= FRET RN T v 2 —
[RTRELA - KE ]

44-EE D v

4,4'-Bipyridyl
B A48 EEY D 48D DL ALV D -V E Y UL 44 bpy

CAS &5 : 553-26-4 313X : CioHsN,
44-EE ) D EED 6 O RMEKRNTFET D)

[ &mE DHEE]

2,2'-Bipyridyl 3,3"-Bipyridyl
N N N N
7 N\ \ 7 N N\ 7 N N\
2,3'-Bipyridyl 2,4'-Bipyridyl 3,4'-Bipyridyl
[ B L FRIMEIR ]
aFE = AT TRV
S . log Pow
(B)74)hE" v/ E &) (°C) (mmHg) (mg/L)
156.18 h  S5.56E-05(25°C)" 45297 1.06
3 : o
(156.069) (7.49E-05 hPa") (25°C) (HE & fiE )

*: HASRAE (1 mmHg=1.33hPa 2k %)

(=1, H#]
A el
A& AR

[EAES]

fesFis MRS CTE BRI ER S 5-3723
L&k (PRTRIE) 3 MEfRE(FWE Bind s 2-75
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H B

1) Maryadele J. O'Neil (Ed), The Merck

2) International Uniform Chemical

3) PRSZATEE NS E AL Bl EAR B A (NITE)

81
(1) SAEOBE

ﬁ:}

%LELI
it

roiE

AEREHZ Y VEEZINZ pH 6 ICTHE L-bOEEMI— Y » IZilK L,
RISGWVE ZHET D, B — R v D EmOBKE, A X ) =L TIEH LT,
UV ANAL RS (LT, THEERE] v 9) Zuin L CRBRIK & 3 5,
R BRIE 2 LC/MS/MS-SRM  ESI-Positive £ — K CE&®T 5,

(2) HE - #mE

[#E]
44 BB Y UL (4,4-bpy)
24-EE Y UL (2,4 -bpy)
2,2-EE U UL (2,2-bpy)
2,3°-EE U UL (2,3-bpy)
33-EE U UL (3,3 -bpy)
447 BB Y Ub-dy(4,4°-bpy-ds)
AL ) =)
X7 rE=0U A
U g
FEELK
EAHIT—RY v

(¥R DR
(= e k)

: ACROS % (98%)

: ACROS # (98%) (¥ 1)

: B bR (99.5%) (3 1)

: FIYEHIE T384(97.0%) (7 1)

: ALDRICH ¢ (3 1)

: CDN Isotopes # (98atom%D)

c FIYEHSE T35 LC/MS 43T
C FIYEHISE T35 LC/MS 43T
D FOOEHiSR T3 ARk

D FOOEHiSE T3 ARk

: Milli-Q 7k

: Waters &/ Oasis HLB Plus

44-EEY 2L 50.0 mg A EMICEDVEY, 50 mLAEDA AT Z 22Tz,
A K ) —/VTESR L, 1000 mg/L OEEVERIK 28T 5, ftho BPERE [RERICH

"5,

FAEUREFUR 2 Z 2L F40 0.100 mL 43 B L, 100 mL D A AT T A 2|2z, A
X ) —)VCERT D (1.00 mg/L IRAENER)
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(PRI

44-E Y P)b-dg 50.0 mg Z IEFEIZE Y HLD 50 mL FD A AT T 23T,
AR ) —)LTEZR L 1000 mg/L D NIEYERK 2 L9 5,

PEEYEIRHE 2 0.100 mL 77 HL L, 100 mL AD A X7 T 23Tz, AX ) —)v
TERT S (1.00 mg/L NIEEHER) ,

(% St AR YRR

RO 2 A &/ — /L CIARAR L, 0.100 ng/mL~200 ng/mL D #ifH THi &
FRAEER AT 2, FIEEOEERIZIINEEYE E LT, 44-E ) Db
-dy WEEHERR % 25.0 ng/mL OIRFEIC/2 D L 5 IZRINT 5,

[#E]

AEHEBUR (500 mL), RV Fu L UfERERE (15mL) (JE2) . AAT U~
H— AAT7TZRAa, Xy MA, v 7)oy EFE (10mL)

a vk hb—&—  Waters 1 . b L — & —Concentrator Plus

[REDOLEM - Fit]
ks, PRAEIREE, REFREOMRE~ 2 7,

(3) sTik
(BB ORI MR FF]

BREE MUPWEREREREREFEMO T CER214E3 H) 1IitH, &
BHIZA & 500 mL LL LA T ZABUIGRGRICERIL LSS ETICRATT 5,

(RO RTLEE K OFEHR DR ]

AEFE 200 mL 12V VA MZ TpH 6 IZFHHEE L, S5 LT 43
=7 (J£3) L7ZEAMA— Y v P (Oasis HLB Plus){Z 10 mL/min O 3#E T 20
KT D, BARKTHROBEMA— MY v DITHERK 10 mL Z8 L CHe L7z
%, =0 HERE (3000 rpm, 10 23f]) THAK L., FIBRKZBRET D, IRWT 5mL
DAK ) —=VTHEHLISmLE RN 7oL U8R BREICZIT D, ER0 AR
TR F CURME L=, WEMER 25 )L 22 CTAHX /=L TImLIZERL, AR
WweT 5,

[ZZRBR DR
k& RIEORERUKZ v, [RUBF O BTALEE K& OUEHR OFHEL] DIEIZHE > T
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BEL. B o7 iR & Z=ilimig &4 5,

[HIE]
(LC/MS BIESRM) (11 4)
LC/MS/MS Hézs : LC;1200 (Agilent ), MS ;6460 (Agilent HY)
VIR : GL %A = > A% InertSustain C18 (2 um, 2.1x100 mm)
B : A: 10 mmol/L X7 & ="7 A /2 mmol/L ¥[&
B:5mmol/L ¥f& / 7 h=hKU /L
0—2 min A 90% B : 10%
2—12 min A : 90—80% B : 10—-20%
12—14 min A : 80—5% B : 20-95%
14—16 min A 5% B :95%
16—18 min A 5%—90% B :95%—10%
18—23 min A 90% B : 10%
P : 0.2 mL/min
VA NI-Yi S : 40°C
AEHEA = : 2.0 uL
AR : 300°C
H A& : 10 mL/min
V= A AR E : 300°C
AN A E: : 10 mL/min
2T ITAY—HA : 50 psi
27 T4 —E+E : 500 V
*y 7 U —EH+E : 3500V
A F Ak : ESI-Positive ({4 —A Agilent Jet Stream)
HEE—R : SRM
TS AT D447, 33-EE U UL mz157>130 (ER
(1 5) m/z157>77 (FE#R)
023, 24, 22-EE U U
:m/z 157>130 (FE&)
m/z 157>78 (Ffeid)
A4 Ub-dg i m/iz165>137 (B
(R &)

