22 HNANYI ANVRT T RN T = ) TANTOWEKIa~ 7774057 KA
B ESNTEHC L B R TIE
(1) gy HNNRY N, ANVKRT T URORT =) THINT (3T
(2) wHHHE  fE
(3) ik
A HECHHE

1) N L REUE R F V3 gL [C1oH1iINO,) 25 mg % 0.01 mg D7 & T
D, TOBMEEFE L, 50 ML OEET 7 A 3T A, T2 M2 TENL,
FICEHRETTE R EMATHANY VEAREF R Z RS2 (20 1 mL X,
INANRY L ELTOEMgEEAT D, ) .

2) IR T T U REERR TV T 7 [C12H1sNO3) 25 mg % 0.01 mg D#7 %
TEY, TOKMEELEL, 50 ML ORET T A3l A, TR hrENL TR
ML, FICEHRETTE A MATHAR T T U EERK T 5 (20K
ImLix, IAVR7Z7LLTO0EMg2EaT 5, ) .

3) 7=/ T HTEYERE 7z ) 7T [CiHizNO,) 25 mg % 0.01 mg O
HiETEY, ToKEEEHL. 50 ML O2RET7 7 A3l A, T a2z
THEML, FIERETTE N 2N TT =/ TNV TIEERRKRZ AT 5
(ZoWEImLIEZ, 7=/ 707 L LTO05mgEalT 5, ) .

4) RIEROSIEER IR, ANKRT T RONT = ) 7 H VT HEREER O
—WERAEL, T P CTEMRICHRL, 1 mL FICHARY L DIART T
K7 =) THNTELTENRTN 10 ug & A+ 5 B3R A HE e Rk % i i3
Do
AR LT, BRIBAIEEFTKO —#4% 78 b=HFU/L—/K (3+2) TIEfk
WAL, 1mL IOV INVRT T RN T =) ThHNVT ELTER
Z#0.04~600 ng & & A T HEHR O BEIKIR A MER 2 T 5,

B = =

Fh i IHTEREE 10 g 2 0.01 g OHTETEY . TOEEZTEE L, 300 mL O
e =7 7 2 alc Afv, K20mL (RZHEIX 30mL) Nz, 30 5y flFfiER .
27 & o100 mL (RE40EE 120 mL) 240 %, 30 4R 0 IR CTHIH 3%,
200mL DEEY 7 X ax7 77—k} O FIZES, iRz A (58 B) TR
GlAW LT, oD =A7 7 A a RO ZNEXRT & 50 mL THE L., Rk
B AT D, HICEERTZ 7 AADERETT N ZIMRAS, ZO# 2 mL
(REBCFT, HIZ7 & F o CTIEREIC 10 f5A R L721%. £ Dk 2mL) % 50 mL @
RYIET T AZIEMICAN, K20mL Z 2 T, BT LAERIC 3 2 30RHA TR
L5,

BT LREEL F 2T Y b Y B VI =H T A (500 mg) B2 ET
t h=FUA5mLKOKEmML TIHRGEFT 5, #EHAKZ I =0 7 LI AL,
WERFTETAKIO ESGICET 2 ETRHSE 2, BEHARDO A>T\ 38 7
FAakK—TEr=rU/L (9+1) 5mLTOT2EEH L., WKZIERKI =H
T LA, FERIZHE S 5,
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10mL ODRET7TA%ZI=AT7LOFICESE, 7= U L—7K (3+2) 9
mL ZI=H7 ANz, FRELZENSED, BIZEET7 T ATOERETT
T h=RFU =K (3+2) ZINzx. TOHED—E % 5,000xg T 5 syl OorHEL
EBARERE v~ N7 T TR T DRVE BAHTEHC X A REICHET 5 REHE
weT 5,

Wik o~ N7o 78207 DRVEESHEHZ L AHE BEHRR LK O BIKIRS
YR 5 UL 2RIk n~ v 77 7 2 07 DRVEBSEHCEA L, @RS
M7 v~ 77 8%15%,

WIESME i
(iR v~ s 7 Z 7#)

71 7 LA T BTN I Y BT T A (N 2.1
mm, £ & 150 mm, Kifg 5 pm) *3

T At W% .2 mmol/L HEfiR 7 v = AMRIE— T h=F U L
(4+1) — 15min — (1+9) (5 min f&FF)

it I : 0.2 mL/min

A7 A AR E40°C

(% > 7 WAV B ATt )
fi o DU E R By AT R

L7 ha AT L—A A Ak (BSD & (EA A4
E—R)

A A v P OIR O 120°C
FYNR— g AN, (650 L/h, 350 °C)

¥y v'7 U —fFEMKE:1kV

o — v H A :N; (50L/h)
= — v @ JE:TROLBY
= Y ¥ g v H A :Ar (0.25 mL/min)
A Vg X F—: FROLEED
T = X — A4 F v FTEOEEDY
£ KWEOWNESM
TV —H— PA=C A g a—y Yy
T E R S A A E=H T8 5 TR —
(m/z) (m/z) (m/z) (V) (eV)
145 — 22 12
Ve Za V0% 202
— 127 22 28
. 165 — 24 12
TINVKT T 222
— 123 24 23
. . 95 — 24 16
T )T INT 208
— 77 24 36

&t H BoNFBIRE SR 7 e~ N7 A0 b5 E— 7 HEXITE S 2RD
THREREZER L, AP O ZEEEZH T 5,
E 1 WX 1~2 mL/min BE &35, LN U TERS|~=FR—/V FEfHEHT
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2,
2 InertSep Slim-J C18-B (Y —=x /%A = 2M) XiZZhnsFEDEH D
3 ZORBAX Eclipse XDB-C18 (Agilent Technologies #) iXZ i & F%ED
D
4 ACQUITY TQD (Waters ) (2 X 5 {43
(&) piEAN) TFT—va v
< WINENN SR K ORI U RS BE

. i - ; WP .. VS R UK B
RN 55 4 Sk R ‘J(rﬁgj’fggg gL O 7325")”” ?so, s
HINRY L P A 4 e B R B A LR 0.01 5 89.6 7.2
0.1 5 96.9 2.5
N 0.01 5 92.6 8.8
2 5 92.9 4.0
EobAZL 0.01 5 96.0 10
0.1 5 96.2 45
~A 0.01 5 90.6 7.2
10 5 96.4 1.1
F—~A 0.1 5 86.6 6.6
250 5 103 1.1
INKRT T W 4= HE B Bl A fie ket 0.01 5 93.2 6.6
0.05 5 95.8 37
N 0.01 5 95.1 6.5
0.2 5 91.3 1.9
LA L 0.01 5 105 7.4
0.05 5 94.0 1.2
~A 0.01 5 97.8 43
0.1 5 93.4 6.9
F—~A 0.1 5 92.8 5.0
13 5 95.7 2.1
7x )T ANT  HWHAFIEERHE SR 0.01 5 89.4 6.8
0.3 5 95.0 13
N 0.01 5 85.5 1
0.3 5 91.8 2.7
E9H AL 0.01 5 92.9 7.3
0.3 5 94.3 31
~A 0 0.01 5 86.8 7.3
0.3 5 95.6 2.2
F— o~ A 0.1 5 95.3 55
10 5 99.1 2.6
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EAEEN

AR T URONREE VOMEIRE  dsmELiE SIS

;A 24 kS
o AROME gy mesn (mgkg) (%)  RSD, (%) RSD, (%) HorRat
VP NN% P TR ST A il 11 0 0.1 99.4 7.2 15 0.68
N2 11 0 2 95.4 5.9 9.4 0.46
LH9bAHZL 11 0 0.1 99.1 46 16 0.74
<A " 10 1 10 97.9 2.6 6.5 0.58
F—~A 11 0 10 94.9 5.3 11 0.96
TIVIR 7 T L WIS AR 11 0 0.1 96.5 31 7.5 0.34
NG 11 0 0.2 94.2 5.6 7.0 0.34
EobvAZ L 11 0 0.05 96.8 3.4 9.9 0.45
~ A u 11 0 0.1 98.7 2.3 5.2 0.24
F—~A 11 0 10 94.0 2.2 6.1 0.54
T ) T HNT WIS MEG R 11 0 0.3 94.9 4.7 5.6 0.29
NS 11 0 0.3 92.5 6.0 7.2 0.37
Eo9vAZL 11 0 0.3 96.3 3.4 8.3 0.43
~A 11 0 0.3 97.8 32 6.7 0.35
IV ~A 11 0 10 95.4 2.8 7.0 0.61
- EE MR (H—RBREIC X D) B 4 0.01 mg/kg (RZARE A £
0.1 mg/kg)
- B TR (E—BREIC L D MER) B 4 0.003 mg/kg (RoAaEidh 4
0.03 mg/kg)
(%) 7u~ 77 L0
A B
LI S = pal I WITR S
AT | | LA |
o, i
i H
o Iy

{

8 7 8 3 10
(Bl

"

T
{FIF0=RE,

BEBRRUAMAHMOIOT LTI LA
A REHERR (N Ll LT ing/imL, VAR T T L 1L C05ng/mL, 7=/
7 H7 & LT 0.3ng/mL)
B : WINEE (WAAIRE Al S Bl v N L& LT 0.1 mglkg, BIVRT T
> &L T005mgkg. 7=/ 7 H7 L LT 0.3 mglkg 824 &iRIN)

23 NNV NZEOMDREORE S v~ b 7T 7507 DEESHTEFHT X DR

IINTIE

(1) S8 aw ANSNY N ANKRTZ o FToraF YR 7T 7=/
UR, T2 ) THNT TTARENL, TAVFFYZARPA RFT T2 ) VR
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(8 Ak 57)
(2) WA b D, FRREEEHLETE L Ok
(3) mHrik
A HECHHE
IR A R VER F1 8 Y b [CipHuNO2) | BV AR 7 7 > [CiHisNO3) | F
727 a 7Y K [CioHeCINGS) . 77 7=/ VR [CuHsN0) . 7=/ 7T HNT
(CioHi7NO, ) . 7 7 A KF B )L [Ci7H2CIN3O, ) . 7 T A4 % VY = )b
(C1oHeF2N202) BTN A RF 7 = 7 ¥ K [CaH2sN20s) 45 25 mg % 0.01 mg 7
FTERY, TOEMERLKL, TNEFN0MLOEET 7 AT AL, T M
EMZTEIL, BIERETT & b2z THEEEERKZHLTS (2
NOEOWA 1ImLiT, FEELLTENENOEMgEZEHT D, )
KA LA 2mL (AP FF Y = 10mL) % 100mL OR&E 7 F %
SZIERIC AN, FICEBRETT & b2z TEKREAEERK 2 HNT 5
(ZoW 1 mLlE, FRELLTZEAETN 10Uy (FATFFY =X 50 ug) %
BET 5. )
R LT, BERKREAERERKO —H%, 7 h=1FU/L—JK (3+2) TE
MEICAR L, | mL FIZKAREIEE LTENZEN 0.1~2 ng (7 VT4 F Y =)Lid
0.5~10 ng) Z&H T 2HEOBIKBEAERER 2T 5,
B = =
il M otk 109 % 001 g OHTE TEY . TOEMEAFEE L. 300 mL O
R =47 7 222 AfL, K30mL (BKIZ20mL) &Nz, 30 /fEkER, &
27 b 120 mL CRUKiE 100 mL) Z 0%, 30 4 MR 0 JRE T4 %, 200
mL ORET7 T A% 7 7F—w}IOFICES, ks A8 (5 B) TR
A LT, DO =MA7 7 A a RO IZNART & F o 50mL THEF L, [FERIC
WBl AT 5, BICRET7 T AAOERETTE N ZMA D, ZOWRETE L
VCIEMIZ10fEM R L 72, AREEHAIK 2mL 2 50mL O 7237 7 2 21k
MEIZAIL, K20mL 2002, BT DRI 23 0BHRIK & 5,
73T LHLERE L T BTNV Y BFV I =H T (500 mg) FlET
T h=FU5mL KUK EmL TIEREFT 2, AR EZ I =0 7 LT AN,
KEDFRCTARO LEGIZET 5 E TS5, BICHEHAKDO A > Tniz/ed
77 Aa%zZK—Tr=FU/ (9+1) 5mL$F>T2[MEWEH L., kA2 IEK
=T AR A, FEEICHHEESES, I0mMLOEET T AaEZ I =T LD FIZ
B, 7B bh=rUb—/K (3+2) 10 mL 2= T LIz, FEEZEHS
HHES, HICEBRT7 T AaOEMETTE b=V b—k (3+2) &Iz, TD
HKDO—i% 5,000xg T 5 LmEEL, EEBAREKRE a~x N7 782 0TF
LTV BEHTFHC L D ME T 23 BHEIR & T 5,
Wik a~ w7575 07 ARBERSHEHC L DHIE ABHAR M OV 3R
AHEWERA 5 uL 2Rk 7 v~ W77 7 % o F ARV BONTFHTIEA L, BIRX
ISt e~ N7 LERD,



s
(Witk 7 v~ ~27Z 7#)

7 7 Lo F BTN INME U ATV T A (R 2.1
mm, £ & 150 mm, Ki£E 5 pm) *4

A Hife W2 mmol/LEEEE T v F= ARIE— T h=FU L
(4+1) —15 min— (1+9) (5 min fR¥F)

it : 0.2 mL/min

H
A7 A AR O 40°C
g = %‘LB‘Z‘T;S)
i o5 DU E AR B AT R
A4 * v fb ¥V hrATL—AF 4k (ESD ik
A4 A v Ji O O 120°C
F I N_— g VIRJE 350 °C
XY v 7V —®FEE: EAAF35kV, AL 1.0kV
= — v E FE:TEROEEY
aYVa T RNAF— 1 FROLEBY
T =X — A4 F v FEROEED
#x SWEOWESME

IV —Y— T HA a— a)va v

HE - N N
94, JE ERT R EE TR E—
(m/fz) (m/z) (m/z) (V) (eV)
145 — 24 11
AR NI + 202
— 127 24 25
} 165 — 32 11
HLRT T + 222
— 123 32 23
126 — 36 20
FrruFY R + 253
— 90 36 36
] ] 133 — 18 20
FT T ) VR + 353
— 105 18 42
] ] 95 — 28 13
T ) THNT + 208
— 77 28 35
157 — 36 32
77 A MBIV + 334
— 290 36 16
i 180 — 48 28
TN FxF Y =) - 247
— 126 48 28
i 149 — 18 18
ARXFT 72/ TR + 369
133 18 28

at H BONTERIRKSHBHE 7 v~ 77 A0 0 B — 7wl XEm & 23K
D THREMEZER L, PO RIEEZR LT,
H1 P I mL/minf2EE 35, BB U TRSIv=A— FE2HEHT 5,
2 InertSep Slim-J C18-B (V' —=/L¥ A = 2Ml) TN EFRFEDOH D
3 BREVIRAIDOEREBALIBENND D L XIE, WHIERSERICE L
R CIAHII T &85,
4 ZORBAX Eclipse XDB-C18 (Agilent Technologies &) XiXZ i & R D ¢
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D

5 ACQUITY TQD (Waters ) 12 X 5 5145

(BE) DHEN)T—va v
* BMEN R K OVl Uk

p b/ 7 2 O3 Ytz e
RS 4 KL H ﬁ‘é}fﬁ L R ﬁksﬁb(ijf{;
H N Y L fab b 0.1 3 103 6.7
0.2 3 101 0.8
1 3 96.0 4.0
Tl 3 B AL £ A5k 01 3 115 1
0.2 3 97.7 8.2
1 3 99.4 1.6
K 0.1 3 106 9.3
0.2 3 90.1 6.2
1 3 99.0 0.7
HNART T fab o 0.1 3 89.4 11
0.2 3 101 8.6
1 3 89.0 2.5
Tilh 6 B AL £ Ak 0.1 3 2.1 16
0.2 3 96.6 3.0
1 3 96.7 1.8
K 0.1 3 94.4 8.0
0.2 3 82.5 9.1
1 3 9.3 7.1
FrrurY R i & 0.1 3 107 11
0.2 3 89.9 2.9
1 3 88.0 1.7
Filh % B A £ Ak 01 3 99.1 6.9
0.2 3 89.3 3.4
1.0 3 94.2 0.4
Lk 0.1 3 97.0 11
0.2 3 89.5 4.0
1 3 91.7 2.6
F7 72 YFR fad & 0.1 3 102 12
0.2 3 92.7 2.6
1 3 89.2 1.0
Filh F B AL £ A 0.1 3 97.3 16
0.2 3 92.7 3.7
1 3 94.2 1.9
K 0.1 3 93.0 7.3
0.2 3 88.8 2.4
1 3 92.9 2.8
Tz )T INT fai o 0.1 3 99.1 9.3
0.2 3 103 6.4
1 3 86.1 1.7
T8 5 B AL £ ) 0.1 3 101 2.8
0.2 3 9.3 6.9
1 3 94.3 6.9
Lk 0.1 3 923 13
0.2 3 91.4 7.9
1 3 94.4 3.6
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- ISINEIRR e O UKEEE (e & )
VS

