/Er‘/r‘

%3 HT R TR
1 DOFOWIEs 0~ N 7T 7% 057 MUVEBSHFHT X 5 —F o0k
(1) g aw 77T h%Y B, 777 X%V By, 777 bFV 2 Gy,
T7T7 8 X6y ATV NV ARTFY, BTT7V /0 T2 by, T4F
=NV )= =L ) =) XA T == T L X BT T T
— N, BT T =, BT TT ), BT TV — VKDY BT T —
(16 F%47)
(2) AP R
(3) ik
A HEOHHE
1) KO 777 Xy B [CiHROs) . 777 hF T2 B,
(Ci7H1406) « 77T FF > Gy [CyHRO7) . 777 h&x v Gy (C7HO7) |
ATV I M AF Y [CisHpOs) MET 7L /7 2 [CisH»nOs) % 1 mg, a-B
777 )= [CisHxO0s) | B-BT7 77 /7 —/b [CisHxOs) . BT 77 7~
(CisH240s) . a-B7 7 L/ —/b [CisH4Os) . B-E7 7 L/ —/ [CisH2Os)
T-2 F¥ T2 (CuH300) KUOFRAY T =FA—/b [CioH260s) 4 5 mg W NZT A
¥ =L J—J [CisHy06) . =31 /7 — )b [CisHy07) KOV T7H L »-X
(C17H208) 4 10 mg % 0.01 mg DHTE TEY . T OEMEEZFLFE L. T Eh 50
mL DBERET T AIZAN, T =N VENMATENT, RIZHEE2ET
TAADEMETT b= I A ENMATENOBEOEERKREZFHLT I (Zh
BOW1ImLIiX, 777 F%¥ > B, 777 ¥ U By, 777 X2 G,
T77 8% Gy ATV MV AFURPIET I L /2L T200g %, a-
BT =N, BEBTTT )=, BT TT ), - BT TV — v BT
TL /=, T2 bRV KOPRAF Y F=A4—E LT 100 ug %, 74F v =
NRU =), =L ) =LK RT7HF L/ -X £ LT 20 pug 2N ENEHT
Do ) o
2) MOFRAGEER 77T RXLy BIEOT 7T FFy s By EEHEREE 1
mL, 7 7L/ SEWERR 2 mL, 777 %32 G EKOET 77 b&xT v Gy
BEFES 3mL, - B7 77—V, B-BT7 77 /=N, ET777 /0, a-BT
T =NV EOB-ET TV ) — VEEERES 4 mL, A7 V7~ M RAF T
FHXR=ANL )= KRR TH L X EEREAS 10 mL, T-2 &2 U RO
VT = A VEERE R A 20 mL W ONZ =3 L ) — VA HEJRUEE 30 mL % 200 mL
D|EERET7 7 A3 AN, K 32 mL X CTRAL, BICERECTCTE =
UL ZMA THOVRBAIRERKEZRET S (Z0# 1 mLiX, 777 F%v
VBT 7T XU B ELTO0Ll ug, BT 2L TO02 ug, 777
FET Yy GERT 77 hFv 0 G ELTO03 pug, o877 77 7=, BT 7
FZ)=N, BT T7T7 ), aBT T L=V K B-EBT TV —ELT04 pug.
ATV T M AF L ELT L pg, 74F ="V /) —, 7H L X, T2
FE U RORAY T =A—E LTI0 pglfFNZ=" /—/L L LT 30 ug &
BTHET D, )
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ERHICEL T, 2OREAEERKO —HEZ 7 h=FYL—JK (21+4) T
10~200 {5 DM OEEEFEIZIEMEICAR L, HICHHIREO —H 2 N L RE &
OEEfE (1+4100) THR L CEDLORREAIEERZRET D,

B = 2

T i INTEEE 50 g 2 0.01 g OHTETEY . TOEEZTEH L, 300 mL O
et = a7 7 A3 A, 7 =hrUL—/K (21+4) 100 mL Mz, 60
Oy TETHR VIR Tl 92 2, K 2 e DR I AFL, 650xg T 5 4yl
ODBEL., BRI E T D4 2 BRI & T 5,

717 HLEE BEHANE 10 mL & Z88E 0 7 A (O OFERTLERH) F3 I A, ¥
DHOFEHIK 4 mL 2 T5, 10 mL OBERREEZ VT LOTIZES, ZOHO
WHE 2 mL 25207 5, ik 1 mL Z 5100 10 mL O @aRERE 12 IEMEIC AfL,
FEfE (1+100) 1 mL 2 EMEICNA CHRT 5, ZORO—HE2 77 2F » 7 iz
DR (FE 1.5 mL) (22D, 5000xg T 5 4rlE OBk L, EEAREE IR
rua~ N7T 78T DMRVEESHTEHI X 2 REICAET 23 EHEIK & T 5,

k7 v~ 777807 MEESHEHZ L 2HE SEHAR LK O IRA T
A 10 )L 2R 7 a~ N 77 7 % 07 KRV RBSHFHIEA L, BIRSHH
sa~ 7T LEGD,

HIES B

(k7 v~ ~7'Z 7¥)

71 7 LA ETINT I D ATV T LN (NER 4.6
mm, £ & 150 mm, KifE5pum) *4
B it % 10 mmol/L Bl 7 =T MAR—T 2 h=F UL

(9+1) (1 min {£¥f) — 19 min — 10 mmol/L FEE2
TUE=ULRR -7 R=RFU L (1+44) (15
min &)

it # : 0.2 mL/min

7 AN fE R R 40°C

(% v 7 LAVE B ATt o)

T 5 D EMmAVE & TR

A4 A v fb E:=xzvrZ bheXTr—AFqb (ESD) &

A4 #F v Ji iR JFE:150°C

F I N_R— g H A N, (800 L/h, 400 °C)

vy &7V —FJE: EAA240kV, AL A 1L5kV

o2 — ¥ H A :N; (10L/h)

. - v & HFE:TROELEBDY

2 ) ¥ g v 4 A :Ar (0.4Pa)

aYVa X — 1 FEROEEBD

T =X — A F v FEROEED



at

x KWEOWNESRME

e 7Y H—h— PACT N a—y  ayvay
MNOE4 ET—F A F E R =M BE T FRLX—
(miz) (miz) (miz) (V) (eV)
- 241 — 58 38
777 k&L UB, + 313
— 285 58 22
= 243 — 58 40
T77 hXRTUB, + 315
— 259 58 32
214 — 52 35
T7T XV UG + 329 — 200 52 38
— 243 52 28
217 — 48 35
TT7T7RRIUG + 331 — 245 48 30
— 257 48 30
‘ 281 — 50 34
ATV I~ RV AF + 325
— 310 50 24
305 — 26 14
T2r ¥ > + 484
— 185 26 22
N 305 — 32 12
R2FY T =F = + 400
— 185 32 20
e — 277 — 56 24
o877 77 ) —)v - 321
— 303 56 24
R, 277 — 56 24
p-ET T T ) — - 321
— 303 56 24
. 205 — 62 26
vrosos v - 319
— 275 62 24
L 160 — 62 28
a-BT7 7L — v - 319
— 275 62 24
e 160 — 62 28
B-ET L/ —n - 319
— 275 62 24
. 175 — 52 24
vrov /v - 317
— 131 52 32
) 355 295 — 24 8
TAHX =1L — -
295 — 265 26 8
R 371 281 — 24 14
=1 /) —) -
311 — 281 28 10
. 413 353 — 22 10
7L X -
353 — 263 22 10
1 BONTERESHRIE 7 v~ 7 F A0 0 B — 7 g% RO TR ER
PR L, RBTOENUHERETINT 5.

I 1 29 ZHOBAOMEBMERNTHO—MTHE, BEFOKRTIAROALS
ENRHDLHTD, BEISCTHM 2 IZED D & AL 2B MERT 5

2

3  MultiSep 226 AflaZon+ (Romer Labs ) X2 L FED H D
4 ZORBAX XDB-C18 (Agilent Technologies %) i Z N & R D H D

-
—

&o

SR AR 2RI L TRV IRE D Z R TE WA, fiH
RO &% 150 mL &5 5,

5 Quattro micro API Mass Analyzer (Waters ) (2 X 2 Z&44:45)

71



(&) piEAN) TFT—va v
CWNENE, R LR, & FTREAOHE TR (E—3 = X 5HR)
) a¥T755 /)=, pETTT )=, BTTT /), aBT I —NKk
WB-EETZ 1L ) —)b

5 . s , WM . WNEIE O USE &8 TR B TR
RIS BRI (mg/kg) BB L (%) RSD, (%) (mg/kg) (mglkg)
a-BT 55— KA EEE 0.008 3 109 7.8 0.004 0.002
0.100 3 104 0.4
T B A fil ek 0.004 3 112 2.4
0.008 3 99.9 46
0.100 3 96.7 0.6
LoabArzL 0.004 3 117 7.4
0.008 3 120 1.9
0.100 3 111 0.4
KT 0.008 3 117 3.3
0.100 3 113 0.3
BT FT ) —  wEAE AR 0.008 3 103 1 0.004 0.002
0.100 3 104 2.2
T i A fil ek 0.004 3 113 7.8
0.008 3 99.9 8.3
0.100 3 93.5 3.6
LoabArzL 0.004 3 110 3.3
0.008 3 107 5.6
0.100 3 106 1.9
KT 0.008 3 108 9.6
0.100 3 115 3.1
vroo /v 5 B A f ek 0.008 3 116 74 0.004 0.002
0.100 3 106 0.3
T i A fil sk 0.004 3 106 19
0.008 3 99.6 9.1
0.100 3 108 1.0
LoabArzL 0.004 3 113 11
0.008 3 119 1
0.100 3 110 2.1
KT 0.008 3 102 0.6
0.100 3 106 3.2
a-BT I L/ —  BAEAEE 0.008 3 111 5.9 0.008 0.003
0.100 3 109 15
T i A fil sk 0.008 3 97.9 14
0.100 3 102 35
LoabArZL 0.008 3 119 0.4
0.100 3 115 33
KEMNHT 0.008 3 102 13
0.100 3 117 15
B-BT I L —  AE AR 0.008 3 106 5.2 0.008 0.003
0.100 3 105 0.9
T i A fil sk 0.008 3 102 13
0.100 3 91.3 16
LoabArzL 0.008 3 98.8 14
0.100 3 106 3.1
KE T 0.008 3 105 9.8
0.100 3 114 2.2