PR AREAER 2 pL % LC/MS/MS IZIEAT 5, 44°-EE U DUIHOWNTIE,
KIGWE L NEEREY)E O v — 7 TG & BEER R E s S B AR T 5, £
DA D BMARIZ DN TIERBE D B — 7 (7 & FEEYETIE FE ) b s & VERKR
95,
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(B&)
ABRIK 2 uL 2 LCMS/MS IZHEAT D, fFb /o — 7 mfdth £ 73— 7 |
HLD ., REBRIERTOREZET S,

REDHEH)
FUBPKHIRE C (ng/L) IFRAUC KV HIET D,

(44 Y L]
C=R- Q/V

R: Bt &R PRI A 5 A S O B e
O FRHPIZEIN L7 NEEEHED B (ng)

(= WEIT B PUREDIIE (nglul)  EINT 5 PIRIEDE e (uL)
Vi RS (L)

ROWHEZHE S TG LT OBEZEH T 5,

0=25.0 (ng)
(= WIMNEEAEDPRFE (1.00 ng/pl) X WIMNIEHED R & (25 ul))
V'=10.200 (L)
EIRSN
C=R X 125 (ng/L)
TH D,

[33- . 24, 23, 22- EEY VN]

(EEE R TRRME(IDL)]
ARHFZ V= LC/MS/MS @ IDL %3 1 127577,

# 1 IDL OB AR

WA, IDL Aok kR IDL sUBHA G
3 (ng/mL) L) (mL) (ng/L)
44U UL 0.059 0.200 1.00 0.30
33-EE U UL 0.030 0.200 1.00 0.15
24-EEY UL 0.022 0.200 1.00 0.11
23-EEU UL 0.014 0.200 1.00 0.069
22-EE U UL 0.19 0.200 1.00 0.97
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(BIEEORH T RMEMDL) R ERE T IRMEMQL))
AREEIZEIT S MDL XY MQL % 2 1277,

# 2 MDL M O MQL DF Hi#E F

WA, WSS Y O R MDL MQL
L) (mL) (ng/L) (ng/L)
44-EEY DL 0.200 1.00 0.55 1.4
33-EE UL 0.200 1.00 0.25 0.64
24U DL 0.200 1.00 0.45 1.2
23-EEU I 0.200 1.00 0.19 0.48
22-EEY I 0.200 1.00 24 6.2

(FE1) ZOHHETHOBMHEERS FRFFHEECTH D, 4,4~ 3,37-, 2,4-, 2,3°-
EE Y DI OWTIRRAF2BIENG L, 2,27 -EE Y PLZHon
TIEEUCRPHEL | FL— MERRNZ ENFREEEZ HND,

F7o, 34 - EBEY DOV TIETROEREL D 72 < | RETE 7o
TWV7ZeW,

(JE2) T AGME~DOREEZRE L TT T AT v 7 BEERE 2 L Tz,
RETOFER T T AGHA~OWIEIIHER I N2 Do T2,

(3 3) EAES— b VU » P(Oasis HLB Plus)iE A % / —/L SmL, /K 10 mL C
arvF4va=m T ET,

(£ 4) LC/MSMS O5ME, ARREICHEH LICEEFEO LD TH S,

(ES) RETHF LI Y DLVEMEEIITXCTRUEEO v X7 M A
BERT D, 20D, TNENORMKRE D T LA THEET D HEND
%o WWEEROMRBLGTIEEZ R D 2 & TRMIADFEENFTHRE & 72> 7208,
AT 207 DT L0 GBS R DRIt 8 5 DT, FHENTHER
MULETH D,

(£ 6) IDL 1T, bW EBREFERERAEEmO T51 &) CEAL214E3 A) 12
ST, RIDEBYVHEM L, WERKOZ v~ N7 T A% 1ITRT,
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%3 IDL OB HHE 5

WE 4 44-bpy  3,3-bpy  24-bpy  23’-bpy  2.2-bpy
B (mL) 200 200 200 200 200

A& R (mL) 1.00 1.00 1.00 1.00 1.00
TENBE (ng/mL) 0.200 0.100 0.100 0.100 1.00
HEAE (ub) 2.0 2.0 2.0 2.0 2.0

fER 1 (ng/mL) 0.221 0.0836 0.0898 0.0800 0.754
fER 2 (ng/mL) 0.216 0.0997 0.0915 0.0786 0.659
fER 3 (ng/mL) 0.211 0.0879 0.0924 0.0724 0.724
fER 4 (ng/mL) 0.222 0.0959 0.0991 0.0779 0.700
fER 5 (ng/mL) 0.210 0.0814 0.0866 0.0766 0.637
fER 6 (ng/mL) 0.213 0.0893 0.0942 0.0838 0.771
FER 7 (ng/mL) 0.254 0.0789 0.1040 0.0803 0.742
EEIE (ng/mL) 0.2210 0.08810 0.09388 0.07852 0.7123
PEUE(R 72 (ng/mL) 0.0153 0.00762 0.00579 0.00353 0.0499
IDL (ng/mL)* 0.059 0.030 0.022 0.014 0.19
IDL #ABREEAE (ng/L) 0.30 0.15 0.11 0.069 0.97
S/N Lt 11 11 8.7 13 10

CV(%) 6.9 8.6 6.2 4.5 7.0

*: IDL =1 (n-1,0.05) X 6.1 X 2

x10 1 |+ESI MRM Frag=140.0V CID@** (157.1 -> 130.1) STD02ppbIDL02-r003.d

2
55
5.4
5.3
5.2
5.1
5
4.9
4.8
471

0.2 ng/mL

x10 1 +ESI MRM Frag=140.0V CID@** (157.1 -> 130.1) STDO1ppbIDL01-r003.d
512
5.05
5 3,3"-bpy
4.95+
4.9+
4.85-
438

4.754

x10 1 +ESI MRM Frag=140.0V CID@"* (157.1 -> 130.1) STD1ppbIDL1-r003.d
852

2 3 4 5 6 7 8 9 10 1
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2,3'-bpy

12 13 14
Counts vs. Acquisition Time (min)

