S W FE R R e 2 —
BSE3 L HNEY =
vy
Pyridine
Wh TV TR

Azine, Azabenzene
- =)L’y

2-Vinylpyridine
WA 2 2-m T =Y Vv

2- Ethenylpyridine
F-AFNALEY TV

3-Methylpyridine
B4 3-val . g-val
3- Picoline, p- Picoline

BN : 3-E =AY v 4B =Y U,
2AFAEY Dy A RAFALEY D

3-Vinylpyridine, 4-Vinylpyridine, 2-Methylpyridine. 4-Methylpyridine
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[ &E OEE]

v’ U ¥ (Py)
Pyridine
CAS %75 : 110-86-1
7713 CsHsN

M
EJ\
=3 p— CI—%
3-E= vy v
(3-ViPy)
3-Vinylpyridine
CAS %% : 1121-55-7
430 C;HIN

M
T~

e

CH,

4-AF Y v
(4-MePy)
4-Methylpyridine
CAS %% : 108-89-4
7712 CHIN

N ——CH,
o
9

- = v o
(2-ViPy)
2-Vinylpyridine
CAS %% : 100-69-6
771 CGHN

M
i

CH—CH

S

4L =LY U
(4-ViPy)
4-Vinylpyridine
CAS %% : 100-43-6
¥R CGHN
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N
AN

Z

CH,

3-AF LY D
(3-MePy)
3-Methylpyridine
CAS %75 : 108-99-6
533 1 CHIN

M C
2 H

L

-AFRY D
(2-MePy)
2-Methylpyridine
CAS %75 : 109-06-8
7 ¥ CeHIN



[EALZERIMEIR]

e 4, vy ' 1:“:/1/1:? v .
Py 2-ViPy 3-ViPy 4-ViPy
& 79.10 P 105.14 105.14 105.14®
)TN v )E 79.0422 105.0578 105.0578 105.0578
Bls(°C) -41.6 % 509 — —
W (°C) 115~116 " 159~160 7 827 659
L H (g/em’) 0.98272 % 0.9983(20°C) ¥ 0.98 % 0.99 %
(20/4°C)
785+ (hPa) 27.6(25°C)?  13.33(44.5°C) " — 2(25°C) ¥
IKEA R B (mg/L) 1000000 25000(20°C) — 29000(20°C) ¥
(25°C) 4
log Py 0.65” 1399 — 197
WA, AFNLEY TV
2-MePy 3-MePy 4-MePy
e 93.12Y 93.13 93.13~93.14 ¥
)74V VB 93.0578 93.0578 93.0578
FlRL(°C) -70~-64 Y -18.14% 3.7~43"
W (°C) 129~129.4® 143~144 2 143.1~145.4 %
L (g/em’) 0.95(20°C) ® 0.9613(15/4°C) 0.95(15~17°C) ¥
7% JE (hPa) 10(24.4°C) ¥ 7.95(25°C) —
KSR E (mg/L) — 1000000(25°C) ¥ -
log Poy, 1.11% 127 1229
[FtE. A&l
(FEEH)
Py " L (BMEr) RO LDsy : 1500 mg/m® (=17 R)
g LDso: 891 mgkg (T v 1)
2-Vipy Vo (BN RO LDso: 100 mgkg (T v 1)
4-viry ? . (BdEEME) &0 LDso: 100 mgkg (T v 1)
2-MePy ? :  (AMEEME)  RAXOBE 4R LCLy:  400mg/m® (5 v )
% K2 LDso: 410 mg/kg (74 )
g LDso: 790 mg/kg (T v 1)
3-MePy V' (BEEME) RO LDso: 400 mgkg (T v 1)
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4-MePy ? :  (AMEEME) o LDso: 440 mgkg (7 v b)

(]

py ¥ D RS, KB OWH FEiE AR, S
R

2-ViPy 'V HBYELY A v o— NEEEAI MR - K - SRS AR A AR
JECR

4-viry Vo RETEVER], BEEA] A A RHABHR, MR R, T A%
G Al

2-MePy "V : YuRb WAl PRI, RETEVER], Bsl BhmAl A
fix (hERZETe) GRPRAE, Ak

3-MePy'” 1 PRI - SRS - A 23K GO

4-MePy " PAI. GEERA). SETEVEA. IR, IR, GRch R

Y

(BEHER)

Py D O RKUBYBLIRE RREWE. AERKIGRYE
KEHEBG I EFREHE RO WE
THBAE fEbRYE 4 F1

2-ViPy :  RRUGGBLhIEE  AEFERKIGEWE

2-MePy : KEH®EPGIEE S EREEBICGRLIWE
(E1%37 fERRY) 5 4 %A

3-MePy : KE{HEBLGIEE S EHREEEBIGRLIWE
(E1%37S fERRY)E 4 %A

4-MePy : KEHEEGIEYE EREHEBIRLIWE
(E1%37 fElRYI R 4 H8

(R

) BRELE LFMEOBREE Y 2 7 PIHRHN &

2) Maryadele J.O’Neil (ed), The Merck Index 14™ Edition

3) Lide, D.R, (ed), CRC Handbook of Chemistry and Physics 88™ Edition

4) Philip H. Howard, William M. Meylan, Handbook of Physical Properties of
Organic Chemicals, The Syracuse Research Co.

5) PRTR $EHHESHH~==7 /L %53 i FAK 16 41

6) A /L7 3K MSDS

7) International Chemical Safety Cards ICSC1232

8) [E ZERIEAFFEAT Webkis-plus (L FEMET — & ~_—X)
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9) HRbpikatt a7 —# v — b
10) JRSZAT B vE N B 5L R A £ 76 LA A - (b P E R G E SRt 2 7 A
(CHRIP)

§1 moHTiE

(1) RIEOBIE

KEFREHI Y v 7 — FAEREZRIN L, B — Y v 22k, 7
VO D, BFEXE FTERMER., VU VRS I NEEEZTRINL 2%
ERL. GCOMS THIET S, 2B, AEFZEYU L. 3 AF ALY D, 2-F
SAEY VUM, 3-E=AEY Uy A=A E YD 22 AFAEY U
4-AF N 2 ORIESATICE A FRETH 5,

(2) AEK-FE 1)

[3%]

v U Yy (Py) D FOGAISKERY SRR RIS 99.5%
2-AFNVE U PV (2-MePy)  : FGHigERL BRERERR, M 98.0%
3-AF LB Y P2 (3-MePy)  : FSGHEZRRL Fotkeik, M 99.0%
4-2FVEY U (4-MePy) : FYGHISERL FOGHRL,. HLEE 98.0%
2-E =LY P2 (2-ViPy)  : FDGHIEREL HE 97.0%
3-E=/)LE U P (3-ViPy)  : R TR HE 96.0%

4-B =)L B U (4-ViPy)  : FYEHIEREL HEEE 90.0%

v P -ds : Dr.Ehrenstorfer #, #i/E 99.0%
2-AFIVE Y D d, : CDN isotopes ¢, #fiEE 99.4%
3-AFNEY U -d, : CDN isotopes B4, i 99.1%
4-AFNVEY D -dy : CDN isotopes 4, #fiE 98.3%

2-B =B Y d, : SIGMA-ALDRICH ##, #ifE 98.7%
4-7TaETNF Y R, KE R
(1 mg/mL A% J —/VIRHR)

FEHT—RY v : GL %A = > A% InertSep mini RP-1 230 mg

TR P BIRE I FRE RS - PCB AR A
(5000 i AfA)

AB = P BB TR RS - PCB B A
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(5000 1= HE)
FRiK : JIS K0557 (1998)\ZHLE S L 5Tkl A4 & [A]
2PN EDOBE DK

[FEHEROFHER]

EERK) (1 2)

BV AFAEY DUOFKRMER, =) D0 O RMEROIEE N
100 mg Z¥EFF L, 3-E =AY VU3 AZ /7 —b (3E3) T, 207 & K
> T 10mL & LT 10.0 mg/mL OFEYEFE 2 HHl4 5,

(e s — N NIEERER)
YU AFAEY TV B Y U O BIER O BEK B LA E 5
100 mg ZFFF L, 72 FCT10 mL & LT 1.0 mg/mL O 17— MEHEFRK
ERMT 5, ol — MERERIEEZENEI 100 L 7EL, 77 F>T10mL
&L, 10 pg/mL OV 17— NEA ﬁﬁw%ﬁ%#élo%mL@#mﬁ~F@
AWNIERER A 2mL 0Bl 72 b T20mL & LT 1.0 ug/mL ¥ 17— MNEA
WA R 2 LT 5,

(VU DRNRA T NIEREK)
MO 4-7 a7 0t aXoBr O R (1 mgmL, A% /) —/VIKK) %
TR THIRL, 1.Opg/mL OV 2P 23, 7 NEEHER & 84 5,

(i B AR IR

BRI ZIAR T N THERL, BU DU ROAF ALY & BPERD
FEEEAY 0.10 pg/mL, 1.0 pg/mL. 10.0 pg/mL, E = Lt Y 245 BPERDIE N
0.20 ug/mL, 2.0 ug/mL, 20.0 pg/mL OIRAIEMER ZRET 2, - ORGEAER
i H I L (RARIRE Z 20 pL~&EiRE % 50 L) . 241512 1.0 pg/mL
77— MEAWIERER 50 pL 2TV 1.0 pg/mL >V > A1 7 NEEHERR 50 pL
ZWML, 7 b Tl mLICERELTEY DU RRAFILE Y V4 Bk
IZ2W T 2.0~500 ng/mL, E=/L Y U KRBMERIZOWVTIE, 4.0~1000
ng/mL OB HERER T 5,

[ZE] (4

ok bL—H— : Waters
NEF 2 —Lh<w=R—/LF : SUPELCO #
AARAT T Aa : 10 mL, 20mL
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AP : 50 pL, 100 pL. 250 uL

AR Y B — : 100 mL

=Ry b :2mL

HESHE (10 mL) : PP

ke BEAHEILE (10mL) T A%

a=h ) E—h— : 200 mL

INA T IV : Agilent 8 1.5 mL /A 7L
IRAY— L E ALy R  NEERR 7T 2

(3) ik

(36 DB MR A7 ]

BB MM TR A SO Tol &) (FR 28453 ) 106t , &
EHRIE ., T 572 emic i a7 9,

(B O RILE K OFREBRIR D AR ]

AREFEE 100 mL (2= 77— FEEAERR (1.0 pg/mL, 7 & b UiHK) % 50 uL
WML, FZiEMT 5, H56202UH 7 b 10mL K OKERIK 10 mL T2
T4 va=yZ L@ — Y > P(InertSep mini RP-1) [Z50EF % 10 mL/min
THAKT D, ikHEAKE, EHET—FY v I 3ERAK 10 mL THFL, ERK T
A% | IR EE I U TR 2 (FE 5) e T lAK & iz 7 & h & 2mL
L TIT O, SO HKIT, £HB5E FTImL L FIZEMBEL, U P&
PNA 7 NEERER & LT A-TaE T A _rP Ly (1.0 mg/l, 7 b ETR)
ZSOuL ML, 72 b TImLIZERL, BRI E T 5,

