EOE HUSH
1 »OEmAS
1 777 hF%T 2B
11 NOFEOWE I~ N7 7% 05 ARVERSHFHC L 5 —F ok
(10 FH i PH - k)
I 1ICX D,

12 777 bXT OB v~ N7 712K DR HHE
G &P : BLAER, 2 bAZ L, AT a—r¥ A bL— FRREHER R O
EOLAT LA L —)
W33k D,

13 775 by itk m~ IS5 775 NrIanl 7 s 2 —2 k%R
SYWTIE

(it FRREDH « K3 2 5 < Al k)

FIHi 4L D,

14 H#ETF oy b A—F—ET
T AREZBOWTHEHENDLIR B AZHOWT, HEZE EOBLENL ML %

T EDREELVWD, £D5GE, WK 2 O WEHRIETA 74D 4

D)L OEGICHIY 3Hr 21T\, H—RBREIZB T 2 5 E K OREE O B E % i

TR L ETHEAT S L,

(1) #AEEMMT
A HEOHHE

1) 777 bF U RAERER 777 &% By (CiHOs) . 777 b
v By [(Ci7H1406) . 777 bF 2 Gy [Ci7H1O7) KOXT 7T FX v G,
(Ci7H1407) % 5 mg % 0.01 mg OHTETED , ZOMEEFLIK L., TNEh
250 mL OB|taEE T 7 AalZ A, XEB—TtE =KV (49+1) &N
ZCHWMhT, BIZHELE7 T XAa0EREF TRV =T =ML
(49+1) ZMMATT7 77 %2 By, Ba. Gt LM GuiE¥EFR 23 5 (Z
NHEOWA 1T mLiX, 777 X3 2 Bi, Bay Gi MOV G, & LT 20 ug %41
ENEAT D, ) o

ERICEE L T, SEEFRKRO —HEREEL, XvEBr—7Tkr=FU L
(49+1) TEMICHRL., 1 mL FIZT 7T h*x2 2 B, Boy Gt KNG, & L
THO02u 2 EATHT 77 bV U IRAEEREZHRT S,

2) 777 hX®vr BERER EHICELT, 777 MUy BiAEERKO
—HE R =T h= UL (49+1) TEMICHFRL, 1 mL Filc7 75
FET Bl LTO02002EATHT 77 bFyy BiEEERZFRS 5,

3) BB suanaRh—T% i —~FH L (20+1+1)
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B = =3

Fh s IONTEREL20 g 2 0.01 g DHTETEY . TOHEAELEH L. 500 mL
DRI HZ AL, K10 mL 2z CE L%, 7 eaedk/bA 100 mL 200,
30 RV IRYE T3 2%, Mtikz A8 (2 ) TABL, HEgroa~
777 4 — T HRENRIR T D,

WEgrua~ 777 40— BRI O —IND 2 cm BT ALEE R— AT A
YT D, TOR=Z2T A v RITHRBHEKO—H (10~20pL) . T 7T bR
VIRAEENERR 10 ub L OBEMERDO7-DDOT 77 hF v By HEHER 5~20
UL DR O% % 1.5 ecm B~ A 7 ey ) o P2 AVWTAR Yy b5, #HE
Wi % BB AL, RBEIIED PR — 25 4 Lk 10 cm BLEoE S 1T/
LETAEBMTRERM LR, ez &L TREZT 2,

Al E mEKT v A= — (hiEH K : 365 nm, #HIEHEE : 430
nm) IZ2XVT7 77 oy B EHEROER AR b ROFENEIRO T 7 7 bk
XU BUEMAR Yy NowKBELRET D,

OB/ 77T bRy B EEEROEEHRE N SR ER A ER L, W
DT 75 ¥y BEAEET A,

HF 1 YU n 70 Fr—h—Ua— (2020 cm) (& L7 A L 2R EHMZE
) I EREOH D

(2) MHEMNT
A HEOCHRH

1) 777 bV UVRAGEEREOYT 77 vy B EHER (DO AILXD,

2) i T b —IK—HEEE (425+75+4)

3) WMEEESRTAIR MeEeEn (1) =/KFn# 200 g (199.5~200.4 g) Z iR D KICHE
AL, B 3mL 2%, HIZKEZMZTIL &35,

49 U BTN BT hrma~ NTTZTHYU B iR 74~149 um
(200~100 A v =) ) ¥1% 110 °C T 2 BrRIE L. 1 viw%Fd Y &k i1
ATRML, —&KHET D,

B = =

oo oWkl 25 g &2 001 gOHTETEY . ZTOEEATE L, 500 mL
DI AT, PRI 250 mL 200z, 30 MR 0 iR CTHiH L. A
(2 ff) TAHBT D,

AR 125 mL % 500 mL O T 7 7 A 22 AfL, BERRERTAENK 20 mL K& UK
25 mL /1%, 50 °C LA F /K THI 125 mL & TRUTEIRME L% mn 9 5,
IRAMENR 27K T 200 mL O A R U X — 2B L, KEMZT200 mL & L,
Ak (2 FE) THIEBT D,

AU 160 mL % 250 mL O3 RIKFIZ A L, 7 7 a kLA 50 mL &z TR
DWIRET-%HET D, 7uuhLaE (FE) 2=f77 A3l A, EY
RIC7 mmaRv s 50 mL 2Nz, FERICEIEL, 7oL LEa2ko=»/A
77 2alibyE b,
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suauaRVAEEEEOMRET N U (HEAK) THAKL, 200 mL ©7ed
77 2allAM (2 ) THET D, D =MA7 7 Z2axOEET N UL
ZNERADED 7 v a RV A THE L, EiREZZ0AMEBE L TAHARKEZG DY
%o A% 50 °CLLFOKIBT1~2 mL % CHUERME L., 77 L0BICH+ 2
REHAR & T 5,

717 LA Wil U oA (MEK) 10 g (95~105¢g) . U B F L 15 g
(14.5~155¢g) KUOWiEEST RV 7 A (MEK) 10g (9.5~1059) #ZhEFinT =
FNLT—T—~FH o (3+1) [ZBEBEIETH T 2E (N 20 mm) IZIER
it LA, JRHE DS FECTABIO LMD 3 mm OF S ICET D £ TRl STl
T LERHT D,

REHE IR 2 71 7 DT AL, RBHEIKD N> TWe kTR T7 7 XA ax /7 nn
AL 2 mL T 3EIBEE L, EIEE DT AT A, Wi A TAHO i
MHE3mMMOEIIZETLIETHRHESES, BlZyzFlrom—T /b —~FH
(3+1) 150 mL & T 22z, Rk SE 5,

500 mL ORTHE 7T A% T LAOTFIZES, JaakLrh—T& N
(4+1) 200 mL #H 7 AIMATT 77 ¥ > B 2R EE D, IBHkE
50 °C AN ORI TIZ & A CHLET 25 £ THIERM L, TICERT A ZE-T
WET 5, —EEORXCEBU =T M= MU (49+1) ZIEfEICINZ TR
WEEHL, g a~ 777 =T 2RENRIR E T 5,

g/~ N7 7 40— (WO BOHERE I~ N7 7 4 —DIHEIZLD,

il E o Q)0 BOREDHIZLD,

H) 1 (DD B DEHEDIHIZ L 5,

E 1 Ua—4 1 C200 (BE7A/VAFEEE) o nsm%ED Lo

B &72HA5ZL

A HEOHHE
1) 777 hFVVRAGEEEKR T 77 vy BoEHER (DD AILXD,
2) YUBHFNL RQDADAYLD,

B = =

il i IHTEREF50 g &2 0.01 g DHTETED . TOHMEETTH L., 500 mL
DRI HIZ AL, K25 mL 2z CREZE L72%, 7 v kL 250 mL
ANz, 30 R v IRE THIH T %,

KR Z =7 7 2 alc A, EE&OET MY v A (HEK) CRKL,
ARk (2 ) TAHEBT S, A 50 mL & 200 mL O T T A3 AR,
50 °C LA F ORI T 1~2 mL £ THIERME L. 77 LRI H3 2 BURHA#K &
T 5,

717 LALER il R U A (MEK) 10 g (95~105¢g) . UL F L 15 g
(145~155¢9) K OHiEE) R Y 7 A (fEK) 109 (95~1059) ZENEi T 1
TRV AICERE ST TH T L% (N 20 mm) (CIERF LA, K2 FE T
AEID B 6 3mm OE SIZET HE TR ST T 7 22083 5,



REHE R 2 71 7 DT AL, RBHEIKD N> TWe kTR T7 7 XA ax /7 on
AL 2 mL$OT 3 EIBEE L, WEIEE DT AT A, Wi A TAH O Eis
MH3mMmOEBSICETLHETHREIES, FIZ~FH 2 150 mL LUV = F
JT—F L 150 mL ZAER S 7 A2z, RIS S5,

