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1. 3Bk JO%EE

P a =y MERESL L LT, RRUEACT
SERIBAC-C, (FIUEE 100 area’, /K53 9.6%) , BAC-Cy

(ﬁ@ﬁ‘98 5 area¥%, /K539.7%) , ELT /L LFDG
PR ( (\VR) 91%) ZZNZhHniz. 2%
=BT ' F=FUME LCAMS H, 1mol/L
WY & =0 MR ZEdR IR 7 v~ ~ 27 7 /]

CLE, FoeiisEsy) | i b U o L3RR
VHFRY) En eI Lz, RRUKIZ Y =4
U7« V=g VRS PURELAB Chorus O/
AEEEIC TR Lo b O& vz, [EMRhH T — b
U » Pl Waters f Oasis HLB Plus Short Cartridge
225 mg 60 pm ZfEH L7z,

BREERELE LC, Aol (P st ,
W) (FFEH) 6 JOFERL FHES (REX) 1230
TEREC LT IK, Wik E e, BRESERICITd
ST FY A 5.0 g ZIRINLIZA T 28l
ARLAEY (PTFEEY B 7 X MF&E) 2/, K
EEARF100 nl 28R L, #RE 5 L7z, BB,
BRSNS L, oS EE T 7.

2. BRI O

N7 B—IEK 2 1R T, KERENE Al L2,
[BFEA— b U 8K L CRISEmE 2 WmE L, =
Na7T & =k VUL THH L TLC-MS/MS-SRM (ESI-
positive) TE&ET 5.

3. LC-MS/MS #iEds L OVESM:

LC & LT Agilent 11100 U —X, UFr g
VX v TEREA, DS ZA T LEMHL, 7T
Py NI ERIT o2, MS & LT AB Sciex il
APT3200 % FV>, LC-MS/MS-SRM (EST-positive) il
ELe E&1) .

3. INEVLERSA T

INA T A YERG (0. 10 ng/mL) 0.5 mL Z43HX
L, ZRTAORXFHFICLBEGZEL, A
TNOFEZES UTRRE THTERE (600, 500, 400,
350, 300, 250 ‘C) PERHE (2, 1, 0.5 FEfHE)

T L%, 7' r=FU 1 nliZER
oDz iR & L.

N it —
100 ml. GF/C¢ 47 mm
T#NaCl 5.0 gifn PRIAARUE A - FFRUK10 ml

Pl KSROK10 ml

DURSET BN iAT
D 7Eh=R b 10 mL X 2[E]
HEWAL min

R TRV BELVIAA

Oasis HLB Plus TEh=b 10 mL
3 ml/min 55 °C, 15 min
e H - A

AT ERVEV AL - FEERUK10 mL

Pl RSIUK10 ml
2N H AR GBI

Pl - RSIUK10 ml

PRIARVE AZARI0 mL TEh=p EST (+)
10 mL

X2. mir7e—

F 1. WESRME

[LCGAF]
i SRR :Agilent® 1100 series
TT I : GL Sciences#UHPLC PEEK Column InertSustain C18
(50 mmXx2.1 mm, 3 um)
BoH ¢ (A) 5 mMBERET > =7 A OKIAIE
o (B) 5 mMEERET e =T AEAT R b= b ) VIR
:0—5 min A:80—5 B:20—95 linear gradient
5—13 min A:B=5:95
13—13.1 min A:5—80 B:95—20 linear gradient
13.1—28 min A:B=80:20
71T N :0.2 mL/min
BT LR 140 C
BRI AR :5 pul
[MSZ&ft]
i P CABY A = 7 AL AP13200
A A Akik :EST (Positive)
HEE—F : SRM (Selected Reaction Monitoring)
AF V=R : Curtain Gas : 20 psi
:Collision Gas : 5 psi
: lon Source Gas 1 :60 psi
: lon Source Gas 1:40 psi
: Ton Source Voltage : 5500 V
: Temperature : 600 °C
FT=F—A T : BAC-Cy2