[Z2ARIR DR R ]
Ak W CEOREKZ v, [RBORTLE R CHABRIEORE] O HIZHE
S THRIEL, BFonclBiiz 2=2ddBii 42 (E6),

[HE]
(GC/MS HIE M)
el P : GC : Agilent # 7890B
MS : Agilent % 5977B
A Z 2 : Agilent & DB-WAX UI (60 m x 0.25 mm, 0.25 pm)
T LIEE : 40°C (3 min) — 10°C /min — 70°C (3 min) — 5°C

/min — 100°C (1 min) — 15°C /min— 220°C (3 min)
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PUBRE A 51k : A7) v b A (=T BHAERH ¢ 1.0 min)
TEN DR JE : 200°C

*yUpr—HA : He 1.0 mL/min (E¥i &)

AEHE A & 1 pL

A B —T2—ZE  :200°C

A A AbE : EI

A F PRIREE : 200°C

A F b= F— : 70 eV

A F AL : 25 pA

BHE—F : SIM

T=H—AA4r (JET) Py EEM m/z79.0  #ERH m/z78.0
: 2-MePy EEMH mz93.0 R m/z92.0
: 3-MePy EEH mz93.0 R m/z92.0
: 4-MePy EEH mz93.0  FERH m/z92.0
: 2-ViPy ERmA miz105.0 FEFZEH m/z 104.0
: 3-ViPy ERA miz105.0 FEFZEH m/z 104.0
: 4-ViPy ERA miz105.0 FEFEH m/z 104.0
: Py-d;s EEmM mz84.0 fEERH m/iz56.0
: 2-MePy-d; E&EM m/z100.0 #BMH m/z72.0
: 3-MePy-d; E&M m/z100.0 FEEHA m/z72.0
: 4-MePy-d; E&M m/z100.0 FEEH m/z72.0
: 2-ViPy-d; TE&M m/z112.0 fERH m/z 84.0

4T uE T FuaX v
EmH mz 1759 fERAH m/iz 173.9

(KR &)
PR R YERR 1 uL 2 GC/MS ([ZIEA L, XGWE & Ve — FNIERED R
R OGN E— 7 WD B R ERZER T 5,

(&)

BRI 1 uL &2 GCMS IZIEA L, MEWE L ey — FNAEEEO B — 7
MAELE N DR ERIC L VR EEZ RO D, £7o, 47 nET7 VX BT
o s— FNEEORINEROFREICEN T 2,

(DB H)
BRI C (ng/L) 3R KIC XV EHT D,
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C=R-Q/V

R: BEMNLROT-Y o/ — FEEREICHT 5 R WERE DI
O : KBTI L7V a7 — FNERED & (ng)

Vo iEbKE (L)

KOPE ST 56, LT ORELHEHT 5,

0 =50 (ng)

(= ¥y v — FNEEOREE (1.0 pg/mL) X RNV 17— FNEED
KE (50 uL))

V'=0.100 (L)

HIRSN

C=R X 500 (ng/L)

Th D,

(Y= s — FEIRERDHE H]

R ER OV 0 — FNIEEO ©— 7 [ifE,/4-7 v 7 /LA m
YR OE—7HE OkE 100 & L, [RBEOEA e/ — FNEEO Y —
HfE4-TRET LA RR B O Y — S ERE] Ol SV r S — MEEE
HHT %,

(ZEERRH TFRME (IDL)]
AKSMZ W GC/MS @O IDL #3% 11277 (1 8),

#1 IDL OB HiHE R

Wy IDL AEHE BKKE IDL RUBHERE
(pg) @L) (mL) (ng/L)
Py 0.24 0.10 1.0 0.0024
2-MePy 0.11 0.10 1.0 0.0011
3-MePy 0.20 0.10 1.0 0.0020
4-MePy 0.12 0.10 1.0 0.0012
2-ViPy 0.42 0.10 1.0 0.0042
3-ViPy 0.35 0.10 1.0 0.0035
4-ViPy 0.33 0.10 1.0 0.0033
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(#r T EDHRHE TRRME (MDL) R OVER T ERME(MQL)]
AROWHIFEIIZEBITF 5D MDL X OYMQL 23 2 127 (F£9),

722 MDL & TX MQL D% HifhE &

e 4 AR Bk & MDL MQL
L) (mL) (ng/L) (ng/L)

Py 0.10 1.0 0.0053 0.014
2-MePy 0.10 1.0 0.0043 0.011
3-MePy 0.10 1.0 0.0091 0.023
4-MePy 0.10 1.0 0.0057 0.015
2-ViPy 0.10 1.0 0.0061 0.016
3-ViPy 0.10 1.0 0.0036 0.0093
4-ViPy 0.10 1.0 0.0058 0.015

B A

(ED ZZ T8I EBICER L@ a8 7228, b 2H#5E4 5
DI TIER<, 2hb L RENU EOSVE., HEED L D& W T RER
A

(JE2) Uy, AFAEYY L, oAb Do oEERITHRIETHY |
D BEOREFEDEE LT O IR VEE IR 2 8 U 7=, D> B CRFE N ATRE C
HOIGEIT I mgmLEBEOLOEZMEL TH L,

(H#3) 3-t=AEUTrD 10 mg/mL EKIZT &~ TlHT 5 &A@ 5,

(£ 4) JISR3505IZ50#H D7 T AADH T AMBEER+T 2, ~( 71l
VUERMEHAT OGAIXEEEE LN LIEINY T v a rEAniEh o
WA EEEARE L, WEBE 2% F LR L2 ML TEL
DREE LV,

(JE5) BU DUV RKTIZELGET D720, WEHLETIE R, BFT A
DWKHLIENLEE L, WHI R ZIT ) HEIiE, EHERI— Y v
EWAMIOEERIZ O 2F BETOE Y DU L AERICEET S 2
Lo Flo, BIBDEBY | REERITKTDIEE LT\ 5DH & GC/MS 12
LHMERFCE— 27 BIRNELS 25, o, VT a4 50T
L5 BERICKELEE-TEERS DL Z LD, olc@A L, B
T 5, BREFMIZOWTIT | FEMRREZ BZ & L, X% OB — K
Vo VOEREHLNPUDHEL TRBWHEAROEMI— ) v
DEEMIFELL LD 2L > THRALHET XLV, SSH
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2 BERADEENE Z bNDLGEICE, EEOZEN R ook
RERKRETIE I,
(£ 6) ZERBREN RN &2 MRS 52 &,
(FET7) BYU YU OMERA A ITDOWT, mz52.0 DFREMN 2 FZFH TRV, E
VIordsDT7 T A "B TLE D72, mz78.0 ZEIR L7z, [

FEIZATFNLEY Vv O BIYERIZOWTIZ mz 66.0 T2 < miz92.0 %
IR L7,

(3 8) IDL 1. bW EBREFEEHEDO T & (2843 H) IZiE-> T
B Lz, BEHEREZE3 I, HIERO o~ 77 L% K 1-1~1-3
IZRT,
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# 3 IDL OF H#ER
=) o1 e . oq] o3n
W4 Y AFeY) v v=ey v
Py 2-MePy 3-MePy 4-MePy 2-ViPy 3-ViPy  4-ViPy
UBHE(L) 0.10 0.10 0.10 0.10 0.10 0.10 0.10
H AR & (mL) 1 1 1 1 1 1 1
AR IR E (ng/mL) 2 2 2 2 4 4 4
HEAE(pg) 2 2 2 2 4 4 4
LB E AR & (uL) 1 1 1 1 1 1 1
fEd 1 (pg) 2.23 2.24 2.54 2.25 4.69 3.89 3.70
fEF 2 (pg) 2.22 2.29 2.50 2.25 4.50 3.80 3.74
ft 4 3 (pg) 2.12 2.26 2.47 2.20 4.64 3.81 3.83
ft e 4 (pg) 2.16 2.25 2.52 2.22 4.50 3.70 3.88
fE A S (pg) 2.11 2.22 2.41 2.23 4.72 3.86 3.74
ftF 6 (pg) 2.26 2.23 2.44 2.30 4.74 3.99 3.79
i & 7 (pg) 2.25 2.29 2.55 2.25 4.75 3.81 3.62
FE)E(pg) 2.193 2.254 2.490 2.243 4.649 3.837 4.42
FEYE(R 22 (pg) 0.062 0.0276  0.052 0.0315  0.108 0.0898  0.0858
IDL(pg) 0.24 0.11 0.20 0.12 0.42 0.35 0.33
IDL 5B R 2.4 1.1 2.0 1.2 4.2 3.5 3.3
(ng/L)
S/N kb 10 13 11 10 15 15 8
CV (%) 2.8 1.2 2.1 1.4 2.3 2.3 2.3
* : IDL =t (n-1, 0.05) X 6.1 X 2
xo2| BV TV2(2 ng/mL) o2 | 2-AF LY (2 ng/mL)

3.5

m/z 79.0 15012

514.99

144 146 148 15 152 154
B9V vs. BIFEEERT (min)

2.5

* 16.184
531.85

m/z 93.0

15.8

16 162

164 166 168

HOUE vs. BIEEER (min)

1'1 IDL%‘A[&HE#O)&H‘? ]\7‘\?‘& (I:OU :\):/\ 2-){%}I/EOU‘?/\\:/)
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3-AFEY T2 ng/mL)

x10 2
3
* 18.368
521.34
25 m/z 93.0

:

176 178 18 182 184 186 1838
HoU b vs. BIERERE (min)

2-E=/LE Y (4 ng/mL)

* 20.732
1024.27

x10 2

m/z 105.0

w Hh O N © ©
T S Sy R

203 204 205 206 207 208 209 21 21.1

NIV L vs. BIEEFR (min)

4-£ =LY V(4 ng/mL)

x103
1.2+

m/z 105.0

14 * 21.905
1010.63

0.8+

0.6

j

0.4+

215 216 217 218 21.9 22 221 222 223 224
HOU b vs. BIEEER (min)

2-AF LY TV -d,
*1 (50 ng/mL)

*16.113
13242.57

m/z 100.0

o — N w
i L L I

15.8 16.8

16 162 164 166
AU vs. BIEEFRE (min)

1-2

4-AF LB Y T (2 ng/mL)

x10 2
3,
* 18.546
251 52131 m/z 93.0
2,
151
1,
" 182 184 186 188 19 192 194
HoUk vs. BIERERE (min)
S ° ] < DAY
os| 3-E =B Y (4 ng/mL)
1.2
1 *21.711 m/z 105.0
1131.85
08
06
0.4
213 21.4 215 21.6 21.7 21.8 21.9 22 221 222
BV vs. BIERER (min)
aos BV T -ds(50 ng/mL)
m/z 84.0 e
3,
2
‘I,
07 ] ] ] ] | |
144 146 148 15 152 154
AV vs. BIERERE (min)
103 3-AFNAEY V-d,
51 (50 ng/mL)
12025.85
4,
31 m/z100.0
2,
1,
07 | | ] ] ] ] [l
176 178 18 182 184 186 188

Bk vs. BIEERE (min)

