.00 2.00 4.00 6.00 5.00 10.00 12.00 14.00
2. SIR of 3 Channels ES+

912" ) ) 51
100 10630 Yo — FNEERE 41504
# TFlds-T IV o

0.00 2.00 4.00 6.00 5.00 10.00 12.00 14.00
1. SIR of 4 Channels ES+

74
100 " ﬂ . 3 135
% VEFAT I 2 1oe
3“:1 ‘f\,..vf - f UL«J‘L"’L. N S R ., SRS
DI""l""I'"'I""I""I""l""l""l""I""I""l""l""l""l""l
0.00 2.00 4.00 6.00 8.00 10.00 12.00 14.00
ﬂ 1. SIR of 4 Channels ES+
100 507 102
Bs% o || 802 hYEFAT I~ Area
IJI 1 | I I

000 200 400 600 800 1000 @ 1200 @ 1400

9-1 ¥INENGEER (MK : SBHE 25 mL) D7 v~ 7T A
(HEFRINEEL)
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: ﬂ 2" SIR of 3 Channels ES+
100 316 _

46
142454 - 9.20e5
e e
0.00 2.00 4.00 6.00 8.00 10.00 12.00 14.00
ﬂ 2 SIR of 3 Channels ES+
100 9.12 \ \ ‘ 51
9507 Yo A — FPNEE 40504
- - Area
& TF)N-ds-T I
0 T RLARLLE LU BULRUL UL IR I USRS RASAN RLAE RAREN LIRLE
0.00 2.00 4.00 6.00 8.00 10.00 12.00 14.00
ﬂ 1. SIR of 4 Channels ES+
B6.10 74
100 r
146988' s SN 8.73e5
33:1 /3::)‘:‘/]/77 S Area
D | IR AL LA L BRI AL AU UL AL UL BB ECRLE IRALAL AL SUELE LN L ALIL AL LA AL JLAR UL LA ALS AL |
0.00 2.00 4.00 6.00 8.00 10.00 12.00 14.00
1. SIR of 4 Channels ES+
5.09 102
100 3
19583 . 1.09e5
3% L Ny x=F )7 I Area
D ,.,-\_n/‘-wu\_fr\,- . g
IS RAURAN IR RLRSLE LR IR UL BULLEE IR IURLLN SUMLLE RSN S RSN SN
0.00 2.00 4.00 6.00 8.00 10.00 12.00 14.00

9-2  WNEMGEAER (K : AREHE 25 mL) O/~ 7T A
(AINECER
(=F L7 220250 ug. YT F LT 2 0.200ug KON
KU ZF LT 22 0.0500 pg WIN)
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ﬁj\

(SfEtER 7 V) — = TR ER)
gt A 7 ) —= 7

#8 NHRMEARZ Y —=2 7

ABRDRE R A2 K 8 ITRT,

B EES

T H TR B (ng/mL) (FRAFER(%)*)

. A
a4  pH B i%i) R 7 HAE %
~T|H
§ 8 1 T T
gy 2 30 32(107) 29(97) -
:L/ 7 2 30 29(97) 32(107) 31(103)
h 9 2 30 31(103) 31(103) -
. 5 2 24 20(83) 19(79) -
T )L
-y 7 2 24 21(88) 20(83) 21(88)
h 9 2 24 23(96) 22(92) -
5 2 6.0 5.2(87) 4.1(68) ;
MI=F 2 6.0 4.6(77 4.5(75 4.3(72
LTI : 6(77) 5(75) 3(72)
9 2 6.0 5.4(90) 4.9(82) -

* FRATE(%)

(FRIFERER)
BE, BB S ORI DR AP AE R 2 R 9 1T T,
TFNLTIV, VT
FNAT I VKON M) ZF AT I BRI LT AKERE 2, S L%, 7H
BATHE LTz, REBRIKIZOWTIE, BSINEIGRER D & 15 & 72 3R BRI % 4 R
FEL. 14 BRBICHIE LT, EERIZOWTITRERAEERE R e L

AWEHZ OV TR [REBIOBEIKEORTE] Lz L H 1,

S, T AT ATV TR TE L.

AL 5 B R
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9 PRAEMERRERRS R
A MHIE E (ng/mL)  (FRAFER(%)*)
W Bk (ng/ml) 0
(ng/mL) 7 H# 14 H# 17 H
ek R 3.0 2.8(93) - -
—F K REBRIK 25 - 25(100) -
Ty fE#E MDL O 10 {5 3.0 - 2.9(97)
153 BEROREIRE 100 - - 110(110)
. Y 2.4 2.1(88) -
yrF B
s Ak BRI 20 - 16(80) -
5 T jEE MDL O 10 [ERREE 24 - 2.6(108)
®"  BREROR&RE 80 92(115)
K ak 0.60 0.55(92)
FY = . B
17 MK BRI 5.0 - 4.3(86)
<y =% MDL 0 10 {5FE 0.60 0.64(107)
h W RERORERE 20 22(110)

*IRATE(%)  IRGRIEIS T D AR

(Ao Pr—2 N —D% b T v P TORR-EI R AR
FEEUK2S mLIC=TF AT I V2 F AT I KRR =TT 2 4% 250 g
iz, [FREtORTAEE CRBREOFAR] 1216, A By —F HnianN

—V& N7 v TEAERATV,

30 43 E TIX 5 .,

30~60 SFIZBWNTIE 10 4y

TLICWMLTERT D Z EICE iGN, Refi-RICRE#R 2 X 10 (27R7,
R 40 53 & LT,

ZDRERIZE D

LRI (%)

i

. /_7./"‘ )
80
// - T F LT I
60 1
// - T FALT I
40
/ FUZF LTI v
20
0F
0 10 20 30 40 50

60

i 5URFH] (57)