_66_

m/z 304.3>91.1 DP 66 V CE 45 V (&)
m/z 304.3>212.3 DP 66 V CE 27 V (ffEs@f)
1 BAC—Cyy

m/z 332.3>91.1 DP 76 V CE 53 V (&)
m/z 332.3>240.2 DP 76 V CE 31 V (fEs@f)
1 BAC—Cis

m/z 360.3>91.1 DP 81 V CE 57 V (&)
m/z 360.3>268.3 DP 81 V CE 33 V (ffEs@f)
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- n 1 e,
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- = s T BACC,o l
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§ BAC-C,,
H m/z 332.3>91. 1
4. #fE7 7 78 BOSMY n~ b7 T L
» BAC-C — — —
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H s
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o
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3. SHHIED Y F— gy
LTI LTS ORI % A

g Nyt Xau)

T—Ya TSRS REROERME

0.010~0. 10 ng/mL. OHIPFT R*=0.

9974~0. 9995,

0.10~1.0 ng/mL DOHFHIFHT R*=0. 9994~0. 9999 %7~
LTEY, BEFThH-o7= (K5-1~5-3) . FEHER
v T hER6-1~6-3TRT.

8000 80000
y = 47738x + 77.348 y = 50690x + 347.9
R* = 0.998 R* = 0.9991
6000 | 60000
z z
& 4000 & 40000
2000 20000
0 0
0.00 0.05 0.10 0.15 0.00  0.50 1.00 1.50
% (ng/mL) W (ng/mL)
5-1. BAC-Cy,
0.010~0. 10 ng/mL (#£) 0.10~1.0 ng/mL (f7)
12000 120000
y = 73495x + 105. 63 y = 82480x - 1190.3
10000 R® = 0.9995 100000 R* = 0.9999
8000 80000
6000 & 60000
4000 40000
2000 20000
0 0
0.00  0.05 0.10  0.15 0.00  0.50 1.00 1.50
W (ng/mL) #E (ng/ml)
5-2. BAC_C14
0.010~0. 10 ng/mL (/) 0.10~1.0 ng/mL (47)
12000 120000
y = 85812x - 183.51 y = 91571x - 587.26
10000 R =0.9974 100000 R* = 0.9999
8000 80000
= z
6000 K 60000
4000 40000
2000 20000
0 0
0.00 0.05 0.10 0.15 0.00  0.50 1.00 1.50
i/ (ng/mL) P (ng/mL)

B 5-3. BAC-Cy4
0.010~0.10 ng/mL (/) 0.10~1

.0 ng/mL (f)
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I X0C of MR (6 pars): 0431911 ama from Sample 26 (14 0.50)of 220623 wi (T Spray)

BAC-C,, —

m/z 304.3>91. 1

Max 63000 cps.
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6-1. MEHRMAEER o~ 7T A

(BAC—Cy, 0. 050 ng/mL)

TERA A m/z 304.3591. 1 (LX) #7831 A4 m/z 304.3>212. 3(F )

- a0

BAC-C,, —*
m/z 332.3>91. 1

M 9239 3 cps.

AC-Cyy

B —
m/z 332.3>240.2

109 st 203 701001

213071403 14z

3 T W

e, me

o1 1209 123

7 ) T

6-2. MERAEER o~ N7 F
(BAC—Cy4 0. 050 ng/mL)

TERA A m/z 332.3591. 1 (LX) 78 A A4 m/z 332.3>240. 2 (F )

BAC-Cy5
m/z 360.3>91. 1

—

a5t sasser gis ses

BAC-Cy5
o m/z 360.3>268. 2

10102510

6-3. MEMRTAIEER o~ 7T A

(BAC—Cyg 0. 050 ng/mL)

TERA A m/z 360. 3>91. 1 (1) FFBA 4> m/z 360. 3>268. 3 (F[X])