IDL B O B~ 7T L G-AFALEY Vv 4-AFLE) P

2-E= LBV 3B A DU 4B B U ds, 2-AF
ey 1‘}:/—d7\ 3-AFrl f):/-d7>
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3| - A F LB T -ds (50 dos| 2-E = )LE Y U,
6,
5,
ng/mL) 5 (50 ng/mL) , 5074
4 % 18,503 m/z 100.0 954734 m/z 112.0
10845.80 4
3,
3,
21 )]
14 14
07 T T T T T T T 07 T T T T T T T T T
182 184 186 188 19 192 194 203 204 205 206 207 208 209 21 21.1
AU vs. BIEEERE (min) AU vs. BIEEFRE (min)

08| 4-TaET )RR
| (50 ng/mL)  7o0p3s

2.5

w

m/z 175.9

1.5

0.5+

19 192 194 196 198 20
AU vs. BIEEER (min)

1-3 IDLEHEEO 7o~ N7 TFh8 Q- AFLEY I dy 2-E=)LE°Y v
-dy 4T BETNNLFRRB 4T RETAFRRE YY)

(3 9) MDL 2 T MQL 1%, b EREFEEHEDO Tl & | CERL 28 43 A)
IS THFK4-1 LOFR 42D EBVHEH L=, £7-. MDL HIERFD ~
g~ NI AEX2ICRT,
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3% 4-1

YUK RATFIE Y VD MDL K O MQL D % s 5

R4, =) AN AF e
Py 2-MePy 3-MePy 4-MePy

ot aPlIEN
ABHE(L) 0.100 0.100 0.100 0.100
FEAETR AN B (ng) 2.0 2.0 2.0 2.0
FUBHA FLIR FE (ng/L) 20 20 20 20
&R B (mL) 1 1 1 1
T2 N FE (ng/mL) 2.0 2.0 2.0 2.0
4 B RN B (L) 1 1 1 1
BE7 7 7 Fmg/l) <53 (51) <43 (88) <9.1 (78) <57 (69)
BRI (ng/L) 11.7 (65) <43 (98) 95 (83) 99 (75
#5521 (ng/L) 266 (78)  21.4 (110) 32.1 (98) 30.8 (89)
&5 2 (ng/L) 282 (68) 21.6 (98) 333 (86) 314 (79)
&5 3 (ng/L) 29.6 (69) 241 (94) 304 (82) 30.8 (75
& 4 (ng/L) 266 (70) 212 (95) 33.6 (84) 332 (77)
& 5 (ng/L) 255 (69)  21.1 (91) 279 (80) 29.0 (73)
55 6 (ng/L) 266 (73) 229 (97) 28.1 (87) 30.7 (76)
55 7 (ng/L) 28.0 (72)  21.7 (96) 29.8 (86) 29.0 (77)
¥ fE (ng/L) 27.31 (71) 22.02(97)  30.72(86)  30.70 (78)
15 Ui 7% (ng/L) 1.37 1.10 2.33 1.45
MDL(ng/L)" 5.3 4.3 9.1 5.7
MQL(ng/L)"™ 14 11 23 15
SN [t 9.9 11 18 12
CV (%) 5.0 5.0 7.6 4.7

*¥1 0 ZZREBRIR & TE L7 fEDOFEEIE (n=2)

*2
(n=2)

*3 : MDL=t(n-1, 0.05) X 5,.; X2

*4 : MQL=0,.; X 10

*5 0 REROREITY v 7 — MfIE% O

*6 1 (
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#4-2 =LtV Y MDL & MQL O HfE R
=10

JEE

hE 2-ViPy 3-ViPy 4-ViPy
vt 7K
B (L) 0.100 0.100 0.100
FEYETR N E:(ng) 4.0 4.0 4.0
FBHALURLR FE (ng/L) 40 40 40
H A& (mL) 1 1 1
AW B (ng/mL) 4.0 4.0 4.0
SRR B (uL) 1 1 1
BE7 7 > 7 Fmg/l) <6.1  (63) <3.6 (63) <5.8 (69)
BEFIN T (ng/L)" <6.1 (67) <3.6 (67) <5.8 (71)
FER 1 (ng/L) 344 (73) 39.8 (73)  41.0 (73)
FEH 2 (ng/L) 36.1 (65) 413 (65) 432 (65)
FE R 3 (ng/L) 39.1 (64) 424 (64) 449 (64)
FE R 4 (ng/L) 37.5 (66) 414 (66)  43.8 (66)
FEH 5 (ng/L) 353 (62) 39.7 (62)  43.0 (62)
5 6 (ng/L) 36.7 (66) 40.8 (66)  45.0 (66)
5 7 (ng/L) 37.7 (66) 41.0 (66)  41.8 (66)
-2 fiE (ng/L) 36.70 40.93 43.23
AR 72 (ng/L) 1.57 0.93 1.49
MDL(ng/L)" 6.1 3.6 5.8
MQL(ng/L)"™ 16 9.3 15
SN k. 22 14 13
CV (%) 4.3 2.3 3.4

*1 o ZERBRIE & JE L7 MEO EHE (n=2)

*2 : MDL H HHHFEHAEEZ IR L TOZRVIREE TE £ D IR E Dy
fE(n=2)

*3 : MDL=t(n-1, 0.05) X 6.1 X2

*4 : MQL=0,.; X 10

*5  FEROPEES XY o A — MMEIEZ O

*6: () NWOMEIZY a7 — N8 ORI (%)
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x10 2

- N W A OO N ©
s P S MY

\%/A\éfl

+

P |

m/z 79.0

x10 3

0.8

0.6

T

04

0.2

144 154

146 148 15 152
HOUE vs. BIFEEERE (min)

3-. 4-AF LB YT

m/z 93.0
AW m/z92.0

B

184 186 188 19

178 18 182
DIV vs. BIFEEER] (min)

3-, 4-E=EY Dy

m/z 105.0 m/z 104.0

21 212 214 216 218 22 222 224
NIV vs. BIFEER] (min)

x10 2

2-AF Y
m/z 93.0

l m/z 92.0

162 164 166 168 17 172

NIV vs. BIEEFR (min)

158 16

2-B= ey U

- "E10s0

m/z 104.0

e —

o =N W A OO N ®
[ TR !

20.4 214

206 208 21 212
HOU b vs. IEEERE (min)

X2 MDLEHEFDO 7o~ 7T A

268




S2 fED

(AR |
(Ze—F+%—H]
SHEO 70 —F v — &K 3 12”7,

KB B T [ AH el Ve
100 mL Y — h IR InertSep mini RP-1 EHLK 10 mL

(Py-ds_2-MePy-d; 3-MePy-d;.
4-MePy-d; 2-ViPy-d,

E/KHEFE 10 mL/min

% 50 ng)
L ik B Titte f ER
22 1h T ZRZJME Ly vzsqy TERCImL
b oL ImL EREREE

(4-7" n®7VEuA" 2"/ 50 ng)

GC-MS-SIM
X3 SfriEo7a—F v —k
(R ER)
MREMRX Z X 4-1~4-7 12, BMERIERHT —% 2#£ 5-1~5-7 127,
2.5 12
=1.0408x - 0.0052 y=1.0310x+0.0197
2 . R2=OE999 * R2:0§994 ;////.

1.5
1 o/

0 - \ \ \ \ 0

0 0.5 1 1.5 2 0 2 4 6 8 10

T FE
MHiFE L

L IR
) (25) (50) (100) (ng/mL) (50) (200) (400)  (500) (ng/mL)

M 4-1 vYromER (has— FNEERE 50 ng/mL)
(RIS R FE#GDE 2.0~100 ng/mL  (£1X) . 50~500 ng/mL (£4))
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y =1.0252x - 0.0043 o y=1.0170x + 0.0285
2 R?=0.9998 R2=10.9994
8
. 15 .
& s
1= = 4
0.5
0 T T T ) 0 T T T T )
0 0.5 1 1.5 2 0 2 4 6 8 10
IR JEEELE
0) (25) (50) (100) (ng/mL) (50) (200) (400)  (500)(ng/mL)

(142 2-AF vV ProfmEf (e s — FNEAERE 50 ng/mL)
(RIS B FE#PH 2.0~100 ng/mL (Z£[X) . 50~500 ng/mL (£5X]))

2.5 12
2 y=1.0235x-0.0061 o y=1.0401x-0.0156 /.

R>=0.9999 9 R2=0.9994
15 ]

A3 A
= 1= 3
0.5 ././
0 n T T T 1 0 T T T T 1
0 0.5 1 1.5 2 0 2 4 6 8 10
¥=Jiya T L
@) 25) (50) (100) (ng/mL) (50) (200) (400) (500) (ng/mL)

4-3 3-AFEY ProfmEff (e s — FNEERE @ 50 ng/mL)
(RF W B I FE % PH 2.0~100 ng/mL (Z£[X]) . 50~500 ng/mL (£51X))

25 /. 12
2 Y:II'{%ES?)X'O‘0134 o | ¥=12003x+0.0351 /
=0.9997 R®=0.9995
1.5
3 / 6

o.(s) ‘!./ 0 g

AR

oyt

0 0.5 1 15 2 0 2 4 6 8 10
REH: WL
@ (25 (50) (100) (ng/mL) (50) (200) (400)  (500) (ng/mL)

4-4 4 AFNLEY VU OBmER (a s — FPEERE 50 ng/mL)
(RIS E I FE#PH 2.0~100 ng/mL (Z£[X) . 50~500 ng/mL (£5X]))
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y=12585x-0.0173 y=12418x + 0.0680
R = 0.9999 " 20 R =0.9995

[ifp5=124

o I
Bt
=

[«
[iag;
S W

0 1 2 3 4 0 5 10 15 20

L 228 L
@ (50) (100) (200) (ng/mL) (100) (400)  (600) (1000) (ng/mL)

M 4-5 2-vt =1t PromEff (as— FPEEEERE 50 ng/mL)
(RIS R FE &P 4.0~200 ng/mL (Z£1X]) . 100~1000 ng/mL (451]))

6 30
y =1.4647x - 0.0287 y=1.4433x+ 0.0685
4 R>=0.9999 R2=0.9996

20
A
2 / = /
0 - ‘ ‘ ‘ ! 0 ; : ; ‘
0 1 2 3 4 0 5 10 15 20
AL -
@) (50) (100) (200) (ng/mL) (100) (400) (600) (1000) (ng/mL)

4-6 3-L= Y PrOmER (as— FNEEERE 50 ng/mL)
(RIS e FE & 4.0~200 ng/mL (Z21X]) . 100~1000 ng/mL (£5[X]))

y=13945x-0.0310 y=1.3833x+0.0051
R?=0.9999 R2=0.9997
4 20

2 =
ju s
= 2 = 10 /
O ‘././ T T 1 0 T T 1
0 1 2 3 4 0 5 10 15 20
IR IR
“4) (50) (100) (200) (ng/mL) (100) (400) (600) (1000) (ng/mL)