2) ZFofoNOE

5 , WO . WMENL R R U @& TR R TR
Il 53 % R O (mg/kg) AL (%) RSD, (%) (mg/kg) (mglkg)
77T hETUB A RS R 0.001 3 96.2 7.8 0.001  0.0003
0.002 3 96.7 7.0
0.004 3 99.5 5.0
EoabAZ L 0.001 3 102 6.2
0.002 3 106 3.2
0.004 3 98.6 3.0
775 F¥T 0B, 4AEAEE 0.001 3 94.2 6.8 0.001  0.0003
0.002 3 96.9 7.5
0.004 3 101 3.9
EovAbZL 0.001 3 106 4.9
0.002 3 101 6.4
0.004 3 104 5.8
777 hXT UG A HEA SR 0.003 3 93.4 48 0.001  0.0003
0.006 3 100 7.3
0.012 3 97.9 5.1
EoabAbZL 0.003 3 98.7 4.9
0.006 3 103 35
0.012 3 101 35
T7T7 XGRS SR 0.003 3 97.4 9.1 0.001  0.0003
0.006 3 100 7.3
0.012 3 101 3.6
LovAHZL 0.003 3 102 24
0.006 3 100 2.6
0.012 3 103 5.8
A7 Y 7= by AF L HECA R 0.01 3 101 6.2 0.001  0.0003
0.02 3 99.6 4.9
0.04 3 101 55
EoabAZ L 0.01 3 97.5 85
0.02 3 102 15
0.04 3 109 9.3
TroL /v 2 G A Bl Ak 0.002 3 106 9.8 0.001  0.0003
0.004 3 107 8.8
0.008 3 109 4.7
LovAHZL 0.002 3 99.8 10
0.004 3 102 14
0.008 3 102 2.9
T2h¥ v 4 P Bd A i sk 0.1 3 108 1 0.008 0.002
0.2 3 100 7.0
0.4 3 106 5.1
EoabAZL 0.1 3 103 7.1
0.2 3 103 8.6
0.4 3 103 5.3
XAV T =F—v = HE AR 0.1 3 91.1 7.2 0.008 0.002
0.2 3 92.6 12
0.4 3 91.4 12
EoabAZL 0.1 3 102 5.9
0.2 3 109 5.0
0.4 3 110 13
FFF =L ) — o RS AR 0.1 3 104 39 0.04 0.01
0.2 3 96.4 9.9
0.4 3 99.8 5.7
oAbz L 0.1 3 106 47
0.2 3 104 7.7
0.4 3 106 3.4
=L )= A= FH Bl A £ A5 0.3 3 92.0 1 0.06 0.02
0.6 3 91.8 13
1.2 3 102 6.1
EoabAbZ L 0.3 3 107 55
0.6 3 99.6 1
1.2 3 103 7.0
THL ) X A A Bid A At 0.1 3 107 6.5 0.08 0.02
0.2 3 105 6.8
0.4 3 110 12
Lo9vAHZL 0.1 3 102 8.3
0.2 3 97.9 41
0.4 3 106 6.2
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- Hefm) RER

) BT 77—V, pETTF7 )=, BTTF ), aBT TV /=LK
WB-ET7 7L/ —n

‘ e . e izt WIRE  womes o0 BesEUikE B

o PR ORI géé& iiﬂdﬁ (mg/kg) Guei mgrg ) RSD; (%)  RSDgr (%) orRat
a-EB7 Z T ) —v BHEAEE 10 1 0.015 93.5 11 16 0.73
LobAZL 10 1 0.05 100 2.0 17 0.77
B-ET 77— BEHEAE 10 1 0.015 88.6 3.2 18 0.81

LobAZL 1 0 0.05 90.7 4.3 23 1.0
BT Z77 v BARAEE 11 0 0.015 111 2.8 1 0.49
LibAZL 9 2 0.05 109 13 8.1 0.37
a-B7 7V — BmMEAEE 9 2 0.015 94.3 2.2 18 0.82
LobAZL 1 0 0.05 95.7 4.2 18 0.80

B-EBT T L —v HHEAEE 11 0 0.015 93.1 7.2 25 11
LHrbAHIL 10 1 0.05 92.3 35 21 0.95

2) TOMDONVE
X B . Hhak FEEIEt RORE  wnewer o0 ENEIE URE R UL

R RO g%g %%ﬂg (mg/kg) it me/k9) ) RSD; (%)  RSDg (%) HorRat

T 77 bR B FHELAEE 6 0 0.004 89.7 12 36 17

LobAZL 6 0 0.004 97.1 6.0 23 11

777 NxTUB, FHEAEE 5 1 0.004 99.1 35 35 1.6

EO9HAHTL 6 0 0.004 100 7.9 26 12

777 ¥ G FHELAEE 5 1 0.012 82.0 51 47 2.1

LHrbAZL 6 0 0.012 86.3 6.3 41 19

77T MR UG FHELAER 6 0 0.012 85.3 17 37 17

LobAZL 6 0 0.012 93.8 5.7 28 13
ATV 7~ hvAFr AR HEE R 5 1 0.04 114 7.0 17 0.79
LobAZL 6 0 0.04 113 7.0 12 0.53

7TV AHEAE 6 0  o.008+H %Y (0.0279) 19 36 1.6
LIbAZL 6 0  o.008+H %% (0.0162) 13 15 0.66
T2hF BRI Vet 5 1 0.4 107 3.6 18 0.97
LHbAHIL 6 0 0.4 109 2.6 14 0.75

XA Y T =F = FHEA R 6 0 0.4 83.3 18 30 16
LobAZL 5 1 0.4 110 14 13 0.71
FAF =RV =N EE AR 6 0 0.4 110 5.2 18 0.96
LabAIL 6 0 04+HZIGY:  (0.444) 45 5.6 0.31

=1 /)— A LA f ek 6 0 1.2 61.7 28 28 17
LH5bAZL 5 1 12 83.6 9.9 15 0.96
TH L X A LB 4 2 0.4 106 5.8 5.8 0.32
E9HATL 5 1 0.4 104 6.2 11 0.62




EoEE

{

(%) ZJu~ 7T L6

BEFIZ -1
axn xnm 6
—r ksl ! ‘:_\-.\_‘ (ZHE) E‘\'“ J o-FFI7./—
‘ A | TErE 10|
FAFZ A=)l o
1] S
oLl ==l UH0 M W Rm
w1800 200 “wmoo | oz Moo 2600 pEFI L=l
1813 nm "r'“-' | a-FEF3 LA
Sk | | FASEFDUG, I i
i [ \
] SO ; | 8 L "
r | | 1 % 00 Mim Hm Urdin]
_.-'JI ) . 4 - ,.-v_-,;:l ;»_-..IJ-—‘ R =51
won 100 2000 wmon 0 oo 24,00 2600 i T2 Fzams
1812 T" # ||
?ﬁbf3¢<=a| ??5h¢yyr e —
% 00 28 0 =0 F2m
# | o] G |
I“"' || an o, __
A R - A | Eras
10000 ' 1500 0,00 “mon | @l M 2600 # ] |'|
137 nm ] I — | !
=, i B _ HH0 MO0 M0 nm
FAS=A=M TS| ’
E 54 B _
R || # 2 | |I LETF L
. . e AN # |
we 15 200 W X0 24,00 26 00 . 1
2078, e B 1Y T~
(m F23%wwB, | .1
] — . . [
o 15TFEFI - " | AFUTTRVAFY |
FAE L= | | i |
i i i i —,Jl\f'-—-—e o - - . - T i) N L e
1000 1500 20 2000 1 1] 24.00 26 00 26 00 28 00 200 200
{F403RE.

BEREOIOT LTS A
(=BT 77 /=N, BT F7T7 /=N, BT F7T7 /7 aaBT TV /) —/, B
BT IV )= 3T EFATAXF =R )= L KR 15-T 8 F AT A F =
L=t LT&05ng, 777 bFT 2 B, By, GIERGIEIZAT Y 7<= b
VAFLUELTK Ing, BTTIL /LT 24 ng, T2 XV ROBIRA Y T
==L LT 10 ng, 7AF ="V /) =L EORT7HFL /) -X ELTHKS50n
g, =N/ —/L& LT100 ng {EAN)

U aRTECRNORORE S i~ N7 T 78 T DE RSN K D —F b7

%

(1) Hbrdgiba®  HT-2 F¥2 2, T2 FFr, OTBRFI R —
N, XAV T =F— ) 3T EFATEXF =L ) =)L 15-TEF AT A F
=NV )= TEHEXT=EANL )= TAEFT=ANL ) —L3- T rav R =
NRU )=V EOT7H L/ -X (10 5%5y)

(2) P R

(3) ik

A HEOHHE
) ~VarerRZhrO0E (9 M) RAEERK HT-2 bF > [CpHsn0s) .
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T-2 ¥ [CuHuOo) . 7 FF T AT —)L [CioHpO7) . AV
T =4 =) [CioHy0s) | 3-T B F LT A F =L /) —/L [CiyH»07) | 15-7
EFAT AR = ) —)b [CH207) . TAF =31/ —)b [CisHa006)
=1L/ —)b [CisH07) KOX7H L/ »-X [C17H20s) 4 0.2 mg % 0.01 mg D
HiECTEY, ToKEELHL, IBALY, 7 h=rV /L2 mL ZEMIINZ
TEML, M) a7 Zr0RRGEEREEZRRT S (20K 1 mLIiE, %&
DOEELTENENOImg 2E5HT 5, ) o

2) TAFT= L —-3-F v a s REREFRR TAEXT =NV ) —3-T
Loy REERERR (50 pg/mL) "2 A REAEEIE &5,

3) NURRGHEER  AEEFRERO—HEZES L. 78 h= M L TIERICA
WL, 1| mLFUCTAFo =1L ) —L3-7Las RELTO05 ug. TOMDE
M) arerRmhO0EE LTENETN 1 ng 2 5HT 200 HREELERIEZ H
WD,

fERICEE LT, EEHERIR 400 pL A EREICE D R A &2k THIE L7,
T7ER=FU =K (149) TEFMIZAHRL, 1 mL FiIZTFF =1L /) —/b-
3-7Lbav RFE LT 0.5~20 ng, OO MY a7 RZNV0EE LTERE
N 1~40 ng 2 EH T HEEONOFRREAIEER 2R+ 5,

B & =3

i H INTEEE 50 g 2 0.01 g DHTETERY . TOEMEZTEH L, 500 mL &
et =Mm 7 7 A3l A, 7 =K U L—7K (17+3) 200 mL ZI1x. 60
SHHEV IRETHiE T %, 500 mL O —Hh—% 7 7 F—F}OFIcEE, #il
a A (5 B) TWBIAET D, AR EDEIZT7E F=FU/L—K (17+3)
200 mL THRED=AT7 T AalZB L, 60 oMKV IEE LT 5, ki ko
HETHBIABL, KO=ZAT7TAaJOERESEZIERTZ F=1FVU/L—K
(17+3) 50 mL T¥H L., FERICHKSI A8 5, AET7 =K U L—0K
(17+3) 30 mL 500 mL O#EALEET 7 A2 |2 d, FICEET T A aDOER
FTTER=RU V=K (1743) ZINZ. BT LA 1T 250BHAK & 35,