==K 5 o
Bt FRMELE 0. 00024~0. 00073 ng/L, E& FRR F3-1. WIMEGRERFER (BAC-Cyo)
B 0. 00063~0. 0019 L&7po7z 2) . I’ SR g B BN A
ffc ug/ st (R2) o WA R ;ﬁgg %Z]Zf WE MBI OBIE R R
= baln N 5 >, - N (mL) (ng/L) (%) %)
FEalkhz O CHINEN R 2R 72 & 2 A, Ik —_ .
IIIVN ’ ' ’
y 0.10 1.0 10 5 9.84 98 1.9
T 93~98%(CV 2.5~6.0%), HF/KT9I6~98%(CV 2.5 BAC-Ciz PR " P — -
N < ~ N . 0.10 1.0 10 5 9.64 96 4.1
~6. 70 BN, BILE, FBEHC BRI Ch T
Ve e 5 o
(#3-1~3-3) . 7 HEMRFEEDOFRAFZRITI) K #3-2. AMENGUERRE R (BAC-Cyy)
T 96~102%, Wik T 82~93% & 7. I AT 7 N Biti EN AT
% WK 20, TR - %t(*:;é u(:z)g F PR e o
. (L) g/l @ ®
<, REMEIZRAFChHoTe (FR4-1~4-3) = =
0.10 0.0 10 2 <0. 46 - -
K
N Bac-C, 0.10 1.0 10 5 9.35 93 6.0
2. MDLK OMQLO B HfE R ok 0.10 0.0  10.0 2 <0.46 - -
Wik it i 0.10 1.0 10.0 5 9.80 98 6.7
w4 BAC-Cy, @ BAC-Cy, ® BAC-Cyq ®
MEK - HiEK - HiEK - N o .
0.10 - 0.10 - 0.10 - F3-3. WSINENGREREE R (BAC-C)
0.10 - 0.10 - 0.10 -
REHRRRE (ng/L) 1.0 - 1.0 - 1.0 - . o Fie i K [Eilld )
RAHE (ol) 10 S - o - mEs sk SR MR S omm %k
TEAIRIEE (ng/ml) 0.010 - 0.010 - 0.010 - (L) (ng)
4R P AR (i) 5.0 _ 5.0 _ 5.0 _ (mL) (ng/L) (%) (%)
BE7Z 7 fif (ng/L) 71 <0.73 - < 0.46 - <0.24 - 0.10 0.0 10 2 <0.24 - -
SRR (ng/L) <0.73 - < 0.46 - <o0.24 - UIES 0.10 10 10 5 9.47 5 9.5
1 (ng/L) 116 146 .03 103 0.918 92 BAC—Cys - - - — -
HH 2 (ng/L) L4 1 0.895 89 0.943 94 ik 0.10 0.0 10.0 2 <0.24 - -
#EHE 3 (ng/L) 0.971 97 1.02 102 0.839 84 0.10 1.0 10. 0 5 9.57 96 2.5
R4 (ng/L) 0.993 99 1.04 104 0. 946 95
fERS5 (ng/L) 1.07 107 1.29 129 1.05 105
Hig6 (ng/L) 139 139 106 106 0.944 94
FR T (ng/L) 120 120 108 108 0.984 98
I (ng/L) 1175 118 1059 106 0.9460  94.6
BERZE (0 ,) (ng/L) 0.189 0.118 0.0628 .
MDL (ng/L)* 0.73 0. 46 0.21 % 4-1. 1%ﬁll~$§ﬁ5ﬁ%% (BAC_Clz)
MQL (ng/L)* 1.9 1.2 0.63
S/N KL 2 26 16 N A AR B (ng/L) (B AF3%")
v (%) 16 11 7.0 : (ng/L) e wpH 7 AR 1A
*1: BET S U 7 RBAELEE R = 1) BERE K 5.00 2 5.05(101) 5.10(102) -
*2 ¢ MDLEH FRRHT AT 2 RN L TR RTEC B E 0 5 I 0 T [LZS 5. 00 2 4.36 (87) 4.63 (93) -
(=2 B Ik 0.0602 2 - - 0.0529 (88)
*#3:MDL = t (n-1, 0.05) X on-1 X 2 ik 0.0943 2 - - 0.102(108)
FMAL = onml X 10 iR 0.0500 3 - - 0.0%1(110)

* FRAFHE ()

F4-2.