M 4-7 4=t PromEf (as— FPEEERE 50 ng/mL)
(RIS R FE &P 4.0~200 ng/mL (Z£1X]) . 100~1000 ng/mL (£1X]))
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#*5-1 MEBRERAT—% % () PV)

o RV
o BRI vy v Y ds IR
IR B (ng/mL)
C) (As) (Ais) (As/Ais)
(m/z 79.0) (m/z 84.0)
0.04 2.0 495 12230 0.0405
0.1 5.0 1213 12156 0.0998
0.2 10 2543 12353 0.206
0.5 25 6129 12190 0.503
1 50 12680 12203 1.04
2 100 24686 11884 2.08
4 200 48931 11785 4.15
6 300 73798 12001 6.15
8 400 100305 11905 8.43
10 500 124606 12173 10.2

Yu s — PR 50 ng/mL

# 52 MEMERAT —2—KH Q-AF vy vy)

s
i e T e
—_— (ng/mL) 2-AF LY D -AF Y Dd, AL
) (A (Ai) (Ad/Ais)
(m/z 93.0) (m/z 100.0)
0.04 2.0 543 13433 0.0405
0.1 5.0 1360 13461 0.101
0.2 10 2757 13646 0.202
0.5 25 6650 13619 0.488
1 50 13989 13499 1.04
2 100 27187 13306 2.04
4 200 53894 13079 4.12
6 300 81089 13342 6.08
8 400 110477 13286 8.32
10 500 137815 13639 10.1

Ha s — N NEEEREE ¢ 50 ng/mL
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#x 53 MEHMERHT —4F% & QG-AFArEvUTV)

= S
R o ”
BEE  (nghml) 3AFAEY D 3AFAEY Vrd,  RE
C) (As) (Ais) (As/Ais)
(m/z 93.0) (m/z 100.0)
0.04 2.0 508 12102 0.0420
0.1 5.0 1220 12168 0.100
0.2 10 2471 12387 0.200
0.5 25 6088 12352 0.493
1 50 12670 12500 1.01
2 100 24939 12192 2.05
4 200 49932 11981 4.17
6 300 75639 12246 6.18
8 400 103506 12233 8.46
10 500 129298 12570 10.3
o s — NNEEEREE 50 ng/mL
# 54 BEHMERHAT—F%—&H @-AFreyvr)
Iy
i s —— — "
—_— (ng/mL) 4-AF LY 4-AF )Y Dd, B
() (As) (Ais) (Av/Ais)
(m/z 93.0) (m/z 100.0)
0.04 2.0 510 10915 0.0467
0.1 5.0 1279 10870 0.118
0.2 10 2640 11173 0.236
0.5 25 6369 11198 0.569
1 50 13250 11143 1.19
2 100 26723 10996 2.43
4 200 53339 10938 4.88
6 300 80507 11156 7.22
8 400 109733 11214 9.79
10 500 136963 11489 11.9
Ha s — FNEEEREE ¢ 50 ng/mL
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#5-5 MEMRIELRHAT—4%—% Q-t=1v 1)

= S
P e e
e (ng/mL) 2-E= Y U =AY Vrd, R
C) (As) (Ais) (As/Ais)
(m/z 105.0) (m/z 112.0)
0.08 4.0 964 9691 0.0994
0.2 10 2322 9702 0.239
0.4 20 4808 9899 0.486
1 50 11861 9818 1.21
2 100 24741 9861 2.51
4 200 48445 9651 5.02
8 400 96641 9620 10.0
12 600 146589 9870 14.9
16 800 199689 9841 20.3
20 1000 249594 10113 24.7

Yu s — PR 50 ng/mL

#5-6 MEMERHNT—%—H G-t=1tv) )

Iy
PR — D\NméﬁQ — e
L (ng/mL) b= YYr 2=l Vrd, RELL
) (A) (Ai) (As/Ais)
(m/z 105.0) (m/z 112.0)
0.08 4.0 1065 9691 0.110
0.2 10 2668 9702 0.275
0.4 20 5483 9899 0.554
1 50 13625 9818 1.39
2 100 28758 9861 2.92
4 200 56299 9651 5.83
8 400 112403 9620 11.7
12 600 169873 9870 17.2
16 800 231401 9841 23.5
20 1000 290628 10113 28.7

Ha s — FNEEEREE ¢ 50 ng/mL
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#5717 BMEMIENRHAT—4% % @-v=1v 1)

L= /i
e — i — e
BEE  (nghml) 4= ATy 2E=AVTUVrd, AL
C) (Ay) (Ais) (As/Ais)
(m/z 105.0) (m/z 112.0)
0.08 4.0 953 9691 0.0983
0.2 10 2492 9702 0.257
0.4 20 5121 9899 0.517
1 50 13055 9818 1.33
2 100 27356 9861 2.77
4 200 53537 9651 5.55
8 400 106664 9620 11.1
12 600 161848 9870 16.4
16 800 220937 9841 22.5
20 1000 278472 10113 27.5

Yu s — PR 50 ng/mL
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A=l A
BHEEO 7 a~ 77 Le X 5I1IRT,

x10 4
1Tl 1|2 2(3
‘B JM
N
o A f Mo A
x10
4|1 m/z19.0 112 2|3
i —JE EUSY (EEMA)
x10 2
64 ¢ m/z 78.0 1|2 2|3
4 EVTy (FERA)
2l
00| m/z 840 ,
1 i o SRS
N — EVSo-a(ERRA) (Hes2 )
o] A
x103
; m/z 56.0 i s
N «—1 EVSr-o(FEERA)
ol
xio? 3AFILEYT:
1 m/z93.0 112 b 2l
1 (EERA) - A-AFIIEYTY
o) TAFLEUTY ~ (E2RA)
(E2A)
ol
x103 .
m/z 920 AFLEYSY o
15" P (HEZF) < AFIEYSY
1 2-AFILEUDY ~ (2R
05 (Rez2F) \
ol
| m/z 1000 B-AFILEYS:
of M2 e | e AATREITY
ol 2AFIEYDU-d (B2 Fﬁ)
(EEA)
ol
x10 3 TSN
]02— | m/z72.0 1|2 2-AFILEY D4, 4-AFILEYSU-4)
o (RERE ﬂ/ (Res2A)
N
o — |
05|, m/z1050 EZLEYDY
S mZz 1D ), FAFLEYT-d; 2 £
. e (E2A) el e
" (e ) 2-EZLEUDY | | AE=nEYSY
0s] (EEA) T~ (REA)
o- |
0% m/z1040 |, o TESMEIZ ) e—;u:“lu“
2-EZLEYDY ES £= v
°] @EA) = ~| K mem
ol
x10 3
A m/z 1120 il2 o5 ) .
«— 2EZLEUSU-4
2 (EER)
ol
x103
1 m/z1759 ), 4-TREINAORVEY 23
21 (EERA) \J\
ol
x103 .
3| m/z1739 |, 4-70EINAORVEY ~ a3
2] (FERA)
N
ol

145 15 155 16 165 17 175 18 185 19 195 20 205 21 215 22 235 23
HOUE vs. BIEER (min)

X5 RO/ a~ T T A(EY D AFAEY DK FRMER 50 ng/mL,
E=L e Y VKRR 0 100 ng/mL)
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(vXART F V]

HEMERB LY 7 — N, ) DA, T NEEEO~ A AT |

N TN 6-1~6-2 IZRT,

4 011 ~sa
X0y y v
6. 79.05
4,
52.04
2,
0, \H | L ‘ |
45 50 55 60 65 70 75 80 85 90 95100
H9U b vs. BEER (m/2)
O XY Dy
g 93.05
6,
41 66.05
2 503 ‘ 78.02 |
0- i Ll ‘ |

40 50 60 70 80 90
HIVE vs. BEER (m/2)

100

4 o DA
X3 XF L) v
93.06
8,
6,
44 66.05
2,
51.02 H 78.03 ‘
07 T : \M‘H \““ ‘ T ‘\ \‘ ‘ T
40 50 60 70 80 90 100
H9U b vs. BEER (m/2)
x10 ® DN
| #ATHET T a0
0.75 |
0.5
66.05
0.25-
51.04 \‘ 78.03 ‘
0, ‘ :‘H\ ‘w‘\ ‘ ‘ \‘ ‘ | ‘
40 50 60 70 90 100

80
Aok vs. BEER (m/2)

X 6-1

4 01T s e
x10 Y T -ds
N 84.07
6,
4l 56.06
2,
0- | ‘ ‘ ) |11
45 50 55 60 65 70 75 80 85 90 95100
AIVE vs. BEER (m/2)
O 2 xFey o
1 2- 4 v =d7 100.09
0.75|
0.57 72.08
0251 54.04 82.06
0- ‘\‘m ‘\“m ‘ “H
40 50 60 70 80 90 100
Hov b vs. BEER (m/2)
5 01T A
X10° | 3_ XF L") v,
N 100.09
0.75 |
0.5 72.08
0.25 |
54.04 ‘ 82.06 ‘
07\ ;““\““\“ \‘ T ‘\‘
40 50 60 70 80 90 100
H9U b vs. BEER (m/2)
WO 4 xFAEY P
- 4 V=47 00,09
6,
4,
72.08
2,
54.03 82,07
0- | \‘ i ‘H
40 50 60 70 80 90 100

Aok vs. BEER (m/2)

T AANXT ML (BY D 2-AFILE YD 3 AF ALYV B

) f):/-d5\ 2-AF)LEY ‘?/\‘:/-d7\ 3-AFEY f):/-d7>
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x10 5 . SNENN x10 4 > DIEPR
2-B=)Lel v -t =LY -
11 Y 105.05 Y dy 112.09
6 84.07
0.75 79.05
051 4
0.25- 51.04 24 54.04
0/ Jl6300 ! 0! \H 6603 ||| Al
40 50 60 70 80 90 100 110 40 50 60 70 80 90 100 110
HYV b vs. BEER (m/2) HoU b vs. BEER (m/2)
X105 Q. 0 DA X]O5 Q. 0 DA
-vt=21rvy -vt=21rvy
3 v 105.05 1 4 v 105.06
1,
0.75-
0.5 051 78.04
51.04 78.05 0.251 51.04
oo | | e |
07 I . ‘\ . \HH I — I I I ‘ I 07 T ‘ “\ : \MM T - ‘\ T T ‘ T
40 50 60 70 80 90 100 110 40 50 60 70 80 90 100 110
AOVE vs. BEER (m/2) HOVb vs. BEER (m/z)
x10 4 N SNPEEN
4-TaET7)Fa X P
84 173.94
) 95.02
4,
75.03
2,
50.03
0- ol Il

40 60 80 100 120 140 160 180
BIOUbkvs. BEEEBH (m/2)
X 6-2 ~AZAXZ k)L Q-E=LE UL 3-E=)LEYT . 4-E=1FET

Vo, 2-E = Vrdy, 47 a7 AR Y)
(BETZ 7]

BET S D ra~ ST AERRTICTRT. YUY 3 ATFALEY Do
4-AF LY DUFETE— BB SN, MDL £iECTHh -7,
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x103 |

=)