717 NLE T REHANK 8 mL & ZEEEES T A (WhOYESHTH) AL, M1
O S mL #8T%, 10 mL OBERBREEL V7 LOTIZES, ZOHOU
H 2 mL 237 %, iR 1 mL %2 10 mL O3 E 7 7 A 2 (ZIEMIZ A,
50 °C LN ORI TIEE A CHET D E CTRIERM Lok, ERTAEE- T
32,

TER=hU =K (149) | mL 22 TEEDEZRN LTS BT LA 1T
(T D REHAIR & T 5,

7T HHLVER I1 S 10 mL ORI T7 I Aaz2ova=THlEs ) A5 =
Zh (30 mg) FOOTICEE, REAKEZ I =P T AICAN, EREEHEIE 5,
REHERK D AN > T\ T 7 7 A2z 7k h=F UL 1 mL THWV, iK%
=77 HIMA RIS S 2, A 50 °C LA F ORI TIE & A EHLE
L FE CRIERME Lok, ER T A 2K THET 5,

TER=hU =K (149) 1 mL % EFECNZ THEREDEZRN LT 5000xg



T57%) %L@ THEL . EBARIREIRIKZ v~ N T T2 0T ARVE ESHTEHC &
LIEHES BRI & T 5,

Wik a~ 7o 78207 DRVEESHEHZ L 2HE R LK &N OFER
AERERLS S uL 2RIk v~ N7 T 7 X 0T AAVEEGHEHIIEA L, BRI
et n~ 7T AEmED,

WIESME Bl
(k7 v~ ~7Z 7H)

7 7 LA T BTN I Y BTV H T A (N 2.1
mm, £ & 150 mm, Kif% 3 um) *7

I At WE 10 mmol/L FEfR T > E= ARIE— T h=F U L
(19+1) (4 min £&FF) — 16 min — (1+4) (8
min {&FF)

it @ 0.2 mL/min

A7 A MR E:40°C

(% 7 KWAVE BN EHEr ™)

i H o5 DU E AR B AT R

A4 F v b I RKERTA A (APCD ik
3 7 T A4 Y — H A 725 (4 L/min)

1 ye il A : Ny (5L/min)

A B —T7 = — ARE : 350 °C

t— b7 m v 7 EE:200°C

D L & FE : 250 °C

2 ) ¥V o3 v H A Ar (230 kPa)
aYVar R AFX— 1 FEROEEY

T =X — A F v FROEED
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*  HWE O TR

TVh—Y— TuFy M A avvar

. A -
B 4T HE e TERM @BM =
(m/lz) (mfz) (mfz) (eV)
- 483 59 — 21
HT-2F %< — 215 13
+ 442
— 263 15
185 — 23
T2R % + 484 — 305 16
— 215 21
. 307 — 12
DT RFL AL ) — L + 384
— 247 14
305 — 14
XAV TG =F—n + 400 — 215 18
— 185 22
. . 337 — 8
3TEEFNATAF="L ) — )b — 397
— 307 13
. 59 — 21
5-7EFATFTAF =L S — b - 397
— 277 7
FAF L= NL )L 355 26 — 13
=N — —
7 . 205 10
. . 427 — 21
TEF =RV ) =3 T a v R - 517
— 457 14
‘ 281 — 13
=L /) —) — 371
— 311 10
. 263 — 16
THL X - 413
— 353 10

AR BOonEBRSREZ e~ ST AN E— 7 & X &R THRER

ZER L, BT O#K N a Ty Zn0EREZEHT S,

A1 HROBRSERES (Trilogy & (7Y~ v 7 2W5E) %) ZH0TH X,
2 BETANLAFGMEER I ZNERFEDO S D
3 InertSep VRA-3 (V—x ¥ A o Afl JHF—NR—FE6mL) XiIZh
LIRFED S D
4 MBS U CHEEHAE L, oS E 5,
5 WRHIT 1 s BREL TS, BEIZSU TR v =R —L REFERT 5,
6 HybridSPE-Phospholipid (Sigma-Aldrich #, U —/N—2%& 1 mL) XXz
WEREDE D
7 Inertsil ODS-3 (Y —= /¥ A = 2 8) I EFREDOH O
8 LCMS-8040 (SHRUERTHRY) 12 X 2 501



(BE) DWiEN)T—va v
* AINIEI =R K Ol LA i

N EE EMEIR AR U RS

W S3 44 B (mgkg) R L (%) RSD, (%)
HT-2k32 0 7'aA7— EE R AR A R 0.2 3 110 5.0
FALI K E R L A s 0.02 3 91.6 9.9
0.2 3 101 2.1
AR E A EL A sk 0.02 3 89.3 10
0.2 3 102 18
K& 0.01 3 104 17
0.02 3 75.4 13
0.2 3 103 5.1
EBATL 0.02 3 97.7 5.4
0.2 3 101 2.0
KEMNT 0.02 3 108 1.3
0.2 3 106 4.3
Ay e/ 0.005 3 106 5.9
0.01 3 98.1 4.4
0.02 3 101 71
0.2 3 108 1.8
T-2RF 7'vA T —[IEE AR A e 0.2 3 108 6.5
FELI TR E R L A A 0.02 3 101 11
0.2 3 105 5.6
W H AR A B A sk 0.02 3 102 10
0.2 3 94.3 4.9
K F 0.01 3 116 11
0.02 3 101 37
0.2 3 104 4.0
EHBAIL 0.02 3 96.8 9.5
0.2 3 111 6.9
KEMHT 0.02 3 108 5.8
0.2 3 109 12
Ay eV /e 0.01 3 95.2 8.9
0.02 3 101 6.2
0.2 3 111 438
DTNV AL TuAT—EE AT A SR 0.2 3 110 1.2
= FAW T E BB A AR 0.02 3 108 4.2
0.2 3 103 45
P A= A AL A sk 0.02 3 104 9.7
0.2 3 116 2.0
KF 0.01 3 98.2 9.3
0.02 3 99.2 6.3
0.2 3 109 3.0
EOBAZL 0.02 3 90.9 3.0
0.2 3 88.9 7.0
KEMHT 0.02 3 98.4 14
0.2 3 106 8.1
AN et/ e 0.005 3 107 5.8
0.01 3 108 9.1
0.02 3 113 45
0.2 3 112 16
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 WOMIANEEE R OVl LR E (98 & )

. o e ; wngE WONEICEE MR UK
WAk S3 4 Faw SSp¥ s e} (mokg) WL (%) RSD, (%)

IAVT=A =V TuAT— R A AR 0.2 3 114 2.6
VEALIA IR B R R LA s 0.02 3 107 4.2

0.2 3 107 7.0

PR AR A EL A sk 0.02 3 94.4 5.0

0.2 3 116 1.1

K 0.01 3 90.1 12

0.02 3 110 43

0.2 3 107 3.7

EHBAHTL 0.02 3 110 2.0

0.2 3 101 4.2

KEMNT 0.02 3 102 1.4

0.2 3 107 6.2

Ay A¥i:V R 0.005 3 109 7.4

0.01 3 108 7.9

0.02 3 115 2.0

0.2 3 112 17

3TEFNT AR TuAT—EE R AR AR 0.2 3 99.3 2.5
=N J—=v FEL TR E R R A AR 0.02 3 102 8.0
0.2 3 101 2.2

P AR AL A Ak 0.2 3 101 2.5

K 0.04 3 95.8 7.2

0.2 3 103 4.7

EHHAIL 0.02 3 104 3.9

0.2 3 94.2 6.3

KEIMHT 0.04 3 78.5 2.9

0.2 3 90.5 35

A AV P/ 0.02 3 96.8 15

0.2 3 108 4.1

15-TEF AT AX  TuAT7— GRS R 0.2 3 108 1.1
=NV ALK E B B A R 0.02 3 102 6.9
0.2 3 96.6 5.0

4R A ELA sk 0.02 3 92.9 10

0.2 3 119 35

K& 0.04 3 100 43

0.2 3 102 6.3

EHHAIL 0.02 3 106 9.8

0.2 3 103 5.4

KEIMOT 0.04 3 102 3.6

0.2 3 112 1.7

A AV P/ 0.02 3 110 3.7

0.2 3 115 1.7

TAXT =NV ) — T uAT—EE RS Sk 1 3 91.4 9.1
4 VEFLIY TR B R BE A B 0.02 3 9.4 9.4
1 3 90.2 7.1

4IRS A BLA e 4 3 111 2.4

KE 0.2 3 92.1 3.0

EHBAHIL 0.2 3 90.3 7.7

PNITRIi v N 0.02 3 99.0 6.0

0.2 3 93.8 6.2

Ayt eV /N 0.01 3 91.0 8.3

0.02 3 110 5.9

0.2 3 104 35




 WOMENEEER K OVl LR E (98 & )

; . e S wngE . TRINENR SR S USRS
TN 4 REHORLS N g R SR

FARY =RV )~ TuAT—RE R AR A Sk 0.1 3 97.8 3.8
N-3-Tay R FALI K E RS A A 0.02 3 95.8 31
0.1 3 725 17

W AR E A ELA sk 0.02 3 104 15

0.1 3 98.2 2.2

K FE 0.01 3 83.4 9.6

0.02 3 119 5.3

0.1 3 88.4 5.7

EHBAIL 0.02 3 86.0 16

0.1 3 815 47

KEMNT 0.02 3 91.1 17

0.1 3 82.2 4.4

VA AV /N 0.005 3 90.2 8.9

0.01 3 90.7 13

0.02 3 714 6.4

0.1 3 70.6 7.0

=V /=) 7'uA7—EE mi A ELA e 0.2 3 95.5 1.6
FELI TR E R B A R 0.02 3 74.6 3.2

0.2 3 89.4 35

W H 4IRS A B A AR 0.2 3 108 4.4

KFE 0.2 3 98.8 3.0
EHHAHIL 0.2 3 108 1.9
KEWMHT 0.02 3 98.0 4.2
0.2 3 97.2 43
VA AV P/ 0.005 3 102 5.9

0.01 3 90.0 14
0.02 3 82.0 2.7
0.2 3 107 5.2
THLI-X 7' uAT—EE R E A AR 0.2 3 101 15
FEI T E R B A AR 0.02 3 100 4.4
0.2 3 104 8.6
P A= LA il 0.02 3 84.1 5.0
0.2 3 118 15

KFE 0.01 3 108 1
0.02 3 89.0 15
0.2 3 107 3.2
EIBATL 0.02 3 83.3 47
0.2 3 91.1 8.0

KEJDT 0.02 3 90.8 17
0.2 3 97.2 9.4

A E Y VN 0.01 3 111 13

0.02 3 86.1 15
0.2 3 101 8.6
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AR AR WRINVEEE O RMERE  shEsRUE L