AR 2R ok LR

WAL 53 44 FRBE D T IR (mg/kg) R L (%) RSD. (%)
77 A eI fibo b 0.1 3 103 12
0.2 3 104 9.8
1 3 87.0 4.1
it 76 I LA Ak 01 3 104 12
0.2 3 103 11
1 3 93.8 3.7
oK 01 3 Il 57
0.2 3 87.8 7.4
1 3 93.7 3.0
TN XY =L e b 0.05 3 104 7.6
0.1 3 92.9 2.6
it 76 I L A Ak 0.05 3 99.3 6.8
0.1 3 92.0 1.7
TR 0.05 3 98.9 17
0.1 3 95.9 2.7
ARFRLT2/)VR b 0.1 3 9.3 6.7
0.2 3 92.5 6.3
1 3 91.6 3.7
it 7 I8 L f A5k 01 3 96.7 9.6
0.2 3 77.1 7.7
1 3 92.9 1.1
TR 01 3 898 07
0.2 3 90.7 51
1 3 93.2 0.4
- A FABR

Bt AR AR ORIMNEE WNENE  ssmElme SRS

musr % R B BeEEC . (mglkg) (%) RSD, (%)  RSDg (%) HorRat

INANY L FEb D 12 0 1 97.6 4.4 7.7 0.48

K 12 0 1 101 43 11 0.69

WVR7 T Fhb b 12 0 1 99.2 4.6 6.1 0.38

K 12 0 1 102 3.8 7.8 0.49

Frous) K FRb b 12 0 1 99.0 45 8.6 0.53

K 11 1 1 103 2.8 5.2 0.33

T77=/VK fib b 11 1 1 95.2 5.1 5.1 0.32

K 12 0 1 102 5.1 6.1 0.39

7=/ TANT FED D 12 0 1 99.3 5.5 10 0.65

K 11 1 1 105 5.0 6.2 0.39

TI3AREL FED D 12 0 1 98.2 7.6 7.9 0.50

K 12 0 1 100 45 9.5 0.60

TrvEEY=A FED D 12 0 0.1 100 9.8 12 0.55

K 12 0 0.1 107 3.8 12 0.53

Abxvz=so8 @b b 12 0 1 97.3 5.0 7.8 0.49

K 12 0 1 103 5.0 5.9 0.37

- EETNR (HE-RBREIC X DR TN AF Y = G 0.05 mg/kg.
Z Ofth D EHE - BB 4 0.1 mg/kg
s R RIR (BRI X2 AR TNTAF Y =u o Gk 0.02 mg/kg,

Z OO RE - BB 45 0.03 mg/kg
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(%) ru~ 7T LH)

fjjIJvE_J
AbFL T ﬁ
pl e SV P
. Sz AT |

" st |
I5AE I
FILS: |
W3
I3 AE I FOF Uik

l Froasur |

0 2 4 G g 10 12
{R330500, 55
BHER (JLSFHFYZILELT10ng/mL, FDMEZEL LT 2ng/mL)
nHyav rg35 L4

24 TNARTVF—RFROREORBYOWRE I v~ N 7T 752 07 ZREESHFIC L

% [RIRESy M %

(1) mirstgedty kv x—h (N-TEFAZAVRSF— M RS, )

KO3-AFNARAT 4 =a7 a4 i (2 %57)

(2) mEHERH B hEZERS ) | BBEEETWD S
(3) ik
A HECHH

1) 7R R— MMEAERK T IWVAR T F— K [CsHisN204P) 25 mg % 0.01 mg
DTETED, TOHEEZTLFHFL, 25 mLOEET 7 A 3|2 AL, KEMNZ TH
DL, BICHERETKEMZ T AR F— MEERK 2RSS (Z0#E 1
mLiX, 7V hRvx—hELTImgaEaamT 5, ) o

2) 3BAFNRAT 4 =aduF UBIERERIE  3-AFNVERAT 4 =aTnr
F P (C4HoOsP) 25mg % 0.01mg DHTE TEY . £ DOEfEZFIEHK L, 25mL D
EET T AN, KEMATE» L, BITHERE TKEMATI-AF LKA
T4 =ada et UBEERE AR TS (20 L mL X, 3-ATFAKRAT ¢
—ayuvrF ULl Timng 254875, ) .

3) RBIKEAEEWERW  EHICEL T, Z AR T R— MEBEFHE KO 3- A F /LR
A7 4 =aruaF CBERFRO ARG L, BICKTEMICHRL, 1
mLHFIZT AR R —=F RN - AFNAVHRAT s =aryabLdrimge L TENER
100 pg 2 & H T 2 RIEIESEERIRZ AT D5,

B = =2

oM oWk 109g % 001 gDOHTETEDY . TOEKMEAFEE L. 300 mL O

R =7 T A a2 A, 7K 200 mL 201z T, 30 /MR 0 IRE Tt 95, fh



H % Hodge 13 D VRS I AL 1,500%g C 10 43 fE5E D4 BE L. B AR & 7Bk
izl 23 EhER & 3%,

FHEAR REHEKR 2 mL (fidb b &2 B < BB CIE, BIC/K TIEREIS 10 {5475
L7, ZOW 2 mL) % 200 mL O F 7 T A 2T IEMIZ AL, 50 °CLLF D
KB TIEE A CHET D £ TRUERME L7-%, BRI A2 %> TLET 5, Wik
I1mL E OV NEERE N U ATV 4mL 22 THEREBWEZIR)D L2, ZOREGEE
1L "C 100 °C T 2 KERIIMELES L7zt iy L, 50°C LA FO/KIB TILEE A CHERET
% E CHULRME Lok, BRATAZ%-> THET D,

FEfE = F L 4 mL % IEFEICII X CHREME RN LE2 1T SAERIC AT 2 508
WiRET 5,

1T BALERE 4 T 7 UL U AV =T A (360 mg) 5D
Ty VB F NI =T 5 (690 mg) F6 s L, KiiA—=F /L 10 mL Ty
Do

FRUEHAIR 2 mL 23845 T AT EMIC AL, WWEA R TAAIO EimlcET 5 F
THtH ESE 5, TICHRTF /L 18mL 25 7 Az, FERICHE S8 5,

50mL O TET7 I A% 7 LOFICEE, 72 10 mL 207 520
Z. WEPFETAHO EGIZETH2ETHFLT3- AT IVERAT 4 =asa s
VIEHERERER S D,

W, 7277y UMb VBTSN =BT L% FT L, 7T =K
(1941) 10mLZ> U BT NI = AT HDCMATI-AFNANRAT g =ar a4t
VEEH AL N VAR R — MRS EREEN ST D,

W% 50 °C LA T OKIBTIE & A CHEET 2 £ TRUERME L 72k, R/ X
ko THZET %, 0.01 vv%XBRYSTE 1| mL & IEMECIN 2 TR AR L2,
WK v~ s 7574807 DRVEESHEHI X 2E T 230BHAK & 32,

A OFFEMRE EIREAEREFR 1 mL & 200 mL ORI 7 T A 2 Z Rk
AL, 50 °C LN ORI TIEE A LHLE T2 F CRIEIRME L 72k, EFR T A%
%o CTHLE T 5,

FEfE 1 mL K ONA /L MEERE R U A F L 4 mL #0012 TR AR LT, 2o
IR H MR LT 100°C T 2 REfEMAVES L% i L. S0°C LA FOKIBTIZE A
CHL[E T 2 F CTRUEIRME L7ct%, BRI A2k THET D,

0.01 v/v% X BATAIK 10 mL % [IEfEICIN 2 CREEMEZRM LT, EIZ 0.01 vives
FEVATR CIEREICAIR L, 1 mL TUICZ AR F— MR R 3-AFAKRRAT 4 =aF
nEAUEEE LTEAEI 1~300 ng Y &4 5 A T 2 E0US O R B AE Rk H A 1B
WERET 5,

ks a~ 7o 7807 AAVEESHTRHCE 2HE ABHAR M OV i it
TER SRR 5 uL 2RIk a~ N 77 7 % 05 DRIUERBSHRHIEA L, B
W sfE 7 a~ N7 852585,

467



468

s
(Witk 7 v~ ~27Z 7#)

7 7 Lo AT BTN IR ) BTN T N (R 2.1
mm, & & 150 mm, Ki£E 5 pm) *7
s i3 1 0.01 vVV% XA — 72 h=hK UL (93+7) (12
min &%) — 3 min — (5+95) (10 min fRFF)
i 1 0.2 mL/min
AT A MR JE40°C
(% T DBV BT Rl e)
i v o DU AR E B oy AT R
4 F v fb ¥z XL —AF4k (ESD) ¥ (EA A
E—F)
A4 & v iR O 120°C
F Y N_R— g U H A Ny (800 L/h, 400 °C)
¥y 7Y —EE:3kV
= — ¥ J A :Np (50L/h)
o — v @ OJE:TEROLEBD
aYVarzxLF— FTEROLEY
T =X — A F v TFTEROEREDY
x BWEORE SR
7Y —P— AT A O a—y ayVar
W E St 8 Ay R R EBIE  TRLF—
(m/z) (m/iz) (m/z) (V) (eV)
TR — MFEAK 252 210 150 26 14
AT IVIRAT 4 == 181 149 93 21 14

7' E A R AR
B OBONEBERUSHEZ o~ 87T A0S IRy R — MEEE LD

JAFNARART 4 =aFa A U BFHEERO Y — 7 HfE % KO TEILE LR B

EER L, Zvikyt—hF (NNTEFALITNVER—bEET) LR 3-AF L

RAT 4 =a/aF BOENENOEZRDTH%, RAUZL VRO 7L

R xr— hEREANT 5,

bt o7 ARr— & (mglkg) =A+Bx1.3
A BRERPORDIERET O VR R—F (N-TBF LT VER T %
— h&&Te) OFEFE (mg/kg)
B : MEBMNOROIZALFDI-AFILHERAT r=ar oL U BORE
& (mg/kg)

W1l AR FX— MK ON-TEF T IVERY R — FOFEIRIIE —THHZ L
MWH, N-TEFNLVIT VR F— NI VAR X — b EDAREELTERT
Do

2 MBS U CTEBEREAEL, +oIcitB ¥ 5,




3 ELBIRFHICAND, BB EHWLIEAEIR. HOICEALROERENE
WKT 52 L,
4 POHE 2~3 mL/min B LT 5, LENG U TR~ =R —/b R
Do
5 Sep-Pak Plus NH, Cartridge (Waters ) (2472 XK@ D U W — 3 — % 5k
L7ZZbDOXITZNERIFEDE D
6 Sep-Pak Plus Silica Cartridge (Waters %) (23472 K& D U W — N — &
L72bDOXITZNEREDE D
7 ZORBAX Eclipse XDB-C18 (Agilent Technologies #!) X Z L L RED G
@D
8 ACQUITY TQD (Waters i) 1 X % 51445
(2%) HERN) T —va v
< WINEN =R K OV U KE

e T B LR
RN 4 SR HE ﬁﬁﬁfﬁ@@,ﬁ%:?4 ﬁiﬁiﬁ
IR F— b kE 0.5 3 77.3 7.8
5 3 95.5 4.9
Eob AL 0.05 3 84.5 5.5
0.1 3 99.3 19
TAT 7T 7oA 0.5 3 111 18
15 3 87.9 10
15 3 90.1 13
bbb 0.05 3 84.8 7.1
0.5 3 76.8 5.0
3AF L o 0.5 3 716 10
RAT 4 =2 5 3 87.1 8.3
ZACR g S RN YD 0.05 3 79.9 0.9
0.1 3 72.3 9.6
TNT 7T 7oA 0.5 3 93.4 4.5
15 3 78.4 10
15 3 78.6 3.2
fg b 0.05 3 90.8 8.8
0.5 3 74.2 3.1
N-7EF LT k#E 0.5 3 99.0 5.7
LR R — b 5 3 115 14
Eov AL 0.05 3 116 1.6
0.1 3 87.7 19
TNT 7T 7oA 0.5 3 110 6.7
15 3 97.5 45
15 3 935 8.3
b o 0.05 3 111 11
0.5 3 94.9 2.3
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 JE[F BB
. e e AENER EHR WRINIEE WNENTE  semelme  SEESHE

4 AELOFEE .. e HorRat
o34 AROME g mau (mg/kg) (%) RSD, (%) RSDg (%)

N-7EF L  KE 8 0 5 110 31 10 0.77
e Sl e et 8 0 15 107 4.4 12 1.1
TR R — PRE 8 0 5 101 6.7 8.2 0.66
AT Tt 8 0 15 100 5.1 14 1.3
3IRFARRT 4 KFE 8 0 5 91.4 8.1 12 0.97
=T REF U raTr T 8 0 15 92.8 10 13 1.2
- EE TR (H—R = X D) Bt 4 0.05 mg/kg (HZHEL4 0.5

mg/kg)
- R TR (B —BR =T LD Rl Ak 4 0.02 mg/kg (HZHE A 0.2
mg/kg)
(%) 7a~ 750
A
1), 72— 3AFIARA T 420

Zlut®t SOL R
o
&
i

] 2 a .-'I G N

IRH50578, %3

B c

s o 3AF IR Ze20 el

| S SOk EEF S
| |
) E
e | I

o 2 ”_":" _ﬁ I 2

n 0 2 4 6
PS5 (340578, 43

FERRUAMAHDIOT R F L
AR (VAR —FEWN - ATFARRAT7 y=aryabF o @ge LTH%
100 ng/mL)
B: IRIEE (F VKRR —FERI-AFAUFRARAT =araF e L%
5 mg/kg A4 ERIMN)
C: IaElE (REZIZN-TEF VT IVARTF— k& LT 5mgkg Y &T00)

470



25 ZunAbVRAAFILKEREY IRAAFLOT A7 a~x 7T 712X 5 RS
Mrik

(1) gy JaNLVEVERAAFALVROEY IHRAZXT L (2 557)

(2) ik

A HEOHAH

1) 7 vt VURARXFIIEERIEK 7 vV E U ARAAF )L [CH/CIsNO3sPS])
20mg Z 0.0l mg OHTETEY , ZOHMEAFEL, 100 ML DBARET 7 X 2
AL, TR 20 ML 2 M TEP L, FITHERE T224- 8 AF LR H
YEMR T rAE Y RAAFREREZHNST 2 (20K 1 mLiX, Z7aL
PURAAFALLLTO02MgEEHT D, ) &

2) B U IFRRARAFIVEERERIE B U AR A AF /L [CiuH2N3OsPS) 20 mg %
0.01mg OHTE TEY , TOHKMEZTLEL, 100mLDOEEY T AIIZAN, Tk
220 mLZMATHEN L, BICERET224-F I AF AR Z 2 MATE
U IRARTFMARER R AR T D (o L mLiE, U IFAAFLELT
02mgzEHT 5, ) .