X 1 IDL HIERfD 7 v~ ~ 275 A

0.1 ng/mL




(3 7) MDL 2 U"MQL 1%, MeeWEsREFEEHEIEEO F51 %) Pk 21 4
3H) I T . KA4DEBVEE L, HIEREDO 7 v~ N7 T L%IK 2,

3T,
# 4 MDL K O MQL D Hi# 5

B4 4.4 -bpy 3,3’-bpy 2,4-bpy 2,3’-bpy 2.2’-bpy
AR WK AR AR K Ik
kR (mL) 200 200 200 200 200
EEETNINE: (ng) 0.500 0200  0.500 0200  2.00
FUBHE R E (ng/L) 2.50 1.00 2.50 1.00  10.0
A& R (mL) 1.00 1.00 1.00 1.00 1.00
HFENIRIREE (ng/mL) 0.500 0200  0.500 0200  2.00
EEEANE (WL) 2.0 2.0 2.0 2.0 2.0
BE7Z 7 W) (ng/ml) ! ND ND ND ND ND
BEFR N2 (ng/mL) ND ND ND ND ND
FEH 1 (ng/L) 2.20 0.775  2.44 1.16 4.23
FEH 2 (ng/L) 2.37 0.721 2.8 1.07 476
FEH 3 (ng/L) 2.41 0.801  2.52 1.13 3.80
FEE 4 (ng/L) 2.20 0.655  2.62 1.09 3.34
FEH 5 (ng/L) 2.43 0.651  2.68 1.10 3.12
FEH 6 (ng/L) 2.15 0.691  2.80 1.05 3.10
FEH 7 (ng/L) 2.52 0.635  2.60 1.01 3.36
¥ iE (ng/L) 2326 0.7043  2.605 1.088  3.672
FEAE (R 72 (ng/L) 0.142  0.0644 0.116  0.0483  0.625
MDL (ng/L)" 0.55 0.25 0.45 0.19 2.4
MQL (ng/L)"™ 1.4 0.64 1.2 0.48 6.2
S/N Lt 12 9.3 30 22 4.9
CV (%) 6.1 9.1 4.5 4.4 17

1 BET T 7Y B~ Y v 7 RO BB VIREE T RO
BAEZATWINE L2 EE (n=2)

*2 . MDL BEHHREHIEHEZ RN L T ZRVIREETE TN IRE D
YIE (n=3)

*3 1 MDL =t (n-1,0.05) X 6,1 x 2

*4 : MQL=o0,,x10
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x10 1 [+ESIMRM Frag=140.0v CID@ (157.1 = 130.1) 1109_MDL11.d
7142

RTEWE : 2.5 ng/L

X102 +ESI MRM Frag=150.0V GID@30.0 (165.1 -» 137.1) 1109_MDL11.d
PR,

. 4,4'-bpy-dy

3 25 3 a5 4 a5 5 ss 6 o5 7 75 & 85 0 95 7 135 135 s 15 185 16 185 17 175 18 185 1o 195

s
Counts vs. Acquisition Time (min)

2 MDLHIERFD 7 v~ 77 A (KS5W'HE 2.5 ng/L)

x10 1 [+ESI MRM Frag=140.0V CID@"* (157.1 -> 130.1) 0324_23DPMDL14.d
575

57
565

= | SE - 1.0ng/L
(2,2’-bpy D 10 ng/L)

2,3'-bpy

X102 +ESIMRM Frag=150.0V CID@30.0 (165.1 > 137.1) 0324_23DPMDL14.d

" 4,4'-bpy-ds

3 2Zs 3 35 4 45 5 55 & 65 7 75 & &8s 0 95 5 13 135 14 145 15 155 16 185 17 175 18 185 10 195

T 165 115 T
‘Counts vs. Acquisition Time (min)

X3 MDLJHIERFD 7 v~ ~ 7T A (HE¥%'E 1.0 ng/L)
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82 iR

[5#Ti5]
(7r—F ¥ —}]
INTED 7 B —F ¥ — b &K 4 1277,

KE R pH % [ AR H e

0.200 L U R HLB plus F58I7K10 mL
pH6 10 mL/min

HE

L il T TEE T

2

w05y e A K ) —) 5mL N T
3000 rpm, 10 min .
YT ANAL Y
(4,4'-bpy-ds 25.0 ng)

L ER LC/MS/MS-SRM
A% /=L 1mL ESH

X4 ik 7 v —F v —h

(FRE#R)

44-E B DILOREMEK S, 612, MBHRT —X 52K S5 ITRT,

3,3°-0 2,4°-, 23 KON 22-EE Y DILOMEBREK T~14 12, MEBHRT —4 %
#6177,

4,4'-DP - 11 Levels, 11 Levels Used, 11 Points, 11 Points Used, 0 QCs
5.754 y=0.6619 * x +0.0072

5.54 R*2=0.99991011
5.25+

] y=0.6619 x+0.0072
R*=0.9999

454
4.254
4
3.754
354
3.251

Relative Responses

I B

05 0 05 1 75 2 25 &3 35 4 45 5 55 6 65 7 75 & 85

e L b
(0) (20) (50) (100) (200) <JRSE (ng/mL)

5 44-LvY UER CISWERERP 0.1~200 ng/mL)
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4,4'-DP - 5 Levels, 5 Levels Used, 5 Points, 5 Points Used, 0 QCs
] y=0.6615*x +0.0013
5. R"2=0.99855025

5.25-

-
4.472: y=0.6615x+0.0013
R*=0.9986

S}
[N}

o

Relative Responses
x

&
N
a

JSE L

0005 6 0005 001 0015 002 0025 003 0035 004 0045 005 0055 006 0065 007 0075 008 0085

TR
©0) (0.2) (0.5) (1.0) (2.0) <% (ng/mL)

6 44-vt U IUREMR CIRWEIREHP 0.1~2 ng/mL)

#£5 BMERIERHT—% @G4-vE0 PN)

Bt v b

mr S ‘
(Cs) 4,4'-bpy(As) P HE(Ais) (As/Ais)

(ng/ml) (m/z 157>130) (m/z 165>137)
0.004 0.100 51 5421 0.009
0.008 0.200 62 5539 0.011
0.020 0.500 102 5528 0.018
0.040 1.00 179 5612 0.032
0.080 2.00 304 5675 0.053
0.200 5.00 791 5651 0.140
0.400 10.0 1379 5268 0.262
0.800 20.0 2863 5487 0.522
2.000 50.0 7639 5639 1.355
4.000 100 15258 5676 2.688
8.000 200 30453 5765 5.282

* o PNAEUERRIREE 25.0 ng/mL
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3,3-DP - 11 Levels, 11 Levels Used, 11 Points, 11 Points Used, 0 QCs

2 x10 4 | y = 428.6404 * x - 137.4021
2 7 R*2=0.99987559

75 y = 428.6404 x-137.4021
o5l R?=0.9998

40 0 10 20 30 40 50 60 70 8 90 100 110 120 130 140 150 160 170 180 190 200 210

Concentration (ng/ml)

B (ng/mL)
7 33-EEU MRS IS E IR 0.1~200 ng/mL)

3,3-DP - 5 Levels, 5 Levels Used, 5 Points, 5 Points Used, 0 QCs
8 x1027] y=425.8178* x +23.1384
1 R*2=0.99807241

71 y=425.8178x+23.1384
651 R*=0.9980

01 0 01 02 03 04 05 06 07 08 09 1 1 12 13 14 15 16 17 18 19 2 21

IR (ng/mL)
8 33-vt U UER (IRWEREEPH 0.1~2 ng/mL)

2,4'-DP - 11 Levels, 11 Levels Used, 11 Points, 11 Points Used, 0 QCs
2 x104|y=315.7572* x -82.1018
6.5{ R"2=0.99991805

Respons

55 y=315.7572 x-82.1018
51 R*=0.9999

Concentration (ng/ml)

f 0 1 20 3 40 5 60 70 8 90 100 110 120 130 140 150 160 170 180 190 200 210

Concentration (ng/ml)