300mL OARTI TS A% I TLADFICEX, ZJuauR/LAh—AX ) —)L
(941) 150 mL # 4 7 AIZMATT 77 ¥ > B 2RS¥, BWHIR%
50 °C LN ORI TIZ & A CHLET 25 £ THIERME L, LICERER T A ZE-T
HE[E %

—TEEORXUEY =T =R UL (49+1) % EMICINZ CTHREWEHEN
L, BEgrua~ 777 40—t 230BHAKR E T2,

HEgrsa~ /57— (QOOBOME/ /o~ 57 4 —DHEIZED.
il iE L)D B OREDHIZ LD,
CI (V)P B DEADIAIZ L 5,

4) LA ETE

A HECHH

1) 777 bV UVRAGEEREOYT 77 hvr BERER (DO AILXD,

2) WEERENVAIR QD A D3NN LD,

3) YUBHFNL QRQDADALD,

4) FEETAIF BT hra~w 7T 7 HEET VI (R 63~200 pm
(230~70 A v ¥ =) ) #t

B & =3

il tH IONTEREL50 g 2 0.01 g DHTETEY . TOHEALEH L. 500 mL
DAFEIRFIZ AL, HEE (0.1 mol/L) 70 mL 2z CERE 2 ML=k, 7 nn
RV 250 mL A1, 30 R v IR CHIH T 5,

saaRbE (TR Z=M7 7 XAl AL, BEOBET MY ¥ LA
(ME7K) THIAKL, A (2FE) <AL, HRIZHT 2REHRIR E 35,

K BUBMAW 100 mL %2 300 mL D727 T 2 32 AL, 50 °C LLF D
KBTI E A CHET 5 F CRITIEM T2, 78 b 20 mL, /K 60 mL KO
FERRERTRIK 20 mL Z N2 CHREMZ RN LT-1% 5 oMFFE L. O E A#
(2 ff) TAHBT D,

AR 50 mL % 250 mL D43 iKiRFIZ A4L, 7 m /LA 50 mL &1z TR Y
BETCHEHET D, ZunhriE (Th) 2=/A7 7 2AalZ A, EEIK
IZZ7 vkl 50 mL ZMZ T, FERICERIEL, ZuenkLA@aedeo =
7 AallEbE b,

sunRVABEEEOMEST MY v A (HEK) CTHKL, 200 mL O
7T 2alZAM (2 f) TAHABT D, EO=AT7 723 OB I 7L
AR D EDO 7 am AL A THE L, BIRAFREKICAE L THREAGDE D,
A% 50 °C LA T OKEE T 1~2 mL £ CRIERME L, 7 7 SBT3 06
WiRE T %,
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T L EEMET LI )5 g (45~55¢9) . U A 15 g (14.5~155 g)
K OWiEE U s (#K) 10 g (95~10.5 g) #ZFNFN 7 o oak/L Ak
BWIETH 7 L8 (N 20 mm) IZIAEXRGE LiAA, #2358 T AH O i)
53mmOESICETLETHHIE T T 22 T 5,

RENRE 2 1 7 B AN, REHARD A> TWi=hd 7 7 Aax2/an
ARV 2 mL$OT3MEPEF L, BERE D 7 2T A2, m 2S£ TAKIO Eig
226 3mm OFEIICETHETHRHESES, TIC By —FifE (9+41) 100
mL XY =F o —F /L —~FH 2 (3+1) 150 mL ZJER T 7 K2z, [
RIS E 2,

500 mL ORTETZ T A2 T LD TICEE, JrafRLh—T%
(3+1) 200 ML # A TZ ATMATT 77 hd v v B 2R S5, WHERE
50 °C LT ORI TIZE A CHIET 2 E THIERM L, BICERTAZE-T
WE L%, —FEEORVEr—T% b= kUL (49+1) ZIEMEIZNZ TR
BhEmnL, BEara~ 777 =1t T 2R EHATR E T 5,

HWEs o~ NST T 40— (WDVDOBOHEE I a~ N7 7 4 —DIHEIZLD,

il iE LD B OREDHIZ LD,

H) 1 (D B DEHEDIEIZ L 5,

7% 1 Aluminiumoxid 90 aktiv Art. 1078 (Merck #) XiIZ & RS0 H D

2 779 XYV B,
21 DOEHOWEIKI v~ N7 T 74 05 ARVEESRHIC X 5 —F oWk

(i PGP - Ak}

HIF 1Tk B,

22 T 77 MXTUOWEKs a~ N7 T 72 KD RIREGHTE
G - BLAfEE, L2 bAZ L, AT a—r¥ A L— ) FisEE R K O
EOBLAZ LA L—)
BIH3IITL D,

23 777 MR DK~ N7 =T NI NI T T E—IZ X DRI
SN A
(b PP - R G 2 B < Rk}
HIE4ICkD,

3 777 hFFT0G
3.1 MOEOEIKIa~ N7 T 7 x0T ARERGHTFHC X D —F ok

G &b - gk

HI3HI1IZE D,



32 777 XV UK v~ 7T 7 XD RIRETIE
GEH&ME : iAWk, E2bAZ L, AT a—r¥ A b— fREHE R & O
EOBLAZ LA L—)
W33k D,

33 77T RO u~ NI T T =T 4 NI ANYT 7 F =T KD AR
LIRS

G FHEPH « K92 Br < Sk

3412k D,

4 777 hFXTU G

41 POFOWKI o~ v7 T 72T ZRVEESIFHC L 2 —F o0k
(it FH i PH - k)
FIF1ITX D,

42 777 MXT 0K v~ 7T 72 LD RIREGHTE
A& : BAfE, L2 bAZ L, AT a—r¥ A L— FREHE R KO
EobAZ LA L—Y)
HIH3ITk D,

43 77T MXTV ORI ux VT T7 =T NI AN DT 7 Z—IZ X DAk
PAIRES
i RGP+ R 29 2 B < &k
F3HI 412X D,

5 ATV RV AF
51 NOFOWE s a~ N 7575 0F AAVERSHFIC L 2 — Kok
(i &P - k)
FIF1ITX D,

52 Rk u~ I T 7k
A HREOCHH
ATV < VAT FEARER ATF V7~ U AF 2 [CisHiO6) 1 mg % 0.01
mg DHIETEY, TOHMETHEL, SmL OoBALEY 7 A3l A, 7k
=R LEMZTENIL, BIERETTE A= I AVENMZTAT Y I~ h
AF BRI AT S (Zof 1 mL X, AT V7~ o AF LT 02
mg xEHT D, ) o
R LT, EEFRO %27 b= FrU -k (21+4) TEMICHR
L. 1lmLHICAT Y V<~ o AF & LT 0051 ng 28587285 DATY
7w N UAF UREER 2T 5,
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B & =3
T i TR 25 g 2 0.01 g OHTETEY . TOEEZTEH L, 200 mL O
et = a7 7 A3l A, 7 =hrU =K (21+4) 100 mL Z/Mx. 30
SR VIR CTHI T 5, HHIR &2 18 ke IR 12 At 1,000xg T 5 47
MR OSBEL., FEAKE I =T Lra~ 757 4 —ICid 2R BHATKR &
Do
717 LR BEHATR 9 mL A REBREICAN, ST A (T 7T Fxvo-
BT 7L URiEA) B 2o W LA, FETAHKZ @R L7ZHD O
Hi 4 mL 2$C 5,

BIZheD T L2 LUAR, 2 mL 2S5, MHKEHEML, £0—
a7 T AF v 7 fE OB (B 1.5 mL) (2 A+, 5,000xg T 5 45z 045
BEL, BEBARREZRE v~ b7 77 0 — T HRENEIR E T 5.