3) BEEAEWER AL T, 7l U RAAFARRE Y IHRARAF
AR O —H 2 RA L, 224- N AF AN H =T Ry (4+41) T
EREICHIR L, 1mL FIZZ B UVRAAFAROREY IFRAAFILELTE
NEN0.1~4 ug #5067 DA D RIKIBAEIEERZ RS 5,

4) vV HAL BB D B AL Ckifk 63~200 um (230~70 A v =) ) 1
BTV — 2 —HTRAET D,

5) #EEKE b7 ET=72.4109 (0.95~1.049) &E/KILIZENL, UEE2
mL =z 5,

6) 71 YvUL AT R EEAKR A X ) — VT Lk, AFLT 5,

B = =

oM btk 10~209 2 0.01 g DHTETEY . FOHE AT L. 500 mL
DI FIZ AL, 7K 60 mL 2z T L, 30 rffFE#%, Fio7 & o 140
mL 20z, 30 MRV IBE THIHT 5, b= =" —%27 7 F—lE}D I
Ex, fHEE A (5 B) TWAI AR L=k, Jeo otk 0% & AR
Tk k=K (7+43) 100mL THEHF L. FERICHKGI A L, Az R4 5
RENEIR & T 5,

B o RENERREH SN UL MU U AR (5 wivde) 400 mL KR
smana AL 100mL Z A7z 1L O3, 34 L <RV IRE 7%
HEL, YZunoxZrE (FTE) 2=A77 A3l A5, BEiEcY 7on
AZ 100 mL 201z, BEBNCRVIBE-ZHEL, Y7o X X U EE o
AT TAAIEDED, V/ruA X UEEEEORE ST MY v A (EK) T
Bl L, 500 mL O3 7 7 22|20 T AE#EARKT 2 TAHB L%, oo —=f
77 A A ONARENARDVEDO Y 7aa A7 T L, BERE O AMZEL
TAHEEEDED, AiliZ 40 °CLLTF DK TIEE A CHLET 5 F TRIEEME L
Toth, BRI AL THET D,
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T N30 mLEMXTEEMEEN L, 714 v+ 05¢9 (0.45~0.54 g) K&
OVBEEIR 40 mL 21z, <RV IBE 725 5 0 MshE L, LB % 300 mL O
SRR AT T AEHEARE S TAHIRT D, ORI T 7 A2i2T7E N 30
mL 2Nz CTEE S R IR, BEER 40 mL 2%, [FEEICEET D, HIZkor
TIT 7 A aROH T A@EMEAEEZNAR D EOEEKR —7 & v (4+43) TUHE
L. BER % 5eD 7T 7 A A/ A8 L TRk A lIcebt s, SR Al
~XH 50 mL Az, 3R LIV IRE-%ZEHEL, KE (FHE) % 300
mL O 3ikiR}F BIZ AL, ~FH g (LE) 2=A7 7 X3l Aivd, mikik
SEBICAFH Y 50 mL 2%, FEEICHEIEL, ~F VU EEEO=AT7F 2
ZEbEDL, ~FHUEEEEOmMEST MY v A (K THAKL, 300 mL @
RYET T AT T ABHEAT S THBT D, KO =AT7 T A RRTT A
WAE AR ANER D EO~FY TG L, WIREA DT 7 Af#EAEEZE L TAH
KEHDHE, A% 40 °CLLTFOKIBTIEE A EHEET 2 & TR L 7%,
EERH A w ko THIET D,

AFxY =TT LT =T (9+1) S5mL ZINx TEREMEZEN L, BT LML
P 3B & T 5,

VRN s Wil vV 7 A (#EK) 59 (45~55q9) . YU B L5¢g (45~55

9) KOWREEFT FU A (K) 59 (45~550) ZZhEn~FHhor—ryF
T—F b (9+1) [ZBBSHETH T 2% (N 15 mm) (ZIERGE LA, {&iHE A
FTAHO B D 3mm OFE SITET L2 E TR SE, V7 22308 T 5,
200 ML ORTIET7 F7 A% 07 L0 FICES, ABHAKREZ 717 2 AL, &
BHAD AN > T\l 7 I A ar~dHh o —rF Lo —7 /0 (9+1) 5 mL
TAREPEH L, WRENER D 7 22 5, RENFTETAF O LSS 3 mm o
FSICETDHETHMILTIZBAE Y RAATFALLOE Y IFRAAF VA S
Hith, BlIAFH L —YzF Lz —7 /0 (9+1) 75 mL &4 7 L2z TREE
It S5, WEHEZ 40 °C UL T ORI TIE & A ERLET 5 £ ClUEIRM L 72
%, BRI A&k CHET 5,

22,4- RN AF N H =T by (4+41) 5mL & IEREICINZ CHRED & IR
MWL, AV~ 777 4 —ICT 23 BHAK E T 5,

HAZw= 777 4— REHBSEAOSRERESERERS 1pL 20 A7 v~

NTZTIWZHEAL, Z7u~v N T L%5HBD,
HIES B

13 t s TN ) BA I AR R

7 7 Lo R v T U — T A (100 %Y A FARY &
n¥tra—7 07 NEE032mm, B 30m, fE
J& 0.25 um) *4

X U¥—H A :He (4 mL/min)

AA T v H A He (26 mL/min)

# B A A :Hy (4 mL/min)

B Bk 7 R EgiZE5 (100 mL/min)



OB E AN BT A
OB E AR B ¢ 200 °C
717 L R 50 °C (1 minf&FF) —HR 20 °C/min—180 °C (1 min
RFF) —HIE 3 °C/min—200 °C
WO %% iR 240°C
R fBohire~v NI AL E—JHEERD TREMREIEMR L, R
B o rz7enr eV RAATFLVER Y Y IRARATFLVEEFEHT S,
£ 1 Silica Gel 60 (Merck ) XiZZ L FRZEDH D
2 Hyflo Supercel (Celite Corporation #) Xz & [F%EDEH D
3 GA-100 CRVFIEME) IZhERFEO LD
4 DB-1 (Agilent Technologies ) XixZh LRZED L D
(BE) piEAN) TF—va v
< WINEN =R K OV U KE

MR, VIUCIENE S SUaWY o 3

WA 53 40 Bk FEAR (mglkg) M L (%) RSD. (%)
TNV YRAATF )L 7 A T —ERE %Y HE AR 0.25 3 921 3.7
0.5 3 94.4 3.2
PR IE & B & i 0.25 3 9.1 4.4
0.5 3 88.1 6.6
P A= IR B L 5 B 0.25 3 101 4.0
0.5 3 87.1 2.0
EYIRAATF )L 7 a A T —EE % YA R 0.25 3 97.0 0.7
0.5 3 99.6 2.3
PR IE 5 B £ i e 0.25 3 107 2.4
0.5 3 103 5.8
P A= IR B L 5 0.25 3 105 33
0.5 3 100 3.7
- H[ERER
. S ; AR FEHR USIIRE WNREGE  SnEE URE SRR
P PRORE g man (mgkg) (%)  RSD, (%) RSDg (%) HorRat
saneyEAiFe T ad 7 —BE GG TR 6 0 0.25 89.8 3.5 4.0 0.20
EY IRARAFA T EA T IR I R 6 0 0.25 102 4.4 6.9 0.35

(%) 7u~ 7T L4
— PUIFRRAFIL

ANAVFRZ
e HFIL
i
o
J r"_'___—
0 G 12 15
1R

AN (REfARICEEELLT0.25mg/kg BEERM) Or/OT RIS LA
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26 BT 2 T EZARXRRAFHFoDOH AT a~v h 7T 712 X5 RESHE

474

IHRIBIEY Bb 7 = T X AR A~FTTF o (2 %)
I

A HEOHAH
it 7 = v 7 2 AR F N ~F T F U REERER IR i 7 = 78 AR
(CeoH7s0SN2) KON ~FHF - [CigH340Sn]) 4 20 mg % 0.01 mg DOHT £ TH
D, TOHMEETIEL, 100 mL O 28T 7 2 22 AL, B~ F L — FER
(99+1) ZMMx T L, WITHEMR E CHER =T v — Eilie (99+1) Z# N x T
b7 2 T ZAXJF R ~FHTF URGEERKEZART 2 (20K 1 mL i,
b7 2 T H AR ORI AFYF L L TCENTNOO2MgZEEHT D, )

2) A~ TR T A BT AW~ 7 x>0 L (Chige 149~250 pm (100~60

A wra) ) B1%130°C T 16 FEf T %,

B E =
H %ﬁﬁﬂmg%OMgwﬁiT%U ZOHEZ L. 200 mL O
L =M7 5 22|z K15 mL AL, 30 HfllEE%. TR —

(47 wgu)SOmLéjMK 30 /MR W IRE Tt 3%, 300 mL O ~7 Z
A%z T7 7 F—w}OTICES, itk E AH (5 fE B) TWSIAWL#%, %t
DZAT7 T AaROFESENERT £ R 50mL THE L, FERICES] AiBT 5,
AR % 40 °C LLF OZKIRTHI 15 mL F CRUERHME L. 7 7 L8R |12t 230k
WL+ 5,

BT LR REHERIRE A A Y 7 T s (20 mLARFRA) T2 AdL,

SEFFET S, 200mMLORTE T T A% 07 LD TICES, REHAKD A -
TWERTIE T I Aaz~%4 2 10 mL 75T 3 [\EIPEF L, EREZ D 7 21200
2y WHNFTETAHIO EIIZETHETIHEFL, Bb7 =0 7 X AX KN /“\?5?
PF U REHEES, BICAFH L 40mL A2 A T 2SNz CTRERICIEH S8, §
mﬁ%MPCuT@mm?ﬁkhEﬁﬂﬁéiﬁﬁE%%Lk%\%%ﬁx%%
> CHL[ET 5,

~FH 5 mL A EMICMZ TEREDZEN L, = F LRSI 2 30
weT 5,

TFALROE RUEHAIR 1 mL % 50 mL OFRBREICEMRICAN, = FL~T 3y

A7 FEImL 2R 721% 20 pfEEE L, b7 = 72 A XK ~F
YF o EF T D, ZHICHIEE®? (0.5mol/L) 10 mL 24 &3 oz, @
DTFN~TX U LTI RepfR L, BFIZKL10 mL LOA~FH 5 mL 200
A TRV IBEEHET D, ~FH @ (LE) 232y —nre~Xy FT50mL
DEAT T A AND, FLORBREIC~FH 2 5 mL 2 A TRBEICEEL.
ANXYUBERO =M T T RAEDbED, ~F T UEEZEEORET MY U A
(ME7K) TR L, 100 mL ORI T 7 AT AMTH LR, D=
77 A3 OAMENERD BEO~FY 2 THIE L, RRELOA|EBELTAH
HaxabEd, Az 40 °CLLTFOKBTIEE A EHET 2 F TRIERN L 2%,
ERIT A ko> CTHIET 5,



7

I

¥

at

AXT b mLEMNMA THEREVMERN L, BT LLHE T 23EREIR & 9
Do
7 LALER | rAfE~ 7 %7 5 10 g (9.5~10.5 g) Z~F Y AIEE S E T
717 K (NEE 15 mm) 123 LiAdx, KiFEAFTETAAID L 3 mm O E S
ETHETHH S, V7 25T 5,

200 ML DT 7 T A% 7 L0 FICES, REHARKRZ 7 7 M AL, &
BHER D AN > T\ T 7 T A az~FHh o 5 mL35C3EPEEL, EikE
B A Z 2SN %, IRE AT TAFIO LSS 3 mm OE SISETHETHR TS
T 5,

ANEY VT LT —F )b (99+1) 70mL &2 H T AT C=F b L-ig
67 2T ZAXRRAFTHTF o2 S, WK% 40 °C LL T OKIBTIE
A EHET D ETIRME LTc#%, ERT A%k THET D,

XY 2 mL ZEMICNZ TEREMZRN L, IAZa~ N7 77 40—t
T HREHAIR & T 5,

WEDOTF N LT 2 T E ARG A~FYF U RAEERK 1 mL &
50 mL ORERE IZIEMEIC AL, =F ALKSE DI & [Fl—SE CTHIE L. 40 °C LA
TOKBRTIZE A EHET D E TRIERME LR, EF T A 2% THET D,
ANFH L 10mL Z BRI TEREDZ L. ZORO—Z ~F Y o TIEfiE
WAL, 1mL FICigib 72 72 AR R AFHF L LTENER
0.01~2 pg FY EAZ G H T 2 BADRGEER AT 5,
Arua~  NTTT 4— AR L VS IRAENEWR 2 yL 2 T A7 a~ N7 7
TIWZHEAL, 7a~v N T LEHD,
WESME fl
i t o SO EREE (A X T 4 v & —)
7 7 LA:F¥yETIV—=hTL B0%KY 7Aoo )L AT
N=50% T AFNRY vaxHhra—7 07 NEE
0.32mm, £ X30m, FE0.5um) *4
X ¥ U ¥ — 4 A :He (2mL/min)
AA T T > HA N2 (30 mL/min)
o BF # % :H, (80 mL/min)
By B F A qkZE& (100 mL/min)
WOoB B AN A7 Yy R R (605)
AROBEE N IR B 2 250 °C
17 A FE R ;150 °C (1 min f&%F) —F-iR 10 °C/min—280 °C (5 min
TRFF)
BoH 2% 7R . 280°C
BB onruv NI AN E— 7 EREXITE S 2RO THREREZE
L., REF OB 7 20 T ARER RN~ F U BELZEET S,
H1 7Y (Floridin ) XiZZnlREDOLD
2 Chem Elut (Agilent Technologies ) XX Z L& RO H D
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3 AFEBUENRENIZNLFFEDO LD
4 Rtx-200 (Restek fl) iZzh L F%D L 0
(BE) SHEANYF— g v
« TRANIEIL R K OV U KRG S

. . 5 WINRE .. S HOMOR UK E
VA 55 4 SR O ﬂ@ﬁf g PR ﬁ%hﬁf
A7 =0 T HAR T a7 —nE %A A R E 0.1 3 84.8 6.2
0.5 3 87.8 14
1 3 93.6 0.3
T KB Rk A LA Lk 0.1 3 80.0 16
0.5 3 87.4 18
1 3 89.0 12
FAT 7 ILT 7oA 0.1 3 90.1 8.6
0.5 3 96.0 33
1 3 84.4 6.3
TFHF T u A T — I I A 0.1 3 84.6 17
0.5 3 87.1 48
1 3 90.6 5.2
TR E R B A i 0.1 3 92.7 8.3
0.5 3 87.1 39
1 3 87.2 5.8
TAT 7 VT 7oA 0.1 3 89.6 6.2
0.5 3 85.7 33
1 3 88.1 8.8
- R FAER

AR AR WA EMEILE  Sdis L Sims

Ay EFOFERE o ey HorRat

oA AROIE pay ween (mgkg) (%)  RSD, (%) RSDg (%)
Bl 7 =7 X AR A FEL AR 7 0 0.5 95.3 5.2 8.3 0.47
SN F U R RS 7 0 0.5 78.7 5.6 14 0.78

- EETR (E—-HBREICX 2R B 45 0.02 mg/kg
C I NA-E AN PN/ |
Lo S F T FIL S eIl g

ITFIAEE
e
A
i
0 5 10 15 20

{3450,

AmEH (FERERARSEHEMICEEELEL L T0.5 mg/kg FHHERHM)
Y An el 7K WA

27 VTFVURRI I a T A= NDH AT aw T T 728D RS
(1) gty VTFVURRI s u T =0 (2 557)
(2) Wik
A HECHHE
1) 7TV URERERR 7+ [CeH13CINg) 50 mg % 0.01 mg D% TH
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. TOEMEAETEL, 100 ML OBELEET T A AN, TR ZMZAT
WL, FICHERETT b2 MATY T Y U EERIEZHNT S (Z0ik
ImLIZy 7 For e LTO0Emg2aHmd 5, ) .

2) 7 muT X VKRR R/ n7#% =)L [CisH17CINs) 50 mg % 0.01 mg ®
HiETREY, ZoHE4 s L, 100 mL OBOaEET T A3l A, 7k b
ZIMZTHEMNL, FIERETTE N Z2MA TR 7 a7 ¥ = WAERERK %
T35 (ZOWImLIZI 77 Z= 1L LTO05mgaafld 5, ) .

3) MEEREAEUER  HICE LT, Y7 YU RN 7 n T = VR AERER
D—ERE L, HIREECEMICAHRL T, 1mL FIZv 7P KR 7 m
TH=E LTERZEN 0.02~1.0 ug = EH T 2 E8 O IR AR & SRS
%

4) HRES  01vWRRY =F Lo Ya—LEgR7® M

B = =2

h H INTEEE 10 g 2 0.01 gOHTE TERY . TOEEZFEH L, 200 mL &
=7 7 A3z Af, K 15 mL 2z L, 30 pfEFE%, Fio7 ' b
> 100 mL Nz, 60 RV IEE CTHitt3 %, 300 mL ORI T7 7 XA a%x 7
7w} OTICES, itk E AH (5 B) TWEIAMLIEE, Lo =M7
TAAROFESEIERT £ h 50 mL THEE L, FERICHE|AET 5, A%
40 °C LA F DK THI 15 mL F CRJERAM L, k) ~Y v A 59 (45~549) %
IMATH T DA T 53 B IR & T 5,

717 N | RENAR E LA Y o h T 5 (20 mLRFFA) 2 AN,
55 MFHET 5, 300mLDRTIHT T A% 0T LD FICES, REHRIKD A -
TWeh T 7 7 Aam~F Yo —FifE=F /L (4+1) 10 mL §oT 3 [FIBEH L,
Velk ZNAR 71 7 BTN A 5, WS AR TAKIO FigllZE T2 F TR F LTy T
VORI s m T = v EERISE, BILA~F o —FigTF L (4+1) 70 mL
T BMTMA THERBRICIEH S E 5, WK Z 40 °C LN OKIBTIZ & A Lzl
T 5 F THWIERM Lotk BT A&k THlET 5,

vrua~dYr—7k% by (4+41) 20 mL ZIEMEICINZ TEREBYEZIRHNL, A
YTT 74 F— (FLEE OS5 um BLR) TAI L, AT LB 1T 2 R0R
Wi E T 25,

717 NAER L BREHAWK 5.0 mL 2 ViRiE s v~ N T TIZEAL, YT Y
YRR 7 a T X =V REHT 5E % 100 mL DR T T T AT L,
40 °C LA ORI CIRITHEE T 2 £ TRUERM L72th, BR T A &%k CHzE+
Do

~FP =T Ry (19+41) 5 mL & EMEICIZ TEREBEMEZEN L, 7 LML
H AN 23 BHAR &5,
TRET v~ 777 40— f
BT A AFLUVE ARV UESE S T A (N 20 mm,
£ & 300 mm, K% 15 um)
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H—RHTAh: AF LIV ARCPUIEASED T A (N 20 mm,
£ X 100 mm, Ki£% 15 um)

WO W v ZuaandP -7k R (4+1)
it ;5 mL/min
4y B M 43 : 80~120 mL
T NE N BRTABY IR U AI =T A (910 mg) F2EAFH L —

7 b (19+1) 5mL THEFT 5,

REHAK 2 X =0T DA, WKEAFETAHO E5ICET 5 E TR S,
REHAEDO N> TWT 7 T Aaz~FY > —T & h (19+41) 5mL 3o
T2RIPEE L, W ZIER I =87 22z, FRCHRESE5,