P (ng/mL)
9 24-EE Y UM CIGWEIRERF 0.1~200 ng/mL)
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2,4'-DP - 5 Levels, 5 Levels Used, 5 Points, 5 Points Used, 0 QCs
2 x10 2 y =320.5623 * x +10.2822
R*2=0.99919018

554 y=320.5623 x + 10.2822
R*=0.9991

-0.1 0 01 02 03 04 05 06 07 08 09 1 11 12 13 14 15 16 17 18 1‘.9 2 2‘.1
Concentration (ng/ml)

R (ng/mL)
10 24-E B0 U URES CIRWE IR EHPH 0.1~2 ng/mL)

2,3-DP - 11 Levels, 11 Levels Used, 11 Points, 11 Points Used, 0 QCs
2 %10 4 | y = 454.4271 " x - 68.9948
2 7| R*2=0.99975742

8.5
]
75 y=454.4271 x-68.9948
7]
65] R*=0.9997
o]
E 5.5
5]
) 4.5
3.59
3]
2.5
2]
154
1,
0.59
o]
-0.59

Respon:

f0 0 1 20 30 40 5 60 70 8 90 100 110 120 130 140 150 160 170 180 190 200 210
Concentration (ng/ml)
R (ng/mL)
11 23-Ev ) D R EREHPE 0.1~200 ng/mL)

2,3-DP -5 Levels, 5 Levels Used, 5 Points, 5 Points Used, 0 QCs
2 x10 3| y=462.6494 * x +19.1606
2 | R*2=0.99908772

0751 y =462.6494 x + 19.1606
R*=0.9990

01 0 01 02 03 04 05 06 07 0.‘8 0.9 1 11 12 13 14 15 16 17 18 1.‘9 2 2.‘1
Concentration (ng/ml)
R (ng/mL)
12 23°-Ee Y Uil CIRWERERDE 0.1~2 ng/mL)
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2,2-DP - 11 Levels, 11 Levels Used, 11 Points, 11 Points Used, 0 QCs
2 x10 4] y=75.0636 * x +27.4432
2 R*2 =0.99996581
g 154
@
£ 144
1.3 y =75.0636 x+27.4432
1.24
R*=0.9999
1.14
14

il 0.94
0.84
@ 0.74
= 0.64
054

0.4

0.34

0.24

0.14

04

0.1

f0 0 1o 20 30 40 50 60 70 8 90 160 110 120 130 140 150 160 170 150 150 200 210
Concentration (ng/ml)

B (ng/mL)
13 2,2°-E VLR SR (RS B R &P 0.5~200 ng/mL)

2,2'-DP - 8 Levels, 5 Levels Used, 8 Points, 5 Points Used, 0 QCs
€ x102 ] y=76.0837 * x +7.2267

2 R*2=0.99991523

g 8
g

o 754
74 y =76.0837 x+7.2267

I R’=0.9999

5.5
2
Ko 45
354

3]

254

2]

15

1

0.5

ol

0 o5 1 15 2 25 3 35 4 45 5 55 6 65 7 75 8 85 O 95 10 105 11 115 12 125
Concentration (ng/ml)

= (ng/mL)
14 2,2°-EEVV VRS G E R &P 0.5~10 ng/mL)

4%%6 *ﬁ%%}?«f/ﬁﬁiﬁﬁ?‘»—& (393"\ 234’_\ 273"\ 2,2,-1:“]:0U i)/l/)

PR I B B
(Cs) 3.,3'-bpy(4s) 2,4'-bpy(4s) 2,3"-bpy(4s)  2,2'-bpy(4s)
(ng/ml) (m/z 157>130)  (m/z 157>130) (m/z 157>130) (m/z 157>130

0.100 124 72 109 —
0.200 161 101 149 —
0.500 256 186 272 52
1.00 520 376 537 108
2.00 843 592 872 159
5.00 2165 1613 2276 414
10.0 3784 2778 4014 729
20.0 7966 5894 8748 1543
50.0 20752 15545 22024 3835
100 42852 31613 46426 7503
200 85722 63094 90494 15043
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(RO 7 u~ T T 4H)
W D7 a~< N 7T A& X 15 1R T,

x10 2 |+ESI MRM Frag=140.0V CID@** (157.1 -> 130.1) WorklistData_STD10ppb.d
42
3.75
3.5
3.25

/z 157>130
2,3-bpy i

2,2-bpy

x10 2 +ESI MRM Frag=150.0V CID@30.0 (165.1 -> 137.1) WorklistData_STD10ppb.d
2.24
2

17 m/z 165>137
1.6+ 4,4- bpy -dg

1.5
1.44 ~

2 3 4 5 [ 7 ] [ 10 1 12 13 14 15 16 17 18 19
Counts vs. Acquisition Time (min)

X 15 MERHERER 10 ng/mL O~k T A

EEHEH D~ A AT fLV]
FEUEMVE D~ A AT "V &a K 16~21 [ZRT,

x10 5 |+ESI Scan:3 (6.58 min) Frag=140.0V 5MIX-DP1ppmin70%metha2ul Prescan.d

157.3

1.8

1.6

1.4

1.2

0.8

0.6

0.4

0.2
103.1 1093 1131 1183 1232 1282 1333 139.3 1493 4532 ‘ 1633 167.1 1723 178.4 186.3 193.2 199.4
100 105 110 115 120 125 130 135 140 145 150 156 160 165 170 175 180 185 190 195 200
Counts vs. Mass-to-Charge (m/z)

o

16-1 44-E2Y L (I1mglL) O~ AAXT fL (MS A%y )

x10 3 [+ESI Product lon:3 (6.64 min) Frag=140.0V CID@30.0 (157.0 -> **) DP5mix1ppmin70%methaluLProscan.d
9 1§73

5 130.2
45 772

3 103.1

1549 123.1 1422
1 793 1171
0.5
i RANE I | |

76 78 80 82 84 86 88 90 92 94 96 98 100 102 104 106 108 110 112 114 116 118 120 122 124 126 128 130 132 134 136 138 140 142 144 146 148 150 152 154 156 158
Counts vs. Mass-to-Charge (m/z)

162 44-EEY /N (1mglL) OD~<AARXT KL
(V=Y —AF > mk1573 & LT aX s hAF U Ax ¥ )

545



+ESI Scan:3 (8.14 min) Frag=140.0V 5MIX-DP1ppmin70%metha2ul Prescan.d
157.3

172.3 178.3 186.4 193.2 199.4

103.3 109.2 1134 1183 1253 1303 1353 142.3 149.2 4533 1632 167.4

140 145 150 155 175 180 185 190 195

Counts vs. Mass-to-Charge (m/z)

17-1 3,3°-EE U/ (1mgL) D~ AANXY KL (MS A% ¥ )

105 110 115 120 125 130 135 160 165 170

x10 4 |+ESI Product lon:3 (8.17 min) Frag=140.0V CID@30.0 (157.0 -> **) DP5mix1ppmin70%methaiul Proscan.d

1.1 0.2
0.9
0.8
0.7 157.3
*
0.6

0.5
103.2

128.2

105.2
90.0 931

117.3

142.3

76 78 80 82 84 86 88 90 92 94 96 98 100 102 104 106 108 110 112 114 116 118 120 122 124 126 128 130 132 134 136 138 140 142 144 146 148 150 152 154 156 158
Counts vs. Mass-to-Charge (m/z)

17-2 3,3°-EE VU UL (I mg/L) D~ AART F)L
(Vv h—Y—AF o mz1573 L L7 a7 b F L AFxx )

+ESI Scan:3 (9.42 min) Frag=140.0V 5MIX-DP1ppmin70%metha2ulPrescan.d
157.3

0.8
0.6
0.4

0.2+
1493
A .