W7 v~ 777 40— REHERKOEAT U 7~ bV AF R 20 L
BRIE I u~ NI 7ICEAL, T uv NS T AERD,
HIES B
BOH & SRR S (ER R 330 nm)
T b FTETIATY R Y BTV T A (R 4.6 mm, &
X 250 mm, RifE 5 pum) "2
WOt W AKX —r—7k (1347)
i # : 1.0 mL/min
71T LA ¢ 40 °C
R fBohisue~ N TAnbLE—sESERO THREREZERL, W)
D27 ) 7~ b AF U BEREHT D,
7 1 MycoSep 226 AflaZon+ (Romer Labs f8) XX Z L RIZEDOH O
2 Mightysil RP-18 GP (BdH{LF M) T EFFEDOH D
(B3%) HIERNY) T —va v
 WNTENI S fe OVl UK BE
VR

UIENES R LA L

AR ORI (mghg L (%) RSD, (%)
Jo ) Bl A £ 0.2 3 100 33
1 3 98.0 3.0
25 FH B A i 0.2 3 97.6 0.6
1 3 93.9 2.9
SN 0.2 3 96.9 14
1 3 97.2 18
Lo AZL 0.2 3 94.9 4.0
1 3 82.7 15
- B

AR EHR O RINRE RN seme e SRR

w2 pYsik| BEH BER (mgkg) %) RSD, (%) RSDs (%) HorRat
Jok B A B R 7 0 1 99.7 33 5.0 0.31
- EE TR (E—RBR=EIC X DR e 0.1 mg/kg



(B%) 7ua~ 75 LH
A

! S
| L

y

ki
kgl

e e, i Al
0 5 40 15 20 325 - T
smiarn 0 5 10 15 20 25

= {RI05R0, 45

ZEBRRUHBMEAHOIOT TS L
A ERER (AT Y 7~ b U AF L LT5ng)
B : WINEE KHBELARIEHC AT U /'~ h v 2AF & LT 1 mg/kg FHY4ERIN)

6 Brovs v
6.1 NOHEDWEEK s v~ N7 T 7% T MRVE RGN L D —F ik
(i &GP - k)
EIELICX D,

62 7L/ ROTHIFY =L ) =LK o~ N 7T 78057 ARVEE
IHTRHT X 2 R 53 WL
(3 H] % CRRREEHLATEL, Lo bAZ LA L —Y)
F3HisSICL D,

%

6.3 RIk7 v~ h7 T 7EESHTFHE
(i &b - k)
A HEOHHE
)y B7 IV HEAER Y771 /2 [CisH»Os) 10 mg % 0.01 mg OHrE T
=Y, TOREEATEL, S0 mL ODBEEET7 T A AN, TE =M LE
MZTENPL, BIERETTEM=RNIAENZTET TV ) EREFIR %2
YD (ZOFImLIZET7IL /06 LT02mg a2 aA7T 5, ) .
AL T, EEFIERO %72 h=1rU/L—K (1+1) TEMIZHRL,
1 mLHIZET 1L /L LT5~1,000 ng 25 8T 288087 7 L ) U AEUERR
T 2,
2) WEEHE®R  B7 77 2 [CisHuOs) 1 mg % 0.01 mg OHTETED ., ZDHK
EATEL, 20 mL OBEOELEET I A3l AN, T b= U LEMZTENL,
ICEHRETTE =M A EM THEERKZRR TS (20K 1 mLIEE
777/ ELTS0ugEE AT D, ) .
AL T, WEEFERO %27 h=KrJL—K (1+1) TEMICHR
L. ImLFICBT7 77 /72 LC5ug 2 aH T 2NEEREZ TS,
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B = =3

T i TR 50 g 2 0.01 g DHTETEY . TOEEZTEH L, 300 mL O
R =m7I 23l A, 7 r=FU/L—K (21+4) 150 mL Z0%x . 30 5 f
RVIBE THIH T %, MR Z ke LIRS I AT, 1,000xg T 5 4RO 5y
Bt L. LERIEE DT DR 2 3BHATK & T 5,

BT AL RENARE SEEN T A (BT T L VREILEAA) B AR, A
DOYEHIK 4 mL 23T, ZOHOMHIK 3 mL % 10 mL ORBREIZZIT 5, Z
DK 2 mL % EfMEIZ 10 mL OFBREITALL, 50 °C LA FOKIBETIEE A CHzE
L FE CTRITERMG Lok, SR T A 2L THET D,

T R=hU =K (1+1) 1 mL R OWIEHERL 20 uL % EfEICIN 2 CIHREW %
Wy, ZOWRET T AF v 7 B EE (55 1.5 mL) (2 AL, 5000xg T
5 yfilim D mBE L. EERRERES v~ 7T 7 EESHTFHC X ARE I
LREHAIR & T 5,

R, 87 7 L7 AR 1.0 mL ICPEEYERR 20 pL 2 BNz, iR
ryua~ N7 T 7EESHFHC L DMEITHT DERER E T 5,

Wik v~ N 77 7HESHEHCE2HE SEHAR LK O FEHER 10 L Z iR
vua~ N T TEESIFHIEAL, B8RS ARl a~ NI 85155,

HIES B

(k7 v~ ~7'Z 7¥)

71 7 L F T BETINT I ) BTN T A (REE 3.0
mm, £ & 250 mm, KifE5pum) *2

i it Ww": 7k h=r)b—2RX%/—)L—10 mmol/L EflizT >
=T LR (4+7+9)

i i : 0.5 mL/min

A7 A M JE40°C

(& By Hratin ™)

T H 5 U EmAE B ATRF

A4 4 v b o RRJERFEA A4 (APCI) ik (A4 A E—K)
* 7 7 A4 % —H A :N; (25L/min)
5z, peid ok Z : Nz (6 L/min)
A H—7 = —AEE : 300 °C
tE— 7wy 7R 200°C
C DL &  JE:200°C
T = H — A A miz317 (BT TV v) 319 (BT T T V)
7t B BoONTEERAAVRHE 7 e~ N T L0687 IV ROET Z
T UDE—IEES RO THNEREEIC L D BREREER L, REFOET T 1L
J v ERERET D,
7 1 MultiSep 226 Aflazon+ (Romer Labs ) Xzt RZEDH O
2 ZORBAX Eclipse XDB-C18 (Agilent Technologies ) XX Z i L RIZEHED
»



3 LCMS-2010EV (SHEBERTR) 1T X 2 &4
(%) OHEANY) T—v a3 v
« WD SR K OVl UK

BT ; WIRE . I EL s MR UKS
PR ORI (mgkg) PR (%) RSD, (%)
\ESLHI TR AL A it 0.04 3 1145 5.7
1 3 106.6 1.2
P A B i 0.04 3 101.7 8.7
1 3 106.4 0.7
K% 0.04 3 98.7 5.0
1 3 98.4 1.0
LK 0.04 3 92.4 4.2
1 3 94.2 20

Aok EHR TR mameuce o0 ENEEURE SRR

R OMR MBS REH (mg/kg) (Efis (mghg) RSD, (%) RSDr (%) HorRat
Bicl & f A 9 0 B SRT5 Y (0. 0388) 8.8 13 0.60
K#E 9 0 0.2 112 5.3 8.3 0.41
¥k 9 0 0.05 113 3.9 1 0.49
NFE 9 0 0.5 112 6.0 1 0.60
- 4’ o 9 0 EESEES (0.334) 12 14 0.76

B NR E—EBEIC L 2R B 0.005 mg/kg
*ﬁtH—FBE% (L —3RBR=E I X 2R e 0.002 mg/kg
(%) Zu~v 77 L6

Erals
A
i [\
ﬁ ¥r33/0 ||
il ~ )\
N S M
12 13 14 15 16
Fb0E

HAmEH (AMA4ABEERARICETSL/ vELT
1 mg/kg HEEHRM OU/OT LTI L

6.4 Rk u~ T T 7k
(1) s
A HEOCHH
Y7 TV ERERR Y7 71 /> [CigH20s) 10 mg % 0.01 mg OHiE TH
D, TOHEETEFEL, 50 mL DBEEET7 T A AN, T =M LE
M TEHEML, LIERETTEM=NIAEZMXTET 7 L/ EHERK
TS (o ImLiz, P7I1L /L 0LT02mgaaa7T 5, ) .
AL T, EEFRRO M%7 h=r U b—K (21+4) TIEMIZA
WL, 1mLHcE7o1L /L 1LT 0051 ug a6 T80T IL )
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VREMER B T 5,

B =

Hh 520 BOfMEOEICLS,

A7 L BEHATE 9 mL ZRBREICAN., ZHELV T L (TT7 T MRy

Yo BT T L URETLER) Tl Ao DI LIAL, FETAKIEZ@EIE LY
HOFEHE 2 mL 25T 5,

WD N T LE2HLIAZ, 2 mL 2RS¥ 5, HREZHERL, 20
—¥ a7 T AF vy BmELREAE (& 1.5 mL) 2 Afu, 5,000xg T 5 4yfifiz
DOBEL, EBARERIEZ o~ 87T 7 40—t T 2RBNAIR E T 5,

Wik v~ 777 00— REWEEKOEET 7 L URERERRS 20 L & iRIK
sua~ NI 7ICEAL, 780~ NI 85155,
WESIE Hl
B A& ECERmEs (BhERE 278 nm, HEHE R : 460 nm)
7 AT BTN LT Y BT T A (N 4.6 mm,
& & 250 mm, RifE 5 um) 2
WOt W AKX —r—7k (1347)
i #H : 1.0 mL/min
717 LFEIRE ¢ 40 °C
OB Beonlru~ T AL Y- ESERD TREREIER L,
REFOT I L v BRERIBT S,
£ 1 MycoSep 226 AflaZon+ (Romer Labs #) X2 EFZEDH O
2 Mightysil RP-18 GP (B H) I EFFEDOH D
(3%) HIERN) T —va v
< WRINTEN R e OV LA
RINE B

il

i~ B

IS B LK

AR O (mghg)  PEL (%) RSD, (%)
Jox Bl A Bk 0.2 3 102 2.6
1 3 93.6 1.9
2 LA R Rk 0.2 3 110 0.8
1 3 101 17
Eo9bATL 0.2 3 99.4 1.7
1 3 95.2 15
INE 0.2 3 99.4 17
1 3 95.2 15
- (R FAER
ok o TR R TR VMBI Rl SRS
AROWE gan mE# (mgkg (%) RSD, (%) RSDg (6) oA
VR i £ £ 7 0 1 103 3.0 4.8 0.30