50mL ORIMT I RAa%I=ATLOTFITEE, ~FHh—T& o (7+3)
20MLAI =N T AZMATYTF VUV RORI 7 u 7 2=V eaigtaE 5, il
K% 40 °C LA T 0K CIRITHZ[E 92 £ THWIERME Lok, EFR T A ZE - THL
4%,

T by 2mL ZIERECMA TEREDZEN L, TAI7ua~ 7T 7 0 —fit
TOREHEK LT D,

WA~ NI 74— AR M O RIRR A IEER S 2 L 2 T A7 e~
NS ZWCEAL, Zux ST T ESD,
HIES B
Fi sl o TN ) BA AR s
71 7 A EMA Ry T YT A B%Y T = =/L—95%
CAFNVRY vaxYra—7 0 7 N 0.25 mm,
F&30m, BEE 0.25 um) *3
X ¥ U ¥ —H A :He (2.5 mL/min)
AA 2T v FHA  He (30 mL/min)
e Bt F A :H; (3mL/min)
By R Z o RnkEzE (90 mL/min)
W S NI SN S B N - S (T )
OB B IR B ;250 °C
717 LR B 70°C (2 minf&FF) — R 30 °C/min—230 °C— H-iR
2.5 °C/min—245 °C— i 20 °C/min—280 °C (10 min
(ESS))
BOH % IR 280 °C
" Bonhisue~ N TANLE—JHBEERD THREREIERL, R
B 7 F BRIV a T X = vEEENT 5,
£ 1 Chem Elut (Agilent Technologies ) T Z i L FEDEH D
2 Sep-Pak Plus Florisil Cartridge (Waters ) (2@ 72K &D J Y — 3 — i
fELIZb DXL ER%EDO O
3 DB-5 (Agilent Technologies 1) XiXZ & R%EDH D



(B%E) GIEN) T —va v
* WINEI =R R UYL A i

; X . g E . S OO UK
N4> 4 Sl FE A VAIIN=353 i L WRINEIIL R Mok URG

e

(mglkg) (%) RSD, (%)

TTFVv %5 Bl A R 0.05 3 109 4.4
0.5 3 98.8 9.6

2= i A g ) 0.05 3 122 45

0.5 3 114 5.4

KF*E 0.05 3 104 49

0.5 3 96.1 1.2

EHbAHAZL 0.05 3 106 3.6

0.5 3 105 1.5

raTE=L 78 F it A i 0.05 3 92.8 45
0.5 3 88.7 2.6

25 FH B A fim 0.05 3 99.4 7.2

0.5 3 100 5.2

KF 0.05 3 91.0 4.8

0.5 3 85.0 1.2

LA L 0.05 3 92.6 4.7

0.5 3 89.7 2.3

- R FAER

Hahdt FEAB PONPREE WNENLER srsoE UL s

%43 4 koo FESE BEH REH (mgkg) (%) RSD, (%)  RSDn (%) HorRat
T F T Tad iR 7 0 0.2 93.4 5.0 14 0.68
oL AHAZ L 7 0 0.2 94.1 6.9 7.9 0.38
SsaT s Tt T ER AR 7 0 02 89.1 5.3 10 0.48
oA L 7 0 0.2 91.1 5.2 15 0.72

CERTIR (H BRI L 2 el SFF U BT 0.0 mgkg, R 7

n 7% =) @& B 0.02 mg/kg
(%) ra~v 7T Lf
A B
— YTFV

B
i g — VTFU
e — =HOFAzL i
I-JE 1liin
| = | [ zms
) S R ‘I[I | .1.2. | .1.4. | 16 - B . .1.|J. .1.2 . .1.4 . 16
FrISRL = {3:50578, 43

BERRUAMEROIOT TS L
AR (FEIELE LT 2ngEA)
B: WEkEl (e 7 —InEri A AFAEHI A EI L LT 0.5 mg/kg fHY &
wAn)
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28 Vak—nA KON TLT Y DHAI a~x T T 728D RESHE
() oHratgibaw Tak— LMY 7T Y (25
(2) ik
A HECHHE

1) ¥V aR— VIR v ad—/ b [CisHeCls0) 50 mg % 0.01 mg OHrE T
D, ZTOHEMEETEL, 100 mL OBGEERET7 I 2AaiC A, 7 20 mL &
MZTEN L, BITHERET 224-F Y AF AR Z B2 TY ak— VEH
kAR T 5 (oK 1mLiz, Yak— s LTo05s5mgxahad %, ) .

2) MU TNAVT U AERER U ZZ U [CisHisFsN3Os) 50 mg % 0.01 mg
OHTETEY ., TOHMEATEHEL, 100 ML OBOLEEY I 222 A, 7k b
Y20 ML Z A THEMN L, FITERET224- M) AF A H o E2MZTHRY
TNT Y EERERAZH TS (2o 1ImLix, Y Z7A4Z Y &1L T0.5 mg
EEHET D) o

3) EIREAEUER  HHAICE LT, Yaks— KON 7T ) B AEAER
D—EREL, 224-F U AFANXH =T % by (4+41) TEMICHRL
T, 1mLHIZyakl—nrERRY 7L T7 0 & LTENEN0.01~1.0 ug 2 &4
T LR R D BRIIR TR Z T 2,

B = =

il B oWkl 109 % 001 g OHTE TEY . TOEMEAFEE L. 200 mL O
e =7 7 A A, K15mLEI A, 305 ER, EIZ7E h80mL
ZINZ. 60 rRHEV IRE T+ 25, 500 mL ©d K7 T 2a% 7 7+ —}
DFICE S, itz A8 (5 B) TWBIAB L%, Lo=fA7F72a k)
PRI ZNART & o 50 mL THEH L. [AERICKEI AT 5, A% 40 °CLLF D
K THI 16 mL  THRERME L, BRI 238 BHAKR & T2,

B o RENAREH SN U AT MU U AR (5 wiv%) 200 mL KO
¥ 100 mL & A7z 500 mL D43k iR A&, 5 4R 0 IR 7o % FRE 5
%, KE (FkE) % 500mL O} BIZ AL, ~FH o (LfE) % 300mL
D=7 5 2T AND, DR Blz~FH 2 50mL 2z, 54MIEY EE
TBRERE L, ~FX Y UBEEO AT T A IHFbED, ~F Y UE e EO
fgh b Y A (BEK) THAL, 300mLORT T 7 A2 |2AH (5FEB) TA
L7k, FED=MA7 723 FOARENERD ED~FH 2 THE L, KL%
DA AMEBEL TAHAREADLE D, A% 40 CLUTOKIBTIEEAEHET S E
CTIUERME L=k, R T A&k THET 5,

vruandtr—7% b (4+41) 10 mL & EEICNZ TREY ZEN L, A
YT T7 4B — (JLB0SumELT) TABL, T A 1T 5 EEHE
weT 5,

71T BNALER | HENRK 5.0mL 2= 7 g7 a~ N7 7 7IZEAL, Yak—
KORYTZNT Y o NEHT D5 %2 100mL O3 7 7 A 22478 L, 40°C
LITOKBTIEE A EHET 5 F THIERN L2k, EBR T A 2% THRET D,

X5 mL A BRI A TR AR L, 7 ZBE T3 2 50HE
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weT 5,
TFNRB I~ NTTT7 40—
BT A AFLUVE= AR UESES T A (20 mm,
R & 300 mm, HKZEE 15 um)
H—=RHFTh: AF LIV AROBUHEASARD T A (N 20 mm,
£ & 100 mm, HKZEE 15 um)

WO W v ruandYr—7% b (441)

it ;5 mL/min

5y B O 4y 60~110 mL
VAN | BRI A~ T X T LI =HT A (910 mg) FrEAFHL 5
mL THEHFT 2,

1000mML DRI M7 T 2az2I=T7 O FICES, A K2mMLEZI=77
LMZIERIZ AN D, WRIEDFTETAHO Bl ET 5 Tt 7%, ~F ¥
—VzF Nz —7 (99+1) 3I0MLAZI =7 MM TY¥ar— L LK) 7
NT U UERHSE D, WHKZ 40 °CLL T ORI TIE & A CHaE T 5 £ THUE
G LI=t%, BER T A2 %o THET D,
224- N AF AR Z =78 M (4+41) 2 mL ZIEREICIN R TR Y = i
MWL, A< 7774 —ICT 23 BHAKE T2,
HAIa<x NI 77 4— ABHRIR e O BRI SRR AS 2 L 2 W A7~
N7 7ZFEAL, 70~ N7 T 85155,
HERME Bl
i asl # o BRI R
7 7 L BRAERY Yy T V=N T L B0%T T == —
50 AF AR varRra—T 07 NEE0.25
mm, X 30m, JEE 0.25um) 2
X x U ¥ —#F A :He (2.5 mL/min)
AA T T w7 H A Ny (60 mL/min)
Aok AN B AT Yy R A (60s)
FORE AT R EE © 200 °C
o IR : 300 °C
717 LR - 70°C (2 minfrEFF) — R 20 °C/min—280 °C (10 min
(ES5D)
at 1 Bohfzra~ NI A0 E—7 &S TG % RO T Eft % (E
BRL, RO ar— L&KM 7VT7 ) rEEREHT S,
£ 1 Sep-Pak Plus Florisil Cartridge (Waters %) |23 %72 R ED VU ' —/\— %8
LI ZNERED S D
2 DB-17 (Agilent Technologies #) XX Z L &L [A%FEDH D

KR
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(B%E) GIEN) T —va v
* WINEI =R R UYL A i

AN fE y = MR LR
WS4 Bk o A fﬂﬁf gL R ﬁﬁhif
Vagk—)b %5 B A Bk 0.1 3 94.8 11
0.5 3 88.5 4.4
Jox ) B & B Rk 0.1 3 98.9 2.0
0.5 3 89.8 3.8
TILT P IT 7 0.1 3 94.3 8.2
0.5 3 89.0 3.6
FE T — 0.1 3 90.4 11
0.5 3 85.7 1.9
K7 S0 %5 H i A fid At 0.1 3 95.4 10
0.5 3 90.7 4.4
J B & Bt 0.1 3 107 4.7
0.5 3 91.9 5.2
TINT IV T 7 0.1 3 101 8.8
0.5 3 91.6 1.7
FE L — 0.1 3 90.1 8.7
0.5 3 87.6 2.0
. = ; ek FEHIE WRINIEFE WONEILER  Srn LRIE S msms
o smomm GEN SEN T oo men oy HoRat
T ak— L WIREREE A 5 0 0.2 88.2 5.6 10 0.49
<A 5 0 0.2 89.9 6.5 13 0.60
NU AT R AR 5 0 0.2 98.6 5.5 6.6 0.32
<A 5 0 0.2 99.7 5.9 8.5 0.42
- EREMR (H—RBREIC L SR Bk 45 0.01 mg/kg
(%) 7ua~ 77 L0
Ho
T B
fog e
;ﬁ k=l
o L ]
"oy 2 4 6 & 10 12 14
{FH5RE o7

AMEE (Jo4S—IEERPRAREGHAHMICEERELLT
0.5 mg/kg HEEFRM) DI/AT TS LA

29 aRy FTFARRR T e — Nk rsra~ N75 7% 057 AE B4

Mratic & 2[RI 4T 1%

() oiratgibay oNaRy T TFNLRRORCT L — b (2585
(2) EEAHEPE  REISEEETE

(3) Hrik

A HEOHAH
1) vk vy 7T FOERER R vonaiR y 7 F I [CrHoFNO,) 25 mg %
0.01 mg DHiIETEY, ZOKMEEZFHKL, 50 mL OEET T A2 AN, 7T&
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FMorZMzCENL, BIERECTCTE N2 Tonaky 77 F I ERER
WA (ZofE 1mLix, Y aky77F e LT 05mg 28547
Do ) o

2) N7 lLtE— MEEFERK N7 Lbt—F [Ci2H1604S) 25 mg # 0.01 mg ®
HiE TR, TOHEZTHEL, 50mLOEET7 T AT AN, T M 2NZ
THEML, FIERETT R Z2MA TR 7 L — MEBERERZFHET S
(ZoWE1mLiZ, 7L —FrELTOEMIZEET D, ) .

3) EIEAEEMER  EHICERL T, SEEFRO —HE2EA L. Tk oz
ZC, ImLHiZyna Ry 7 TFARRIR T E— e LTENEINLSO NG &
GHTHREKIRAEERR AT D, ZOEERIKEK— A X 7 — (1+1)
TEMIZAHRL, 1 mL FiZvnmhy 7 T7FLEOR T - e LTER
Zi 1~200 ng = & A T HER O BB SR 2 AT 5,

B = =2

h H INTEEE 10 g 2 0.01 gOHTE TERY . TOEEZFEH L, 200 mL &
ke =7 7 A2 A, K 20 mL 0%, 30 /rEE%R, EIZ7 k& > 100
mL &Nz, 30 SRV IEE T3 5, 200 ML O2&ET 7 2 2% 7 7 F —F
SFOTICES, MR EZAH (5 B) TWHIAB LK, o =MA7 7 Rak
OGS ZER T & h > 50mL THF L. FERICHKSI AT 5, BICEREY 7 22
DIEMETT N 225, ZOS5mL %50 mL D737 7 22 ZIEMIC
AFU, 40 °C LA F ORI TH 0.5 mL F CRUEIRM L, 77 H08 1123 25308
WiRET %,

717 LALER | RENARE 2Ly A Y o £ T A SmLEFEH) HLiz A, &
BHER DA > T\ 37 7 A a%z/K 4 mL THyF L., TeikE D7 22T
%, 10 R E T 5, 200 ML ORTH T 7 A% 7 L0 FIZES, REHRK
DAS>TWERTIE T T AaZ~FH o 5mL $oT 2 mIYeH L, WikENER D
T LA, WWEAFETARD FUHIZETLHSETHR F LTI AmRy 7 F Lk
UOR 7L — hERHEED, FIZAXTT 2 90mL 25 7 A2 Z CRERICE
H &, W% 40 °C UL FOKIBTIE & A CHLlE 42 £ CTRUEEM L-%, =
BN ALk T[T 5, FEBR=F /L 2 mL Z2INX CHREBWZEN L. T AL
BT 23ENEIR & 95,

1T LHVER N2 772754 Nh—ARy /T I Tae )il v
FiE X =% 7 & (500 mg/500 mg) *° & FEfE—T /L 10 mL THET 5,

S50 mLORTIRT7 7 Aa%I=T7 L0 FICES, fHEKE I =77 LIZA
A, WWEAFETAHD FIHICETLIETH F LTI B Ry T F AR T
Lt — b2HHERES, REHAKDODA> TWERTH T T A a2 F L 2
mL 32T 2 BI¥EE L, BRIRZIER I =5 7 22Nz, Rt sS85, i
HEfig—F /L 4 mL % X =07 MM TR S5, JHiE%E 40 °C LLF
DKBTIEE A CHLET 5 E TRITIRM L7oth, BT A%k THRET D, K
— AKX 7 —) (1+1) 1 mL % EMICMZ TEEMZERM L, 5,000xg T 5 5=
DOBEL., EBREEZRIK o~ N 7T 7 X T ARV BSHTEHC X B HE It
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T OMEHAIR & T 5,

Wik v~ N 777807 ARV ESHFHZ L 2HE BERAR K OV BIRIEA
YR A 10 uL ZiRIK 7 u~ v 77 7 2 57 DRVEBOEHCEA L, @RS
M7 v~ 77 8%15%,

HIESE fl
(Gik7 v~ ~ 77 7)
7 7 LA BTN Y BT N (NEE 2.1
mm, & & 150 mm, Ki£E 3 pm) *4
b Hite W0 0.1 vIV% X BERIE — 0.1 vIV% R A & ) — VAR
(4+6) (1 min f£FF) — 12 min — (1+99) (15
min {&FF)
it # : 0.1 mL/min
A7 A KR 40°C
(&% v T DBRVE &R S)
F t 5 DU E AR B AT R
A4 F v b i RRFERFA F Ak (APCD & (GEA A E—
K)

FTTAY =R
A - ) 2

: 7248, (4.4 L/min)

: N> (20 L/min)

A B —T = — AR 350 °C
t— h7wa vy 7R 300 °C
D L IR B 300°C
2 Y ¥ oa v A A Ar (230 kPa)
AYVa TR AF— TEROEED
T =X — A F v FTROEED
* HWE ORESRME
TV == TuaF g AF FVVav
7 tAy ERA R aar
(m/z) (m/z) (m/z) (eV)
oNaRy ST FIL 358 25 — 1
— 120 28
Ny 7 LE—k 257 163 — 1
— 121 22

iR Bohi@RKESRHE e~ N7 T AL E— 7 W XIEE S ERD
THRERZERL, BTo ok 77FLERORN 7L — b EZHEE
T 5,
£ 1 InertSep K-solute (V—=/ %A = 2H) TN EFRZEDLD
2 JdiE 1 mL/min R2E &35, LB L THREI~=FR—/L REEHT 5,
Supelclean ENVI-Carb/LC-NH, (Sigma-Aldrich ) XXz & [FZEDH D
4 Inertsil ODS-3 (P—=x/L¥ A = 2fl) TN EFEDE D