145 150 155
Counts vs. Mass-to-Charge (m/z)

18-1 24-EE VU UL (I1mglL) ODAANRT fL (MS AFx V)

+ESI Product lon:3 (9.47 min) Frag=140.0V CID@30.0 (157.0 -> **) DP5mix1ppmin70%methalulProscan.d

153.3 163.2 167.4 1724 186.4

170

178.4
180

193.2
195

101.3 105.2 109.2 1132 1183

100 105 110 115

125.3
125

130.3 1353 139.3

140

160

120 130 135 165 175 185 190

157.2
*

142.3

774 103.1
171 128.2

92 94 96 98 100 102 104 106 108 110 112 114 116 118 120 122 124 126 128 130 132 134 136 138 140 142 144 146 148 150 152 154 156 158
Counts vs. Mass-to-Charge (m/z)

18-2 24U U (I mgl) O~ AANT kb
(Vv h—Y—AF o mz1573 L L= a7 b F L AFx )

79.3
140.2

90.2

76 78 80 82 84 86 88 90
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x10 5 |+ESI Scan:3 (11.34 min) Frag=140.0V 5MIX-DP1ppmin70%metha2ul Prescan.d

22] 157.3

0.8
0.6
0.4+

0.2 149.3

1011 1053 1093 1130 1183 1261 1302 1353 139.3 |, 1533 ‘ 1633 1672 1723 1781 186.3 193.3 199.5

100 105 110 115 120 125 130 135 140 145 150 155 160 165 170 175 180 18 190 195 200
Counts vs. Mass-to-Charge (m/z)

19-1 23-EEVU UL (ImglL) D AANRNT fL (MS AFx V)

x10 4 |+ES! Product lon:3 (11.41 min) Frag=140.0V CID@30.0 (157.0 -> **) DPSmix1ppmin70%methaluLProscan.d

1302

0.9
0.8
0.7+
0.6
0.5
0.4 157.2
*
0.3

024 772 103.3.
n7g 128.2 1422
104.9

N L, ‘ L, | L i ||
76 78 80 82 84 86 88 90 92 94 96 98 100 102 104 106 108 110 112 114 116 118 120 122 124 126 128 130 132 134 136 138 140 142 144 146 148 150 152 154 156 158
Counts vs. Mass-to-Charge (m/z)

192 2,3°-EE Y U (I mg/l) D~ AANT kb
(Vv h—Y—AF o mk1572 ¢ Li-7a X b A F U AF )

0.1+ 934

x10 5 |+ESI Scan:3 (12.88 min) Frag=140.0V 22DP1ppmin70%metha02ul Prescan.d
157.2

0.5 149.2 ‘

101.2 1051 109.2 1131 1182 1233 1270 1331 4372 1422 |, 1632 1672 1721 178.1 186.3 193.2 199.3

160 165 1%0 11‘5 1&0 Tés 1é0 1é5 1“10 T)OS |é0 |é5 1é0 1é5 1‘70 1"/5 180 1é5 1é0 Wés 260
Counts vs. Mass-to-Charge (m/z)

20-1 22-EE UV (1mg/l) D~ AAXT kb (MS AF v )

x10 3 |+ESI Product lon:3 (12.87 min) Frag=140.0V CID@30.0 (157.0 -> **) DP5mix1ppmin70%metha1ulLProscan.d
4.254 78.2 130.3

3 157.2

054 769 1033 117.2 S 1423

o A | | | | ]

7‘6 7‘8 Sb 8‘2 8‘4 8‘5 8‘8 9‘0 9‘2 9‘4 9‘6 9‘8 160 162 164 166 168 1%0 11‘2 11‘4 11‘6 11‘8 12‘0 1&2 Té4 1&6 TéS 1:‘10 1:‘&2 1:‘&4 TéG 1:‘18 14‘0 14‘12 11‘04 14‘6 T“OS 15‘50 1‘52 1‘54 TéG 1é8
Counts vs. Mass-to-Charge (m/z)

202 22-EE Y /(1 mg/ll) D~ AANRT kL
(Vv h—Y—AF o mk1572 ¢ L= a X7 hAF U AF v )
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x10 & |+ESI Scan:2 (6.40 min) Frag=150.0V 8D44DP50ppb2ul.d

81.1 89.0 96.9 103.0  109.2 118.1  123.2 137.2 149.1 156.1 178.2 186.1 1932 199.1

80 85 9 95 100 105 110 115 120 125 130 135 140 145 150 155 160 165 170 175 180 185 190 195 200
Counts vs. Mass-to-Charge (m/z)

21-1 44-EE U U h-dsg(1mg/L) D~ AR k)L (MS AF ¥ V)

I

x10 5 |+ESI Product lon:1 (6.46 min) Frag=150.0V CID@25.0 (165.2 -> **) 8D44DP50ppb2ul ProlS.d

2.2 166.3

1.8
1.6

1.4

1.2

0.8
0.6
0.4

0.2+ 85.4 952 992 1192 123.2 1332 147.2

ol 1. _ 1 _ - ,
80 85 90 95 100 105 110 115 120 125 130 135 140 145 150 155 160 165
Counts vs. Mass-to-Charge (m/z)

212 44-EEY Ub-dg (1 mg/L) D~ AANRT KL
(m/z1653 D7 Xy A F L AF v )

81.2 109.2 ‘ 163.3
.
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BETT 7]
BETZ 7 Bl a~ N7 T AEIK 22 1RT, 2,2°-E 8 U ULk AT
D=7, BEEADOHRTEH RO RYWE ClihneEEZ BN D,

m/z 157>130

335bpy 2,2'-bpy
4,4'-bpy \L 24Py 2 31ppy J

Y v

m/z 165>137

4.4'-bpy-ds

T s 12
,,,,,,,,,,,,,,,,,,,, (min)

X 22 ¥fE7orpnru~ 7T A

x10 1 |+ESI MRM Frag=140.0V CID@"* (157.1 -> 130.1) 0215Blanktest1.d

2 3|
5.15-
5.14
5.05-

] m/z 157>130

o 2.2-bpy
P 44bpy 330Y 5 gy, 23OV

Z Vb

x10 2 +ESI MRM Frag=150.0V CID@30.0 (165.1 -> 137.1) 0215Blanktest1.d
244,

1.8 m/z 165>137

2 3 4 5 6 7 8 9 10 11 12
Counts vs. Acquisition Time (min)