CERETIR (E—RBR=EIC X DR B 0.05 mg/kg



(%) 7u~ b7 7 400
A B

\

L
|

W AREE
W AERRE

PR S— S L-_—: e e 4

o 5 MW 15 20 25 el

a 5 10 15 20 25
H I AN
PRI [R5, 41

BREBRRUAMEHMOIOT LTS LA
A fE#ERR (B7 7L /&1L Thng)
B : iINEEl (KABELAFEHZET 7 L/ > & LT 1 mg/kg 14 &IRN)

(2) #H
A HECHH
BT TV AR Y7 1L/ [CigH20s) 10 mg % 0.01 mg O E TH:

D, ZOHMEAFTE L, 100 mL OBEARET T A2 AL, AZ ) —Z&H0
ZTCEN L, BICEBETAY ) — AL ENMZTET I L ) AR K % 3
T5 (ZOWImMLIZET 7L /2 LTC0IlmgaaaT %, ),

RIS L C, ERFIR O Z A X ) — /L CIEMICHIRL, 1 mL Fict
TV /LT 055 ug AT IHEAOET TV UERERERTT .,
B = =3
fh il IHTERELS0 g &2 0.01 g DHTE TEY . TOHMEAEFLE L. 500 mL
DRI AL, K25 mL 21z TRk 2 L%, 7 ekl A 250 mL

Nz, 30 IRV IRE CTHH T 5,

il HH I % A s LS 12 Adu, 1,500xg T 5 il D iEd 5, Zaeik
NARE (TE) 2=A7 7 AalC A, @EOET MY 7L (JEK) TR
KL, A (2FE) THET D,

A 50 mL % 100 mL D723 7 7 A 22 AfL, 45 °CLLFOKIBTIZE A
CHIET 5 F CWUEERM L, BICEB S A2 E-> CTHET 5, by 2 mL
ENZ TEREMZEN L, BT DR+ 23R &+ 5,

VAN B YUAFNVI=AT A (690 mg) & Rl 10 mL CTEET D,

AREHAK Z X =07 DA, AEHEIRO A > TWe T T7 7 2 a% k
N 2ml $©oOT2REEH L, WiRE I =07 224, JEE LTl E
5, HIZhL=10mLEI=hT A2A, JEES L CREESE 5,

50 ML AT T7I A2 I=ATFLOFICEX, Z7uak/LA 12 mL %
REHTACMA, EEELLTET I L v EREHESE S, WHilE 45 °C
UTOKBTIZEEALLHEET 2 E CTRIERMEL., BRICERTAEE-> THE
T 5,
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AL )= 2 mL ZEMICINA TEREMEZBENL, AT 707 44—
(fL#2 0.5 um BAF) TAMWL, K7 v~ 77 7 0 —1cfik3 23 0BHATR &
T 5,
Whru~ 777 00— HEHERERNEET 7 L R 20 L 2 ik ik
sua~x NI T7IZEAL, Zu~ NI LEGD,
W E S A
B
7

CEotRm gy (B E - 276 nm, @GR E ;455 nm)
AT BTN I Y AT T A (N 4.0 mm, R
& 250 mm, HKifE 5 pm) "2
wOBE W AKX —v—IK (7+3)
it i : 1.0 mL/min
it 0 Bonizsa~ NI AN E—7 &S THEZ RO ThRraii s
ERL L, REHFOET Z L v EERET D,
E 1 WO#HIE 2 mL/min F2E &35,
2 Nucleosil 5Cis (Macherey-Nagel ) XX 2 ERZED EH D

B E

(3) LA f ket
A HEOHH

1) BT 7V R )D AIIZE D,

2) U T PRI 7 T o W—/KFa¥ 106 g (105.5~106.4 g) Z/KIZIEMAL T 1
L&T 5%,

B & =3

il tH IONTEREL50 g 2 0.01 g DHTETEY . TOHEALEH L. 500 mL
DoyEIRHC AL, ¥R (0.1 mol/L) 25 mL KOV vk A 250 mL Z %,
30 /MR v IRE T35, iR % e Ok B I AfL, 1,500%g T 5 4y
Wi Lol Z7evdsrsfE (TE) 2=A77 A3l AfLd, 7k
NAfBEEEOWREST U A (MEK) THAKLE®Z, A THE L,
AT 23K & 3%,

o o BBHAMK 50 mL 25 5200 UKER{ET Y 7 AR (0.5 mol/L)
50 mL K& OMEALT b U o AEaF0ERH 10 mL %2 A7z 300 mL D43 IRF Sz .
1 B LRV IEE-% 30 oMU EHEL, 7rakirrfEg (TE) =K
Th, Zurnrk/Lh 50 mL &R, FERICEBIET 5, 7 = B
50 mL Y7 v uk/LA 50 mL Z 0 HIIx, FEenIZiRVIRE =14
HEL, Z7uak/LAEBE 300 mL ORTIET T A CARTAETSH, 71
2RV A 50 mL & R SHIC N A . [RIRRIC 2 BIET %, A% 50 °C LLF D
KBTI E A EHZET 5 F CTHIERM Lok, ER T ALk THRET 2,

AL =) 2 mL ZIERIZINA TEREBMEZEN L, AT T T 4T —
(FJLEE 0.5 um BAF) TABL, ks o~ 777 ¢ —i2ffd 23 EHRIR &
T 5,

Wik v~ 777 00— REWEBEKOEET 7 L SRR 20 L 2 iRIK



rn=< b7 7ICEAL, 7uv M T AERD,
BESIE Hl
B & OB (B E : 276 nm, #OBER 455 nm)
BT L AT TNV I BTN T A (RN 4.6 mm, E
X 250 mm, RifE 5 pum) *!
wOBE W K=TER=FUA—=RXF =)L (10+8+5)
it # : 1.0 mL/min
it 0 Bohifzra~ NI AL E—7 @S TmEEZ RO TRafit s
B L., REFOET 7L v EERETT S,
£ 1 Nucleosil 5Cis (Macherey-Nagel ) XTI Z i EFREDOH O

7 a-BTT7T —
71 DOBEOWK I o~ NI T 72T AR ESHIFHCE D —F ok

(i &GP - k)

I 1ICk D,

8 BETTZT /) —

8.1 NOHEDWEEK s a~ NT T 7 x T MREBSTEHC K D —F ik
(i &P - kR
W3 1ICk D,

9 ¥T7TTT v
9.1 NUOEOWK I n~ NI T 72T AR ESHTFHCE D —F oMk
(it FH i - fRkl)
BIH1ICX D,

10 a-B7 71/ —)

101 OE\ORKIZ o~ N 7T 72057 ARVEBESIFHICE D —F ok
(it &P - kb
FIF1ITX D,

11 g¥rsv/,—n

11.1 »OEOWRK I e~ N7 T 7% 07 ARVEBESHTFHC L 5 —F oirik
(i &P - b
FIH 1L D,

57



58

12 HT-2 hF v

121 RV agkrRZo0EDREKs o~ 7774207 ARVEBSHEICL S —FK
CARIRES
(i FH &GP - k)
EIH 210k D,

122 iR v~ 77 7 EByNEHE
A HEOHH

HT-2 b %3 R uEg HT-2 b3 [CpH30s) 1 mg % 0.01 mg OHTE TED |
ZOHMETREEL, 5 mL OBOLEET T A AN, TE =R AENMZT
WL, TITHERETTE M= I LENMAZS (ZOWK 1 mL i, HT-2 FF%
YELTO02mg #aHT 5, ) . BIZZOED—#%= 7€ b=k UL TIEMIZ
R, 1 mLFICHT-2 hF & LT25 ng 2 EHT 5 HT-2 b R HER
2T %,

R L T, EEFREO —MEK—A% /) =L =T b=1U/L (18+1+1)
TEMICHR L, 1 mL I HT-2 FF2 & LT 0.005~1 pg 2 &H T 2H D
HT-2 b o R A RS 5,

B & =3

h H INTEEE 25 g &2 0.01 g DHTETERY . TOEMEETEH L, 200 mL &
e =m7 523l A, 7 r=FU/L—/K (21+4) 100 mL ZA0%. 60 %)
BV IRE T 2™ MR E e O I AL, 1,000%g T 5 4O
SEEL . BRI E S T LB D RENAIR E 9D,

BT AL RENATRE SHEEY T A (N a7 BB OERTLEEH) 21
AR, WIOOFHE 3 mLZ-T5, 10 mL ORBREE DT LD FIZEE, D
BOWMHEIKR 3 mL 232175, K2 mL Z1IEMIZ50 mL O3B ~7 7 222 A
AL, 50 °C LT OKIBTIE & AL HET 2 £ CTRERM L7z, EFTA L%
THZ[HE T D,