5 LCMS-8040 (EEB/ERTHRL) 12 & 5 544451
(BE) HEANTT—v g
« TRNENN 2R K O UK

. . . IR . TRINEIL =Rk UK
ks Enw S| R L
MBS %, PO (mglkg) (%)  RSD, (%)
oaky 77 FREEEEHETEL 0.009 5 93.2 7.7
T 0.1 5 87.0 11
FesEEMLETER2  0.009 5 85.3 14
0.1 5 91.0 5.4
N7 Lt— b fEREEHEIEL  0.009 5 86.0 6.4
0.2 5 89.0 11
FEs ML EL2 - 0.009 5 91.1 12
0.2 5 101 2.7
- L[
N TN g BRI FERIE FRANGREET MR s U SRR
[%aE Aok FEEE BEH BEE (mykg) (%) RSD, (%) RSDs (%) HorRat
ARy TTFN R B AR 1 11 0 0.045 97.0 4.8 32 15
Tith 3¢ 1 ML 67 ) 2 11 0 0.225 92.7 2.7 22 1.1
R T Lt— NRIEEHLEE 1 11 0 0.045 94.7 3.7 10 0.45
T 56 e HEL A B) 2 11 0 0.45 96.1 2.6 8.1 0.45

E o AraE (REzZ8) (27 2 IR B
- EE MR (R—EBREIC X DR OB (Riz4) 4 0.02 mg/kg
- B FIR (R—3BREE I K D e ok y I TF BE (REY) h
0.0005 mg/kg. x> 7 Lt— b : @k (A#Y) F 0.006 mg/kg
(%) va~ 7T L4

>
w

- A=t o Atz —F

1 apmo o= Al

iy | O dZF)l o 2O A F I
m 30000 m 30000

< ! .

o 1000 ] 20000

ﬁ 10000 ﬁ 10000

15
5]

=]

{F 3038 = {FIS05RS 55
BREBRRVFMEABOIOT TS LA
A ERERR (o sa Ry 77 F e LT 50 ng/mL, X7 L&— K& LT 100
ng/mL)
B : USIEEl (FesEstifArticy "Ry 77 F 0 E LT02mgkg, N7 L+
— K & LT 0.4 mg/kg #H4 FEFRIN)

30 YaRy T TFARORC T L — b DOH A a~ W77 7EESHENCE D

[ B 3 AT 925
(1) oirxgb ey oNaRy P TFIVROIR T LE— R (25K5)

485



486

(2) WA D DR ORIK
(3) Wik

A HECHE

1) vraky 77 FIERERR oy 77 F b [CaHFNO4) 25 mg %
0.01 mg OHIETEY, ZTOKMEZFHKL, 50 mL OEET T A2 AN, T
Mo Z2MzTENP L, FICERETT Fr2iaTonaky 77 FIURERER
WAEARHET S (Zof 1mL %, > aky7F7FLE LT 05mg #aA 7
Do ) o

2) N7 L— MEYEFE X7 bt—F [Ci2H1604S) 25 mg % 0.01 mg &
HiETEY, ZOEETHEL,. 50mLOEET7 I XA, T &2z
TEML, FICERETTE 22 TRy 7 b — MEHERK 2 HHT 5
(ZOWImLIE, X7k —FrELTO0EMgEEHETD, )

3) EAEREAREUER  HRICEE LT, Yoaky ST FORERERK R R T L
- MEERKO—HZES L, FREECEMRICHRL, 1 mL iz m ks
T TFNLRORR T t— ke LTENLI 0.005~0.5 ug # & H 3 D508 D =
IRA IR 2 T 5,

4) AR RN ZF Loy a— (F¥syF400) 50uL &7 & k100
mL AZHN 2 TARES I 2 R 5,

B = =

il B oWkl 109 % 001 g OHTE TEY . TOEMEAFEE L. 300 mL O
R =MA7 T 22z A, K20mL (Ffgb 51 30mL) #0x ., 30 rMFFE%.
FiZ7 & b 100mL (Fid 5% 120mL) Az, 30 43 EHE v B8 Chit+ 5,
200mL DR TY 7 A7 7 —RI;OTICES, ks S (55 B) T
FlAW LTzth, oD =A7 7 Aa ORI ZIEXR T & F o 50mL THE L, [FEE
B AT D, BIZRET7 T AaDERETTE N ZMA D, 2O 40 mL
Z 100 mL D72 T 7 7 A 2 ITIEfMEIZAIL, 40 °CULFOKIB TR 4 mL (@b o
13K 6 mL) ETHUEEME L. 7T A I AR EHAR L T 5,

T NE L BRI E 2 A Y T A (20 mLARER) THic AR,
AEHEIE DA > TWee T 7 7 A3 %K 5 mL T L, Wik aE 17 22z
7o, 10 pRIE#ET 5, 200 ML ORI T F7 A a%2H 7 L0 FIZE S, A
HBHDONS> TN T T T ATE~FH 2 5 mL 35T 2 \EHHE L, Pk z AR
BT AIMZ, WERFTETAKO FSICETAE TR F LA EREA R IE 5,
HIZAF Y2 70mL 2 4 7 AT 4 TRBRICIEH S &, R A 40 °C LLF oK
WTIEEACHET S £ CTRIERME L%, BEI R 2% CHETS, V7o
¥ =Tt (4+41) 10 mL ZEREICINZ CTEREMZRN L, AT T
T4 H— (FLEE 0S5 um LLF) TABL, H 7 L0 12T 2RIk & &
Do

717 LNALER HEER 5.0 mL 25 VigE 7 u~ N T 7IZEAL, voe
Ry T TFNANROR T e — RN TDE % 200 mL O TIET 7 2 =
25 ELL, 40 °C LT OKIBTIE L A EH[E T 5 F THIERME L2k, EFK T A



ko CHLET 5, ~F o 2mL 2 CTEREW AR L, 777 LB T fE
T HMEHAIR & T 5,
TNRBI v NI T T 40—
5 A AFLUVUESARVPUHEAKY T A (WE20mm, E
& 300 mm, RIFE 15 pm)
H—=FHTh: AF Lo PR PB U RESED T 5 (& 20 mm,. £
S 100 mm, AIEE 15 um)

WO WKy Zu~ntVr—T% b2 (441)
i J# : 5 mL/min
4y B M 43 : 60~115 mL

717 DRLER || 2 TF LTINS U BV =T A
(500 mg) PO TICART A~ X T AI =0T A (910 mg) "4 %&E#EE L,
~FH 10 mL THHFT 5,

ABEHARZ I =7 JMTANL, RIS R TAKIO BiglcET 5 F TS 5,
AREHEID AN > T\ T 7 T Aaz~FH L 8§ mL THE L, Rz I=

T A4, FERICHH S5, Bi~FH =78 b (99+1) 10 mL TiE
WIRDANS> TN T 7 7 A a2 L, RiRE I =77 K22 Z, FRRICH
HEE%,

WIZ, =2 F LoV T IV-N-7a e UMb U 5NV =07 L%&137 L,

S50 mLORTIETZ T AAZEGMIA BT TR TAI=NTADTICES, ~F
=7k r (19+1) 20mL BT AW~ 7R T LI =N T HIMA T,

WRHAFETAHO LEGICET2ETHR FLTEREZRESE S, BHK%E
40 °C LT ORI TIZ L A CHL[ET 5 F CTHUEIRME L7cth, ERIT A& ko THL
BT 5, MRAEE 1 mL 2 EICMZ CTEREMEZRNL, P A7a~ NI I 7E
BEONTEHZ X 2 WE AT 23 EHER & T 5,

A7~ 77 7HBESIFHCLD2WE SRR L O IR A MR A 2
UL ZH RV a~ 7T 7EESHTFHCEAL, BIRA A U7 a~ 7T A
2185,

HIES B
(A7 va~< ~T7Z 7%5)
il 7 L RMAEX T DTN 5%V T 2= —
5% AF R vaxhra—T 7, AR
0.25 mm, £ 30m, MEE 0.25 um (ERIA5E T —
RA5 25 (N 0.25mm, & 10m) fF&) ) 3
* v U ¥ — # A :He (1.0 mL/min)
AOB E A AUy LR (60s)
AR E N B R EE 250 °C
7 A A IR FE:80°C (1 minfREF) —HIE 20 °C/min—280 °C (10
min {&FF)
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(& & Hr ™ o)

i H o VU E AR &5 4T 5t

A4 F v qb E:EBrAA4b (ED &

A H—T = — AR 280 °C

A4 A v JR IR E:230°C

A4 & v ik &\ E:70eV

T =X — A F VI EEAT Y mz357 (ImRy T TFIL) | 256

(N7 bt—h) | HERA A miz256 (¥nm
Ry T TFN) | 163 (X7 Lt—1)

A Bonl@&RA A b7~ N7 00068 —7 /3 NILHEY
ROTHEREZMER L, BT aRy PT7FALEBROR 7Lt — 8%
BT 5,

7 1 InertSep K-solute (VY —= /%A = 2H) I EFRED LD
2 T 1~2mL/min BB EE & 5, MBS U TG~ =R — /L AT 5,
3 Bond Elut PSA (Agilent Technologies ) X/ Z i &L REDH D
4 Sep-Pak Plus Florisil Cartridge (Waters #) (2@ 4 2K &0 Y ¥ — N — %
LTI EREDOH D
5 DB-5ms DG (Agilent Technologies #) XTI Z i L FRIEDH D
6 Agilent 5975C inert XL MSD (Agilent Technologies ) (2 & % 514

(Z2E) oHEN) T —va v
* BOMENR R K OVl U kg

VRN BE PRONEIL R AR UKG

TN RSy 44 W Y g (mo/kg) Rl L ) RSD, (%)
vaaRyTTIFL fib b 0.02 3 109 4.6
0.3 3 93.5 10
2 3 77.4 10
K 0.02 3 80.6 5.8
0.2 3 89.9 18
2 3 74.2 13
_Ry7Lrk—h bbb 0.02 3 119 1.7
0.3 3 102 49
2 3 99.5 46
K 0.01 3 102 1.7
0.02 3 116 4.1
0.2 3 113 4.1
2 3 92.6 42
- JL[R]) FBR
. e AR EAR WRINGREE WNENRE  semEline KR
T PRORE g sy (mg/kg) (%) RSD, (%) RSDg (%) HorRat
vrREkyITIL FED D 9 0 2 77.9 9.4 27 1.8
B K 9 0 0.2 80.2 8.2 29 14
Ry 7Lrtv—Mibb 9 0 0.3 96.3 55 15 0.80
B S 9 0 0.03 103 6.8 21 0.96
- EE TR (E—BREIC X5 MR) voaRy X7 F BRSO 0.02

mg/kg, X7 Lt— b fEbHH 0.02mg/kg, Kk 0.01 mg/kg

cHHE TR (B BR=I1CXDHER) onaky F7F R 0.002



mg/kg, N> 7 Lt— b : @ EH 0.0003 mg/kg
(%) ya~v 7T L

A B
~obt-t ATtz |
o ‘ Il o ‘ | II
. ; |
! | L' i ..L".ulljnl._. M |,_| I||| .
% _ S N % __,_I_J_“_,,M...Jl LS [EL R R
?I}I_E | 2B FEFIL PI!'IE I 2O = )|
E I | ;
| |
| I : I S rs _____ ”] ________ 1 11213
T Ve ISR,

BEBRRVAFIMEHOIOT T T L
A REEUERR (£ JEFE L LT 20 ng/mL)
B : INEUE (Fabo B EHK & L T 0.02 mg/kg 84 & HRN)

31 T aFY AR T 2 F VRO AT~ 7T 7 EESHEIC L DR
Hrik

(1) Srgibdt T7aF Y=L k07 =F VTN 2ED)

(2) Wik

A HECHH

1) F7ady—VERERK 77 a5 Y —/L [CiH2CINsO) 25 mg % 0.01 mg
OHTETEY., TOHMEATEL, 50 ML DBEEEY 7 A2 AN, TE >
EMZCEMNL, BICERETT 2 N2 M2 TT 7 a)y — VR & 75
T2 (ZOWImLIZT 7a)r Y=Lt LT05mgaafld 5, ) .

2) 7 =)V T VAR 7 = UE/NL [Ci7H1CI2N,0] 25 mg % 0.01 mg &
Hif TR, TOHEEZTHL, 50 mLOBBLEET T A2l A, Tk %
MAZTWENL, BICERECTCTE 227 =) B VEERKZRNT S
(ZOWEImMLIZ7 =FVEALLLTOSMgEEAT D, ) .

3) BIIRAEMER  HHICELT, 77 a Y A KROT =) U LSRR
HO—MEEE L, AREETERICHARL T, 1mL FIZT7r7aF Yy =L gD
Tz VENLELTENETN 0.01~1.0 ug =& A T 5 508 0 BEIRE A=A % 7
WD,

4) FRUEEE AV ==F LY a— (CFHS & 400) 50puL & 2,2,4- h U A
FNLH =T o (4+41) 100 mL ISz CTARIAS 2 4 5,

B & =2

oo oWk 109g A2 001 gDHTETEDY . TOEEAFIE L. 200 mL O
e =7 I A3l A, T h=hUL—K (3+1) 20 mL Z Iz /=% 10 43
FE L, BIZ7 2 h=bhU/ 100 mL Zh0%, 30 4rMHE Y IRE CTHIH T 5,
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300mL DR M7 T X az7 7 —igto FIZEE, iz A (57 B)
TWHI A L2tk O =AT7 7 Aa RO IZIERTE =K Y /L 50mL Th
B, [FEEICRE AT %, A% 40 °CLATF ORI TIEE A CHLET 5 £ T
JEWMG L=k, K20 mL 21 % CH 7 2AER L3 2R ENAIR L 95,

BT LAE L RBHATR A S AL A Y 7+ T A (20 mLAREEH) FLIC AN,
50 MEHET 5, 300mLORTR T T2 3% 07 LAO FIZES, BEHREDO A -
TWe2 T BT T A3z ~FH 2 20mL T2 CT3EPESH L, WIREZIER Y 7 A1
MZ 5, MENPFETAHD EIHICET A ETIHILTT 72T Y — A kDT =)
UENLERBEE, BIZA~FH o 60mL 20 7 22 CRRICEH SE S, &
K2 40 SCUL T ORI TIEZ & A EHET D £ CRERME Lok, ERT AL
S>THET 5, YZu~dFHhr—7T% > (4+41) 10 mL % EfEICNZ CTHREYD
RSN L, AT T 74 0% — (JLEE 05 um LLF) TABL. &5 LA 1
(T DA & T 5,

BT LA BRENAIR 5.0 mL 25 NVREB s e~ NI 7ICEAL, T aF
=V RORT = F U EANENT HE 5% 100 mL O3 7 T A 3lTHhm L,
40 °C LT OKIBTIZ & A EREET 2 F CTRUERM L7, BT A% %k- Tz
ks R

XV 2mL BN CTEREDZRN L, 77 N NN 2 30EHE R & 9
Do

TRk a~w 777 40—

BT A RAFLUVE AR UHEEASE S T A (N 20 mm,
£ & 300 mm, RifE 15 um)

H—=RAFGh: AF LI AR UHLESER ST T 5 (NEE 20 mm,
£ & 100 mm, RifE 15 pm)

wOBE W vru~nth -7 (441)

it ¥ : 5 mL/min

5y HU @ 4y 70~125 mL
T HME N ARTABY TR T AI =T A (910 mg) F2EAFY L5
mL THyFd 5,

BRI 2 X =07 JZAN, WKEAFETAHO FEICET 5 £ TR S5,
REHARDO AN S TNV T 7 F Aaz~%H% 2 2 mL 2T 2 B L, iR
AR =07 A2z, RIS SE 5, Bloa~dhor—71% Fr (19+1)
100 mMLZI=A7 Mz, FEERICHEHESES, 50 mLORTHT7 I 2223 =
NTLDFICEE, ~FHhr—TEhy (743) 20mL 23 =h 7 AN TT
Tafy =K OT7 2 FVEAEENSE D, A 40 °CLLFOKIBTIEE
Ao EREE T D E CRUERME L7k, BRI AL ko TiET 5,

FRREEEE 2 mL Z BRI TR EZRN L, TAZa~ N7 7 7 EE&SH
FH X 2 MEICHT BRI & T 5,

A7 va~ N7 T 7EEGIFHC I DME  PUBHAT K O BRI SRR 2
UL 2 TR 7~ N7 7 7EESIFHIEAL, #BRAA U7 0~ N7 T A



215,

WESL B
(A7 a~< b7 T 7E)
il 7 LA ER Ry ET Y =T A BG%Y T 2= —

BRI AFNLRI vuakdhra—T 07, NEE
0.25 mm, £ X 30m, fEE 0.25 um) *3

* v U ¥ — 4 A :He (1.0 mL/min)

HOB B A ERATUvBRLR (60s)

AOBFE A IR B 250 °C

7 A B O B 70°C (2 minfREf) — R 20 °C/min—280 °C (10

min {&%f)