0.9+
0.8+
0.7+
0.6
0.5
0.4+

0.3

0.2+
0.1+

m/z 79.0

i N

144 154

146 148 15 152
NIV L vs. BIEEFRE (min)

x10 3
1.4+

3-. A-AF Y v

1.2

m/z 93.0

VY

0.8
0.6
0.4+
0.2

eI

176 178 18 182 184 186 188
BV vs. BIEEERT (min)

19

x10 3 .
Ll 3. 4-E=1E Y v

0.8

0.6

0.4 x /

0.2

1 m/z 105.0

21 212 214 216 218 22 222 224

NIV vs. BIFEEFRE (min)

x10 3
1.2

0.8

x10 3

0.9+
0.8+
0.7+
0.6+
0.5
0.4+
0.3+
0.2+

'}%%wHUVV

m/z 93.0

164 166 168 17 172

158 16 16.2
HOVE vs. BIEHRE (min)

2-F=1¥V v

m/z 105.0

\

M/WWW

20.4 214

206 208 21 212
AU vs. BIEFERI (min)

MT7#ET T 707~ v 7T 5

G EN S

K Geedi)ll, BAg) KR ONEKR  CROE

YlrE R A ) ~OEEYE

OBV GBS R 2 3R 6 12, IINEIGRERFD 7 v~ 7T A %X 8-1~8-10

W2,
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& 6 USINEIGEABRES R
) HYnrs—h

REHE  RINE %;5 BRI B o %

g4 e
L) (ng) %  (ug/h) (%) (%) (%)

‘ 0.100 0 2 0010 - 0.019 68
1K
i 0.100 100 6  0.100 90 73 65
SRS
‘ 0.100 0 1 0.092 - - 62
K
0.100 300 6 0.420 109 33 58
\ 0.100 0 2 <0.0043 - = 96
K
2-AF )L 0.100 100 6  0.104 104 22 94
=R 0.100 0 1 0012 - = 104
K
0.100 300 6 0.306 98  0.69 100
‘ 0.100 0 2 0013 — 2.0 81
17K
3-AF )L 0.100 100 6  0.115 102 28 85
vy 0.100 0 1 0.063 - - 91
MK
0.100 300 6 0359 99 14 91
\ 0.100 0 2 0013 - 6.0 74
A1k
4- A F )L 0.100 100 6  0.113 100 2.0 78
= 0.100 0 1 0.016 - = 83
K
0.100 300 6 0.306 97 1.3 84
\ 0.100 0 2 <0.0061 - = 63
K
-t = 0.100 200 6 0210 105 2.7 66
=R 0.100 0 1 <0.0061 - = 70
K
0.100 60.0 6  0.630 105 1.1 70
‘ 0.100 0 2 <0.0036 - = 63
{17k
3=l 0.100 200 6 0227 114 26 66
=R 0.100 0 1 <0.0036 - = 70
MK
0.100 60.0 6  0.680 113 1.1 70
\ 0.100 0 2 <0.0058 - = 63
{AJ1oK
4-v=)u 0.100 200 6 0233 116 26 66
= 0.100 0 1 <0.0058 - = 70
K
0.100 60.0 6  0.687 115 1.3 70

* B HIREE R ONBEIGR T = o — R IER OfE
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x10 2 |+ SIM(79.00) SIM #&3&H001.D %10 2 |+ SIM(79.00) SIM AT H001.D

9 m/z 79.0 1 o] x 1
8 sl
7+ 7
6- 011 s 6-
5 |l I 5

4 ¥ 4
3 3
2
Z,W
1,

14.4 1

52 154 ‘ 144 146

46 148 15 1 14.8 15 152 154
NI b vs. BITEEEFRD (min) NIk v, BITEEERT (min)
X 8-1 #mENERER Ik, U Y) oru~vw 7T A
(£l #ERIN, A 2 10 ng WN0)
%10 3 [+ SIM(79.00) SIM 35 %% 5% 0 D %10 3 |+ SIM(79.00) SIM 3% N01.D
3 ! 3 1
251 m/z 79.0 25 \
2 =R 4
1.5 157
1 x i
0.5 0.57
o
144 146 15.4 ‘ 144 1 15.4

148 15 15.2 46 148 15 15.2
NIk vs. RIFERFR (min) AOUk vs. SRITERFRE (min)

8-2 WNEIEER (MK, U Y) Oruav 7T A
(e - R, A 30 ng I™RAN)

x10 3 |+ SIM(93.00) SIM #&;%H001.D %10 3 |+ SIM(93.00) SIM AT % HN01.D

1.2

1.2

m/z93.0 1 \
. |
0.8 0.8
o6 2-AFNEVVY T 0.6+
0.4+ x 0.4
0.2 0.2
07 T T T T T T T T 07
158 16 162 164 166 168 17  17.2 158 16 162 164 166 168 17 172
AU vs. BIFEEERE (min) AOUE vs. BIZEEERA (min)

X 8-3  WANENNEER (K, 2-AF AV Py) ora~w T TN
(£ - g, AKX 2 10 ng #S00)

%10 3 |+ sIM(93.00) sIM B #EEM.D %10 3 |+ sIM(93.00) SIM i 3iEmO1.D

1.6 N
1.4 m/z 93.0 X
1.2 2.59

H 22 AFAEY U 21
0.8 154
0.6

1,

0.4+ x
0.2+ 0.5

07 T T T T T T T T 07 T T T T T T T T

15.8 16 16.2 16.4 16.6 16.8 17 17.2 15.8 16 16.2 16.4 16.6 16.8 17 17.2
NIV vs. BIFERER] (min) HOU b vs. BITERFRE (min)

8-4 WINEINEER (K, 2-AF LBV V) Orua~ T T A
(K - N, A 30 ng @N)
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%10 3 |+ SIM(93.00) SIM %&;&A01.D %10 3 |+ SIM(93.00) SIM AT/ H001.D

184 I’VZ/Z 930 1.8
1:67 1.6
14 3-AFLEY D 1.4+
1.2+ 1.2
0s] 4 AFLEY D 08

'Y
N

0.6 0.6
0.4 / 0.4

0.2 NHA/MWM 0.2+

17.8 18 18.2 186 188 19 17.8 18 182 184 186 188 19
HOUE vs. E'IEB-*FFEE] (min) NIV vs. BIEFFR (min)

X 8-5 WHNEIMERER (A[JIAK, 3-. 4-AF ALV V) Ora~ NI T L
(e - mEn, AKX 10 ng RN

x10 3 |+ SIM(93.00) SIM 37 #% 7 h0.D x10 3 |+ SIM(93.00) SIM 37 H001.D
s m/z 93.0 5
4.5 \
45-
4 4 /
35 . 3.51
s 3-AF B L2
2.5 54
2] 4- )‘ Frrey o i
1.5 1.5
14 14
0.5+ 0.5
o 0-— ‘ ‘
17.8 18 18.2 186 1838 19 17.8 18 18.8 19
AIUE vs. 'ﬂﬂEB?’fﬂsﬁ (min) 7J'7J|* vs. EIIEB#FEE] (mm)

X 8-6 WRANENLERER (MK, 3-. 4-AF LBV Y) Ora~vw 7T A
(e - R, A 30 ng I™RAN)

x10 3 |+ SIM(105.00) SIM #&3%&001.D %10 3 |+ SIM(105.00) SIM &% 001.D

m/z 105.0

2-B =y v

\

o = N

a = a N o
TR |

o = N

a = a N oo
| | | | |

204 206 214 20.4 20.6 21.4
7J'7/|~ vs. EUEB#FEE] (mln) 7J'j/l~ vs. Elliﬂ:v'?ﬁaﬁl (mm)

[ 8-7 HMENNEER (AR, 2-E=AUPy) orua~vw 7T A
(ZElX] - #ERIN, 454 2 20 ng WRIN)

x10 3 |+ SIM(105.00) SIM 35 4% 7 h0.D 10 3 |+ SIM(105.00) SIM 87 H001.D

8+ m/z 105.0 8-

2-E= vy

v

- N W » 00O N
L - L L

- N W A OO N
Ll L

204 20.6 214 20.4 20.6 20.8 21 21.2 21.4
7J'7J|‘ vs. E'lEB?rFEﬁ (mln) AUk vs. SAIFEEFRE (min)

% 8-8 WSHIENNEER (JEA, 2-E=LE Y IL) Orua~v NI T A
(2K I, A 60 ng TN
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%10 3 |+ SIM(105.00) SIM #&:&001.D 10 3 [+ SIM(105.00) SIM 3@ 3% mN01.D
m/z 105.0

35 3.5

34 3 \
05| =YD 25

2 S o NS 2

4-v =1y |

1.54 1.5

14 / 1]
oAS—W‘—w—/MJJ\&W 054

0- T T \ T T 0- T T T T

21 21.2 21 4 21 6 21 8 ,2 22.4 21 21.2 21 4 21 6 21 8 2.2 224
DOk vs. EUEB#FEE] (mln) BOUE vs. i'IEB?fFE] (mm)

X 8-9 ¥RANENNEER ([JIK, 3-, 4-E= LU Iy) Ora~vx 7T 5
(£ - s, A 20 ng TAN)

x10 4 |+ SIM(105.00) SIM #F4E5H0.D x10 4 |+ SIM(105.00) SIM #&;3%H001.D
1.2
m/z 105.0 12 /
1
. o N 14
3-E= LYV N
0.8 0.8
0.6 4- =) U | os
0.4 0.4
0.2 / 0.2
o oL : w ‘
21 212 214 216 1 222 224 ' 21 212 214 216 218 222 224
NIk vs. EII;:EB%FEJ (mm) HAIU bk vs. EIIEB#FEEI (mm)

8-10 IRINEINERER (ME/K. 3-. 4-E =AY DY) ora~w 75 A
(Zel - g, A 60 ng BN)

(GfRER 7 U —=2 JHBR)

5mmol/L T &= MEMEHIZ 1% XA DN 10%T - E=T K& HWNT
pH FH%E U7 W RUKICEE M E 2 N L, iR 7 ) — = 7R 21T - 72,
fERERTIRT,

pHO @ 7 BT RENHE TINNFER L 22 o 7203, RIREEOK TiEa<,
A 72 3 fRITER O B LR Do T2,
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FT MR ) — = TR R
R i P BE (ng/mL)  (BEAEE(%))
i, N Sngml) %)
WE4  pH Ik (ng/mL) 1 FFfE 7 H M AE %
HelE % 9T Y157
5 3 0.50 0.61 (120) 0.59 (118) —
vy 7 3 0.50 0.54 (108) 0.57 (114) 0.59 (118)
9 3 0.50 0.56 (112) 0.41 ( 82) —
5 3 0.50 0.55 (110) 0.49 (98) —
2-AF )
SN 7 3 0.50 0.47 (95 0.47 (94) 0.49 (1 98)
vy
9 3 0.50 0.47 (94) 0.43 (87) —
5 3 0.50 0.51 (101) 0.52 (104) —
3-AF)L
SN 7 3 0.50 0.51 (101) 0.51 (101) 0.53 (105)
vy
9 3 0.50 0.49 (99) 0.46 (92) —
5 3 0.50 0.53 (1006) 0.49 (99) —
4-A F )
SN 7 3 0.50 0.50 (100) 0.48 (96) 0.51 (102)
vy
9 3 0.50 0.48 (96) 0.45 (90) —
5 3 1.0 097 (71) 1.0 (103) —
2-E= 7 3 1.0 099 (71 0.99 (99 1.0 (104
Y : : (71) 99 (99) 0 (104)
9 3 1.0 0.97 (76) 0.92 (92) —
5 3 1.0 1.0 (100) 1.1 (110) —
-E= 7 3 1.0 1.0 102 1.1 (110 1.1 (110
Y : : (102) 1 (110) 1 (110)
9 3 1.0 1.0 (101) 0.97 (97) —
5 3 1.0 0.99 (99) 1.1 (110) —
d-E= 7 3 1.0 1.0 102 1.1 (106 1.1 (110
Ly o . 0 (102) L1 (106 LI (110)
9 3 1.0 1.0 (102) 0.97 (97) —