K—A% ) —L—Tt h=hrU/L (18+1+1) 1 mL % EFEICIN X CREEY % A
ML, ZOWRD—% 77 AF vy 7 -lm o EE (K& 15 mL) T AN,
5,000xg T 5 srffliE Lo, BERREZIRIEZ v~ N7 7 7EBESIENCE D
HECHT 23 BHAK & 3%,

ik v~ N7 7EESIEHZEDHE SR L O HT-2 F v 1%
5 UL iRk v~ N7 7 ZEESHEHIIEAL, BRA A Uil 7 e~ 7
T LERD,

WIESM B

(k7 v~ b7 7 7)

BT A A ITETIAI MBS Y AV T A (N 3.0mm, EX
250 mm, RifE 5 pum) *3

WoOBfE W 10 mmol/L HEER T = MR — A X/ —)v (4+41) —15

min— A % 7 —/L (5 min {££F)



Vit # : 0.5 mL/min
717 LR : 40 °C
CEESHT Bl 174
i H 5 DU EE ARV & AT R
A4 F v b ik R&RIEA A AL (APPD) E (AA AV E—R)
777 A2 —EE 100V
7 7 A % —JE J7: N, (380 kPa)
Wz, o 7 A : Nz (7 L/min, 350 °C)
R — 8T Y — i ;300 °C
v 7 U — 5 £ 1500V
t = 4 — A A 1 :mlz483
CEESHT B2 75)
i H o5 ¢ DU E AR B AT R
A4 A v oAb ik RRIEFEA A Ae (APCL) ik (A4 A4 E—K)
> 7 7 A W — A A:N; (2.5 L/min)
W & A :N; (6L/min)
A B —7 = — AR : 400 °C
t—h7 oy 7R 200°C
C D L & [:200°C
T = X — A 4 v :miz483
7t ) BoNTEBEBIRA A U RE 7~ N7 T 400 E— 27 mFEIEE S 2K
D THREBEMEVER L, REFO HT-2 M E2HHT 5,
WL T ECEE S R A N L TR IR E A FEARTE WA iX, 300 mL
DR =TT 2 az v, HHEEOKEZ 150 mL &3 2,
2 MultiSep 227 Trich+ (Romer Labs ) XiZZh tR%EDH D
3 ZORBAX Eclipse XDB-C18 (Agilent Technologies ) XX Z i & [R5 D ¢
D
4 Agilent 1100 Series MSD SL (Agilent Technologies ) (= & % £/
5 LCMS-2010EV (fmHB/ERTRLY) (2 K 2 541

I
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(B8) SiiEAN) T —va v
* ANTEN R e UNEOR LR JEE
TN

EVNIEILES i LA

RO (mg/kg) AR L (%) RSD, (%)
R R E e A e 0.015 3 98.0 31
0.02 3 113 4.7
0.2 3 107 8.7
A 2R E B A Rk 0.015 3 107 6.4
0.02 3 113 8.6
0.2 3 103 5.1
K= 0.015 3 107 5.2
0.02 3 107 7.3
0.2 3 101 4.4
LB AL 0.015 3 111 0.6
0.02 3 108 2.0
0.2 3 101 6.9
L[R5 R
e AR R BOMEE FNEIIN R sk Uk S FEUR
AROIE gy mexn (mg/kg) (%) RSD, (%) RSDg (%) HorRat
78 B & £ B 7 0 0.2 106 2.9 85 0.42
KE 7 0 0.2 104 2.6 9.6 0.47
ERE TR (H—RBR=IC kDR B 0.015 mg/kg
- B FIR (R—FRBRERIC X D) B 0.005 mg/kg
(%) Zu~ 77146
A B
L 4
¥ e
1]
o | e
——— i — miis _.“_"' L x st Il__h_mp-
0 5 10 15 0 c 10 1
PR ML 5 {50900, 25

BEBRRVAFIMEHOIOT T T L
A BEUERE (HT-2 %2> & LCO0.1 ug/mL)
B : INEE (& E AR A SR HT-2 FF & LT 0.2 mg/kg fH24 &)

13 T2 hFTrv
13.1 NOBOEE Iz v~ 757 % 0 F ARVE RSN L 5 —F ok
(i FH A - Ak}
I TR W

132 MV askwrZmnOEFEORKI a~ NI T 78 0T ARVERGEHI L D K
GARCIRES
(i FH &GP - k)
FIF 212k D,



133 KU aThw o Zh0moisrs a~ 77 7 EESHEIC X D RIS HTE
(e FH#apH - fak)
B3HielITX b,

134 HAZu~ 7T 72
A HEOCHH

1) T-2 h& T FEHER T-2 FF > [CuH3400) 10 mg % 0.01 mg OH1E TH
. ZOHEMEAEFTLELL, 100 mL OBARET 7 A 2IZ AN, ZaakiLAEl
ZTCWMNL, BIERE T o RV Az T T2 by U EERRK A2 RS
5 (ZOW 1ImLix, T2 Fx> & LTO0IlmgZEaAT 5, ) .

FHICE L C, EEFEO %27 aah/L A CERICHER L. 1 mL i T-
2 hF L TI0pg 2EAT 5 T2 by U EMERE RS S,

2) PAEHERR ARFT 7 m—/L250 mg % 0.1 mg DHTETEY, TOKEZT
gL, 250 mL O®OARET T AZAN, iU Z 2 M TEPL, BITE
ME T - ¥ BN Z CTHERERIR 2 7R 5,

IR LT, WIEHEFRKO —%E n-0Z U THR L, 1 mL FlZA hFv
sm—)LE LT0lpug 2 5A T 2NIEERZHS S,

3) VEHTAIR KERIEH Y 7 4 112 g (1.115~1.124 g) KOHEALA U 7 A 100 g
(9.95~10.04 g) ZKIZEENALTIL &35,

4y VBTN BT hrvma~ b NTTZT7HYY AT KR 74~149 um
(200~100 A v =) ) ®3% 120°C T2 BT 5,

5 A4V U+t FA YT EES BEAKEORA S ) — )V TIERVEE L-%., J&L
T 5,

B = =3

oo oWrElE 10~50g 2 0.01 g OHTE TEY . ZTOHEAEFTE L, 500 mL
D4R AN, A% ——K (1+1) 250 mL ZH0x. 30 S5EEY JBE T
HHL, A8 Q) TAHET5,

A 60 mL % 500 mL @O & —F —IZ AfL, BifgE7 o E =7 LK (30 wivd)
240 mL ZNZ CTHEIRE, HIZFr A Y 7125 g (24.5~254 g) #Mx THEiR
ek, Ak (2F) TAHEL, HRICHT 5K E 75,

Ko B BCEHA 200 mL & 300 mL OEIRSF A I AR, Z ook A 10
mL 22T 1 oMELIIRVIBELZEZFEL, ZeohrsnEg (THE) 2656
2 COPWHEIATE 100 mL 2 A7z 300 mL O3 BICANS, 7 mokLh
10 mL Z 50 A ([ TRBRICHEME L7z, 7 v eV L8 & oikik= B
AR, BRRNICIRVIBE T HHET D, Z7unRVAE@adH 60 LOMET -
Ui (X)) & 25 ¢ x AV2imb2um STk L, 77 MBIt %
AREHEIR & T 5.

T LALEE RREET MY v A (MEK) 1g (09~119 . UABF L2 g (1.8~22
9) ROWBEET U 7 A (MEK) 1 g (09~1.1 g) 2FNFh 7 1ok bICiRE
SHETCHT72%E (NZR 10 mm) IZIAERIELIAZR, Y=F=—7F /L 50 mL KO
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suandR/b 20 mL ZNERIMATA 7 22EF L, RN TE TARIO Emind 3
mm OFE SZETHETHRHIETH 7 22T 5,

AEHAK S5 mL Z 50 mL DR TE 7 T A3l AL, ~F P 20mL 20z, R
AL, BT DICAN, LDORTIET T A azbBEDO~FY T3 EVEE L.
Ve % 717 NMTINZ 5, WA FE TAHO Eighs 3 mm OF SIZET 5D F Tt
HEwE%, Xotr20ml, _UPBr—7% v (19+1) 30 mL ZER S T L
[N CRERICHH S 5,

100 MLOARTETZ7 I 2242 T LD FICEE, P=FL—F 130 mL & A
TALICMATT2 bRyt s, Wiz 50 °CLLTOKRTIZ L AL
4% £ TRULRM L72#%, R T ALk T[T D,

NUB 2 mL ZEMICNZ TEREWEZE L, 10 mL Ot U HRRE IC
At FHEMRITHET 23R & 3 5,

RIFIZ, T-2 b5 3 A= %ERR 50~400 pl O O %2 21 10 mL DG
URRBRE AN, BRI AZES THE L%, XUEr 2 mL ZIEREICINZ
TR ZEP L, FEEICiT 5 8BRS T 5,