(B &P EH™4)

i H o5 0 U EMmAVE BT

A H—T7 = —AiEE : 280 °C

A4 #F v Ji iR JE:200°C

A4 = v b kB4 (ED) ¥k

A4 4 v {b & E:70eV

T =X — A4 F »:mlz250 (F7 =Y —n) | 330 (Z=FVUEN)
7t ) Bon®@RAA U7~ N7 T A0 0 — 7 HfEZ RO THRE

MEERL, BREFOT7ar Yy —VEBES RO T7 = F Ve LVEEZEHT S,
£ 1 Chem Elut (Agilent Technologies #) XX Z i &[REDEH D
2 Sep-Pak Plus Florisil Cartridge (Waters ) (2@ 472K 8D U ¥ — 3 — i
LD I ZNERED S D
HP-5ms (Agilent Technologies ) XX Z I ERIZED L D
4 GCMS-QP2010 (fmEffEprid) (2 XL 2 S0
REFOT T a5 — LB 5 mgke ZB 2 HBAIL. AETIZER R
KT 2AREERHLOT, FH1H 14131ICL 2R BAEIT D,
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(B%E) GIEN) T —va v
- WINEI =R R UYL A

. . - ; WNRE . WAL SR MR LR
= AN SR FR R 4
WRINRL 5 44 EWEY | (mglkg) M L (%) RSD, (%)
T ar—)u T A7 —BE %A EA SR 0.05 3 86.6 47
0.5 3 91.9 9.8
44 H Rk A B A R 0.05 3 101 1
0.5 3 99.5 6.0
EobvAZL 0.05 3 90.1 9.6
0.5 3 91.9 11
FA T TR 0.05 3 87.1 47
0.5 3 85.4 4.2
e REI% T a4 7 —EE %A A R 0.05 3 95.3 4.2
0.5 3 98.6 9.0
454 F R B A AR 0.05 3 100 1.0
0.5 3 102 5.1
EH9HAZL 0.05 3 96.9 1.2
0.5 3 101 4.6
FA T TR 0.05 3 97.9 2.3
0.5 3 97.6 3.6
- SRR
. - ; fahak FEHIER VRNNERE WNBINEE  @mmiE URE i s
o7 Ao R e e HorRat
5% AROEE gy pan (mgkg) (%)  RSD, (%) RSDg (%) orma
FFaF S T A T B WA 5 0 0.2 89.1 21 9.3 0.45
KFE 5 0 0.2 91.0 6.3 12 0.56
T U T e T EE R RS R 5 0 0.2 02.7 5.4 6.0 0.29
KFE 5 0 0.2 90.9 7.3 10 0.49
S ER TR (BRI K5 ARl T 7 Ay —b @k 0.005 mg/kg,
7= UEN FHEH 0.01 mg/kg
R RRR (AR K DR TS — b BEHR 5 mglkg
(%) 7ua~ T LH)
Fiati—=I
{hel
]
[Ty |
ihn JoH)EL
|
0 12 14 16
BT sl Py

BER (FBELLT2ngFEA) OO NS A

32 72N L—REROULA N v OT AT a~ N7 T 71255 RIS E
() Hiratgibay T NLL— MR A RN >
(2) ik
A HEOHAH
1) 7=\ L — MERERK 7 x N L— b [CasH22CINOs] 10 mg % 0.01
mg DHIETEY, TOHREETHE L, 100 mL OBELEET T A 22 AtL, ~F
U EMATENL, BIERETAFH U2 MATT = N b— MEHEFK
TS (o 1ImLiz, 7= AL Lb—FELTOImgEEHTS, ),
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2) -~V A NU FEYER R ~JL A KU [CaH20Cl203) 10 mg % 0.01 mg DAy
EFCTRY., TOKEZTHEL, 100 mL DBEAEET T A3l AN, ~FH %
MAZ TN L, BITERE TV E2MZ TV A R REREFR 2T 5
(ZoWEI1mLiEZ, VAR ELTOIMgEERET D, ) o

3) MEEEAEAER I LT, 72 AL L— RV A B KT
FiD—HE2RA L, ~FH U TERICHRL, 1mL flc7=r "L — K
DAL A R U & LTENLR 0.05~1 ug & &4 9 25 Hom o B3R AR &
WD,

4) TAB~ T X TN BT AW~ 7 x>0 L (Chige 149~250 pm (100~60
Awa) ) H1% 130 °C T 5 B MR 5,

B & =

T s IIATREE 5~10 g 2 AT 4 HrE CEY . oM ETE L, 200
mL Ot =A7 7 23z An, 7 h=FUL—7K (7+3) 100 mL %/Hx. 30
SRV IRE T3 %, 500 mL O3 7 7 A 2% 7 7 F—R}O FIC@E X,
itz »# (5 # B) TWHIA WL, D =A7 7 2a RO ZIRRT
T h=hFU—JK (743) 10 mL T 2 FIFEHF L, FERICEKSART 5, A%
50 °C LA F /K THJ 30 mL & TRUERM L. HRICH 250HAiK & 5,

B o RENERREH SN UL MU U AR (10 w/ivd) 100 mL K O
smanu A% 30 mL & A7z 300 mL OKIRFCINZ 5, REHARD A>T\
TR I T I AaEY7an A X 10mL T2 RIVEE L, WikE okikHZAD
.5 OHIEVREEFEL, Yr7ueax X @ (TR) 2 =A77A2AalcA
N5, DRy 7aae A2 50mL 2%, FARICEIEL, Y7 e XX
BElEDO =7 T AallHbEb, YV/rnAX U EErEEORET N U A
(fE7K) THIAL, 300 ML O7THT 7 AR AMTHI| LR, ko=
772 ONAREIARDED Y 7 aa XA X THidF L, RiKE SO A% s
LCAIRERDLED, A% 50 °CLLFOKIBTIEE A EHET 5 £ TRUEEE
L7=th, BRI AZE-> CTHIET 5,

AFXF 10 mML E M2 CTEREDAEEN L, 77 20 L9 23 EREIR & 9
%o

BT LALER | FAMe~ 7 %7 10 g (9.5~105 g) K OWiEE T MU 7 4 (4
K) 3g (27-33¢9) . 2ZNENAFTH BB IE T 7 4% (W 15 mm)
MR LA, WIHESTECARIO ESE D 3 mm OF SICET 5 £ Tt &,
7T LT 5,

RENAEW 2 71 Z JT AL, REDP TR CAFNO Eigos 3 mm & S ICET HE T
T EE, TZAFY 2 900 mL 24 7 A2 x, RIS SE 5, 300 mL @
T T T AN T LAOFIZEE, ~FHhr—yY=Frz=—7/1 (7+43) 100
mLAZAT7LCMATT7 2N b— ROV A N U ERERESES, BEHIKR
%50 CCLLFDOKIBTIZE A LT 5 E CRITERM L2k, EFRTALEKE-ST
HE[E S %,

TER=FUE5mL ML THEEMEZENL, FIZKS5mL ZMx, 77 A
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SLER I3 2 BEHAIR & 35,
71T LALER 1) T BTN I Y BF LI =T 5 (360 mg) 2 AK
10 mL THFT 5,

REHRIRE AT T 7 4% — (JLER 05 um BLF) TABL, I=47 A
ICAND, BREHERDOAS TWERTH T FRAaARRA LT FZ 0T 4 NE—%/b
BEOTEF=bFU =K (1+41) THEHFEL, BWRZLORA L TFZ T4V E—%
WLTCI=F T 20N, JEES LTRHEES, 7 =MV -k (1+1)
10mMLEI =T AICMA, FARICKHSETCI=AT7 25285835, 50 mL D
YT T AAEI=HTLADOTICESE, 7= VI5mMLEZ I =07 AIZ
Mz, FEFILTTZ 2N b— R ROV A N U 2EHSE 5, WHKE
50 °C LA F DK TIZ & A LT 5 F TRUERM Lo, EF T A&k Tz

9%,
~FY 5 mL ZIEMEICNA TEREMERN L, BRI~ 7T 74— (2
TLORBHRIE & T 5,
HAZwa= 777 4— REHBEAOSERERESERERS 1pL 20 A7 n~

N7 7IZFEAL, 70~ N7 785155,
HIES B
Fi i P& EE RIS AR
7 7 LA:F¥ETIV—=HTL (%> T ) b7 =) —
86 NI AFINARY vuxHrra—T 17 HNE0.25
mm, £ 30m, BEE 0.25 um) 4
X U ¥ — A :He (1.5 mL/min)
AA 2T v 7 HA N2 (60 mL/min)
AOE AN ATy R (605)
OBEE NS R BE - 260 °C
717 A FE R EE 80 °C (1 minfR¥F) —HE 30 °C/min—250 °C (5 min
fREF) —FE 1 °C/min—280 °C
o #F IR : 300 °C
A B Bohlere~s b7 AnbENEN 2T o0 — 2 mEEORM XX
BEOMERD THREMREZIERL L, REFTOT7 =N L —FEKT~L R Y
vEEZRENT S,
w1 7 U2 (Floridin®) XiZZnltREDOL D
2 Sep-Pak Plus Cs Cartridge (Waters ) (Zi# 472K &ED U — " — 2@ L
TbDXTZNEFRFEDS D
3 WX 1~2 mL/min &%,
4 DB-1701 (Agilent Technologies ) X|ZZ L ERED H D
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(BE) GIEAN) T —a»
* WINEI =R K UYL A i

N N N ‘:’2 & TN Az
A4 SOR O R e i PR L
T AUL—k R A A 0.05 3 106 8.7
0.1 3 99.7 6.6
0.25 3 106 9.6
0.5 3 91.7 3.6
oA L 0.05 3 106 13
0.1 3 105 6.9
0.25 3 97.2 11
0.5 3 88.4 5.1
TINT T 7 0.05 3 119 2.0
0.1 3 96.6 7.9
0.25 3 105 5.2
0.5 3 91.2 2.8
~YLARY Rk A B L & A Ak 0.05 3 100 17
0.1 3 95.8 3.5
0.25 3 100 8.2
0.5 3 89.1 3.4
EovAZ L 0.05 3 101 9.9
0.1 3 95.4 17
0.25 3 95.6 10
0.5 3 86.2 2.7
TIT )T 7 0.05 3 114 31
0.1 3 105 6.0
0.25 3 108 1.2
0.5 3 95.3 1.7
- L[] AR
N o S Bk A VRINVRES WONEMUER  wosom Ukt Si ik
i RO gaow man (mgkg) (%)  RSD, (%) RSDg (%) HorRat
TarRLL— | Fud S gRRAE 6 0 0.25 95.3 8.1 10 0.51
UL AR Y v Tad g HEA R 6 0 0.25 97.0 6.8 7.8 0.40

cER TR (BRI X 5 R Bk 4% 0.05 mg/kg
2%) syu~ 77 L

ALY o
Gransi® VYL Szt

the}
\l 7
N
0 10 20 3

0 40
EE1s )

AmEN (BEEfAMICERELLTO0.25 mg/kg HEERM O/ OT LIS LA
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33 RXRUALTRUAFAZOMDRIEDOWEIK v~ 757507 LVE &5
2 & 2 RIS AT IR
(1) Htrxtgibad TIYOLANTOY AV AN Ty, T hFUANLT O
V. vruaALTZyrhlay, o NaAvarAFL T RV Y IRy
27 a v AF v (757
(2) b FH fado B FEIEEEAH AR L OVBK
(3) ik

A HECHHE

SR G A MR K TYVAANTE Y [CHieNWOsS) . A~ Y AT nm s
(C14Hi3CINgOsS) . = hF v A7y [CisHiNsOsS) . 7 B ALV T 7 Au
> [Ci7H19N506S) . /" A7 1> A F )b [Ci3HisCINGO;S) . 7 /bt kA L~>7
72 [CisH2FNsOsS) MU 27 v A F L [CieHisNsO7S) 4 25 mg %
0.0l mg DHFETEY, TOFMEFHEL, 50 mL ODEET 7 A2 I AN, T
Mo EMAZTENL, BICERETT ¥ b2 TR R g = {5 5
(IO ImLIE, FEEELTOSmgzEHT 5, ) .

K REHAEAEFUL S 1| mL 2 25 mL O2&E Y 7 A ZIEMEICANTRA L, FiC
THRETTERN A ZMATI mLPICKREEE LTENEN 20 ng 2 5HT 52
FER AR ERIK 2T 2,
fEHICEE LT, BEBEAERERKO #4278 h=rJ L—K (1+1) TIEfE
AR L, 1 mL PIZAEIE LTENEI 0.5~100 ng =587 2R 0 REIKIE
BREHENR & T 5,

B = =2

h H SHTEREF 10 g &2 0.01 gDOHTETEY . TOHMEETLH L, 300 mL O
e =M7 7 2alz At K 30mL Zx, 30 fEFEEZ, TIC7® M2 120
mL ZHZ, 30 2RIV IBEE CTHMET 5, 200 mL O2B&T7 7 A 2% 77—
St TFICE S, R E AR (5 B) TWBIAB LK, Ko7 T Aak
G S ZERT & h > 50mL THF L. FERICHSI AT 5, BIZEREY 7 X2
DOEMETTE b E2MA D, ZOH 10 mL Z 50 mL DR $IE 7 7 2 2|2 1EH
IZAAL, 40 °C LA F DK TR 2 mL F CRUEIRM L, 77 H08E 1123 2508
Wi E T 25,

J1T7 AAER T BUBHANRIZ 0.1 mol/L ¥l 2.5 mL Z M xRV RE -1k, £l
YA Yy o+ 5 (SmLARREH) AL, 10 0MEET 5, 100mL D7
BT 7 Aa%d 7 LD TICES, BEBHAKED AN TWERTIBT 7 XA az~xH
YW= F L (3+1) SmL$OT2EWEEH L, WKRANEK S 7 A2, #KiE
DI TABID LSICET HE TR F LKk, Bio~dHh oy —Ffg-F L (3+1)
40 mL 25 7 DIz, FEEICIAH SE 5, IWHIEE 40 °C LT OB TIEE A
CHLET D E CRUEIRME L%, BEI R %> CHET D, 7T h=hF UL —
K=, (50+50+1) 10 mL ZN X THEEDZEN L, BT L0 T 53
BHAR &35,

NTLME N TT7T77A4 =R I=8TFL (500mg) *2%2T7Er="hKV
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5 mL KON 1 vIV%FIEERHE 5 mL CTIEREEET 5, g2 I =7 7 LI A
. WENFETAFO ESICET D2 E TR FSE25%3, BJEHRIRDO A>Tz
BRI T I AaETE M= ) V=X (99+1) 5 mL 92T 2 FI¥EH L, HiK
EI=ATHNIMA, RECHREISESE3, 100 mL ORTET7 T A% =
FLADFICEE, 7 Fr=hrU/L— bl — KB (75+25+1) 30 mL Z I =7
T AIMA CTHBIREZVER S & 553, IEHIEA 40 °C L FOKIBTIEE A EHEH
THETHWERMLIE®, ERIT A% THET L, 7T F=HFV Lb—K
(1+41) SmL Z ERECINZ TEEWEENL, AT T 7 404 — (FL££0.20
um LAF) TABL, ks a~ 79 7% 057 AU ESHTHIC L D HE I
THRENEK ET 5, £, REDTRD L K OFRIEEHEE CTh 2 5HE61X, HIiC
REHER O —EREZ 7 h=F U /b—JK (1+1) TEMIZ SEHRLZLOHIK
Koo~ hr 77207 AEESHFICE 2HEICHT AR E L, TV
LAV Tay, A= A)T7ay, T hFALTay, ~NaA)LTarAF)L
KR 7E h2Z 70 DERICHWNS,
ks a~ 7T 7207 DRV ESHEHZ L DHE SR &K UK REIRE
RS 4 uL 2RIk o~ N7 o7 2 07 MVEBSHEHIEA L, BRI
BH 7o~ 7T L0555,
HIES B
(K7 o~ 77 7H)

7 7 L F BTN I Y TV T A (NEE 2.0
mm, £ & 150 mm, K& 5 um) *4
i Fie W : 2 mol/L BEfET VB =0 ARIR— A X J — )V

(9+1) — 5min — (1+1) (15 min f££) —
(149) (15 min f#¥f) — 5Smin — (9+1) (5 min
RFF)

it 3 : 0.2 mL/min

77 A A IR BE:40°C

(& > 7 DAV By Hratin™ o)

R 5 o VU MRV BT R
A4 A v fb EixvZ bhaRATvr—AA 4k (ESD ¥ (IEA A v
£—K)

A4 4 v JE R E:120°C
FYINR—=v g HA Ny (650 L/h, 400 °C)
¥y &7 U —@EE:10kV

o= — v H A:N; (50L/h)

= — v O JE:TRDOLBY

2 U ¥ g v H A :Ar (0.25 mL/min)
aY Vg F— FTEDODELEEBY

T =X — A F v FTEROEED
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x  BWEOWNESRME

Y H—H— TEFIT AT a— 2 g

HIE S+ G )E A A &M i RS T RILF—
(m/z) (m/z) (m/z) M (eV)
. 182 - 25 15
TLAA)Ta 425
- 156 25 36
. 153 - 22 10
A~ AT 413
- 258 22 23
261 - 27 14
T hFT AT 399
- 218 27 24
261 - 25 16
v aA )T ha 422
- 218 25 27
182 - 27 20
g A7 a s AF)L 435
- 83 27 52
156 - 32 17
TNk NANLT TS 488
- 273 32 23
149 - 28 21
Ny 2T AF )L 411
- 91 28 58