¥ IRATER(%)

AR L (SR DR IR E O FIE
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(RTEPERRER]

IR R A2 K 8-1 O 82 1TR T,

WK (BRI, P FE) RONWEK CGREGE. $ird BiffiRARE) OfRFER
BRIE AEF100 mLIZK L B Y DU KA TF Y O OF B % 10.0 ng,
=LY U DO RMERE 200 ng IRINTL., WEFAT(4°C) T 7 HFERAF LT,
L 7-3E 28 B (1 RFf%) KOVT BRI L. E& LT,

FEAERIZ DWW TCIE, MERAEER 0.1 mg/L X O 1 mg/L (E=LEY D
FHMEERIZONTIL 02 mg/L KT 2 mg/L) D7 & b RIRIZ DWW THETAT(4°0)
Tl ARR L%, EE LT, BEX. MEROKKEE TH D 2 ng/mL,
BREBROTEREDEETH D 50 ng/mL, KOMEMROREEETHD 500
ng/mL & L7z (E=A ) VUrOFEMERIZONTIE, £E1 4ng/mL, 100
ng/mL, 1000 ng/mL),

AR IZ DWW Tk, RAFERBR 2 320 L 72 BRI 15 O 7o SRk & v R T
(4°C)TT7 HE A 14 HERF LR, EE LT,

RERORELR, WK, KFOEY Vo AFAEY UK=L E Y Y
COBARMERIT T ABZETHY ., T8 AR U EERICOWTIET L »
AL KR ONEK OHIHRIZOWTIE 14 HRZETh o 72,
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3% 8-1

K, K, FRAEE O RAFVERUBRN 2R

W4 L4, AR _ W (ng/mL) (FEAFR(%) )
i (ng/mL) R A 7 B4 1 7 Ht%

17K 0.16 0.16 (100) 0.16 (100) —

K 0.20 0.20 (100) 0.23(114) —
vy 2 — — 2.0 (100)
Y 50 — — 50 (99)
500 - — 518  (104)

7K 0.10 0.12 (120) 0.12 (120) —

A FL oK 0.10 0.11(110) 0.12 (120) —
=R 2 - — 2.2 (108)
T 50 — — 53 (106)
500 - — 549 (110)

GNIES 0.14 0.14 (100) 0.13 (96) —

3R F K 0.17 0.17(100) 0.17 (100) —
SR 2 - — 2.5 (130)
=R 50 — - 50 (100)
500 — — 520 (104)

(GNIES 0.12 0.12 (100) 0.12 (97) —

LA MK 0.12 0.12(100) 0.11 (98) —
Yo 2 — — 2.0 (100)
=R 50 — — 53 (106)
500 — — 545 (109)

{117k 0.20 0.19 ( 96) 0.19 ( 95) —

S HEIK 0.20 0.20 (100) 0.21 (103) —
vy U 4 - - 43 (107)
YRS 100 — — 100 (102)
1000 - - 1050 (105)

SEPAIRS 0.20 0.21 (105) 0.24 (120) —

= K 0.20 0.21(105) 0.22 (110) —
Yo 4 — — 4.2 (105)
RS 100 — — 99 (99)
1000 — — 1020 (102)

EPLIFS 0.20 0.20 (101) 0.20 (103) —

PR TV 0.20 0.21(107) 0.22 (113) —
=R 4 - - 4.9 (124)
YRS 100 — — 94 (94)
1000 — — 981 (998)

1 BREHR ISR RIE D G EN TV D B AL, SN

PRLEDLET- O FHEERE L LT,

¥2 0 FRAFER (%) X B L 6 D IR EE O FIS
*3 ARMER O LB B O RARIREE . BB O PRI T BT

BARO R R 2R,
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% 8-2 MR DOIRAE R B B!

1 BE (ng/mL) (B AFE(%) ™)

i PU Y H 7 Hi% 14 H#
G KSR 16 16 (100) 17 (105)
KRl R 20 21 (105) 21 (105)

2-AF )L TR 1K H R 12 13 (107) 12 (100)
vy A 1 11 (105) 11 (105)
3-AF L K Hh R 14 14 (102) 15 (104)
SRS Y 17 18 (105) 17 (99)
4-AF )1 T Al 12 12 (100) 12 (100)
B WA i 12 11 (97) 12 (97)
-t =)L TR K Hh iR 19 20 (103) 19 (102)
vy WK 20 20 (103) 19 (101)
E=L T Al 21 23 (109) 21 (102)
B YA il 21 23 (108) 21 (99)
4= 39 1A il 20 21 (105) 20 (100)
Elvr Wk i 21 21 (101) 20 (97)

*1 o RAEMEER (3 8-1)
*D L BRAF R (V)TN E I T 2 IR E OBIE

THF b A7 BRI & I E L 7o R
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(B —FY v PORE)

PR ik, B U Y OMEICIRIETER 7 T AR L, sk ST iy
M OIEE 2 L CEMANOIEH S TS, L, e s — MEOREIY
L A% LR, o, VU DUEYT ) —MIRETHZ ERMBR T
L7, YU DTNAR=ADEMRIFHE LS 2N EBZxLND, £ZT, K
~—_—ZAD[EFH 5 FE (Waters B PS2, Oasis HLB, GL ¥ = > 2 InertSep
Pharma FF, InertSep PLS3. InertSep miniRP-1) (2D T, [BIUEORFT 21T -
7o FAIEH 5P COT7 2 F o 10mL KUKEEUK 10mL T2 7 4 va =27
L7zb D&M Lc, K 100 mL ICEEYEDE %2 10 ng IRIIL . RIEICHES T
AT LTZRE DY a7 — M E ORI Z R 9 12RT,

#£9 Yul— ME ORI (%)D i

B Py-ds 2MePy-d; 3MePy-d; 4MePy-d;  2ViPy-d;
PS2 62.2 71.8 76.6 77.2 77.7
HLB 68.6 74.1 78.7 79.4 83.2
Pharma 65.5 77.9 82.6 84.9 85.5
PLS3 64.5 77.9 83.9 85.0 86.8
RP-1 67.2 79.3 84.2 84.2 86.0

Yo — MEORINERT, EOEMEEEITRS RERHERTH -7,

B LD, BEMBERE BN 2K — 7 PR SNnNL b 0ORH o7, &
A A ROMERA A LR UEER TR S dE e — 27 O£ 4 9-1
~93 TR T, REMWE LSS TLE D =230, BEL TS
HZb0bH0, 7u~ T AOHEETIX, InertSep mini RP-1 X3 InertSep
Pharma FF 23MeEff & B 2 L7,

AETEERNSOEHZT ¥ F o TITo TWD, 7 b3 EKERE T b
VLI EDPKRNBARARETH L7280, BEHORIRENEE L 705, DD,
D L3S & [E L, InertSep mini RP-1 388K L 7=,
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m/z  84.0
x10 3 |+ SIM(84.00) SIM 0227 _Kasen_tenka0O1.D
* 112
2,
- /\_
1 Ar-1
o,
x10 3 |+ SIM(84.00) SIM 0228 HLB.D
1(2
2,
' HLB Iy
o,
x10 3 |+ SIM(84.00) SIM 0228 Pharma.D
* 112
2,
. Pharma
o,
%10 3 |+ SIM(84.00) SIM 0228_PLS3.D
* 112
2,
| pLs3
O,
%10 3 |+ SIM(84.00) SIM 0228_PS2.D
* 112
2,
PS2
14 oz
0,
144 146 148 15 2 154 15.6 15.8

NIk vs. ,E'l B s

X 9-1 ¥V -ds DR HATE

(min)

m/z 105.0

+ SIM(105.00) SIM 0227_Kasen_tenkaO1.D

RP-1 rox

x10 3 |+ SIM(105.00) SIM 0228 HLB.D

27%

+ SIM(105.00) SIM 0228 _Pharma.D

4 *
2] T Pharma

x10 3 |+ SIM(105.00) SIM 0228 PLS3.D

4 . .
N «  PLS3

0,

x10 3 |+ SIM(105.00) SIM 0228_PS2.D
4 .
2] * PS2
0’

20.5 21
NIk vs. /,EJIIEB#Fsﬁ (mln)

225

X 9-3 =L v olfT

289

m/z  93.0
+ SIM(93.00) SIM 0227 _Kasen_tenkaO1.D
3 * T RP-1
+ SIM(93.00) SIM 0228 HLB.D
P

* HLB
+ SIM(93.00) SIM 0228 _Pharma.D
P *

Pharma

+ SIM(93.00) SIM 0228 PLS3.D
3 * PLS3

+ SIM(93.00) SIM 0228_PS2.D

SMLJM

165 175 185
ﬁ'b/l“ vs. /ﬁllIF_B#ﬁﬁ (min)

X 9-2 AF Y T OfHAHT




BELEZEMEI—RN) v UEFEHAL, 7 M TIREGEICEERE L& Z
A, FBEUKIZISI U728 U ¥ v -ds OREIERIMEVME A 23 /7 S 372, FERKIZH
MU 72356 ORI 50%I2 & EnRhrolzT20, WRIRT N OO mit %
1To7

(BT — U v O b OREEREBR)

U YU ORIRMEWNVRERE LT, I—F) v Umb0fimaE z .
InertSep mini RP-1 # 2 @2 L, 2 R BTN SN2 il aiT - 72,
FEHRIK 100 mL (ZEEVEWE 2 200 ng AN L, 28I L7ZEFE S — F U v P
WK L7, BREOEMEI— N v ESEIL, ENEREE L%, T
YO ATV, GCMS THIEE LT, ATFAE T VU KR =LE Y VD4
BRI, BEOEMI— N v O b0BREIT N7z, B Ao T
1. BEDND 2.6%, BV U ds X 2.5%DBHENHER I N, ZOREREND
FHTFOMBITEZ > TWDE L5 THDH2, BIEEO KIFRSGEIC iO&#E&
WwWeEz b,

(FWEYER B T A 0FR ORE)