HEARE REHRIKICHEIEE T Y 7 A (JBK) K1 g2 M TRV IBE =%, N-
NTEINFaTF I A IZS = 100 pL ZMZ 5, ZORBEERLT 1
SRR VI, TITREBKFETST U U LAEK (5 wiv%) 2 mL 2z, FOERE
LT2 MR IBE-BEHET S, XvPrE (LE) o—HaEMIcEn, N
HEAERR CIERRIZ SEICAIN L CH RV~ N7 4 — It T 2R ENEIR L T 5,

FIRFIC, SRRSOV T, RENRIR L [FARICEIEL, P A7 e~ T o7 4
— T A A FFEMAL T2 PR UERER LT 5,

HAa~ N7 7 40— HBHRRKEOSFEMRN T-2 b %o UEEKRE T AT
n~ NI 7WZEAL, 70~ N7 T AEGD,

HIES B

i i SRR AR

7 LA H g7 AE (WE3mm, X 1.1m)

HTAFETAH : RV AFLaxHh o™ 3w I(FArse~v NI T77 4

— M7 A4 Vot Ckift 125~149 pum (120~100 # v ¥ =) )
6

X U¥—H A : N, (30 mL/min)

FUERE A SRR : 325 °C

717 I FE IR 220 °C

B OH 2% TR 325 °C

7 B O#Bone/uav M7 A00HERLET2 FF U ROA RFT o0
=D — 7 @S ITHEMEZ RO THEEEIC L ERAER L. B o
T2 h¥v U BE2EHT S,

W1 WL, AREEEAREI IR EREDOLDOEZ WS,
2 REICBWTHEHINAER P UITHOWT, Hls Fo@Esa»s =
VEMATLZENREET LV, FOHA, B2 OZYVEHRIEST A R T



A D 4 ORQKLOE@UTHIY 3 21TV, H—RBREICEBT 5 BE LUK E
OBEEE AT L AR L ETHEAT 2 L,
3 Ua—4LC200 (F+E7 AR I EF%ED LD
4 Hyflo Supercel (Celite Corporation ) XX Z i L [FAEDH D
5 Silicone SE-30 (GE H:Z v U a— M) MiZZNnEFRZEDHD
6 Gaschrom Q (Applied Science Labs . {EF{bL T2 (BR7EHT) ) XX
IHNEREDL D
WD T LR LG AR, oL —V 0 T Latk, BT AFER
J£% 150~180 °C & L., v 7 ALALFEEIE (Silyl-8 (Pierce Chemical % (Ji7¢
BT) ) I EREDOLD) 257 A 200 pb FEA L, 1 FFEKG S
Wik, W7 LambdRIcER L, N—RA T U EZESED,
2 [ HUBEOM RIS 72> TE, v 7 ABLEEE %A 100 uL FEA L, [A
ROBIEEAT O,
(%) 7ua~ 77 L6
«—AbFon-l

«— T-2h7

SEE

__\_\_“\“‘
L 1 1 | [ ]

D 4 8 12 16
EE i s

BRIEEEM (L5352 L) @Y/ LIS A

14 vT7ERFATINAR) — )L
141 MV arswrymhOEOKRK a~ N7 T 7207 MVEEGITRHZ L D —F
GARCIRVS
(i P pH - Rk}
FIF 212k D,

15 AV IT=F4—n
151 »IOHEOWEIEI v~ N7 7% o7 DRVEEGHTRHI L 5 —F ok
(i FH i BH - k)
I3 1LICk D,

152 UV arstwrymhOEOKRK a~ N7 T 7% 07 MVEEGITRHZ L D —F
GARCIRES
(i &GP - k)
H3Hi2 2k D,
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16 TAF=L /) —)

16.1 NOFEDOWIK I v~ 7T 7% 05 DARVE BN L 5 —F oMk
(10 FH i PH - k)
31Tk D,

162 RV agkrRZO0EDOREKIs o~ 7T 7405 ARVEBSHEHCE S 5
SIHTIE

(i FH &P - k)

I 210k D,

{13

163 RV aTFTkryZNUwEOWKEKs v~ 7T 7 EESHTEHT L 2 RIRE T ik

pailt

164 MU aTEBUZDNNEFEOH Ao~ 7T 72 %5 RIS HTE
(jE FH#apH - fAE)
WA TITX A,

165 TAFT =L )=V EOV=NL ) —VDOWERIEKT v~ ~ 7T 712X B RRSH
%
(b i B ONE DREIEY)
FIFHGITL D,

166 7TV U ROTAXRL =L ) =LK o~ 7T 7805 ARVEE
SIMTRNT K 2 R MB ATk

CE &P - MeREERAE, Lo bAZ LA L —)

HIESIck D,

17 3-TEFATAHFT =L ) —)L

171 "V aFswrymhUOEORK s a~ N7 T 7% 07 AVEEGHTRHZ L D5 —F
GARCIRVS
(i &P - k)
FIF 212k D,

172 MU aTvUoZ0NEOH AT~ k7T 72 %5 RIS
(e FH &0 PH - kL)
W3 TICL A,



18 15-TEF LT AHF =L/ —)L

181 RV aTkrRZO0EDWEKIs o~ 7T 7405 ARV BSHFHCE S 5
Gy HTIE
(i FH &GP - k)
W32k D,

182 KU aTkvUZNOEFEDOHT Ao~ 7T 712 L5 RESHTE
(e FH &L PH - kL)
I TICTL B,

19 TA4F="V /) —)3-7)av R
191 RV aTgkrRZoO0EDORKs o~ 7T 74 0T ARV BSHEHCE S 5
Sy HTIE
(i &GP - k)
w322k D,

20 =L /J—)L
201 NOBmOREK I v~ N7 T 78T ARVEESITFIC I D —F ok
(B FH &P - Akl
W3 1ICk D,

202 MU aTEURNOEORK s o~ NS T T X T AEESFHCE D —FF
SIMTIE
(it i - Rk}
BIH21cX D,

203 hUaTRURNOEOWHE I n< 7T TEESIENT X S RIFE ST E
G P - &k

Yari

I 61X D,

204 RYaFTtHUZNONEOHRAZa~ 75 71255 RESE
(6 FH &0 PH - R

Yar,

I TITE D,

205 TAHXI=ARAL ) — LB R=ANL ) — LD a~ ~ 75 712 K AR
%
(E R - KEZBRLSBHELOZDRIFEY)
I8 ITX D,
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21 7H L r-X

211 PUOBORE I a~ N7 I 7 X T MEESHTFIC L 5 — Kotk
(10 FH i PH - k)
R EET AR

212 MV aFvrymn0EORIKs a~ N7 7 7% 07 KMVEBGHEHI L D —F
Sy Mk

(i FH &P - k)

I 210k D,

213 MV arsvURZhOmOHT AT a~ N7 T 712X 5 REESHHE
(it &P - k)
W3 TICL D,

22 T7E=IUB

221 T7E=VVOWRKT v~ 87T T EESHTFNT K B RREHTE
(it &P - k)
FIFIWTL D,

222 T7E=VUBIMOB DK v~ N7 T 72 XD RIFFOATIE
(EE R - B e R NE > HAZ L)
FHIE 1012k B,

23 7E&=2V B,

231 T7E=VVOMRIKY v~ N7 T T EESHTFNT K B RIREHTE
(it F i - Rk}
W39k D,

232 7E=VUBIROB DK n~ b7 T 712 KB R SHTE
(E R - B EEEI RN E > A L)
HI3E 101X A,

24 TE=V Bs
241 T7E=VUOWET o~ N7 T 7 EESHTEHT L D RO
(il FH i PH - e}
HIFoILk D,



25 A7 T FRVUA

251

FI G RELL AROY R =L Ok s v~ k757X T N RS

\Z & % RIRE AT

(i PR - k)
F3H 1S & D,

252 ko~ 7T 7 (0 1)

(i PR - 88)
A HEORAH

F7 T bR AERER A2 T FFR T A [CaHisNOGCl) 5 mg % 0.01 mg D

HiE TR, TOHEZTHEL, 25 mL OBOEET 7 A2 A, AX J—)L
EMATHEN L, FITERETAY )=V EMXTAIZ T bFv > A EHERIK
ZETS (ZOWImLIIAZ T U AELTO02mg 2 EHT 5, ) o
AL T, EEFRKO %27 b=~V /L—/K—FEfE (300+4700+1) T
EFECHIRL, 1 mLPIicAH 277 R A L LT0520 ng 28HT 5580
F 7T MR ABEMEREZRET S,
B & =3

fh B oWkl 25 ¢ 2 0.0l gOMTETEY ., ZTOEMEETHE L, 200 mL O

e =m7 7 23l A, 7 b=FUL—K—FilE (84+16+1) 100 mL %
Z. 30 R VB CTHIH T %, MR % ke Dt 12 AL, 1,000xg T 5
SyRE OB L. BERIEE S T DRI D ERHATR & 5,