%53 44 ARORE O R E BEH BEX (mgkg) (%)  RSD, (%) RSDy (%) HorRat
HT-2 R ¥ ¥ v @ rRe i ok 8 0 0.1 104 8.5 8.5 0.39
LH9bAHZL 8 0 0.2 103 8.3 8.3 0.41
REHMNT 8 0 0.1 104 9.8 9.8 0.45
T2-hF¥ v VLI IR R A A fi 8 0 0.1 105 5.2 9.2 0.42
LHrbAHZL 8 0 0.2 102 75 75 0.37
pNCREEEE 8 0 0.1 100 7.1 71 0.32
T MR Y mAm TR RNE A 7 1 0.05 103 6.6 8.8 0.40
i”M/ T or3bBIL 7 1 0.1 99.8 45 45 0.22
K4 8 0 0.05 101 43 43 0.19
x4V 7= VEFLI IR A A e 8 0 0.1 106 6.8 6.8 0.31
A LH3H5T L 8 0 0.2 107 8.6 8.6 0.43
KEHMNT 8 0 0.1 109 31 4.9 0.22
3T FAT A G TIRE A A 8 0 0.1 102 8.8 11 0.49
RISV rsbacL 8 0 0.2 97.1 9.1 9.2 0.45
KE M4 8 0 0.1 103 7.6 12 0.57
15-7 EF L7 EAMTIRE AR A 8 0 0.1 109 4.3 8.1 0.37
Fxv=nL AT L 8 0 0.2 115 7.8 12 0.58
S PRV 8 0 0.1 116 9.0 14 0.65
FA X =N UM TERERMEA R 3 0 1 98.2 6.5 11 0.70
[ i 75/ {0.0158
9B AHZ L 8 0 0.2 97.2 5.2 85 0.42
7'Z v 7 ff0.021
KEWNT 8 0 0.1 103 34 13 0.59
77 v 7 f#0.028
T A X :/f VLI IR A B B DR 8 0 0.1 84.3 4.6 22 1.0
;i;’;'w LobarCL 8 0 0.2 96.7 35 15 0.68
KE A 8 0 0.1 78.2 6.4 13 0.59
=L =) E A TIRE AR A R 8 0 0.1 99.9 3.9 9.4 0.43
9B AHZ L 8 0 0.2 98.8 4.1 7.6 0.40
77 71i0.159
KEHNT 8 0 0.1 89.9 5.6 5.6 0.25
TV X R AR & SR 8 0 0.1 105 5.1 14 0.62
LHbLAHZL 8 0 0.2 101 8.8 8.8 0.43
KEH»NT 8 0 0.1 93.8 8.5 10 0.48
Ef R (H—BR=EIC L DR 3-TEHFATFTAEF =L ) — L HE 15-

TEFNTAF= "L —b B & 0.02 mgkg, T2 h¥v v, TAFY
=NV =V ROT YL X BB 4 0.01 mgkg, £ OMO T @ Ak
£ 0.005 mg/kg

R T IR (BB =T & % s 3-THFATARL =L =KD 15-
TEFNTAXRT= =0 B 45 0.006 mgkg, T2 by TAF
VEAL = ROT L X A 45 0.003 mg/kg £ OMONTE - wR
BFF 4 0.002 mg/kg



(%) 7u~ 7T LH)

1

Za e

. FAF TN LA =S

|

| FAGF LA
[

|
L X

S ) T

|
(EEE DR

7.5

4l

15-F = F Il

Faxuzalo-ib |
¥
|
| T EFLFAED AL
| ST ERFDRD IS —
|
| Hr2RFvy
| ThEyy
|
95 15 135 155 175 195

w3

BER (EMUVEELELT10 ng/mL) YO TS5 A

3 77T XV rDEIKT v~ T T 7K BREEGHTE

(1
2)

IR RS E W) 777 ¥V Bi, Bay G XOYGy (4 5%47)
108 4 P BEfE, 298 AZ L, AT a—rH AL —, FRREECHEE

KOEIHEAZ LA L—

3)

1) 777 Fxvr B EEFR

Sy BRI

A BREOBY

777 FF I By [Ci7H1206) 1 mg % 0.01 mg
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DHIETEY, TOHEZTHEL, 5 mL OBAEE 7 7 AT AN, Tk b=

UL EMZTENL, FIZEBRETT =N IVEMZATT 77 hF v
B EHEFRE AT S (Z0 1 mLix, 777 hF B & LT02 mg 25
BT 5. ) o

2) T 77 bF T By HEUERUK 777 F¥I By [CiyH1406) 1 mg % 0.01 mg
OHTE TR, ToEEZTHEL, 5 mL OBAaLE7 723l A, 7Tk b=
FUNLVEMZTENL, FICERETCTE =R ILEMATT 77 X
B EEFR 2T D (0 1 mLiX, 777 hFv v B, 2 LT02 mg 25
BT 5, ) o

3) 777 hXxT v G HEUERK 777 h¥Tr G [CsHRO,) 1 mg % 0.01
mg OHTE TERY, TOHMEETLEHEL, SmL DBEOEEET 7 A3 AN, TE
= MU VEMZTENL, BIERETTE N =MIAZMATT 77 bFv
G EMFRZHNST S (ZO®1ImLiX, 777 FF2 20 G L T02 mg %25
BT 5. ) o

4y T 7T hXTr G fEUHEFIR 777 ¥ Gy [CsH14O07) 1 mg % 0.01
mg DHIETEY, TOHMETLHEL, SmL OBOLEET T 23l A, 7k b
=MV VEMZTENL, FICEREFTTE = NIAZMATT 77 hFv v
G IEMEFIE 22 (ZoO® 1 mLiX, 777 FF2 2 G ELT02 mg %25
BT 5, ) o

5) 777 bFVUIRAEHERIK 777 FF¥FT 2 B, Ba Gi KN Gy B AEHER
WRoO—HzRAEL, 7 =MV LTERIZHRL, 1 mL FIZT7 77 hx2 v
Bi. Boy GIAUNG ELTENENOS ng T 2256 7T 57 77 bFTV U REHE
IR 2R D,

R LT, 777 bR VIRAEERKO -4 78 h= Y LV TEMR
IZAML, 1 mL FIZT7 77 %2 B, Boyu GG A G & LT 20 ng a5 AT
L5777 bRV UVRGEEREZRET 5,

B = =

il B ekl 50 g 2 (A7 a—rH A Lb— FREEBAFERLOE S b
AZLPAL—U0E25 g 2001 gDOHTETEY, TOHMEZETHE L, 300 mL
(AT a—rH A L—2 ROREREHLETEHT 500 mL) OBELE=Mf7 7 X a
AN, 7T F=FUb—K (941) 100 mL (f 72— P A L —UKROREH L
AHZ LY A L—U0F 150 mL, FRRSEEMLAEHT 200 mL) ZA0%., 30 43RV &
HCHIH T 5, IR &8 @Ik m DL IS AL, 650xg T 5 Jy 0o L.
BB E S T MBI RENER E T D,

717 LR RBHEIK 4.5 mL AR BREICAN, ZHEELVT L (T 7T v v
ATALERF) #3221 < DI LA, K TAAIZ @I L 7R %2 S b ROG
[T D REHAIR & T 5,

FEAEEOS BREHAK 1 mL & 50 mL ORI T T A a4 TIEREIC AN,
40 °C LLF ORI TIE L A CH[E T 5 F THIEEM L72th, B8V A&k > THL
B9 %, B NY 704 ofifE 0.1 mL 2 EfICINZ., ZORmaBER Lz



%15 pREE L, BIZK—7% > (9+1) 09 mL 2E0RTT 7 A2 |ZIE
WMz CTIRVIEE D, Z0E 77 AF v 7 ilEokBE (B8 1.5 mL) 12
AXL, 5,000xg T 5 im0 mE L, EBARARERIK v~ N7 T 7 40— 2T
LREHRIR & T %,

[FFRFCT 7T b %o U RAEMERE 2~60 L OB OBE KR OT 77 b v Uik
AFEAER 2.5~25 pL O OS2 ZN I 50 mL D727 7 2 a4 I TEMIC
A, bU 7oA aEEER 0.1 mL 2 ERECINZ 5, LR BUEHAK & RIERICHERIEL .
1 mLHIZT7 77 FF¥T 2 Bi, Bay Gt KNG & LTENZET 0.05~30 ng FH &
EEA T OHRIEERERT D,

Wik v~ 777 4— RN K OV AR 20 uL 2k o~ N7 57
ICEAL, Z7a~ NI 0555,
WESME Bl
B A& ECERmEs IhERE 365 nm, HOEHE R : 450 nm)
B 7 AT BTN LT Y B T A (N 4.6 mm,
X 250 mm, HRifE 5pum) 3
wOBE W K= AH = (3+2)
i #H : 0.8 mL/min
71T INAERFE ¢ 40 °C
G B Bbhmruax b T ANRDLE—7E S T A RO THER 2 1E
L, REMHFOTZ7Z F%2 2 B, Biy GEOGEEHHET S,
H 1 EEEREITEYE L RETIT Y,

2 RVIREZZ ENHEERREHZOWTIE25g 95,
3 MycoSep 226 AflaZon+ (Romer Labs ) XX Z i EREDH O
4 50mL ORTEZ T AaDRDVIZ, S0mLELLTORT Y a—Fy v
FrE LT ARLRBREICEMRICEY . mLT AR —X —552FT 40 °C
UTCRMERNERT A% Lo T lE S ¥ 7t FERKISZITH 2 &
& A HE

5 Mightysil RP-18 GP (BAA/{bFH) TN EFFEDOH D

i~ 28
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(%) DEAN) T —va v
« TRANMETIN 3R K OVl UK B
1) BEfAEIEONES AL