RS D CiE, BRI T ATHIE L, TR v rru 24 U TEET S
FEPRRH S TWS, £Z T, %@Fﬁ?A%RP1@TK%ﬁL\ﬁﬁ%
1ToTz, s LTl L7z, EHEZB 2 ICE L, RP-1ITNES W CTHEM, G
PEIR T T D3Ny 7 7T v v 2 TlEM L TRz abEled L, EFXE T
TEMEL, YU VAR VNEELZRML T ImLIZERL, HE L, X
10-1 ([ZTEMER A 7 2 OFED TIC 7 u~ b7 7 L%, [X10-2 LTV 10-3 128 Y
UK D rds DA a~w N5 ANERT,

x10 4 |+ TIC SIM 0301RP1.D

34 112 2|3
254 TIC RP-1 D&
2, —_—
1.5
1,
°'ii N VN /Lg_ﬂ_guu\_ﬂgd_gwhf
x10 4 |+ TIC SIM 0301RP1_AC2.D
2] ' 23 RP-1+AC2
2,
1.5
1,
2] w
o-

145 15 155 16 165 17 175 18 185 9 195 20 205 21 215 22 225 23 235 24
ANOU bk vs. SAITERFR] (min)

X 10-1 RP-1 D& & RP-1,. AQ2Q X T 22D rua~x 7T A5
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%10 2 |+ SIM(79.00) SIM 0301RP1.D %10 3 |+ SIM(84.00) SIM 0301RP1.D
1]2 ] 1
s m/z 79.0 254 m/z 84.0
64 15.007 29 * 15.044
>* R 1.5,
ol RP-1 O & .| RP-1 D Fx
24 0.5
o L o
%10 2 |+ SIM(79.00) SIM 0301RP1_AC2.D %10 3 |+ SIM(84.00) SIM 0301RP1_AC2.D
1|2 25 1
8- * 15.001 * 15.044
2,
o RE-1TACI 15| RP-1+AC2
4 14
2 05
o - oL ‘ ‘ ‘ ‘ ‘ ‘
142 144 146 148 15 152 154 156 144 146 148 15 152 154
Aok vs. SRIERFR (min) HNO bk vs. SAITERFRE (min)
X 10-2 BV ORI ua~w NI T 5 X 10-3 t'U T -ds

S /A A=l N/ AN

UK D ds ODE— T JEMER T 7 LB LIcb OO NRK
XL potn, VU UV ids OEIPCRIT, 54%70 5 65% & 10%FEEH EL7=, L
L., usr— b MHE#ZOE Y U OBRIERIL, RP-1 OHN 115%ThH - 7=DIC
KU, ACQEZHRE LT b DT 162% L KREL< o TLE ST, ZORBROEEIC
TBET T o 7R AT > TR T2, RP-1 DA TH T T 7 083 &h
TWNWDHI D, AL T T2 7 Fd 80 VU By 5 2 5 I IR
SN TV D A[EEMEDRE 2 b LT,

ZORERNG . ARIETIHEER D 7 JMIFER L2 s 8 LT,

(BA VRIS C DY HFRER)

v Y 2 ORBEIEO EFRIKSHEE Clien 2 En D, BEFEN D OB AR
+oRAREENE 2 DTz, B U UIIERETH LD, TR MUK E
WInL., Bt coRHERZ1T - 72,

K CHEHEY) T % 100 ng WsHN L InertSep mini RP-1 (Z3@E L. #oti L7=1%.
TR ORTERH, 78 F20.1%, 0.01%0 XEE A2 IR L7 AB Tt L
TG EDRINERL N o~ 7T LD E{T -7,

7 b OIHETOREIET 79%. 0.01%FEET & k0% 59%. 0.1%FXE7T &
R 61%E 720 FMAEMZ W NREIERIZ LI N7z, Fo, FERREEN
m<RDITE, BB DUKREMEEKO Y — 7 IIRPELS 2D | EEICSE
BEToLle, M-l h—FNVAFr7u~v T T0%, M112128=1F
VOV DEBAA L THDmz1050 D~v A7 a~ N7 LERT,
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x10 4

1.2

0.8
0.6
0.4+
0.2+

x10 4

1.2

0.8
0.6
0.4+
0.2

x10 4

1.2

08+
06
041
02

% 11-1

+ TIC SIM 0_formic.D

TN DHR

4-v =

v

NN

-t=rrey Yy

Ly

+ TIC SIM 001_formic.D

0.01% X7 & ko

NI

+ TIC SIM 01_formic.D

0.1%XB7r & v

M/k/\‘_/b#

.

165 17 175

18 185 19
HOUk vs. BIEEFR (min)

195 20 205

215 2

25

FERRMT & h o THRELTEREIO h—2 VA4 7o~ T T A

x10 3
44

+ SIM(105.00) SIM 0_formic.D

T RO

/ 3-t= ey

& FE=ETY

+ SIM(105.00) SIM 001_formic.D

] 0.01%XEeT & ko /
A/

+ SIM(105.00) SIM 01_formic.D

0.1%Fme7T & ko

<

208 21

212 214 216 218 22

222 224 226 228

AIVE vs. BITERERA (min)

X 112 XEENT7TE' o TEH LR mz105.0 D~ 270~ 75 A
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U Rk~ D usn)

TR R OVMEKIZOWTIIE U ¥ v-ds DRIER T 50%0L &2 MR T& 5208,
FERLK D I [EILER AN T2 RERIK 100 mL (2% L CHifb T Y 7 4% 3 g ¥R
mL., REEEIToTz, Z7a~ b7 ANIEITR OGN -T2, BV ¥ -ds
DEURIT 22% L b T b U O DRI O R E I o T2,

(¥ 5 ¥ tH O Et)
Y YUOEBET— N v U OEHAENMERINEO EFRKTH D &5
Z. WIFED S O AR T, FIAKICHEREYE % 10ng WL, B HE O
WH E W BN D ORHZITV, Z7u~ N7 7 AZE LT, @IPEOKWAR
U~—%0— MY v PO GBI MENE O ENREINTEN, b—X
NAFrr7a~< NI AL BWEDO~ A7 a~ N7 T NTHRMEWE O
172 < RS 50%LL EAfEIRCE 72, &2 CARETITW FE NS DR %
BT &L L, K 12-1 ITEFBEHLROE T REHO h—2 Vv A A7 nm
~ NI L%, H122 KD 123 IZERMBWE D~ A7 a~ NI T LNERT,

i NS VN

IC SIM 5111350 Back D N N
© MR

i
:
o
%
o
o AN
:

8 182 184 186 188 19 1
NOU ve. M (min)

12-1  JETG A L O G o h—=2 A A ru~ N7 T A

x10 3 |+ SIM(79.00) SIM A[)JI|_i&hn_01.D x10 3 |+ SIM(93.00) SIM :A[JII_iFxh0_01.D
1 12
14 -
D3 IE 716 i .
EvoY N7 160 " 2-xFeusy || M5
0.5 \—//k_/\__li 0.5
o 0
x10 3 |+ SIM(79.00) SIM 3a[JII 37 H0_Back.D x10 3 |+ SIM(93.00) SIM i JI| % H0_Back.D
141 - 1|2 R
W5 " Ui
0.5 054
o o
x10 3 |+ SIM(84.00) SIM :a[JI|_i#&HN_01.D x10 3 |+ SIM(100.00) SIM :&[JI|_j#&HIN_01.D
1 112
3 a 2-AFNEYSd
EYS—ds NE5 1] U
24 [EWsaE
g 0 | S /\
o o |
x10 3 |+ SIM(84.00) SIM ]I & H0_Back.D x10 3 |+ SIM(100.00) SIM ATJ1| & H0_Back.D
1 R “in
4 i 5 1A 4 .
2 UIDSAL!
N 2
14.2 144 146 148 15 152 154 156 158 16 154 156 158 16 16.2 16.4 16.6 16.8 17
AUk vs. RIEFFR (min) AUk vs. RIERFR (min)

X 12-2 NEHEAERE L OSE FEHOE ) Vv 2-AF AT P Y a
— FNERED 7 o~ b T T A
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x10 3 |+ SIM(93.00) SIM :&[JIl_iFh0_01.D I x10 3 |+ SIM(105.00) SIM a[JIl_iFHn_01.D

- o5+ JEJT 1]
A EsE 3- 4 AFIEYDY 4 2-3-4-EZLEYDY
] o

o

x10 3 |+ SIM(93.00) SIM :a[JIlFh0_Back.D x10 3 |+ SIM(105.00) SIM &Il H0_Back.D .
o wmm g L
o- 0J

x10 3 |+ SIM(100.00) SIM :&]JI|_i#&H0_01.D x10 3 |+ SIM(112.00) SIM :&[JIl_i&H0_01.D

i JIE 5 18]
o 3-4-AFNEYS—d; 4]
N JIE 75 1) M 1T ) 2-AF LEYS U,

o 0
x10 3 |+ SIM(100.00) SIM ] JIIFH0_Back.D x10 3 |+ SIM(112.00) SIM & JIl3%H0_Back.D
d ol H5m
Wi J5 1)
2 5]
o ol
" 176 178 18 182 184 186 188 19 192 206 208 21 212 214 216 218 22
HOUE vs. RITEEFRE (min) AV vs. RITEEFRT (min)

12-3  JETT A R O G s O 3-0 4-AF e Y D 2-0 3-, 4-E =L
VYR RS — MO 7 < 7T L

(BKEBIZEB 70~ T ADHEK]

AR D OBWHIZT B R o2 WD 720, EARREEET Y 7 A2 K DA
TERV, TI T, KKEBEOEKEEZ 0, 10, 15, 20%& LT/ nr~ 7
LD EITo T, fERZX 13 ITRT,
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RT: 11.11-12.97

RT: 12.15-14.16

. . RT:1383  NL
RT: 11.89 NL: RT: 12.46 i
100 MA: 116733 4.26E4 100 MA:20538 1372 MA: 47450 2078
] miz= bl -
] 0% 78.50-79.50 ] g_z.sﬁss.so
b F: MS :
50 water_0% 50 water_0%
] ot
. NL:
0 RT: 11.90 NL: ° R RT:13.73 2.09E4
3 MA: 121693 4.63E4 2100+ " MA: 47856 miz=
= 1005 miz= s 7 92.50-93.50
g ] 10% B S 7 10% F Ms
R F: MS 3 water_10%
° o < 504 —
2 50t water_10% s 1
) ] =2 4
.% ] K |
8 4 o]
2 o RT 1210 NL: ¢ 0 RT:13.94 NL:
. 889 2.92E4 RT:12.62 13.83 MA: 37181 148E4
100 MA: 88957 - 1007 MA: 34027 = miz=
B miz= 4 92.50-93.50
B 15(y 78.50-79.50 4 E Ms
] ° F: MS water_15%
50— water_15% 50j =
] ot
o - . RT:13.97 NL:
RT: 1212 e RT: 12.64 MA: 31952 1.36E4
MA: 83106 - 100 MA: 32633 miz=
1007 miz= ] ' 92.50-93.50
] 78.50-79.50 ] 0, Vs
] 20% Fws ] 20% P s
- 50 water_20%
50— water_20% i
o — 0 — 0 e B B LA T
115 12.0 125 125 l?T".O o185 14.0
Time (min) ime (min)
) SN ) S~ N
RT: 14.98 - 16.99 RT: 13.43 - 15.44
RT: 16.32 NL: RT: 14.48 NL:
RT: 15.45 MA: 206704 1.03E5 MA: 119765 6.15E4
100 MA: 192496 16.50 miz= 1007 miz=
] 104.50- ] 173.50-
B 105.50 F: B 0% 17450 F:
50 MS 50 MS
7 water_0% 7 water_0%
ot . ot .
RT: 15.46 RT: 16.32 ,1\”6'655 RT. 14.48 2“5854
& 100 MA: 197110 MA: 21551’76650 miz= 8 100 MA: 121083 miz=
s 7 i 104.50- s 7 173.50-
s 7 105.50 F: 15 7 174.50 F:
2 5o MS 2 5] 10% Ms
® = water_10% ® = water_10%
z 1 2z 1
s g
e 0 T 0
14 RT: 16.34 glli:4 £ 14 RT: 14.37 2“12 -
RT: 15.47 MA: 160961 - MA: 80822 -
100 MA: 143812 1652 miz= 100+ miz=
] 104.50- ] 173.50-
B 105.50 F: B 174.50 F:
50 MS 50 15% MS
7 water_15% 7 water_15%
ot . o — .
RT: 16.35 9“5054 RT: 14.35 glééEA
RT: 15.47 MA: 148885 - MA: 74909 -
100 MA: 132126 1652 miz= 1003 ey
] 20% 104.50- ] 173.50-
b 105.50 F: b 174.50 F:
504 0 MS 504 20% MS
] water_20% ] water_20%
07\ L B B e S B B B B B T ot T T T T T T T T T T T T T T
15.0 15.5 16.0 16.5 135 14.0 145 15.0
Time (min) Time (min)