X 23 AXJ)—NFEARFO7 o~ 7T A

13 14 15 16 17 18 19
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(FINEIGERER]
FERUK, WK GEE)I (RE DB\ ) L K CRISTETE) ~Oin
NS R A2 R T~1112, 7~ M7 T L %[K23~26 [ZRT,

£7 44 E Y DVRMEIRGRERS R

- EiW 3= VIh=S e MHERE BV ZEfRE
ey : HEREK - =
(mL) (ng) (ng/L) (%) (%)
200 RN 2 ND - -
LK
: 200 4 5 16.9 85 4.0
200 eI AN 2 ND - -
1A 200 0.5 7 2.33 93 6.1
200 4 5 20.5 102 6.1
ik 200 MR 2 ND - -
200 4 5 20.1 101 5.9
#£8 33-t U I AUINEIIGER S R
- EiW 3= ViIh=S e KHERE B BEfRK
C I J B S -
(mL) (ng) (ng/L) (%) (%)
— 200 eI AN 2 ND - -
: 200 4 5 16.8 84 1.1
200 MR 2 ND - -
K 200 0.2 7 0.743 70 9.1
200 4 5 19.0 95 7.7
200 MEIR N 2 ND - -
WK
200 4 5 16.7 84 7.8
#£9 24-v YU LERNNEINGRER
- b= W= e R R BERE
e " BRI = . -
(mL) (ng) (ng/L) (%) (%)
— 200 MR 2 ND - -
: 200 4 5 17.8 89 13
200 MR 2 ND - -
aPlIEN 200 0.5 7 261 104 45
200 4 5 19.4 97 7.8
200 RN 2 ND - -
WK
200 4 5 16.6 83 7.3
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7210 2,3°-E U DL ERINEI G BR A 5

Ak

AUBHE IRINE

BRI

R AR

AL UIES

(mL) (ng) (ng/L) (%) (%)
200 MEFRIN 2 ND - -
LK
200 4 5 17.6 88 2.4
200 RN 2 ND - -
WK 200 0.2 7 1.09 109 4.4
200 4 5 20.3 102 6.9
. 200 eI AN 2 ND - -
7K
200 4 5 17.5 87 9.0

F 11 2.2-E v U P LEINEN SR S

Ak

AR IRINE

BRI

R [EIs

LA

(mL) (ng) (ng/L) (%) (%)
200 |y 2 ND - -
K
200 40 5 35.6 18 11
200 |y 2 ND - -
A1 7K 200 2 7 3.67 37 17
200 40 5 96.9 48 23
. 200 N 2 ND - -
WK
200 40 5 82.9 41 28
2,3-bpy m/z 157>130
o 4,4-bpy 2,2-bpy
N /
m/z 165>137
0s] 4.4"-bpy-ds

Counts vs. Acquisition Time (min)

24 WMENGAERD 7 v~ k27 Z L (40 ng IR0
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x10

2.

1.9
1.84
1.74
1.6
1.5+
1.4
1.3+
1.2+
1.

0.9
0.8+
0.
0.6+
0.5

x10

1.74

2 |+ESI MRM Frag=140.0V CID@"* (157.1 -> 130.1) 0223_Rec17.d
142

m/z 157>130

1 4,4’ bpy 2,2’-bpy

74

2 +ESI MRM Frag=150.0V CID@30.0 (165.1 -> 137.1) 0223_Rec17.d

16] m/z 165>137

1.54
1.4

1.3 4,4 ’-bpy-dg

2 3 4 5 [ 7 8 ) 10 11 12 13 14 15 16 17 18 19
Counts vs. Acquisition Time (min)

25 WNEGRERD 7 v~ &7 F & (40 ng BN 1K - 56511

+ESI MRM Frag=140.0V CID@** (157.1 -> 130.1) 0321_Hozon12.d
2 2

m/z 157>130
2,3’-bpy

2,4’-bpy 2,2’-bpy

3,3’-bpy
4.4°-bpy J
v

+ESI MRM Frag=150.0V CID@30.0 (165.1 -> 137.1) 0321_Hozon12.d

’ 4,4°-bpy-dg ?

m/z 165>137

2 3 4 5 6 7 8 9 10 11 12 13 14 15 16 17 18 19
Counts vs. Acquisition Time (min)

26 WINENGRERD 7 v~ 7T & CRARIEBEK  BRN)
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x10 1 |+ESI MRM Frag=140.0V CID@"* (157.1 -> 130.1) 0215Blanktest3.d
1z

7] m/z 157>130

5.3 3,3’-bpy
2.3°-bpy 2,2’-bpy

5.1 4,4°-b
51 ik 2,4’-bpy
vl

x10 2 +ESI MRM Frag=150.0V CID@30.0 (165.1 -> 137.1) 0215Blanktest3.d

27 4,4"bp}"d8

m/z 165>137

2 3 a 5 6 7 8 S 10 11 12 13 14 15 16 17 18 19
unts vs. Acquisition Time (min)

%27 WD 7 b h 75 & GESIIK R

(it 2 7 ) —= J3REBR)
SFRVER 7 ) — = TR OFE R A F 12 1577,

#F12 SfRtER 7 ) —= o 7RG

WIERE 1 BRI DR R 7 HZ DERATFHE(%)

Fo

e pH (ng/L) (%) i T BT
5 0.020 105 9% i

4.4-bpy 7 0.020 97 92 92
9 0.020 95 80 i
5 0.020 104 94 i

3,3-bpy 7 0.020 86 87 85
9 0.020 81 81 i
5 0.020 104 97 i

2.4'-bpy 7 0.020 86 86 86
9 0.020 83 85 i
5 0.020 105 9% i

2.3-bpy 7 0.020 97 92 92
9 0.020 95 80 i

(BRTEIERER]

AEFREL, BRI N ORI O R ORE R A2 R 13 1277,
AREHZOW T [BRBOBEIKRORE] IR L7cL oz, B8 Y %R
L7 KER B 2 . WIBERTT LTt OFRE 2 IE L7z,

BRI IZ DWW TIE, BSNEIGEER ) B b ol 2 misfr T L. 14 B1%
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WZHIE LT,
AR IZHOW CII M ERAEER 2 B RTFE L, 1 » A%ICHIE LT,

# 13 B VU DI ORIENER R R

ViiNEEg = ?200
Stk HIHAR AT (%)
(ng/L)y 7 HME 14H8RE 14+H
%S SR IV 0.005 109 - -
sdbpy @7J< 0.005 98 - -
ABRIE K 0.005 - 101 -
FEUERG MR OR/DNERFE 0.1 - - 106
VS SR CIPIIV S 0.005 96 - -
WK 0.005 87 - -
3,3-bpy  _ ... .
ABRIE K 0.005 - 102 -
FEUEE B O/ NEE 0.1 - - 87
%S SR CIPNIV S 0.005 97 - -
2dbpy @7J< 0.005 89 - -
ABRIE K 0.005 - 103 -
FEUEE B O/ NEE 0.1 - - 101
OBk Ik 0.005 107 - -
WK 0.005 90 - -
2,3“bpy . .
ARG K 0.005 - 109 -
AL RO E/NERE 0.1 - - 96
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(BEARIZL B —27 BROZEL)