; . e ; W WINEILEE MR UK B
Ik sy 4 Ao HE (mgkg) MR L (%) RSD, (%)
777 MU UB, FEARA SR 0.01 3 102 5.2
0.02 3 103 3.0
0.1 3 95.7 1.2
25 F B A fi 0.01 3 96.0 2.8
0.02 3 9.3 2.2
0.1 3 97.3 2.4
LA L 0.01 3 100 4.0
0.02 3 95.0 0.0
0.1 3 92.0 2.9
777 hXTUB,  #AHEA R 0.01 3 95.0 4.8
0.02 3 93.7 2.7
0.1 3 92.0 1.1
2 R A f B 0.01 3 92.0 19
0.02 3 90.7 1.3
0.1 3 100 4.7
LobAZ L 0.01 3 96.0 5.4
0.02 3 92.3 0.6
0.1 3 95.0 3.2
T7T X6 EARA SR 0.01 3 95 7.4
0.02 3 103 2.2
0.1 3 103 1.1
2F F B A £ 0.01 3 94.0 43
0.02 3 9.3 2.6
0.1 3 102 4.4
Eo9HAHAIL 0.01 3 101 2.6
0.02 3 95.3 4.2
0.1 3 97.7 1.2
77T RNRUUG,  FEHIELA B 0.01 3 92.7 8.0
0.02 3 9.7 2.2
0.1 3 96.0 1.0
2F R A f B 0.01 3 92.7 41
0.02 3 91.0 11
0.1 3 104 5.0
LoabAZ L 0.01 3 24.7 1.2
0.02 3 91.7 1.7
0.1 3 97.0 1.0
2) BEAFEIEONE Y BLAZ L (& FIRAHYERE)
5 N - * WIRE WOME =R R LR R
IRINAK 53 44 RO FEH (mgkg) o L (%) RSD, (%)
77T FXL B, BHEAEE 0.0005 5 91.8 45
VESLI T4 A A 1RO LR L f 0.0005 5 96.6 4.7
EO9HAZ L 0.0005 5 94.2 2.7
777 RV UB, EEE R 0.0005 5 88.9 2.5
VLI 721 B R AR 7L R B A f 0.0005 5 90.2 2.5
Loy AZ L 0.0005 5 87.5 1.7
77T hXU UG RS 0.0005 5 94.9 37
VESLI T4 A AR 1R LR L f 0.0005 5 83.5 8.5
EO9HAZL 0.0005 5 91.9 1.6
777 MRV G,  EAEA R 0.0005 5 93.5 2.4
VESL IR T AT 2L AL 0.0005 5 89.9 53
Loy AZL 0.0005 5 91.4 0.8
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3) EHIBAEILYAL—

3 N Shgel o 5 g wWnE TINEI = OR LA 2
Wpk 5 4 ARk O T (makg) ek L (%) RSD, (%)
T77RFUB LIBAILYAL—UVL 0.0013 5 116 2.1
0.022 5 89.2 14
0.044 5 92.7 17
LobArZ LA L—D2 0.0013 5 93.0 14
0.011 5 92.5 1.6
LobAZ LA L—T3 0.0013 5 97.8 4.4
0.022 5 85.0 35
T77RF¥TVUB, LOBLAILYAL—UVL 0.0013 5 104 21
0.022 5 88.7 11
0.044 5 89.7 1.6
LobArZ LA L—2 0.0013 5 119 2.2
0.011 5 89.9 15
LobAZLIAL—T3 0.0013 5 113 4.2
0.022 5 84.0 32
TI7I7RFXVUG EOBAILYAL—UVL 0.0013 5 103 3.3
0.022 5 91.6 14
0.044 5 95.3 2.2
LobArZLIAL—2 0.0013 5 106 33
0.011 5 96.1 2.3
LobAZILFAL—T3 0.0010 5 96.0 3.3
0.022 5 88.1 31
T77 b6 LHIBAILIAL—VL 0.0002 5 93.8 6.3
0.022 5 91.7 0.8
0.044 5 94.0 17
LobAZLIAL—D2 0.0002 5 94.8 10
0.011 5 93.9 35
LObAZILIAL—T3 0.0002 5 82.6 2.6
0.022 5 87.5 2.6

4) AT a— A L — D R OFG IS B A R

N I WM ENEIER R LR
WINRL Sy 4 o FE 5 (mglkg) R L (%) RSD, (%)

T7I7RFTUB AT aA—r P A=D1 0.0026 5 91.6 1.6
0.022 5 78.6 17

0.044 5 817 1.0

AT a—rHh AL —2 0.0026 5 92.2 14

0.011 5 100 7.6

Tifh 76 1 HEL B ek 2 0.0013 5 79.8 0.8

0.022 5 86.7 2.3

0.044 5 91.0 1.0

Tift 76 W ML B} 2 0.0013 5 84.8 2.5

0.011 5 85.0 2.8

T75R¥TUB, AT A=A L—V1 0.00044 5 100 4.2
0.022 5 78.1 14

0.044 5 79.4 1.1

AT a—rH AL —2 0.00044 5 86.4 2.2

0.011 5 93.0 3.7

Firi 6 WAL A5 1 0.00022 5 91.3 8.7

0.022 5 86.9 2.2

0.044 5 87.6 0.7

Tilh 7t e HL £ k2 0.00022 5 98.2 7.4

0.011 5 86.9 13

TI7IRFLLG AT A=A L—D1 0.0026 5 97.8 14
0.022 5 76.3 1.8

0.044 5 86.1 13

A7 a—rHh AL —2 0.0026 5 101 0.5

0.011 5 108 6.5

ith 26 18 HEL £ 6k 1 0.0013 5 93.6 1.0

0.022 5 87.2 35

0.044 5 99.7 1.9

Firi %6 AR 52 0.0013 5 112 6.7

0.011 5 88.1 3.6

TI7ITR¥FLLG AT A= HAL—D1 0.0052 5 95.0 0.4
0.022 5 82.3 1.2

0.044 5 86.3 14

AT a—rHFAL—2 0.0026 5 101 14

0.011 5 108 5.1

Tilh 7 1 HHL £ 6k 1 0.0013 5 95.8 15

0.022 5 93.8 2.0

0.044 5 96.5 15

ith 6 1 HEL £ 6k 2 0.0013 5 107 25

0.011 5 94.9 2.3

93



94

- Hefm) RER

e soptofE  TOR AR VMR URMENLE  somsie SRR

BEK BWEH  (mgkg) (%)  RSD, (%) RSDy () O
779 Rk v B, BN AR 7 0 0.02 9.8 3.0 44 0.20
775 KX B, #ARLAE 7 0 0.02 90.6 27 76 0.34
775 k%G, AR AE 7 0 0.02 100 26 36 0.16
775 L% G, mAEAE 7 0 0.02 934 26 54 0.24

EE PR (E—RBREIC X 5HR) BlEmEI L NE I HAZ L 4 0.0005
mg/kg, TMREMER LA T a—v A L—y (R B 777 hFov
B> : 0.0005 mg/kg, EDOMDOT 77 ¥ :0.003 mgkg (A7 23— P A L—
VH 777 hFT Y G 0006 mgkg) . L OBAZLYA L— (AF)
777 hRT 2 Gy 0.0005 mgkg, TOMDOT 7T FF o & 0.003
mg/kg

- B IBR (E—RBREIC L DR BlEfEE L RE > HAZ L 4 0.0001
mg/kg,  FEREBEHEEI R OA 7T a—r YA L=y (AW F 77T hdxv
> B2 :0.0002 mg/kg, EDOMDT 77 FF 2 :0.001 mgkg, EIH9HAZ LY
A L—y (A B 777 %22 Gy 0.0002 mgkg, TDOMDT 7T k¥
v 4 0.001 mg/kg

(%) 7ua~ 7T L

A B
3 _ . - 3
4 1 FI5FF0G,5558E 4
ﬁ l 2 75 FBEREE . I
% | l q 3 795k 206, % |
he |'| ! 4 FI3+F,B; e | ||
'--._."\n__.I JL, | 3 - _— !l‘.\_ . |1-_\_
0 5 10 15 20 25 0 5 10 15 20 25

(#3058 (#3305,

BREROI/BT LTS LA
A: 777 MU URAERER (% 02ng EA. FHER(GAED D)
B: 777 NI U IRAGEMER (£ 02ng i EA, FHEA(LLEE2 L)

4 TI7IT IRV UDWEEIn~ NI T T =T NI AN T Z =2 K SRR

%
(1) Htrxgbay 777 X2 Bl Boy GIENG: (4 5557)
(2) WA KRG AR Ak
(3) HHTIET
A HEOHHE

1) 777 b¥T v B EEMERK 203)D A D NITX

2) 777 hFTr B EEUMERK 2D03)D A D 2T L

3) 777 hXTUGIEHEREK 203)D AD3)ITEL

4 TT7T7hXTUGIEEREK  2D3)DAD4)IZEK



5) IBRAER  EAICELT, 777 3% B, Ba G KT G HAEAEFR
DOD—EHEZRERAEL, TERF=FU/L—JK (9+1) TIEMIZHERL, I1mL T 77
F¥T Y B, Boy Gi RN Gy & LTENEI 25~20 ng =5 AT HESDOIREGEE
Wk & T 5,

B & =

T i MR 50 g 2% 0.01 g DHFE TEY . FOHZ sk L, 300 mL
Dtgtate =A 7 7 A2l AL, 7 h=KFUL—7K (9+1) 100 mL ZINZ., 30
SRV IBE T T 5, HEEZ A/ (S A) TAHBL, AHKE DT LALHE
(S D REHATR & T 5,

717 LALER AEHAWR 6 mL 3 BRE IC AN, ZHEED T L (777 M2 U0
) 225 < LA, FETAAH Z @il L7 ORHE 1 mL 2T
L, BIZHDON T 2EREBEICHLIAALTT 77 ¥ Bl Ba, G KO G &1t
HEE5, MHREAYE LR, 208275 2F v 7 WG BRE (5&
1.5 mL) 2 A, 6,000xg T 5 oiiEOmlL., EBARERIE o~ N7 T 7
4 =TT 2R & T 5,

Wik v~ s777 40— FEHEKR L KRS IEERS 20 uL 2k v~ v 75
TIZHEAL, Z7a~ N T 855D,

HIES B

o M A dobRE OBEBR @ 365 nm, HOLER 1 450 nm)
BT A AT TN Y MM ) BT T A (WA 4.6 mm, K

X 250 mm, BifE 5 pum) 4
WO W K—AZ = —TEr=FU (1148+1)
it @ 0.7 mL/min
717 AFEIRE ;35 °C
HAL G > A T HE S 60245 nm AKJEAKERET (15 W) BRE 2T ADK
i 2 A VAN — IR 2 A v (NER 0.25
mm, £3 10m) Z#EEFELZHO
i B Bonlz7a~ 77500 E—7 &S X3mE % KO TR R 2 1E
BRL, BEHFOT7T 77 %2 Bl. Bo. GG EAOG EEZEHT S,
H 1 EEEREITESE L RETIT O,
2 RVIBED Z ERNEERREHZ DWW TIE 25g &%,
3 MycoSep 226 AflaZon+, MycoSep 228 AflaPat (Romer Labs ) XXz 5
LRI%ED S D
4 Shodex CISM4E (LY F v 7 #8) NiXZhELFED LD
5 PHRED (AURA industries ) XN EREDLOEHW, 1T L LK
s O MICERE T 5,
6 YU AT AMIEDEIRER ZITORVGE, 777 XYy B KD G
OEIGHFERIC DR SN2 NTD, T77 hF 2 BIADR G OE—7
PHET D, ZHICEY, MHE—2 ORIEZITI 2 &N TE 5,
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(&) piEAN) TFT—va v
« TRANIENI R R ORI UG L
/7‘7JDJ55Z Zl %ﬁﬂ%@%ﬁi‘,ﬁ ﬁ%ﬂﬂ{%}ﬁ ‘(f L {?ﬁﬂﬂlﬁlﬂlﬁ /fgki; L*i}_h