=) gl B

A-ToETNFaRoE

13 B OGKEIZL D7 v~ 7T LDk

15%LL EKRGD G/ T 5 ERERFENENE Y DA oWn T e — 27 R R
B REEFE DT ND Z EBMER SN, ATFAE Y DR, B
RIZHFEVEDLL Do T, RN T, mEEIT/ NS o Te, B =
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BV UL, B2k, RERERIIZ OV T %Mﬁﬁ#okﬁ T FE A
INSKL IpoT, AT T T Aa R IR EmE LT 1%%5#%75%”
<Tlpole, mFEEIX. XRWE &H%mé<@oto

B OFERN G BEFHEOPAKIE7ITITV, KT EIT 10%EL T (1 mL EFRN
72DT, 100 pL LUF) I 2T T R RN EBbholz,

(EFfEL— bV v P ORREERIC X 5 i)

B Y oW T, FERUKICEEAERR &2 IR0 U T2 Bs o4 v 77— K [EICR MK
AR o, BV P ATHEREERMENE WO, BREKUT L HEHED
— Uy VORBOBRIZHEB L TW A AIREERE X bive, £ 2T, B —
U PO EELS $THZLICX D, BV P ds OEIRIME T4 5 H»
AR ZA1T o 72,

ABHZ, BRKIEEREZRM Lz L Lz, BEFfET— b Y v I3 KT
’E%%ﬂibf%% WK% 30 S AIREMR L 722 IS E &2 & Lz, 30

S OBR TILBEKROBEREICE S Rho 1272, 6125 plmAEs Lz
EZAIF 3L7J<HIJE£<‘:|_JLEEE7§?O7EO F T35 R Lo & R
E L. 4557, 5543, 6543 & 10 T olAbMZES L, BV Y r-ds ORI
%@m@%ﬁotﬁﬁ%l14umbto

RZBED LT ENC L DY P r-ds DBEERBRITIR N7z,

100

75

50

B4R 3 (%)

25 A

45 55 65
BRI ()

14 ZERIEK[EEERFHIZ LD B 2 -ds ORI O Hig

(BREFEL D57 H7)

ARV A IO TIRIKEE 2 JE LIRER, B U 2028 0.010 ng/mL, 3- A F /b
U Y23 0.013 ng/mL, 4-AFLEY PN 0013 ng/mL B SNz, BE=
Y Az onTE, FREERTRXTRRBRETH -7 (e~ b7 T AEFK
8 WINENNGEER AN 22 M),

HEAKREHZ W T, B U U023 0.092 ng/mL, 2-AF/LE Y 2278 0.012
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ng/mL, 3-A F/LE U A 0.063 ng/mL, 4-AF /LY 278 0.016 ng/mL K H
STz (Zmr~ 77 HNFK 8 BnEIGAER  HERIEE 2 S ) .

[FF 4]

BEKPICEEINAEY D, AFIAEY DU DEKRMEER (2-, 3-, 4-AF L
Y YUY) KOE= Y UK RMEER (2-, 3-, 4-E =YV V) O—F
DHEEZRIE LT, NEZBITS, BV 3-AFAET VU 2-E=1 1
Y ® MDLIZZ#E4 5.3 ng/L.9.1 ng/L.6.1 ng/L.MQL (% 14 ng/L.23 ng/L.
16 ng/L THoOTo  MEHRITIE Y VU RO3-AF LY ¥ TiE2.0~500 ng/mL,
2-E =LY P2 TlE 4.0~1000 ng/mL O #iPH CEMRMEDSHERE S iz, Wk %
FW 7 IRINEIERBRIZ SO\ T B Y 2 0 DRI 90% (2 77— AL 65%,
FENRI 7.3%)  3-AF LY P DOEILEIT 102% (a7 — MEIEE 85%.
EEMREL 2.8%), 2-E =L U U OEINEIL 105% (VrF— KEILER 66%.,
BRI 2.7%) Tho T, HEKERAOZERMEIGAERICOW T, BV P olh
PCRIL 109% (a7 — REE 58%, Z8EfR3.3%), 3-AF/LE Y U DFE
IWHRIL99% (raF— RMEUER 91%, ZEfR 1.4%), 2-E =L U ¥ DF
IERIT 105% (a7 — MEULER 70%, ZERER 1.1%) Tholz, AOHriET
X, B1E7 775 MDL Rl Clddb 2038 V2 3-AF L) v 4-
AFNEY PO =7 BRH SN, FRZE Y U O TERKHITAEE
THZEND, GIEEF ORI SEET D2HERD D,

ARIBIZED SWEETHNORNIEOCREEOWKEE LA, BV
2 ATIIK T 10 ng/L K T 92 ng/L, 3- A F /L E U &2 U3 {iJI1K T 13 ng/L,
WK T 63 ng/L M ST, 2-E =L U A2 W TEIJIIK, K E HITR
BHETH -7,

PLEDFERNOARIEIL, 3-AFLE Y D220 TIEMQL £ Y 20 ng/L X
. BUDURN2-E= LY DU OWN TR & R K EE 2 H#UE LT,
ZTNEFN20ng/L LU, KN 40 ng/L LV DBREEREI O EEIZEH AT TH
5 EHEr s b,

[ZE 30k ]

1) BEAK - RAQBEERKRER  EHEHBEHE~=27 /1 ;28 (Fik
242 H)

2) BEAK - RAEER/KRER  BHEHBEMHE~==27 /1 OKE, &
. okAEAY) 5 71-80 (KRR 13423 A)

3) BRIEARBEREIEREL S vV Ur (ERREAENENFZLH), FH9
AL E T ERR A A E (B EBEK] , 99-114 (1998)
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Pyridine,2-Vinylpyridine,3-Methylpyridine

This method provides procedures for the determination of pyridine, 2-vinylpyridine
and 3-methylpyridine in water samples by gas-chromatography/mass-spectrometry
with selected ion monitoring (GC/MS-SIM). A water sample (0.100 L) is spiked with
50 ng of surrogates (pyridine-ds, 2-vinylpyridine-d;, and 3-methylpyridine-d7). The
sample is then extracted through a solid-phase extraction cartridge (InertSep mini
RP-1) at a flow rate of 10 mL/min. After sample loading, the cartridge is dried by
nitrogen gas flow about 1 h. The cartridge is backflush-eluted with 2 mL of acetone.
The eluate is concentrated to about 1 mL under a nitrogen gas stream, and then 50 ng
of 4-bromofluorobenzene is spiked into the extract as an internal standard. The
analytes are determined by GC/MS-SIM. The instrument detection limit (IDL) of
pyridine, 2-vinylpyridine, and 3-methylpyridine are 0.24 pg, 0.42 pg and 0.20 pg,
respectively. The method detection limit (MDL) are 5.3 ng/L, 6.1 ng/L, and 9.1 ng/L,
respectively. The method quantification limit (MQL) are 14 ng/L, 16 ng/L, and 23 ng/L,
respectively. The averages of recoveries (n=6) from 10 ng of pyridine and
3-methylpyridine added to river water were 90% (CV=7.3%), 102% (CV=2.8%),
respectively. The averages of recoveries (n=6) from 20 ng of 2-vinylpyridine added to
river water was 105% (CV=2.7%). The averages of recoveries (n=6) from 30 ng of
pyridine and 3-methylpyridine added to seawater were 109% (CV=3.3%), 99%
(CV=1.4%), respectively. The average of recoveries (n=6) from 60 ng of
2-vinylpyridine added to seawater was 105% (CV=1.1%). By the developed method,
pyridine, 2-vinylpyridine, and 3-methylpyridine in water samples can be
simultaneously determined. By this method, pyridine and 3-methylpyridine were
detected in a river sample and a seawater sample. In contrast, 2-vinylpyridine was not
detected in any samples. The concentrations of pyridine and 3-methylpyridine in the
river water sample were 10 ng/L and 13 ng/L, respectively. The concentrations in the
seawater sample were 92 ng/L and 63 ng/L, respectively.
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lid-ph
Water Sample Solid-phase
T extraction
100 mk Surrogate InertSep mini RP-1 (230 mg)

(50 ng of Pyridine-ds, 2-Vinylpyridine-d;, 10 mL/min
3-Methylpyidine-d;)

— Wash Drying Elution Concentration [
Purified water N; gas about 1 h Back-flush elution N, gas under ImL
10 mL Acetone about 2 mL
T Making up volume GC-MS-SIM
Internal standard Acetone
(4-Bromofluorobenzene 50 ng) 1 mL
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WE 4 riE7 v —F ¥ — h {4
[kE]
[1] ST IRER
By Uy KRG [ A GC/MS-SIM
%IJ% : 100 mL oy RN InertSep mini RP-1
T .7 -lj— (6 VY ds, 2-E7 =" )Y Vedy, (230mg) *ﬁHjTBE% [7}(%?]
. . 3-AFNE VY v-dy. 4 50 ng) 10 mL/min
N [1]5.3 ng/L
2] 6.1 ng/L
L e LA PR [ ] g
[2] [3]19.1 ng/L
1’ = L F U LK 10 mL N,i#E& I 1h gﬁ?{/ﬁL’?mL
i L GLIESLE
IR P % s GC-MS-SIM s
-7 =)L - GC : Agilent 7890B
5 2 X VYA AT 2 .
Vv Il\lm;ii (/4-/7<D%7MLD 7R MS : Agilent 5977B
A"t/ 50 ng)

[3]

3-AF BT
v

B4 3-v o
V., p-v=
AV

7 A
DB-WAX UI
60 mx0.25 mm, 0.25

pum
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