AR BOnBIREISREZ v N7 T A0S E— 7 [HifE % RO TR ER
EUERR L, REP oK BEEZHHT 5,
1 InertSep K-solute (¥V—=x/L# A = 2M) XN EFREDHD
2 ENVI-Carb (Sigma-Aldrich ) XiZZh ERZEDO LD
3 WiElX 1~2 mU/min F2E LT 5, LEIZE U THRE|I~=A—/ R&/HHT
X8
4 Mightysil RP-18 GP (BAR{LF ) X Zh & FRFEDH D
5 ACQUITY TQD (Waters ) (2 X % 5:f4-61
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(BE) GIEAN) T —a»
* WINEI =R R UYL A i

. . e ; W . FMEI R R UK
RAEL 5> 4 SO TR e iR L i e
TYAANT T i ol 0.04 5 87.2 5.7
0.5 5 96.0 7.0
it 2 P AR ) ) 0.02 5 84.1 37
0.2 5 94.4 8.4
B S 0.01 5 77.4 2.0
0.2 5 84.7 4.0
A~ ATy a5 0.04 5 78.8 15
0.5 5 82.5 5.8
it 5 I AR ) sk 0.02 5 75.3 2.8
0.2 5 75.2 7.3
B S 0.01 5 71.8 7.2
0.2 5 74.5 9.0
T hFVALTO Y bbb 0.04 5 775 47
0.5 5 90.0 25
v 7 B L £ A5k 0.02 5 70.7 1.4
0.2 5 76.9 3.8
K 0.01 5 85.3 8.8
0.2 5 91.2 39
VIR ALT ARy FMbb 0.04 5 89.7 3.4
0.5 5 109 2.0
Fivh 26 B A 5 0.02 5 116 1.4
0.2 5 118 1.7
FK 0.01 5 88.8 7.1
0.2 5 99.5 1.4
NaALTaAFL bbb 0.04 5 82.8 7.7
0.5 5 80.6 5.1
Fivi 2 P AR i s 0.02 5 71.4 5.0
0.2 5 75.4 8.9
Bk 0.01 5 77.2 42
0.2 5 87.9 11
Tk RARLTE Y b b 0.04 5 85.7 5.8
0.5 5 84.9 5.4
it 2 P AL s 0.02 5 72.6 6.4
0.2 5 75.8 6.0
PN 0.01 5 87.4 18
0.2 5 85.1 6.9
Ryzp7arsAF)L  fibb 0.04 5 91.7 1.9
0.5 5 116 32
it 2 I AR A sk 0.02 5 120 1.4
0.2 5 119 15
IS 0.01 5 91.9 5.3
0.2 5 95.9 1.4
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500

EAEEN

. S e AR FEHR URINGREE WOMEIRCE s SR
oy PR ORI gy g (mg/kg) (%) RSD, (%) RSDg (%) HorRat
TYAANTRY FEDD 1 10 0 0.08 79.0 4.4 11 0.52
bbb 2 9 1 0.2 84.1 6.0 8.7 0.41
T 96 B LA B 1 10 0 0.1"F 81.7 5.5 8.4 0.38
TR 96 WML A 2 10 0 0.4 85.9 55 7.4 0.39
Bkl 10 0 0.04 78.8 6.7 10 0.46
B2 10 0 0.5 85.2 8.5 9.4 0.52
A4=vAZrTRY fHb D1 10 0 0.08 75.7 6.6 1 0.51
b 2 9 1 0.2 77.3 8.5 9.3 0.44
6 96 B L6 o 1 10 0 0.1% 77.7 8.8 11 0.51
6 T AL B 2 10 0 0.4 82.3 7.8 8.6 0.45
AL 10 0 0.04 77.8 75 14 0.62
k2 10 0 0.5 78.0 7.7 12 0.65
=rxvaavay fEb b1 10 0 0.08 75.1 4.1 17 0.79
et 2 9 1 0.2 82.2 6.4 15 0.70
%6 LA B 1 10 0 0.1%F 76.0 6.4 16 0.72
T 96 B L £ 5 2 9 1 0.4% 87.1 2.5 12 0.65
Bk 10 0 0.04 78.8 7.0 19 0.88
A2 9 1 0.5 84.4 3.0 9.4 0.52
vruarzrany fRH L 1 10 0 0.02 85.2 4.0 15 0.68
b b 2 9 1 0.1 86.3 5.6 13 0.59
T WML AR 1 10 0 0.06" 84.9 3.9 14 0.63
T 96 B LA 2 10 0 0.4 87.5 5.6 15 0.81
k1 10 0 0.04 89.7 5.0 13 0.58
k2 10 0 0.5 91.6 4.2 12 0.66
nuarzariFEr f{D 5 1 10 0 0.08 69.7 45 16 0.73
fab s 2 9 1 0.2 75.5 5.7 14 0.66
96 B LA B 1 9 1 0.1% 72.0 33 13 0.60
T R A 2 10 0 0.4 82.0 5.4 13 0.69
Wk 10 0 0.04 63.4 55 19 0.86
BIA 2 9 1 0.5 79.2 4.6 10 0.54
srk Ay fRbH b1 10 0 0.08 73.8 4.4 14 0.63
b 2 9 1 0.2 81.6 6.1 8.9 0.42
TS B B 1 9 1 0.1% 78.0 2.8 11 0.52
96 LA B 2 10 0 0.4 87.2 5.0 7.9 0.42
WAL 10 0 0.04 81.2 6.7 16 0.71
k2 10 0 0.5 86.1 5.9 11 0.60
~vavzavirr fEHH 1 10 0 0.02 91.2 34 11 0.51
fab s 2 9 1 0.1 90.9 5.2 10 0.47
96 WL B 1 8 2 0.06' 93.9 2.1 45 0.21
TR BEHLA R 2 10 0 0.4 93.4 5.3 11 0.58
k1 10 0 0.04 94.9 5.0 1 0.51
BIA2 10 0 0.5 97.3 2.7 11 0.59
W otrelEl (REZY) 12k 2 IRINIR

A = SV

mg/kg

B TR (H—REBREIC L DR
Ty hhua o

- ERTR (HE-RBR=IZ X 5MHER)

0.006 mg/kg, ¥I>kH  0.003 mg/kg

R AN Ta s AF VKR a AL
AR (RERBEHLGTEHI R Y, L P AREIZBWTRHL, ) F %
0.01 mg/kg. ZOfl : fto & K ORI EAHE B 4 0.04 mg/kg, BLKH 0.01

N2V TarsAF LN a R )L
B 4 0.003 mg/kg. & DAt : Fido B & OFRREHLEGTE Y £



(%) ru~ 7T LH)

A B
17FIAAL7OY 5IkF=RI70
247070 § - AL T OVAF L f
37270V 7RA0RIFFLO ; 7
AMO2LTOVAFIL ] || .
|
4 B T
B 5 o 5
% 3 1 1 . +H 31‘ 1 I
Ty 11 A A [Ty 1]
Aim 1 ' o l ! .
o | ) . J 1 2,1 |l
1 ) | 1
i I
. v v . . . 4 8 g 10 1z 14 16
4 g g 10 12 14 16
(B4R, 5 {FIFISRE
[=]

BERRVFMEHOIOT LTS A
A REHERR (£ JR3K & LT 10 ng/mL)
B : WIIEEE (Fab HIZARIE L LT 0.5 mg/kg A4 =IRN)

3 VI Uy REORTa— oK va~ NI T T X T ARV REGHFHCL D H
IRF 3 T 1%
() ZHrtgib ey I Uy NERUUNT a— K (25%57)
(2) WA ELARTE R OB
(3) JyHTIET?
A HECHH
1) Y7 Uy MEREFRK Y27 U b [CiaH12N2Bra) 25 mg % 0.01 mg O T
By, TOHEETHEL, 50mLOKRY e Lo BEE T I A aiC A, Kk
(0.01 mol/L) ZJNA T¥ L, HITHEEM E THE (0.01 mol/L) Mz T¥”
7y MEFKR AT S (2o 1mLix, ¥YZ7Uy LT 05mg E5AT
Do ) o
2) /X7 a— MEAERHE /N7 @— | [C12HuN2Ci2) 25 mg % 0.01 mg O£ T
B, TOHEETEL, 50mLORY e LU leET I X all A, g
(0.01 mol/L) ZMZ THHL, HITHEME CTHEE (0.01 mol/lL) ZINZT/RTZ
o— MEWEFRZFENTS (Zo@1mLix, XT3 —hELTO05mgaEaHaT
%o ) o
3) IRGAEUENR U Uy MEMERUR K OV o — MERERES 1 mL % 25 mL
ORY 7L U BMEET T2 |ZEMICANTRESG L, BICERE CHER
(0.01 mol/L) ZMNA CTEAIEEFRKZRYST S (Z0#K 1mL X, 77> b
EONTa— R LTENEN 200 EEET D, ) o

B = =1
fil i SRR 10 g 2 0.01 g DHTETEY . TORIELFHE L. 300 mL O

RTIE T T AT AL, K60 mL & OREE 30 mL 2 1%. 28 251 120 °C
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DR T 60 43 MIMEGEE L TRt 35, 200 mL OR&ET7 7 X3 %7 77—k}
DFICEES, EeEofitikz A8 (5 F B) TRSIAE L%, KOk THY
T A3 KOS ZAKK 100 mL THEE L., FEEICRSI AT 5, Eiceid7 7
AaDEMETKEMZD, ZOW2mL 2KRY) 7oL e —h—(C BRI
AtL, K30mL Nz, KEgkF b U 7 AE#K (12mol/L) T pH 5.5~6.5 [ZFHE
L7, SO0 mLEEFE L 725 KX OITKZMA, 7T LR T2 23 0RHA K & 3
Do

BT LMBEIE2 4T RS AEEMY =L R_R P —N-E= LR Y R
VIRBEARI = H T LE FOA VKR BB B =R —N-E =L E
ol RUVHEBEAKRI =T L™ E2ZNENAK /—)L 5 mL K OUK 5 mL CIAK
el %, 4 7 B AEBEMiYE=A_R P —N-E = a ) FoAkE
ERI=I T LOTICANLVKUVBIEEHYE= LB —N-E= 1t K
VIREARI = T A E s L, BUBHAR 8 X =0 T AT AR, KIS FE T
AFID EEIZET 2 E TR EE 2, BMEHEERDO A > TR e L oy
— A —%/K 5 mL$OT 2 EVESL, RIKZIEKER I =07 A2 x, FERIC
WMHEES, 4 7 By A EEM Y =R P —N-E =Ll Fodt
FHEKRI =D T L%2ITTL, 10mLAY Fe LU RLEET T 22k ALK R
WEMIE= AP —N-E=arbtnl) RUEEARI =TI LD TICEX,
WAL T v =7 AR (25 wWiv%) 9mL & ALK U EREERi Y B =R B o —
N-v=nrvnal) RUVEESGKRI =T AIMA, P27y NEORTa— %
WHESE5, FICERE THEALT v E=7 LR (25 wivse) ZINz., Bt
(T 2 REHEIR & T 5,

el BEHAR 2mL 2 & 520> LKL R U o7 A (12 mol/L) 10 mL
KR T7 27 oAb U o A (1 wive) 1| mL # AR LAY 7L
VEIE— D —ZIEREICIN A CH—IZ72 D X HRVIEY., » 7 LB INICHT 55
BHAKR & 9%,

BT LALER IT 2 bR P U —N-F= ) RUERESEKRI =TT A
ZE5S7H2 h=bF U5 mL KOUK S mL CIERESET 5, BEHAKREZ R =0 7 A
IZAAL, WEDFRTAFO EIgIZET 5 E T & ® 5, BEHRKDO A>Tz
R ey fEe—H—%K 10mL T2 C2RVESHL, WREZIERI =17 A
Iz, ARSI EE 5, S0 mLORT T T A4 I =0T LD FITEE,
TER=MINASmML ZI=ATHIMATY 7Ty FERONT a— hERHE
B2, WHITREZ 40 °C LLFOKIB TIE & A CHLET 5 & CHIERNG L-%, £5%
H Ao CTHET D, K—AZ /2 —)b (4+1) 1mL (EHEAZBKR #HEIZ2mL)
HIEMECMZ THREMEENL, AT T 7 408 — (FL 045 yum LA F) %
AnTArBL, Bk~ 7o 75207 AREESHTFHC L 2HE T 55
BHAK &+ 5,

FEYENR OBEALALER ] OV 7 SALER T JREGAEHERIE 1| mL % 20 mL OARY F'm &
LR R T T A TIEMIC AR, BITER E THEE (0.01 mol/L) %Nz T2
(IR GEERAZFRRT 2 (Z0OW 1mL %, 7Yy hEONRNTa—kELT
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FhEN L ng 256/ T 5, ) o WLT VE=7 LRIK (25 wiv%) 2 mL AL
B AR 0.1 mL ZIEEMICIZTZbD%2, &5 ChKELT b U 7 AWK
(12 mol/L) 10 mL X O'7 = U > 7 bV v AR (1 wiv%) 1 mL & AR
ALRY 7Lyl —h—cMzx s, T, EHRROSGE L Ak
SVER R OV T BALER T 24T\, AK— A X J—)b (4+1) CTIEFICHR L, 1mLH
2P 7 Uy b ROVST a— ke LT 0.1~20 ng Y EOBOK S 2 EHT HIRE
TEAER & IS 5
Wik v~ N77 7% 07 ARV ESHFHZ L 2HE  RENATR K VR A IEHER
HZA0pL 2tk o~ v 7T 7 2 T MARVE B EHIEA L, @RS 2
n~ b7 8BRS,
WIESME il
(k7 v~ b7 F 7)
71 7 Lo AT BTN I D ATV T A (R 2.1
mm, £ & 150 mm, Kifk 4 pm) 6
i it 0.1 VIV FFRIRIE — A &% / —)v (4+41) — 10 min —

(3+7) @2 minf&FF) — 5min — (4+1)

it 1 0.2 mL/min

77 A f IR BE:40°C

(% 7 WAVE &5 AT Rt ™)

f# H 7% o DU EMALE By AT R

A4 F v fb Ezxzvr haexTr—AF 4k (BSD &k (EA A4
T—F)

725 (3 L/min)

T T A Y= A

HZ, e il A : Nz (15 L/min)
tE— 7w v 7R :500°C
D L i £ :100°C
2 U ¥ oa v H A :Ar (230 kPa)
aYVaryIxLAX—: FTEOLEBY
T =X — A F v TRODEBY
£ BWEOWE S
VI —H— Ta A A ajyay
HE St '8 AA T =3 TRILE —
(m/z) (m/z) (m/z) (eV)
DUy NBALR 215 17 — 25
— 153 35
174 — 31
sNTa—Rg bk 217 0 =

LR

BONTRINSHH 7 v~ F 7T L6 v —

7 R Em S &K

THREMZER L, BRETOY 7Ty FROANTa—re&xH8 T2,

1

CIUy NRUONRT a— NIT T A RICERSRET L0, EHEZOY
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T A B AWM (1+410) FFIZ—BIETE W%, WK TES, BIZiKIZ
LV KREATVERZ 2N 5KIC 1 R E W%, JiKTHES Z LK
STH T ABE~DEEZS LN TE D,
WL 1 mU/min BBE LT 5, HEIZS L THRSI~=F—V REHEHAT 5,
Oasis MAX (F& T A A& 500 mg, VU ¥ — N—% & 6 mL, Waters ) X

T ERZEDH D

4 Qasis MCX (£ TAAI& 500 mg, VU ¥ — 3—%#& 6 mL, Waters ) %
INEFRFEDL D

5 Oasis HLB (FECAAIE 60 mg, V¥ — —%%& 20 mL, Waters &) X%
INERIFEDS D

6 Inertsil ODS-3 (V—=x ¥4 = 2fH) YT nEHEDOL D
7 LCMS-8040 (SHEHEERTHRY) 12 X 2 SA:H1
(235) HERY) T —va v
« WSHNIEII R f OV IR UG

MR WNER S MR U RS

WINBL 53 44 Ak oo fE K (mghkg) WL (%) RSD. (%)
DAY % s e B Bl A e R 0.02 6 106 17
0.15 6 94.7 4.4
EobAZL 0.02 5 79.4 4.4
0.1 5 87.4 45
T4 % 0.01 6 81.8 12
0.06 6 81.3 6.2
RTa—h pk 7 il B B A Rk 0.02 6 88.5 9.7
0.15 6 92.3 4.1
EobAZL 0.02 5 74.7 15
0.2 5 88.4 6.8
T4 & 0.01 6 85.5 17
0.1 6 90.1 5.2
- L[] FABR
. g ; 2t AR WONIREE WRINEIE s L SRRIISIHE
A% WHRORR gy wak {J(mzjng (%) RsD, () RsDa(6) O
U Uy b mBETARAEEE 10 0 0.3 77.4 13 30 15
E5HAH5ZL 10 0 0.05 83.2 12 24 1.1
FAHE 8 2 0.01 88.3 43 18 0.80
SRS o — o RS R 8 2 0.2 73.9 4.0 8.8 0.41
EO9HABT L 9 1 0.1 77.1 5.3 21 0.97
54 % 9 1 0.01 83.4 9.4 23 1.0