(mg/kg) L (%) RSD, (%LAT)
777 R UB BARAEE 0.005~0.04 3 84.0~96.9 7.1
4-Hfd Akl 0.005~0.04 3 79.3~98.3 43
L9852 L 0.005~0.04 3 87.1~99.3 10.3
KUiMA4  0.005~0.04 3 54.9~91.7 21.2
777 FRTUB,  EARAER 0.005~0.04 3 79.4~92.0 13.9
4B A EEE 0.005~0.04 3 80.9~1025 4.0
L5452 L 0.005~0.04 3 89.0~94.0 4.2
KTMA4  0.005~0.04 3 79.4~96.6 7.9
777 TG BARAEE 0.005~0.04 3 77.2~93.3 7.1
4-HE Akl 0.005~0.04 3 78.5~89.3 8.1
L9852 L 0.005~0.04 3 72.5~86.8 9.3
KUiMA4  0.005~0.04 3 84.1~92.1 6.0
777 XU UG, BARAHTE 0.005~0.04 3 72.4~100.5 11.2
A HE A e 0.005~0.04 3 88.5~96.5 8.1
L9452 L 0.005~0.04 3 78.0~94.9 45
KTA4  0.005~0.04 3 915~104.7 3.5
- JL[FE R
X e . sER O USHONJEEE  wmEscE (W RNESRURE  SRETEERE
53 44 RO oy (mgkg) e e RSD, (%) RSDa (%) HorRat
777 XTI UB, FHBEE R 7 0.005 111 3.2 12 0.53
EHHL AT L 7 EREES (0.00889) 6.7 17 0.79
777 X% UB, FHABE R 7 0.005 94.6 1.9 9.5 0.43
777 MXT UG A HERAfE 7 0.005 108 2.8 16 0.72
777 X6, 4 HELAE 7 0.005 87.0 3.7 9.0 0.41

EE TR - BR=EIC L 5iHER) 777 Fxvy B KUY Gy B 45
0.001 mgkg, 777 FF T2 B KLU Gy : B 45 0.0005 mg/kg
- RH TR (H—RBR=EIZ X 2ER) 777 Fxvr B KDY Gy BB &
0.0005mg/kg . 777 FFT U B LGy B 45 0.0002 mg/kg

(%) ra~v 7T L

A B
. 3 1 FISHHLG, ;3
2 FISFLIG, oo
1ol EER(T &
& 2 4 3 TOSEVUB
i 4 FoShELUB,
o i TR ¥ - - - Eﬁg{$ o ——————— e e ey i
0 5 10 15 20 25 . 0 5 10 15 20 25
{F503RE. "= 1R RE

BEZEOYVOT LT T L
A: 777 MV URBERER (% 02ngiEAN, 74 NI NI T I H— F
)
B: 777 hFVUIRAERER (% 02ngiEAN, 74 M7 I NI T 7 X — - F
7)



5 PTrIL )0 FOTAXI=NL ) — DKy a~ N5 755 AR50

FHZ & 2 RIS HTIE
() SR B7 71 U ROTAF =10 —L (2 K5Y)
(2) WP  FREEEHEE, LobvAZ LA L—T
(3) ik
A HEOCHH

) B7 7V SEAER BT Z 1 /2 [CisH»nOs) 2 mg % 0.01 mg DT E THE
D, TOHMEFSEL, 20 mL OERET 7 A3ZAN, T = I LZMZT
WL, FICHERETT B b= ) LENMATET I L/ VEERK 2R 5
(ZDW ImLiX, 7L/ LTI00pug Z2E5HT 5, ) o
ERHICEEL T, ZoREERKO—H4%, 7€ b= KU /L—/K (21+4) TIEFEIZ
HRL, ImLFIZETIL /) LTEREN0.1~50ng # 5 H T HEOET
TV R B T D,

2) TAFT=ANL ) —LEEAREE TAX =1 —)b [CisHyO06) 2 mg %
0.01 mg DHIETEY, ZOHEEFEKL, 20 mL D&Y 7 A 2T A, 7T
F=RUNZEMATHENL, BIERETTER=RIAVEMZTCTAF =N
L — VERER IR 2T 5 (Z0f 1 mL 1%, T4F =L/ —1Lt LT
100pug Z&ZHT 2, ) .

EHICERL T, TAF =" —/VEHERKE 1 mL % 50 mL ORE7 7 2=
IZIEFEIC AL, TITEMRETTER=FYU =K (2144) /%2 T, 1 mL HIiZ
TAFX=NL )= LT 2 ug 25087 HEERERMS 5, Z OFERERD
—HE, K—AX ) ——=TE =KV (18+1+]1) TIEMIZHRL, 1 mL #
T AF =" )= LTENEN 4~100 ng 250 T HHEOTAF v =
N ) — IR 2T 5,

B = =3

h H IHTRREF 25 g 2 001 g DHTETED, TOHMEETEH L, 500 mL O
Hp=m7 I 2alc A, T F=FVU/L—7K (21+4) 250 mL # Mz, 60 53 [H
BV RE T 5, hHEE 50 mL ok Lk E 12 AT, 1,600xg T 54y
BhE DAL, EWAR 1 mL 2 20 mL O28& 7 T 23 |ZIEHEICAND, BT
FRAADERETTE M=) V—K (2144) ZIx. BT LLFITHET 2K
BHER & T 5,

T T LR REHNATR A ZHEERED T AT IZ AL, WIOOFEHE 1 mL 28T 5,
10 mL OFRBREZ D 7 LD FIZES, ZOHOMHK | mL %), K72~
N7Z 7 E T IREERSHFHIEZHE (BT 7 L ») I 230RHATR &
T 5, HiZ, Bl 10 mL ORBREZH 7 LD FICEE, FOHOFHIK 3 mL %
=, BRI 2 REHAIR & T 5,

B o REBmKEHSNPLOS T T A =R 02 g (0.19~021 g) *?2
ZAATZ 15 mL O LT 22— 712 A, 1 IRV IEE S, 1,600xg T 5 47l
DL, BB 2 mL & 10 mL ORBRE ICEMIZAIL, BFR T A% %> Tz
E3 5, K—A%/——7%FFr=KFU/L (18+1+1) 0.5 mL % EMEIZINZ THE
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M EwnL, A7 707 40— (FL£ 020 um) TA L, K& v~ b
7578 T AR ESHFICLDHE (T4 =10 —) I 5508

WL+ %,
k7 a~ V7T 78T ARERBRSHFHCEILDHE (BT 71V /) RS

WROBET TV SRR 5yl 2RIk n~ ~ 275 7 % 07 ZE BT R
CHEAL, RIS v~ b7 7 L2155,
e S |
(k7 m~ ~7Z 7#)

71 7 Lo AT BTN I D AT VT T N (N 3.0
mm, & & 50 mm, Kifg 2 pm) 3
b7 i W 2mmol/L fflig 7 = AE—7 v h=Fr UL

(743) (1 min f&¥F) — 4min — (1+19) (7 min
£REF) — 0.1 min — (7+3) (4.9 min & FF)

Vi 7 : 0.2 mL/min
BZ A IR FE40°C

Fi o VOB MRS &5 i Et
A4 F v b i RRIEREFEA A4k (APCD & (A4 AV E—R)
X7 T A4 W —H A 225 (4 L/min)

1 ye il A : Ny (5L/min)

A B —7 x—AE 350 °C

t— b7 m vy 7 EE:200°C

D L & FE : 250 °C

a2 U ¥ g v A A Ar (230 kPa)
aYTaryIRAF— FEROLEED

T = H — A F v FTEOEEBDY

£ BT TLv rORIESM

FVh—%— TaBy Ay ayvar

HER S E e TE Te3m TR F—
(mfz) (mlz) (mfz) (eV)
BTy 317 131 — 29
— 175 2

Wik a~ 7778207 AEEBGHFHZLDHE (FAF =1V —)
AREHEIR M BT AF =" ) —VIEHER 5 uL 2Rk u~ N7 782 0T
LRV RSHIFHCEA L, BIRSUSKRH Z ~ h 7T 52155,

W At il
(k7 a~ s 7Z 7#)
7 7 Lo AT BTN I AT ) BT T A (R 3.0

mm, £ & 50 mm, BifE 2 pm) *3



= Hife W 2 2 mmol/L WEEE T > & = 7 AYRWE — 2 mmol/L FElz 7
VRS LEGH AL ) —VIRE (19+1) (1 min £#
FF) — 9min — (1+19) (5.5 min f&#FF) — 0.1
min — (19+1) (4.4 min {£Ff)

it @ 0.2 mL/min

K7 AR B 40°C

(% v T BEVE B Hratilit4)

i H o DU EE AR B AT R

A4 & v b o RREARFEA A4k (APCD 5 (BA A E—F)

37 T A Y —H A 725 (2.5 L/min)

12 Ji Vil A : N, (6 L/min)

A B =T x—ARE
E— 7wy 7R E:
D L & JE
=N - I
aJVa TR F—
T =% — A4 F U

400 °C
200 °C

: 250 °C
: Ar (230 kPa)

TEROLEEDY
TEROLEEBD

# TFTEXFI=L ) — LOHIESME:

TVA=Y— TaF s b KX a)var

e RWEH Ay ERM R TR F—
(mfz) (mfz) (mfz) (eV)
R Ny 295 265 — 11
355 — 265 15

LR

BONTRIRROSHHZ v~ M 27T L0 6 B — 7 B XITE S 2K

THREREZIERL, BRETOETIL )V EROT XY=L ) — L &EHH

j‘éo
E 1
EFRIZFEDE D

InertSep VRA-3 (U HF— "—F&E 6mL, ¥V—x= /%A =) iTh

2 Supelclean ENVI-Carb SPE Bulk Packing (Sigma-Aldrich #) XXz &

EEIORND

3 InertSustain C18 (Y —=x /P A = ZAH) XiZZnERZEDL D
4 LCMS-8040 (HtBI/ERTHY) (12 X 2 54441
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(BE) DWiEN)T—va v
* AINIEI =R K Ol LA i