71T LLEE BUBHAIRE SHEEED T A (K7 7 R URTERR) U IC AR,

OO 1 mL 2T, ZO%OFMHHIK 3 mL & 10 mL ORBRE 1221 5,
Z D2 mL ZBID 10 mL OFRERE IC EREICAIL, 50 °CLLFOKIBRTIEE AL
WL[E T 5 F CIUERME Lo, SR T A%k THET 2,

7 b= kYU —/K—HEfE (300+700+1) 1 mL % EfEICINZ CREYE RN
T, ZORET T AF v 7 ilEOERE (& 1.5 mL) (Z AL, 5000xg T5 %)
syl L, EEAREZREK o~ 77 7 40—+ 23 EHAR & T 5,

kv~ 777 40—  ABRHRERKL S EERS 50 pL ik n~ b7 77

5]

CEALZvx N T LEGD,
At Bl

i Al oAt Es (BERE ;385 nm, G E ¢ 444 nm)

71 7 LA T BTN I Y BTV T A (FNER 4.6
mm, £ & 250 mm, Kif&5pum) "2

% At . 7 b= kU L—K—FifE (500+500+1)

T v VAL RS  KER LT R U T AEHE (0.1 mol/L)

it I B 1.0 mL/min, 7V U ABEERE 0.3 mL/min

BT A FE IR FE . 40°C
H Bonl-rzua~ NI LN LE—7mS VTEEERD THhEREF
KL, R4 77 bR ABZEET S,
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£ 1 MultiSep 229 Ochra (Romer Labs %)

MITZnEFRZEDH D

2 Inertsil ODS-2 (P—=x /WA = 28 Tz R%EDE 0
—HEHNT, BT LALLM UK & T v

3 PEEK #3757 4

VAR 2R E LTtk

FOER AR ED

o

(2E) HiEAN T —va v
© INHIEN R e OVl UG
N WO, WOMEBCR e LR
AR ORI (mghg) L (%) RSD, (%)
KZF 0.001 3 118.0 25
0.02 3 96.4 0.5
LA L 0.001 3 121.3 0.4
0.02 3 95.8 0.4
A% 0.001 3 106.2 1.6
0.02 3 95.9 0.5
- L[R)EABR
TN v APR EHAR O WIMBE  wwmice o0 ENEERUEE  SEFEBRSL
PRORE gk BEH (mghg)  weswwe) RSD, () RSD ) o
/N 7 0 HRI5 Y (0.00383) 7.1 11 0.50
%i{%\ 7 0 0.005 98.2 3.7 8.8 0.40
B NR E—EBREIC X oMl B 0.001 mg/kg
mMT@( — BRI K DR AEHE 0.0003 mg/kg
(2%) Za~< 77 Lfl
A
AZE 4 AVTHEVUA
: ! l
Ll - _J N
0 2 4 G 3 12 14
{Ftam 5
B
ET VLA
W
%
0 2 4 G 8 12 14
EE IS L

BERRVFIMAHOIOT T T L
A FERER (4277 FEd v AL LTO0.5ng/mL)
B: Wik (L5 8AZLICAZ T hx vy A & LT O0.001 mg/kg #834 &R

253 WK~ N7 T 70X 4 77 b ALKV N = ORI GHTIE
(3 FH #a P« B8 & OBl A fRlE)

WBIHI 1212k D,



25.4 K7 v~ 77 7% (20 2)
(&P - B L OB S AR
A EHEOCHH
FT T NRT U APERERR A7 7 FF A [CwHiCINOg) 5 mg % 0.01 mg D
HiETEY, ToHMETHEL, 250 mL OBALET7 I 23l A, 7Tk b=

FUNVEMZTEN L, BIEMRETTEF=FIALENZTAEZ T X A
PEEF I 2S5 (ZOW® I mLik, 277 hFT U AL LT20 ug 2867
Do ) o

AL C, EHEFRO %27 b= ) L —&H YU @B*L (11+49) TIE
MWL, 1 mLHicA2 T ¥ A& LTO0.01~0.05 pg 25 A T 25D
F7 T XUy AEREREFNT S,

B & =
h H SHTRRER 50 g &2 0.01 g DHTETEY . TOHMEETLHE L, 500 mL O
RIS AL, BEER (1419) 25 mL ZNx CREIZE L7k, 7 v o kLA
250 mL Z 0%, 30 43[R 0 RS T3 5,

Pl i & e DL I AL, 1,500xg T 5 s LS 5, 7 m ek
Lfg (Th) #=A7 7 A2l A, HEOWEST MU U A (K THAL,
ARk (2 FE) TAHIBT D,

A 50 mL % 100 mL 7237 T A2 A L, 40 °CLLFOKIBTIEFEAL
WEIE 92 £ CIRUERME L, FICEET AL > CH[E T 5, bz 2 mL 20
ZTCEREBWZE L, BT LB 23 EHATR & 5,

BT LB U ATV =T A (690 mg) F2& bl 10 mL TS S,

REHEK 2 X =0 7 KA, RBEHERO A> TW kT 7 2ax hrx
v2mL o T2EPEH L, WikE I =0T LIMA, JEER LTt sE 5,
2, Mz 10 mL kO aafRbbh— A% ) —L (97+43) 6 mL ZER I =
AT LT A, EEE LTS5,

50 ML ORI 7 Aa%I=T7 LD FICESE, M —FEEE (9+1) 10
mL ZI=A7ACMA, JEFEEI LTAZ T by v A ZIRHESES, IBHK
Z40 CCULFOKIBTIZEAEHET 5 E CTRIERME L, HICERTALZKE-ST
T 5, TR M= RU A=Y EETY (1149) 2 mL % EfECx CHREYE
WL, A7 T 7 40— (JLE 05 um LLF) TABL., ks o~ 7
77 4 =T 2 REHEK E T 5,

Wik7a~ 777 40— BEHREREOES 7 7 ¥ A RS 20 L %
Wik a~ N7 I 7IZFEAL, 7a~ 7705855,
WIESM B
B & oty (R 337 nm, #ORE R 0 467 nm)
BT A F RTINS N Y BNV T T A (R 4.6 mm, X

250 mm, HRifE S um) *4

WOt W T R=bMUL—FY BT (1149)
i 3 : 1.0 mL/min

69



al B BFohfcra~ NI A0 E—7 @S TmE%Z RO TRrEft a2 (F
L, B4 r7 7 bR AREZRIHT S,
1 Ui (1+1,000)
2 Sep-Pak Plus Silica Cartridge (Waters i) (i 472X & D U — 3 — &
LEbDOXITZNERIFEDO S D
3 Wil 2~3 mL/min &%,
4 UNISIL PACK 5Cis (V—T ¥ = 28 (RFZEHET) ) XL &
EDH D

26 Y hU=v

26,1 A7 T EFRT ARGV N =VOWERT v~ 7T T8 0T WAE RS
\Z & B RISy BT i
G AP )
HIH 112X D,

262 F 75XV UANDRY N =R a~ N7 T 72X B RIESATIE
(6 FH#OPH - 258)
I 1212k B,

Fo2Hi =2 RT77A NEARELSS
1 =gy kL
11 k7 e~ 777k

(it P R - )

A HEOHHE

1) A IRE L-7 A /LE VR 1.0 g (0.95~1.04 g) & A X/ —)LITiAEML, 1
L&Ed %,

2) T NY SRR WA L T8 2 [(CooHasNsOs)p-CaHeOs) ™3 11.4
mgZ®Y ., TOHEMEETEEH L, 100 ML DBEaLET 7 A AN, MREEZ
M THEN L, BITERE CHRBEZ N T I ERERE 2R 5
(ZOW 1 mL F=va Ny e LTHEABRTLVINY UBEILE (mg) (2
0.008767 #F Uiz’ (mg) #EHT 5D, ) o
FERICER LT, BEYERIK O —H 2 ARSI CIEMICARL, 1 mL ficr=a
NY L T025~5ug @ AT 5HAOT LI NY REURERR 2 8T 5,

3) T AIHX I AEUERR WAL T4 I [(CasH3sNsOs)2:CaHsOs) 11.3 mg
YD, TOHEATLEEL, 100 mL OWERET T A AN, AHREEEZ
ZTCHWML, BICERE CHRBHEZ M2 Co Iy I VEEREEZ RN S
(ZOW 1 mL T a3 I L THEABT LI I URIE (mg) (2
0.008857 # Ui’k (mg) #EHT 5D, ) o
EHICER L T, IBRERK O — A2 AREEE CIEMICARL, 1 mL ficz v
ZILELTOug 2B THT L aX I U MERERE T 5,
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4) IRGEEMEIRTL KN UAEHERR A 1 mL & ZLEh 50 mL OB AR
7T A TIEMEIC AL, Bz I4 I AEHERR 1 mL o & 2 E AV ERMECN
2B, FIHERT T AADERETAZ ) ——T F=TK (100+0.04) %
Mz, 1 mLHlcmra /Ny L LT5~100 ng K= a3 Z I & LTENER
120ng # & H T 5 FIRGAEEIR AT 2 (FEHRFICGRIT 5, ) .