HEABICE D E— I IROE N Z K 28~30 IZ/R LTz, A H J—/L 100%IE %
WTIESpL A EFEAT 2 EE— 2 BIRDBEL 725D T, HEAEZ 2uL 2L
TWo, TER=HFU L 100%& A H 7 —/L 70 % TIE 10 pL E TER R0,

2 [+ESITIC MRM CID@"" (** -> **) WorkiistData23.d ' .
x1057; @"* (** -> **) WorklistData 373 _bpy 2,3 bpy

2,2"-bpy

1 44-bpy-dy PP || 2.41bpy
‘ M jL l/ VEARE 1L
24 . . . — SN A U N A m e L

x10 2 [+ESI TIC MRM CID@** (** -> **) WorklistData24.d

&2 3
6

“ EAR: 2 ul

2

x103 [+ESI TIC MRM CID@"* (** -> **) WorklistData25.d

1.2542 2
| M

0.754

051 VEAR 5L

0.25 /L

x10 3 [+ESI TIC MRM CID@** (** -> **) WorklistData26.d
15

12 3
N
> M N RAR: DL

x10 3 [+ESI TIC MRM CID@"** (** -> **) WorklistData27.d

1542 2
°;V\,_//\J TEAR 20 uL

2 3 4 5 6 7 8 9 10 1 12 13 14 15 16 17 18 19
Counts vs. Acquisition Time (min)

28 FEAERICEDE—TRIROZEAL (A& 7 —/1100% 10 pg/L FEHERR)

x10 ;7 :ESI TIC MRM CID@** (** -> **) 100per_ACN_1ul2.d 3 , u_bpy 2,3'—bpy ,
| 4,4-bpy-ds . 4.4
) .
N "
o 2,2"-bpy

x10 2 +ESI TIC MRM CID@"* (** -> **) 100per_ACN_2ul.d
842

x103 +ESITIC MRM CID@"* (** -> **) 100per_ACN_5ul.d
2
1]
0.75
0.5

0.254

x10 3 +ESI TIC MRM CID@"* (** > **) 100per ACN_10ul.d
12542
1
0.75
05
0.25

x10 3 +ESI TIC MRM CID@** (** -> **) 100per_ACN_20ul.d

2 3
1
0.754
Ve =
059 AR 120 uL
0254
2 3 4 5 6 7 8 9 01 2 13 14 15 16 17 1 19

Counts vs. Acquisition Time (min)

429 FARICELIDE—IEROEN (T F=FYU /L 100% 10 ng/L EEHERK)
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x102 |+ESI TIC MRM CID@** (** -> **) 70per_MeOH_1ul2.d

35| 4,4"bp}"d8& 4.4 3

-bpy
. Y 335 , 2,2-bpy
4 -bpy 2.3-bpy ¢ VEARE ;1L

x102 |+ESI TIC MRM CID@** (** -> **) 70per_MeOH_2ul.d

352 3
3]

25 I
N AR :2ul

x102 |+ESI TIC MRM CID@** (** -> **) 70per_MeOH_5ul.d

354 3
3 NEY

251 FEAR : 5ul
2

x102 |+ESI TIC MRM CID@** (** -> **) 70per_MeOH_10ul.d

354< 2
N VAL 10 uL
N

x102 |+ESI TIC MRM CID@** (** -> **) 70per_MeOH_20ul.d

2 3
N
] TEAR: 20 uL
5

2 3 4 5 6 7 8 9 01 2 13 14 15 16 17 18 19
Counts vs. Acquisition Time (min)

X 30 JFEARIZCLDE—TRIROZE (A F 7 —v 70 % 1 ng/L FEAERR)

(B Z LB HNERL & & B OWME (log P, pKa)l

B EMEARD B OWTIX, BEIFEO pH (BEIFE A 13 pH 3.8 1) & RMEAK
TEDlogP BLUpKa DT U ATHE 14 O L9 RIEHIBLMLASE BV D O T
RN EEZZTND,

#F 14 #ere Voot (SRC PhysProp Database & ¥ fliH])

AT LS HINENL

e (#7 v 2T RT) log Pow pa
44U DL 1 (7.4 min) 1.28 4.82
33-EEU UL 2 (8.9 min) 1.38 ANEA
24-EE U UL 3 (10.5 min) 1.58 4.77
23-EE U UL 4 (11.9 min) 1.46 4.42
22-EE Y UL 5(15.3 min) 1.50 433
34-EE UL TEYEMVE R A TF A A

(5BED 5 b DREET)

InertSustain C18 LISA D43 BfE N 7 25 & LTHR Y ~—% A4 7 A (TSKgel), 73 K
71 7 I(TSK Amide-80)35 L UMLAHHL D ARTEM: ODS 7 7 A 2 FHIZ OV TRRET 21T
oy RV —RKOT I KRBT LE, B (A% ) — NV FEETER=RY
V) EREEUKETIEREET = U MEEIR A HHR & L CTER L7256, K
U FREHFTHRENA 0 CEBREREZNENDEET 5 2 LR TE e

>7,
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flittf > ODS 7 7 AIZHOWTIE, 10 mmol/L 27 =7 A /2 mmol/L %
2% Y 5mmol/L Xk / 7 h= kU /L& AWk O TF% Bk
DFBEIIFTRETH o723, 2,2-bpy DE—27 N7 10— Rl »7=72, ZNET
1# Y InertSustain C18 Z#fEH 52 & & L7,

x10% |+ESI TIC MRM CID@** (+* > **) DPSmoci00ppbin0tmethazul 2mk_03.d 33 ’_bpy
=42 k)
5; GL Sciences: InertSustain C18 273"bpy
5 2um 2.1¥100mm
4.5
4

a5 4,4’-bpy

3 ’—

2,2’-bpy
2

s 1
5

x10 3 |+ESI TIC MRM CID@** [** - **) WarkiistData22.d

5 Shiseido: Capcell Pak C18 L

32 3um 2.0*100mm 3’3 bpy 2,3’-bpy

45
4

as

3 4.4’-bpy 2,2’-bpy

LE
x10? ;ES\ TICHRM CIDE () WarkiziDmaa d 3 ’3 s _bpy 2,3 s -bpy
Agilent: Poroshell 120 EC-C18
2.7um 2.1¥100mm

2 4,4’-bpy
-bpy

22
1

2 25 3 35 4 45 5 55 115 12 125 13 185 14 145 15 155 18 185 17 175 18 1
Counts vz. Acquistion Time fmin)