(B7Z71v7v)
spoms | TOMRIE o UNENGE  GRE LR
(mg/kg) (%) RSD, (%)
T 38 B ML A L 0.04 5 100 12
1 5 108 2.7
T 76 T AH i k2 0.04 5 107 9.9
1 5 110 4.2
EYHLAZ LA L—T3 0.02 5 110 8.7
EIHBLAZ LA L—T5 0.02 5 112 12
EHaBLAZ LA L—V1 1 5 101 4.0
EIBLAZ LA L—2 1 5 106 4.2
(FAF =1L ) — )
. S WINEE . WINEER ok UKSEE
B O TR (mgkg) B L %) RSD, (%)
T 38 B ML AR L 0.2 5 105 3.9
4 5 97.9 2.8
T 76 T AH i k2 0.2 5 107 1.8
4 5 98.0 2.6
EIHBLAZ LA L —3 0.2 5 114 7.9
LA AZ LA L—T4 0.2 5 116 6.0
EIBLAZ LA L—V1 4 5 89.3 59
EYBLAZ LA L—2 4 5 894 8.7
- JL[A] R
(771 7v)
shak TEAIE RN T IR 2 ENME URE R
PO Bon ok {‘J\‘(ﬂiﬁi ' bu(iiu " ReD, (%) D oy Mo
EH5LAZ LY A L—1 8 0 2.2 106 6.1 7.4 0.53
EHBAI LY A L—2 8 0 11 105 5.0 5.0 0.32
EHBAHILYAL—3 8 0 0.2 111 5.5 8.8 0.4
il e L B 51 1 8 0 2.6 104 2.0 4.9 0.36
Tith 3% T L 612 8 0 1.8 105 45 5.3 0.36
Tl 8 T FEL B 51 3 8 0 0.48 108 5.8 7.7 0.44
(FAF =1 —))
st R RE T IR HROENESE UK SRR
SR LK B T o) map, (Mot
L9 ALY A L—1 8 0 14 99.8 5.8 8.7 0.81
EHBLAHT LA L—2 8 0 7.0 99.3 41 13 11
EHBLAHT LA L—3 8 0 12 107 6.7 19 1.2
il 8 1 #L 5 1 8 0 10 97.9 8.3 13 11
Tilh & B 4L fi 182 8 0 2.2 102 7.0 9.5 0.67
Tith 3 T LR 3 8 0 0.8 104 4.4 13 0.80

By HTRREE (R (X % iR

- ERE TR (BRI X DR Y7 IV /v RRsEEEAE (REY)
F0.08 mghkg, L5 HAHILYA L— (BEH) T 004 mgkg, TAFT
=L =)L TRFEEE LA R (RE) o 0.4 mgkg, O BAT LY A L—
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¥ (REz4) F 0.4 mg/kg

- B TRR (E—RRBREIC X 2 R YT IV RRREAE (RzY)
004 mgkg, &I HATLHAL— (REH) F 001 mgkg, FAF
=V )b TRsEEEHLE R () T 0.1 mgkg, & O HAT LA L—
v (EEH) H 0.1 mg/kg

(%) ru~< k7T L

A B
¥500 . 3000 - TS T LA

o oL o
iﬁf{; ;-: % 2000
\\"" 1500 \"‘- e
e o L
ETE' 500 ﬁ 500 4
o e

45 5 5.5 3 5 55 & 65

(#3050 = {FHIRE.
C D
3500 BFSL . FARDZIL

11 s0m | ]
ﬁ 2500 i:j 2500
E 2000 4 ﬂﬂ;ﬂt 2000 -
T‘\-\. 8500 ﬁ EE
M L - \\ 1500 +
% 1000 e o0 -
ﬂ!E =1 ﬁ o)

L T L 5

45 5 55 B c = x! o=
Lk (RieR 5

BERRUAFMEBDIOT LTS L
AB: %K (771 /L LTI10 ng/mL, JEAEE LTO0.05 ng KONT 4%
Y=L /=)L e LT 60ng/mL, HEAELE LTO03ng)
C:iMmERE (EH2BbAZLYAL—VIZETTL /LT 1 mgkg fHY &
(FEAREE L TO0.05ng FHY &) #N)
D: WMk (EH5bAZ2 LY AL —VIZTAFF="L/—LE LT 13
mg/kg Y E (FEAREE LTO03ng MY E) N

6 hVarkrRmrOmORKs a~ N7 7 7EESHTFHT X 5 FRESHE
(1) Hrxtgieaw T2 FF¥y, TEHFTV=ARNL =L KR=L ) —/L (3
%)
(2) &P R
(3) ik
A HEOHHE
1) T2 FFIAEHERK T2 FF 2 (CuHa00) 1 mg % 0.01 mg DOHFE T
B, ZOKMEEFLEL, S mL OoBEELEET7 T A3 AN, TEM=FILE
MAZTENL, BIERETTE = I VENZD (ZO# 1 mL X, T-2 k
FoLlLT02mg 28075, ) o LICZOWD—AZTEF=FV/NLTIE
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WAL, ImLHIC25ug 25 AT D T2 v ARERKZHET 2,

2) TAXT= NV — NEARER R FA X =L ) —) [CisH006) 1 mg %
0.0l mg DHTETEY, TOHEZFFHKL, SmL OBEAEET 7 AT AN, T
B Rh=hrI &Mz THEPL, BIERETTEF=MIAZMZD (ZDHK 1
mLiZ, TAFT =L —LELTO02mg2EAHT 5, ) . BICZ DD
7 b= FUNTEMIZHRL, ImLHICTAF=" /) —LE 1L T25ug
EEHTHTFAF =L ) — VERERR 2 T 5,

3) =L —UEWERE =L/ —/L [CisH207) 1 mg % 0.0l mg DHiE T
B, TOKMEETESHKL, S mL OBAERET I AaICAN, TER=FULE
M2 TE» L, FIEKETTE = I AZMZ2D (ZOE 1 mL X, =L
J—=n&ELT02mg 250D, ) . BFIZZORO—EHEZTE F=FJ LTI
FEWZAIR L, 1 mL FiZ=""L /) —LE LT25 ng 2af845=31 /) — )LE%
Jik % 2,

4) RAERER HEAICEELT, T2 hFvy, T48F ="/ — L EDR=N
V= VEBRFRRO —HEZRAEL., K—AZX/—L—-—Tr=rI L
(18+1+1) TEFEICAIL, 1 mL FIZ T2 bFv v, TAF V=L ) =LK
V=L )= LTENRTN 0.01~1 pg 2 a8 H T 2 HUSORAERER 2 R4
Do

B & =3

h H INTEEE 25 g 2 0.01 g DHTETERY . TOEMEETHF L, 200 mL O
=M 7 T A3 AN, T h=FUL—7K (2144) 100 mL Z Mz, 60 57 [H
WV IRE T T 2™, MRz e OB I AL, 1,000xg T 5 4O
YEEL . EEAEE DT ALE T 2 RENRIR & T 5,

71T LR RENAR A ZHEREN T A (M) a TR U RODEATLEEH) © 212
AL, WO 3 mL 23T, ZO®% O 3 mL % 10 mL OFRERE 125
U5, ViR 2 mL 2 EfEIC 50 mL O3 7 7 XA 3 AfL, 50 °C LLFOKE
TIEE A ETET 5 F CRITEM L%, EF T A&k TRET 5,

K—A% ) —L—Tt h=hrU/L (18+1+1) 1 mL % EFEICIN X CREEY % A
ML, ZOWRET T ATy 7k EE (5% 1.5 mL) (2 A%, 5000xg T 5
S OSEEL ., EBARRERIK v~ 7T 7 EESATEHC X A HIEICHT S
BRI & T 5,

Wik v~ N7 7EESHEFHZ L 2HE RBHRIR LR OB EEER 5 L 2K
rua~< b7T7EESHEHIEAL, BIRA A U7 v~ 77 0555,

HERME Bl

(k7 v~ 7 Z 7H)

7 7 LA BTN I ATV T N (NER 3.0
mm, £ & 250 mm, Rifg5um) *3

% i3 W - 10 mmol/L FEEET v B =17 AIKIE— A &% / — /L (4+1)
—15min— A % / —/ (5 min {&FF)

it 0.5 mL/min



=]

717 A f IR 40°C
(&% v T DRVE By HT R 4)
i H o8 EmAVE R ATRF
A4 & v Ak B R&IENA A b (APPI) 35X REIEALSFA A4
it (APCI) ¥ (EA A E—F T2 h¥v v, AL
FE— R FAF=ANL ) — L FR= N ) —
JV)
X7 T 4% —HA: N, (380 kPa)
K7, e 7 A : Nz (7.0 L/min, 350 °C)
777 A H—FEE 100V
R— T A —IEE : 300 °C
oy 7 U —%FMKE: 1500V
E =X — A A v :miz484 (T2 h¥T ) | 365 (TAF="L ) —
V) L 371 (=" 1 — L)
BHOOBONEBBRAF VBRI e~ ST AL E— 7 EERD TR
MALER L, BBHDO T2 hXv v, TAF =L — L EEP="1 ) —
NEEBENT 5,
H 1 A R A2 RN L CTIRVIBE D 2 R TER WAL, 300
mL OHIE=AT7 T X3z, fHEEOKREZ 150 mL &35,
2 MultiSep 227 Trich+ (Romer Labs ) T Z i &L F%ED D
3 ZORBAX Eclipse XDB-C18 (Agilent Technologies #) XX Z i L FIZ%ED b
%)
4 Agilent 1100 MSD SL (Agilent Technologies $) (2 & 2 &/
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(BE) oHEAN) T —va v
* AINIEI =R K OVl LA i

IR

N ;}2‘ G Az i
W L I EILNESI o SRy iy

AN 53 4 OBk FESE

(mglkg) (%) RSD, (%)

T2k %2 S 9 B Rk A R 0.01 3 119.7 6.5
1 3 96.3 10.5

2F B A R R 0.01 3 108.7 2.1

1 3 104.9 3.3

N 0.01 3 106.7 33

1 3 102.8 3.0

EHvAHZ L 0.01 3 107.3 7.1

1 3 90.0 14.7

TAR =NV =)0 B EA AR B 0.1 3 104.3 42
1 3 111.0 3.9

Jo% L i i ek 0.1 3 115.2 5.1

1 3 115.9 3.9

KZE& 0.1 3 105.6 8.5

1 3 110.6 48

= 0.1 3 100.8 7.2

1 3 108.4 7.7

=L /)—)L 55 e A fid e 0.1 3 84.9 9.0
1 3 87.4 7.2

JR FH B & £ sk 0.1 3 90.6 7.6

1 3 86.5 2.8

K#E 0.1 3 83.7 14.4

1 3 85.8 6.0

~ A u 0.1 3 83.7 38

1 3 92.5 0.5

- JLFE R

et EEAR O UWRONIEEE  mwmsce o0 ENESEURE  SHRAELRE

e PR ORI BREH BEM (mgkg) v mew  RSD, (%)  RSDg (%) HorRat
T2V 704 T AR A ST 6 0 0.2 89.4 3.0 13 0.63
FTAF =N % B A ek 1 5 0 0.5 114 1.6 47 0.26
L= % A Bl A AR 2 5 0 EsR T (0.211) 5.1 19 0.94
=L J—)L 5 FR Bic 2 fRL B 5 0 0.5 82.6 1.5 5.8 0.33