B = =

fh i INTEEE5.0 g & 0.001 g DHFETEY ., TOEMEEZFHFE L, 200 mL
O =M 7 7 2 a2 Afv, BifE (5+21) 100 mL ZNx, & & & XM
RVIRE R D 2 BeE T4 32, MRl L 22 I UK 1 mL & EREC
MATIRVIEET=%, A (5 A) TAWL, AR%E D7 MBI 2550k
WiRE+ 5,

BT BB AT Y MLV Y B A AI=h T A (360 mg) FS AR X
J =L 1mL KOVK 4 mL CIEXRLEET 5,

AENATE 10 mL 2 IEfEIC =8 7 M AN, RS T CTAFIO BificET 5
F O S, FICHHE (5+21) 4 mL XTUVK 4 mL 2 =77 AZJAKRINZ T
[FERIZ W S 5,

15 mL OB RE L I = T LD FICEE, AF¥ /) —V—TUE=TK
(100+0.04) 5 mL #Mx Cx IRy v, T IFH Iy, =anN) =K
TN I = ERNESE D, BHIKEREIL LR, AT T T 40—
(JL££ 05 um LLF) TABL, k7 u~ 7T 7 4 —12id 2R &
Do

ks a~ 727 00—  FEHRIRK OKIEAEAERS 20 pL 2Rk v~ 7
FZ7VFEA L~ N T A ERD,

WE S il

oM &R EotitEs hEER - 315 nm, 0L - 415 nm)

BT A FTETFIATYMME Y BT T A (N4 MM, B
& 150 mm, RifE 5pum) 6

wWOBE WK K—AE ) —A—TEBR=FUAL—T U E=T K
(90+90+20+0.3)

it # : 1.0 mL/min

717 LAEIRE © 40 °C

B BET Bohfzre~v 7800, TAITEIVEIALIALI=UOD

E—ZmEEOMm (LLF IS o, ) Iz rany o any =y
DOE—7mfEOF (LLF ISyl Ewvwo, ) ok (LLF ISWSt) &WwoH, ) &R
%, BIRGEBEROT )L INY COREIZRT S SUST homEREER L, &)
oz Iy v EERHET S,

H 1 =any rRONEEO LI I %, EERERIZ—EDHIG T,
EFNEh=nvanNy) = LR 3y I =BT 5, IREEERIZD
WTh, ARBICITFEBRICRELT S,

2 EEERERESE LZRETIT O,

71



3 Auburn University (Division of Medical Chemistry)

4 1 EFRHIC 3~4 Bl HRFEIRY BED,

5 Sep-Pak Plus CjsCartridge (Waters ) (2472 B & D U — " — 2k L
ZbOXFINEREFEDS D

6 FETAAIOMILEL 12 nm O D (CAPCELL PAK Cis UG120 (KFxY —
FHR) I ERFEOLD) =MD,

7 RBEEOWH AT INY AEEENPAFTE RWEAIE, TRITED
ERICERE PO L IR v EEZHEETHZENTE S,

e o S
%ﬁﬁﬂ¢®iwﬂﬂuyﬁﬁg(%@9=mmx§-
.

(BE) DHEN) T —va v
 IIMEN R K OVl UK L
AIMP L

UIENES R LK B

St ES 43
AR O (mgky) L (%) RSD, (%)
=7 =2 0.2 3 97.2 1.2
0.5 3 100.3 1.8
1 3 103.3 1.0
SA TR 0.2 3 93.7 1.6
0.5 3 1015 1.3
1 3 104.8 1.3
- JL[FE R
e . FahEh  EHR OWSHINERE RINEINL R sndEUse  SHETRSE
=B b g v HorRat
RO gy mEs (mgk) (%) RSD, (%) RSD (%) OO
h—L7 =22 7 0 0.485 100 25 7.1 0.40
CERTIR (H—ABRERIC X 5 ks A 0.05 mg/kg
(%) ya~ 7T L0
2
1 Iy
;b e
o 2 Tgaz
% 3 INeoizu
i 4 T dHzZ
!
0 20 40

{FIF0RE

AmEE (=7 RTIZT)LTINnNyrELT
0.5 mg/kg lHEEFHM) DU/ AT TS L

2 mY RhL A B!
21 /K7 v~ 7o 70k
(it PR H i)
A HEOCHR
o kLA BAEAERR 72U R AB [CiHssNO7) #2113 pg 289, Y7o X
Zr—T r=FrUJ (441) 1 mL ZIEREICIZ TEAL, 1 mL Frice ) L



ABELTI3wgaEATIY R A BEERKREHNT S,

I L C, mEgFEEO —ME2Y7un A2y =7k h=krU /L (4+41) T
ERECAR L, 1mLPice ) hLABELT2-100ng 2563550 b
LA BIEHER A2 I 5,

B = =
T i INTEREL5.0 g & 0.001 g DHFETEY ., TOEMEAETH L. 200 mL
DR =A 7 T A3 lT AN, Big=F L —x% 7 —/L (2+1) 100 mL Z/Z,
EE CEHPMIRIBE NS 2 REFEBHTS Lo, ks A8 GEA) T
HEEAT L, A5 mL ZIEMIC 25 mL DR LIET 5 A 32 A, 40 °C LA F D
KB TIEZE A EHET 2 £ CHIERM LIoth, ERTAZ%E S THET D,

XY —EEfR =T L (9+41) SmL Z EMEICINZ THREMEZEN LIZHB, AV
TTT7 4 F— (FLEE 05 um LLF) TAEL, T NLBRICAET 5 RUBHA TR
L5,

BT LB U A =T A (690 mg) S EAFY L —FEE T F L (9+1)
2mL THRFT 5,

AREHANK 2 mL 2 EEIC I =0 T AT AN, KEDSFECAFIO EicET 5 F
THH S, FloA~F Vo —Fifig= L (9+1) 5mL 2Nz CREKICHEH S8 5,

25 mML ORTIH T T AR I =N T LD FICEES, ~FHr —FigE-T L

(743) 6mL zMxTr U FLABZEHIED, IWHHEE 40 °C LT OKBRT
1E & A EHET S E TN L72%, @R A& ko CTHIET D,

vrsunu A =7 b=hU) (4+1) 2mL ZIEREICINZ CHREMEREM L,
ks a~ s7 27 4 =T 2EHEK &35,

ko~ 777 40— REHRREOER Y b LA B EAERS 20 ub 2RI
sa~< N7 7ZEANL, Za~v N T AERGD,

WS il

B # oty (R 268 nm, H#OLE R 440 nm)
7 A UATAHT A (N 4.6 mm, £ 250 mm, Rk S

um) 6
W OBt R vrauXAF =T = kUL —/K (200+50+1)
i 3 : 0.5 mL/min

717 WEIRE ;40 °C
Al B Bohfcra~ 7T L0hb E—27 & S THmfEZ R Tl Eft & (F
L, AethorY hLABEEEMNT S,
H 1 EEREIEE LR TIT O,
2 New Zealand Pastoral Agriculture Research Institute ¢ (& + 7 1 /L A F06H{
FEfR5e)
30 1 HFHIC 3~4 [B], BRHRYIEE D,
4 RENZIE U T, i % 50 mL Otk ObEE I AL, 1,500xg T
5RO BEL . BEBARAE AT D,
5 Sep-Pak Plus Silica Cartridge (Waters i) (4 72K & D U H— 3 — &k
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L7ZZboXEZnERZED L D

6 FCAKIOMILLED 7 nm DD (ZORBAX SIL (Agilent Technologies f4)

VTR ERSEOLD) EANS,
(BE) SIS F— g
- WRINEIL R e O LS s
VAN =35

IENIES AR UG P

ok 5 i
PR TS (mgkg) b (%) RSD, (%)
G475 A 0.1021 3 111 9.9
0.2552 3 107 12
0.5104 3 95.2 5.4
1.825 1 94.6 —
o L[] FER
e e BZIE EHR O ORINEE RNEINER s UkE =N EERE
RBOFEIE b o ek HorRat
AHOME pan mEx (mg/kg) (%) RSD, (%) RSDg (%)
5S4 6 0 0.255 99.0 2.8 7.8 0.40

CERFIR (B RBEIC LM RET 0.05 myke
(BE) su~ k75 L

A B
!
b
i e,
g i3
3 +
7o B
—a
) 10 20 0 10 20
{RI0FRE . {RI05RS .oy

BERRUAMEARODIOT LTS L
A fERERR () FLAB & LT L1.02ng)

B: IRMEE (A X VUT>F4 2752z hLAB & LT 05104 mg/ke 24 &

N