ARG T B RAF R OBRHIRE OBIS

PRAFPERBRAE R (BAC-Cyy)

—y PR BB FREHBEEE (ng/L)  (FRAF %)
(ng/L) % EL: 7 AR LA
BRIk 5.00 2 5.45(109)  4.93(99) -
Wik 5.00 2 3.62 (72) 4.08(82) -
Bite Ik 0.0642 2 - - 0. 0673 (105)
Ak 0.0956 2 - - 0.101(106)
Wi 0.0500 2 - - 0. 0504 (101)

* FRAFE (h)

F4-3.

: ARG LRSS IRAF R OB IR OB S

PRAFPERBRR R (BAC-Cye)

AR R R (ng/L) (B AF3%")

(ng/L) ¥ EL:| 7 0 LA
BRIk 5.00 2 4.85(97)  4.81(96) -
Wik 5.00 2 3.48(70)  4.20(84) -
gig Ik 0.0490 2 - 0.0469 (96)
Wik 0.0967 2 - - 0.0978(107)
Wi 0.0500 2 - - 0. 0447 (89)

* FRAFE ()
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4. BREESEIOSHTHI
FRILEANOFIIAK (TSR &8 LIk R,
BAC-Ci» 63 ng/L, BAC-Cy 25 ng/L, BAC-Ci 5.4

ng/L M SN, Z7a< NS5 AR T7-1~7
-3,

- BAC-C, —*
g o n/z 304391, 1
=
i

” \ sruor g o wripn e
L ‘pairs). 304.3/212.3 amu from Sample 19 (220623 n0.2) of 220623 Wit (Turbo Spray) ) - ‘Max. 2266.7 cps.

E
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85888588883

BAC-C,, —*
m/z 304.3>212.3

s s 70002 ssmwg;sssJL&iﬂsz s e s
A AT BN B

B 7-1. ik (FIE)) ek
su~x h7J 5 (BAC-Cy)

- BAC-C,, —*
miz 332.3>91.1

2500

2000

‘‘‘‘‘‘‘‘

BAC-C,, —*
miz 332.3>240.2

s s 8 s 3 53 &
8 & 8 8 8 BB 9

‘‘‘‘‘‘‘

X 7-2. )ik (M) #Eto
Jua~ h7Z A (BAC-Cyy)

a0
0
o BAC-Cyg >
g w0 m/z 360.3>91. 1
i
&
s
0
00
O 26 a9 29 S 45 s05w ST 5w 174788 87 Ben _fozs 1096143y
H 3 7 3 € 5 g T kd

BAC-C,
m/z 360.3>268.3

ensi, cps
g 8 & B B 8%

w0 10gm ag 02dfem IO
g

B 7-3. ik (g #eko

&0

A, KEFOWEOE AP L a =y L
ZEREY D LCMS/MS piriEABRFE L. B TH
L5757 ary b= IoNWT, A7 AEED
BB AE B LT, INBLER T —ZIZ < O
T AMMBE—RRICEECE B2, BIET TV
EAEMEFEICa bu—LTES, 75 7ark
2 —LOFETHETHY, BRETOMEOEL
NRUTN A=y MERERIEETE DD, B
BHRORERNEELERTE S, UEXDY,
AROHHEE, BREPOHEIAS YL a=y hokk
BRI AR 5 ECHATH D LS b,

SCHK

1) ERE 19 FEEA LA E O HTiEBR I AT S (OF
B 20 4F 12 H) - (L)

2) HH (Hbotrzr2—) fil, REFEHORE
(BT VFINDRAF AR DT = DERE,
IKEREES245EE, Vol. 31, No.4, pp. 203-208(2008)
3) N 3EEACFWE ITIER AR EE (&
Fna4g)  (ERH)
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