10 A v Eryy—Z2 AN =& STy T O R -[AY R
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(BREEFEEL D7)

AKiEZE O THATTROWAK () JRONJIK G- 2 RIE L7
B x2FAT I VEFATIVEORRN) 2 F LT I E0 T E MDL R
Tohole (FRROK9-1),

[FF4if ]

AOWETHWEZ LCMS TOZF AT IV, VEFATIVEONMN) =F v
7 2> ®D IDL X 0.44.0.33 } 01 0.060 ng/mL GREHAR 13 0.18,0.13 £ T8 0.024
ug/L) TH Y| 1.00~100, 0.800~80.0 & T} 0.200~20.0 ng/mL O HiPH TH &R D
EARMEPHER SN, A B Uy —F AW RX—U& b T v 1A L D ETALEL
AT O AHED MDL X O'MQL IZ=F w7 v, VZ2FATIVERRNY =
FL7 2 DNEIZ MDL 0.30, 0.20 2 T) 0.068, MQL 0.78, 0.51 }2TX0.18 pug/L T
Hot-, UWEAKLONIIAK2S mLICZFAT I, PoFATIVHEONRNY =F
VT 2 EENEN 0.0250~0.250, 0.0200~0.200 & T} 0.00500~0.0500 pg Hsin
L7 RED[EIERIE 83~108, 93~103 LT 91~114%., ZEREIT 1.4~9.4, 3.8
~6.9 KN 4.7~9.7%, Y — FOEEFET 87~103% T > 7o, AIETHITMN
WMWK K ONREZRE LT ZA, =ZFAT I, V= FAT I KUE
JTFNT 23T MDL K CTH o7z, LEDOFERND . RIEITKERE
WZEENLZTFAT IV, PE2FATIVEKRNIZFAT I % 0.1 pg/L &
— X —ORHICEATX 5 b0 L B S5,

CEEE R

PIT I8 Se 40 B L R T BREE ORI E R

B EVisEG D T650-0046 = i SR X e T 4-6-5
TEL : 078-302-6302, FAX : 078-302-0894

Y4 UK IR

E-mail : masahiro_yagi@office.city.kobe.lg.jp
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Ethylamine, Diethylamine, Triethylamine

This method has developed for the determination of ethylamine, diethylamine and
triethylamine in water samples by liquid chromatography mass spectrometry (LC/MS).
After 100 pL of ethyl-ds-amine (surrogate, 1 ng/uL) is spiked into 25 mL of water
sample, the sample is purified using purge & trap equipment with impingers. And the
trap solution is analyzed by LC/MS-SIM (ESI positive). Method detection limits (MDL)
of ethylamine, diethylamine and triethylamine in water samples are 0.30, 0.20 and 0.068
pg/L, respectively. The average percent recoveries (and percent relative standard
deviations) of ethylamine, diethylamine and triethylamine in sea water spiked with 25~
250, 20~200 and 5~50 ng of ethylamine, diethylamine and triethylamine were and
river water 83 ~108(1.4~9.4), 93 ~103(3.8~6.9) and 91 ~ 114(4.7 ~9.7)%,
respectively. Ethylamine, diethylamine and triethylamine were not detected in sea water
and river water(Kobe) by the method.

Water sample [— Purge & Trap with Impinger —
25mL /|\ Sample water 25 mL Absorption solution

Surrogate: NaCl, 7 g 20 mmol/L Ammonium formate sol]

(EA-d ;100 ng) (in case of sea water, 6.3 g) (pH3.2) /Acetonitrile(1:9) 10 mL
NaOH particle 0.3-0.5 g Room Temp.
Nitrogen-gas purge 0.5 L/min, 40 min
75-80°C

LC/MS
Volume adjustment —
o ESI+
Absorption solution SIM

made up to 10 mL
with 20 mmol/L Ammonium formate sol.
(pH3.2) /Acetonitrile(1:9) 10 mL

Silicone Tube Teflon Tube
v N\ / \
Nitrogen Gas
0.5 L/min | |:|

Impinger Impinger
made of Teflon made of Teflon
A B
Sample Water Absorption solution

Purge& Trap Equipment with Impingers
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W4

AR B —F — |

fii %

[1] =FAT

[2] Y=FNATI

3] P=FAT3

e AT —F
AE T e
25 mL ok IR
For'—NRI BREEK, 25 mL
(EA-ds 100ng) HE(LFFUD L, 7g

(MEKDGE136.3 g
IKERALF NI A TRE

(#90.3-0.5 g) (£1R)
BHRH AN

(0.5 L/min, 40 min)
(INE75-80°C)

20 MMERR T =7 I
(pH3.2)/7 £ F=FI/(1/9).
10 mL

L o LC/MS
it

ESI+
JHEEIR10 mLART v 7" SIM
20 mME LT > =1 \(pH3.2)
/7 h=RL(1/9)% VT
Y)arFa—J FIAVFa—T
= ERAR TN\
MEHZ
0.5L/min | I]
ToaVE Fo0Os 8
AVE D — AVED D —
A B
e HWER

AV X —H AN =D & Ty T HEE (F7r )

S AT B
LC/MS-SIM
ESLH ©F (7

T T R AE
[KE] (em)
[1]0.30
[210.20
[3]0.068

Sy AT Al
e

LC: waters 2695
MS: waters Quattro
micro API

VAN
XBridge Amide
2.1 mm x 150 mm, 3.5 ym
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