31 AHRIEHE ODS 515 AMC L 5 B 6 Y Loy
(KHID B —27 27 2,2°-bpy)

(BB DR
@@ﬁﬁk LTCTrEhr=F U/V%#%ﬂ‘bf:k:%\ AR )— )Lk D%%—EZ))E<\
FTERN= NI MICKEENZ D Z ET22-bpy DT —V 7285 MM% 5
LN TET,
3.3"-bpy

x10 3 | +ESI TIC MRM CID@"* (** -> **) WorklistData8-100ppb.d 23 _bpy
2 >

x10 3 +ESI TIC MRM CID@"* (** -> **) STD10.d

] 3,3’-bp, o4 2,3’-bpy

351 4,4’-bpy

2,2’-bpy

A

0 11 12 13 14 15 1 17 18 19 20 21 22 23 24
s vs. Acquisition Time (min)

M3 BEROEEIC L 55
(BBt A& —, TE:T7ERF=FIU))

7 8
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(E AR H D RRET)

Waters ¢ Oasis HLB 35 & UF Sep-Pak Plus PS-2 (Z DWW TR A R L7z, &
NENDOEMEZ A S 7 —/SmL, K 10mL Tar7 4 a=r7 L&,
IHTEEOE Y Y DLIEEN 100 ng/L & 725 X 5 1B U7=308 10 mL 28K L,
FEHIK 10 mL CTUei§% A % 7 —/L 5mL TIEH L7z & & oEINER %79, HLB,
PS2 & HIZT R TOEMAKE 90%LL ETEUNT 2 Z LA TE 57, HLB ©5nN
HTRARNS B2 TzD T, DBEOBFHIIZHLB 2 W5 Z LT L,

100 —

90 +— gy

80 +—] S

70 +— —

§ 60 +—— —
ﬁ 50 +— L OPSs2
=

@ 40 -+ | OHLB

30 +— S

20 +— —

10 +— I

0

4,4'-BP 3,3'-BP 2,4'-BP 2,3'-BP 2,2'-BP

X 33 fHf9 AEMEOFIEIC X D EINER

(EFaHhH R DFEF pH DY)

10 mmol/L XEET > E=U LMMIXWET VE=7 % /Mx 5 Z & TpH3~8 DfE
B & VERR L7z, 4 pH OFEENK 200 mL IZ BB Y D/UWRAIEREZRIML (O
i E 100 pg/L) . HLB TEFAHhH 24T o 72l D[RR £ [X] 34 (2R

2,2-bpy LSO BIER D BN 4T 90%FEE & 7225 0013 pH 6 DT, X pH
DOFFTIL pKa DR EWNH DIF ERILED N, £72, pH6 LLEIZA 5 &I
METLTWS KH Thot, 2,2°-bpy iIthD Bk & Bip o258 A2 R L, FEHHE
~NDFL— bR — I —BLOar vy FL—F—DT A L ~DOWHER ET 5
MOERBNMENNTWD X ) IcBbir,

100.0
95.0
90.0
85.0
—e—4,4'-BP
80.0
--fF--3,3"-BP
75.0
— & —2,4'-BP
700 —%—2,3"-BP
65.0 A — 4+ —2,2'-BP
\.
60.0 -
55.0 N
50.0 T T T T T
pH3 pH4 pH5 pH6 pH7 pH8

X 34 #B} pH (2 & B EICROZEAL,
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(BRERE D H761)
RKiEEZRHWNT, AFRRAOHIIIK GEE)) ROYEAK (CKIREZE) ZHE L
7RSSR, 44-E Y DU BRI DTS MDL K Tdh - 7= (4 35),

IRM Frage140.0V GID@" (157.1-> 130.1) 0324_230PMDL12.d

m/z 157>130
2.2-bpy
3,3-bpy
4,4-bpy 2.4-bpy 23-bpY

s
ass
ass J/
- \L \L
o WJWWMW
X102 +ESIMRM Frag= 50,0V CIDG30.0 (165.1 > 137.1) 0324_Z30PMOL T2
2 .
23
22
2

m/z 165>137

434"bp}"d8

B

2s 3 a's & a's 5 s's é 6's 7 7's 8 8's 9‘5C 10 1;55 1‘1rn‘(5 12 125 13 135 14 145 15 155 16 165 17 175 18 185 13 195
S S y S =
X 35 EREEEE G)IIK) e~ 7T A

[FF4if ]

AJEO IDL X, 0.059 ng/mL TH 0 FEHERIREEIX 0.00030 pg/L TH 5,
BERRIE, 0.100~200 ng/mL OEEHFHTr® > 0.99 & BAFARERRTE D TERR
iz, AJEO MDL IZ, 0.00055 ug/L TH Y, MQL %, 0.0014 pg/L TH 5,

17K B O 64 2 BEHER) ' O WS INENSERBR A SR 1, 90% LA ETH 0 48 H)
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4,4'-Bipyridyl

This method provides procedures for the determination of 4,4'-bipyridyl in surface
water by liquid chromatography/tandem quadrupole mass spectrometry (LC/MS/MS).
The ionization mode is positive ESI (electrospray ionization). After measured volume
of a sample, approximately 0.2 L of surface water is adjusted to pH 6, and passed
through a preconditioned solid phase extraction cartridge (Oasis HLB plus) at a flow
rate of 10 mL/min. The cartridge is washed with 10 mL of pure water, and then the
extract is eluted with 5 mL of methanol. The eluate is concentrated to 1.0 mL under
gentle stream of ultra-pure grade nitrogen gas. The analytes are determined in the
selected-reaction-monitoring (SRM) mode as the precursor/product ion pair of m/z
157>130. The method detection limit (MDL) and the method quantification limit
(MQL) are 0.55 and 1.4 ng/L, respectively. The average of recoveries ( N = 7) from 4.0
ng of 4,4"-bipyridyl added to 0.2 L of surface water from river and sea were 102% and
101%, and the relative standard deviation were 6.1% and 5.9%, respectively. Using this

method, the target compounds in the river water (Morokuzu river) were not detected.

Water sample pH adjustment Solid Phase Extraction Wash
0.200 L phospharic acid HLB plus plir; \:/ne}jer
topH 6 10 mL/min
L Dehydration Elution Concentration T
centrifuge methanol 5 mL N; gas syringe spike

3000 rpm, 10 min (4,4'-bpy-ds 25.0 ng)

L Volume adjustment LC/MS/MS-SRM
methanol
1 mL ESI+

560



WE s

o¥riE7 v —F ¥ — b

eSS

44-EEY DL

FERIK10 mL

[KE]
ARG pHFHHE AR
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LC/MS/MS-SRM

No&itE T

T

A K ) —)L 1 mL

VYT ANRAL Y
(4,4'-bpy-ds 25.0 ng)

ESI+

SIHTIRIFEE
LC/MS/MS-SRM
ESI-RYT 47

B H T FRAE
[7KE] (ng/L)
0.55

GIMTERAT:

B

LC:1200 (Agilent)
MS: 6460(Agilent)
BT A
InertSustain C18
(2 pm, 2.1x100mm)
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