- ER TR (GRRRERIC &2 iERE) Bk (REZR<) T 44 0.02mg/kg. &
Fih 0.01 mg/kg

- TR (E—3 BRI X D) Bk (ZEzR<) P 4 0.006 mg/kg.
Z¥AH 0.003 mg/kg
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35

(%) ru~ 7T LH)

A B
1~ 1800 1= 1800
oy 1
B 1500 B 1500
E 1200 ! E 1200 2
. 900 . 000 v
et e}
45 600 45 600
o 300 o 300 H
ino ijug
0 0
3 4 5 ] 7 3 4 5 6 7
R {RIFEEMEL 7

EBEREOIOI NI S L
A:V7YUy MEHER (77w h&LTO0.2ng/mL)
B: T a— MEHERKR (NF7=a— k&L TO0.2ng/mL)

FAT7 72— NEOMDBEBIEOEIK I a~ NTT 78207 AVEREGHTEHI L D
[ Ry AT U
() T8 ew HNRE D RE2 (DNRBED N, FAHT 73— AF
NEOR) V) ROTFAT 75—k (2 557)
(2) HARME  EAEIR B, R, Wb, FASERHLE R K UK
(3) ik

A HECHH

1) BN H Y AEAE F N2 I [CeHoN3O2) 10 mg % 0.01 mg DAfT
FTEY., TOKEEFHEL, 100 mL OEET T A3l AN, A% —LE
ZTHENP L, BITERETAZ ) — NV EMATHNRZ Y MMEREFR 2 iR
L5 (2O ImLiZ, IARVEDLALELTOImgEEAT D, ) o

AL C, RO —f%Z A ¥/ — /L CIEMIZHAR L, 1 mL ik
NUF T LELT01~20 ng 5 AT DEE DI NN H Y MMERERZFTHT 5D,

2) FAT7 7 x— MEHERK F A7 72—k [C1H1sN404S2] 25 mg % 0.01 mg
OHTETEY., TOKEETEL, 50mMLOEET T A3l AN, A¥ ) —L%&
MZTHN L, BITERECTAZ ) —LEMRTTFF 7 73— NMEEFIK % HH
T5 (ZoW1ImLix, 477 x—HrELTOEMgEZEHTD, ) &

AL C, EEFRO —fZ A X /) — )V TEMIZHRL, 1 mL Fi2TF74
77X —hELT0AWEEAETDHF AT 7 32— MEHERZFEL L, BHERRISIC
32,

3) FAT7 73— MAF BRI (TR EHITF A7 7 2 — N A F L OFEE R EE
PNLGEITHENT ) FA 7 72— h AF L [C12H1aN4O4S,) 25 mg %
0.01 mg DHiETEY, TOFMAEFHILL, 50 mL OEET 7 AT NI, AHF
= VEMATEN L, BIERETAY ) —LEMATTFF T 7 X — M AF
EEEFIEZFAE TS (2o 1imLix, 477X —MAFLELTO05mMg a5
BT 5. ) o
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ERICES L C, BEHFIRO % A X/ —/)L CEMICHR L, 1 mL Fl2FF
T7X—=RAFNELT 04Ny ZEHTDHTAT 73— b ATF/VEERERR % 8
L. PABRKIGICHET 2,

4) R INVEREFTR (ONREHC R S VOB NEDNLDGAICERT5)
~ 7 2L [(Ci2H18N4O3) 10mg % 0.0l mg DHTE TEDY . TOHE A s L. 100
mL OEET T AIICAN, AX ) —VEMZTENL, TITHERETAY ) —
NEMZ TR IVERFRRZAE TS (Z0)| 1 mL X, X/ I1E1LT o0l
mgxEflaT %5, ) o

BRI L C, RO —#E A% /) — )V CIEMIZAHR L, 1 mL iz~
SNLELTO0ANg ZEHETH ) I VEERER 2R L. BRRIGICHET 5,

B E %323

h H INTEEE 10 g 2 0.01 g OHTE TERY . TOEEZFEEH L, 300 mL &
=M 7 T A AN, LT AT Y 7 AR 1 g, /K 20 mL (H24C
B Fab b R OFRREHETEHE 30 mL) 2%, 304 MEER, BICAZ ) —/b
100 mL (Rzf &, fidb b R OFEF BT B 120 mL) A1z, 30 /[ 0 B
THIH 254 200 ML Oo&E7 T 2 a2 7 7 —Kto FIc@E s, ks 5
# (5FE B) TWSIABLIEE, O =M7 7 A a WK E AKX/ —/L 50 mL
THevE L. RERICWBI AT 5, BICEET 7 AADEMRETAY ) —/LENZ
(W, Fabo & FRSERHLETR XL OWIKIZ, 202 mL & 20 mL D R&E T 7
A NZIEREIZ AL, BEMRETA Y /=B TRE) « BBRMIGICHET 2506
WiRET 5,

FABREOS™S  HBHRIK | mL % 50 mL O3 7 5 2 2 ITEMIC AL, ZIUCHE
f2 (1+1) 10 mL, FFEESH (1D —/KFA#HK 0.2 g K OIS A 5E 2 2 . Z=meE
¥ LT- . 120 °C Ol EC 30 0 RINET %, fm. 1 mol/L il 10 mL
ZIEME D PN DI TEREZ YR L, SUBHAKICE D D, BBHAK A 100
mL®D b= E—=—ZB L, EORTET T X2 KU¥% S % 1 mol/L il 20 mL
THeE L, R E2RENARICEDE S, 1 mol/L XiE 10 mol/L KT ~ U 7 A
TR CREHA IR % pH 6.8~6.9 IZFHHE L, &% 100 mL OD2&E7 7 A2l L,
HIZRET T AAOFERETRKEMZ, T LB L3 BHAR & T 5,

71T LAV RRENAK 10 mL 2 &AL A Y vt T 4 (20 mL REFH) F0IC
AL, SHOMEET S, 200mLORTIET T A% 07 L0 FIZES, HigT
FL 100 mL 200 %, WRE AT CTAF O EuiiZET 5 £ Tl F L, EBC KUV L
RO L BREHSE%, FELTEERZEHSE S, BHIEAE 40°CUL T D
KIS TIEE A CHET D E CHIEERM L-th, EF T A2 %> CTHETDL, A4
J =)V 2 mL ZIEREICINZ CTEREMEREN L, AT T2 7 4% — (FL1% 0.45
um LLF) TABL, Wiks o~ s 79 7% 05 AREESHFHC X 2SIt
T HREHAIR & T 5,

EREORBRMIG KR D T LB F47 73— MEWR, ¥4 77— b AF
JABEHER ST S VEEHER 1 mL % 50 mL 07297 7 A EMEICANRD,
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DIF, EHAR O% A & [FARICPABRES R O T DL Z4T N, A X ) —/LTCIE
FEWZAIR L, 1 mL FIZTF A7 72— M XETF A7 7 R2— M AFALELLIEAN)
IV ELT02~20 ng Y EOMOBR 2 &0 T MR 2T 5,

Wik a~ v7Z 75207 AMRBEGHIFHZZDHE SEHEIR K O R A 2
UL ik 7 v~ N7 2 7% 07 ARVEB&SHTFHIEA L, BIRGHKRE 7 v+
NI RESD,

WIESME Bl
(Gik7 v~ ~7F 7)

Vo) 7 Lo BET NI Y S T A (N 2.1
mm, £ & 150 mm, RifE 5 pm) 8
b Hite W2 mmolIL T v E= 7 LRIk — A X ) — )L

(3+2) (5 minf&¥FF) — 5min — (5+95) (5 min
FE) ) — 0.1 min— (3+2) (8 min {%¥F)

it # : 0.2 mL/min

A7 A AR E40°C

(& 7 DAV &5y Mt ™)

Fi H 5 DU ERRE By AT R

A4 A v qb .z heRxRTLr—AF 1k (BSID) & (IEA AV
E— 1K)

* 7 7 A4 ¥ — 4 A :N, (3L/min)
HE, fi 77 A : Ny (10 L/min)
bt — 7 4 v 7 H A %% (10 L/min)
A H—T oA ZRE : 350 °C

tE— k7w v Z7iEE:500°C

D L o FE : 120 °C

= Y ¥ g v H A :Ar (230 kPa)
aJ Vg F— . FEDOLEEBY

T =X — A F v FTEDOEED
£ BWEOWE S

FYH—H— TuKs A F ay gy

W SmE A A R filemd TR F—
(m/z) (m/z) (m/z) (eV)
160 - 15
EBC 206
134 30
‘s 160 - 16
TN H I 192
132 30

AEOH BOonEERNUSRE S B~ ST AL E— 7 HELE S BRSO
THRERZER L, B DO EBC KON IR Y AEEFEHTO L, EBC &I
1.806 % L CF A7 7 x— FNRICHET 5,

E1 SWRBHCONROE DA, FAT7 72— AFALKROR ) LD H BHE
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BORE R RONDGE., IR Z Y AMEEEEZHNTT A7 75— A
FNROIR ) INVEFEETDHIEOAREEN, EEMEMES RDGE1H 5
o, MBS UTRYMEEMHRT D 2 &,

2 KRETIE, BEHFOTF A7 7 R—FAF VKRR INVETNR DN
WCEHL, BABHPFOINR TN NN TN IME LT TF A7 7
I =R AFNANREOODNANR A RNRE LT I Vot LTER
Do

3 AR THER S DOERNETSLT WD, 260 T ALEEE TO#
EIX1HTHRT I® 5,

4 ZOBEMEINTZR INE, IR D AICEBRIND,

5 FAT77F— MIZFNARUAALIF ) —)L-2-A LT )V3 A — | (EBC)
2. FA 77X — b AFIVUIDNRE D NIEBESND,

6 Chem Elut (20 mL f£F#H) (Agilent Technologies ) XX Z i & RI%% D
HoD

7 KTFF T 7 x— MEEROWRE (ng/mL) x 05540, £ F 47 71— bk A
FOREMER O (ng/mL) x 05584, %~/ I VEEMERR ORE (ng/mL) x
0.6585 2\ Hath D EBC U W AR F D LDWEE (FlHNETERSH
et OMERE) L7725,

8 ZORBAX Eclipse XDB-C18 (Agilent Technologies ) XX Z i L RIZED L
D

9 LCMS-8045 (SHEHBERTHR) 12 X 2 5A:H1

10 FF7 72— AFNEOR) IVEADNRFE D BIERISNDTZD,
HNR AR E L TERBL, IR ADAEIC, 1791 ZF® U CF A7
73— MAFIVEIZ, 1519 #F LT/ INLEICHET D, 7B, EBC &
AN ZY WBE~ET 556, 09316 23k L 5,

(B%E) iTEAN) T —va v
« TRINEN R K O UK (F4 7 7 32— b A FURERER . X 2 VEEYERR XX



FA 7 72— MEWERZPARKLG L TERLN T V0 22 W (d EBC TER)
WM . WMEILE R LR

TR 5y 4 2ok oo Fl M (mg/kg) IR L (%) RSD, (%)
FA7 73— hAF L KBTS R 0.2 5 105 3.4
15 5 106 1.0
K#E 0.2 5 110 34
1.2 5 111 3.1
L9 AL 0.2 5 95.6 7.6
15 5 92.8 4.2
FE T —~A 3 5 89.9 2.5
20 5 88.8 3.7
fab o 1 5 91.4 45
40 5 89.9 15
Fig & B L £ ek 1.8 5 99.8 48
1.1 5 96.4 5.1
SRS 1 5 99.7 10
10 5 94.5 11
NI % R B A B A fe 0.1 5 101 5.4
15 5 92.1 1.4
K& 0.1 5 95.2 4.0
1 5 93.4 2.3
LHu AL 0.2 5 90.0 48
15 5 94.1 35
FE T —A 3 5 84.5 2.2
20 5 79.3 2.8
Fab o 6 5 97.8 2.8
40 5 85.1 5.0
i 2 1% L f sk 1.3 5 103 33
8.9 5 92.2 3.2
SIS 1 5 94.7 3.2
10 5 98.0 11
F47 73—k % iR B B A fie s 0.2 5 82.5 6.6
15 5 98.2 1.6
K& 0.2 5 109 4.0
1.2 5 110 47
EH9bAHZL 0.2 5 92.5 2.5
15 5 89.3 0.9
FE T —A 3 5 83.9 15
20 5 90.7 2.5
fab b 1 5 81.3 43
40 5 94.0 4.0
Tid 2 I A £ e} 1.8 5 93.1 3.2
11.1 5 96.6 5.4
IS 1 5 112 9.0
10 5 94.2 1.3
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S IRINEIRCR R OOR UK (D N> 2 WEAER CE &
WMEE o MBS R LR

WIS 4 oBF o FE (mgkg) MR L (%) RSD, (%)
VNI AN VN Ak 55 B B A fiR R 0.1 5 93.4 3.7
1 5 94.0 6.8
K# 0.1 5 96.5 14
1 5 91.4 36
LHrvAZ L 0.1 5 87.4 33
1 5 85.7 1.4
F ' —A 2 5 73.7 3.9
10 5 75.7 43
fgb 5 4 5 87.3 5.3
20 5 82.8 11
Filh 5 B A £ e} 0.9 5 100 3.7
6.7 5 84.4 46
WK 1 5 87.5 11
5 5 81.0 1.9
FF 77— N AFN KBEF RS R 0.2 5 84.8 3.0
15 5 78.6 1.0
K#E 0.2 5 718 3.4
1.2 5 72.3 31
LobAZL 0.2 5 78.4 7.8
15 5 76.2 4.2
FEL—A 3 5 70.6 2.5
20 5 79.4 3.7
faib o 1 5 77.2 45
40 5 81.8 15
il 2 T L ) A 1.8 5 79.0 5.1
11.1 5 84.6 5.4
K 1 5 86.8 9.2
10 5 76.8 11
VA k%5 £ B A £ Rk 0.1 5 85.6 5.9
15 5 78.5 1.4
K% 0.1 5 90.3 35
1 5 87.5 2.5
EHuAHZ L 0.2 5 73.2 4.4
15 5 70.5 3.4
FE T —A 3 5 72.9 2.3
20 5 76.9 3.0
fgb 5 6 5 82.5 2.9
40 5 79.4 5.0
Tl & B A £ e} 1.3 5 86.7 33
8.9 5 81.8 33
WK 1 5 95.3 2.6
10 5 94.2 11
- [RIEAER
N b e AHER FEHERE O OWRIEE O RINEIR  semEUmE B
%5y 4 ARk FL Bl RER  (mgkg) (%) RSD, (%) RSDy (%) HorRat
F AT 7 R—  RINENEA TR 10 0 0.2 92.9 5.4 17 0.81
k LovAHZL 10 0 0.2 94.0 7.0 19 0.94
FE T —A 10 0 12 87.1 6.9 13 1.2
b b 9 1 50 98.3 4.0 12 1.3
P e p A ) 10 0 20" 95.8 13 14 14
ok 10 0 6 87.1 7.5 15 1.2
F AT 7 x— FIEAE A 9 1 0.2 102 5.1 9.2 0.45
kA F v FE L —~A 10 0 10 92.6 6.5 11 1.2
Bk 9 1 4 95.3 8.9 16 1.2
b oA 10 0 0.2 100 75 21 1.0
b5 8 2 45 68.6 2.8 3.9 0.41
Tl SRR 9 1 15 89.2 35 5.1 0.47

T e (REZ) 12592 U B
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- EE TR (AR L 2R AN Z DN BLA R R O
% 0.1 mg/kg, REBCE R ORGFSERMLETE (R, UL FARBEIZBWTHLE, ) H
% 2 mg/kg, febHH 4 mglkg, HEKH 1 mglkg, FA T 73— b BlA AR
LOEY 4 0.2 mg/lkg, F4ELH 3 mglkg. findo & L UOWLKH 4 1 mglkg.
i s BEAML AR R 4 mg/kg

- B TR (B —3BREIC X DR TN 2D A BLE R R O
% 0.03 mg/kg., HZACE K OFRFEEEAH A B 4 0.6 mg/kg, o HH 1.2 mg/kg.
Bk 0.3mglkg. 47 7 %2 — b A ER RO T 4 0.06 mg/kg, FLAK
B 0.9 mg/kg, fib bR OWIKF 4 0.3 mg/kg, FosEEHLEIE 1.2 mg/kg

(%) Za~ h7 7 L0

A B
15000 )

1= . 3000

B B 4000

12 10000 3

H vH 3000

ﬁ \Emu

Eg 5000 %%

jr o 1000

I_LI'E g ~
U - i
7 g 9 10 1 4 5 6 ]

{5 By

EBERODI)OT LTS A
A:FA7 73— MEHER (EBC & LT 0.89 ng/mL, 477 %x—hr L L T16
ng/mL)
B : IR H Y BERER (N 2P E LT 1ng/mL)
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