- EE PR (BR—RBR=EIC X5 mR FAEFT=ZNRL ) — AR P=RL ) —

LB B 4 0.01 mg/kg, T-2 b v i B 0.005 mg/kg
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(%) 7u~ 7T LH)

A B
Za L=l T2 bz,
L FAFwZ k= L
3 L il
H ' myz 371 A
(T ; g
e | m/z 355 "
TIC
4 B
{F 330508, 57 13 14 15
=i Py
C D
A L ) ”T“’
% { miz 371 ot
[Ty 18]
tuo myz 355 uth;
r TIC -
4 L
FIY 13 14 15
{F3305R8. 7 (BSR4

BERRUAFMEBDIOT LTS L
AB : EHER (TAF ="V /)= ER="1 )/ — Lt LT 025ng, T-2 |k
¥ & L T0.01ng iEA)
C: ik BWHARAEEHCT A X =L ) =L R R="L ) — Lt LT
0.1 mg/kg 84 &EIRIN)
D : #nakEl (54 9 BRI AE BT T-2 FF 2> & LT 0.01 mgkg F24 &R
i)

7 P aTRerRREDOH A uw N J T 7k BRI HTEEL
(1) ot ey 3-THEFAT AR =NV ) —)b 15-TEF AT EHF =
N =), TERT=NL ) —)b =L )=V EORT7H L X (557)
(2) A& R
(3) ik
A HECHH
1) 3-TEFATAF V=L — LR 3-TREFATAF =1 ) —
Jb [C17H207) 1 mg % 0.01 mg DHTE TEY, ZOHEZFHE L. 5 mL O#EH
BRI TAIZAN, TEI=MIAZMATHENL, FIERETTE = H
ULEMZT 3TEFATAF Y=L ) — VEREFRE TS (Z0F 1
mLiZ, 3-TEFATAF =L /) — L T02mg=E5H6T 5, )
2) 15-TEFNALTAFL =L ) — )LEEURER 15- 7T F AT AT =1 )
—/L [Ci7H207) 1 mg % 0.01 mg ODHTETED . TOKMEETLHL, 5 mL DG
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BEET T AZAN, T M= PMIALZMAZTENL, BITERETTE =
KU LEMZT 15-T B FILT A XL =L ) — VEERGEZ TS5 (20
ImLix, 15-7 ¥ FATFTAFL =L /) —L L L T02mg 2 al T 5, ),

3) TAXFT= AL — UEEERIK TAF =L —)b [CisH06) 1 mg %
0.0l mg DHTETEY, ZTOHEZFFHKL, SmL OBEAEET 7 A AN, T
Eh=bhUAEMZTENL, BIERETTER=NIAZMATTAF =
N ) = WVERFERAS 5 (20 1 mL X, 4% =L/ —1t LT
02mg &5 HT 5, ) o

4) =N\ — FERERR =N/ —Jb [CisHx07) 1 mg % 0.01 mg OHE T
B, TOKMEETESHKL, S mL OBAERET I AIICAN, TER=FULE
MATHENL, BITEBRETTE F= RV LEMNMXT=N ) — UAEAE R R Y
T2 (ZOW1ImLix, =L /=Lt LT02mg2E&A8T 5, ),

5) 7H L X AR 7H L/ -X [Ci7H»0s) 1 mg % 0.01 mg OHFE T
®;D, ZOEMEFLEL, S mL oL E 7 I A3 AN, TEM=FILE
Mz THEMNL, BIERETTE = I VEMZXD (ZOWE 1 mL X, 7¥% L
X ELTO2mg 2 EHT 5, ) .

6) IROHEUEFEK  3-TEFATFTAF =AU ) —LEERERK, 15-7 B F L7
FX =N ) = VERERR, TAX =L ) — VERRE, =L ) — LR
BEREKE N7 L ) X BEEREO—HZIREEG L. 7k M= FJ L TIERICA
WU, 1 mL HIZE2NEE LTENREN 10 ng 2567 DiIRA IR 2 705
T 5,

7 HEMEREET N-RURAFALTY LA IFY—L—NO-EA (FU AF)L
SUN) TERTZIR—FNURAFALZaaTF Y (343+2)  (fFE AR
%o )

B = =3

Fh H AEE25 g &2 0.01 gDHTETEYD, TOHEAFTHE L, 200 mL O Ife
“HT7 T A AN, T R=RMU =K (2144) 100 mL 201z, 60 53R Y
RETHIH T 52 Mt Z 10 mL OELILEE I A, 650xg T 5 4yEE L
YEEL . EEAEE DT ALE T 2 RERRIK & T 5,

17 KL RENATRE SHEESN T L (M) a T2 Um0 OERTLEH) * 3
AL, FIDOFEHE 3 mL 2 T5, ZO%OWHIK 3 mL 725 2 mL Z IEffEIC
50mL ORTIET 7 A alZ A, dFERIITHEET 238K & T 5,

AER BRI Z 50 °C LU F ORI TIEZ & A CHEE T 5 £ TRULRME L7z,
BRI A Ko THET D, FREMITHFLERAERIE 0.1 mL 20z, #EHA#K O
AT TR I AazEe L C=RIRT 15 pMiFET 5, 2,24-8U AFL
Nyl mL ZEREICZ TR ZE L, BIZK 1 mL 2%, 5 5HER
WIRES, ZoWEEE% 10 mL U TFTORBREICAN, BV IEE-%EHEL,
224-F U AF AR UfE (EE) 20 A7a~ N7 T 7 40—t 23 0EHE
weET 5,

FEMEJF IR OFHE R AL NOFEIRAIEAERK 1 mL % EMEC 50 mL ORI K7 7 A



¥

At

TZAN, BEHAZ Lo THET 5, FREWISTH SRS 0.1 mL 2001,
HORTIET T AazE R L CRIRT 15 DMHFHET D, 22480 AF 0%
VES S mL 2 IEREICINZ TR EIRN L, BIZK 1 mL 2%, 5 2REY IR
o, ZOREEL 10 mL L TORBREICAN, RVIBET-EHEST D, 2,2,4-
NI RAFARHZ U (EE) % 224- R XAF AN X TIERMIZHRL, 1
mL FIZENNFEE LT 001~ ng Y EBEZ 56T 28RO TAIa~w N7 T 7
o4 —IHE T DR A T D,
Awa~ NI T7 04— PEHAR L OB HEWR S 1 pL WA~ T 57
IZHEALES, ZJu~ 7T 05155,
HERM Bl
Foi asl s TR A
71 7 LES ARy BT Y DT A B5%Y T ==L —
5% AT IR vaxra—7 07 NEE0.25
mm, £ X 30m, [EEE0.25 um) *7
* 7 U ¥ — A A :He (1.5 mL/min)
AA 7T v FHA N2 (40 mL/min)
WOoB BN AT Yy R R (60s)
FROBE AR - 250 °C
B 7 LR R B 2 80°C (1 min f&FF) — 5 20 °C/min—180 °C— -
5 °C/min—300 °C (10 min {#%£F)
o %% IR £ ;300 °C
B O BAonT s ae NI ANLE — I ES A RO TREBREFER L, &)
B o#»EFEEEENT 5,
1 EETLIENVOEL HOFEMRETE 2R RELHEMNT 5,
2 ZHTHOFER—AMRIZRDRT VB OSEIT, 3k 25 ¢ 8- T
300 mL Ok =47 7 A a2 A, 7 F=KFU/L—K (21+4) 150 mL %
Mz, 60 53z VIR T3 %,
3 Autoprep MF-T 1500 (L' F v 7 #) | MultiSep 227 Trich+ (Romer Labs
) T ns ERSOHO
4 FREBEFERBRARE I N EFAEZEOLOZHWS,
5 REBEAICIZY T VAEBAOL VY — EEHT DL, 204 Y —
MZ X DEEE~DEENIRNT &2 ERT D,
6 KM DOE—7 Lt REETE D 2 L BMERT D,
7 DB-35 (Agilent Technologies %) XX Z i & [RIZED ¢ D
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(BE) oHEAN) T —va v
* AINEI =R K OVl LA i

Y N N N R Wy =B
VR 55 4, SOk FE B ’Zﬂﬂfﬁ G L m”ﬁfﬂ* ﬁ;%rb(*j)’;
3TEFITARY RS R 0.1 3 95.0 4.2
=L = 1 3 96.5 15
Jo A B A B 0.1 3 96.6 7.6
1 3 99.2 7.3
K 0.1 3 99.1 3.2
1 3 92.3 0.1
<A 0.1 3 93.2 6.0
1 3 95.7 0.8
15-TEFAFAXS A R 0.1 3 103.7 6.7
=L )= 1 3 98.6 15
T A f sk 0.1 3 97.9 6.2
1 3 98.3 4.9
K 0.1 3 97.1 1.2
1 3 94.2 3.2
<A 0.1 3 92.8 15
1 3 94.7 3.6
FAF =L —L FEFELA EE 0.1 3 90.8 10.6
1 3 99.4 15
JR A i A5 i Ak 0.1 3 93.2 11.4
1 3 96.8 4.7
K 0.1 3 98.7 3.6
1 3 92.8 2.9
<A 0.1 3 99.6 1.8
1 3 94.2 2.2
YN 7 F i i 0.1 3 105.2 4.0
1 3 95.3 1.8
JAR A Bid A B Ak 0.1 3 99.7 8.1
1 3 93.5 6.0
K 0.1 3 92.4 43
1 3 85.8 1.0
~ Ao 0.1 3 96.3 0.7
1 3 96.1 0.7
THL X 78 P B0 4 i et 0.1 3 98.1 45
1 3 94.6 0.9
JAFH Bic A B 0.1 3 99.8 53
1 3 96.1 4.0
K 0.1 3 101.0 2.5
1 3 91.4 15
<A 0.1 3 97.0 2.4
1 3 92.6 1.0
L[] R
N e . HhE AR ORINIEE  wmece (o ENEGEURE SRR EURE
oA PR O e BEK (mg/kg) avei morg ) RSD, (%)  RSDgr (%) HorRat
3T EFAFAF L=
S <A " 8 0 0.4 107 5.9 6.6 0.36
BT EFAF RS FHE SR 8 0 @m#sg | (0.0893) 8.4 17 0.79
=L )= <A 1 8 0 0.4 105 5.1 7.3 0.40
FARU=AL = R A A R 8 0 B | (0.503) 47 10 0.58
<A " 8 0 0.4 105 4.1 6.2 0.34
=L J— A B A £ 8 0 pass | (0.0567) 8.4 15 0.67
<A 8 0 0.4 95.4 45 6.1 0.33
THFL ) X <A 1 8 0 0.4 106 5.4 6.1 0.33

ER TR (BRI & 2 Rt

)

AEF 4 0.010 mg/kg



(%) 7u~ 7T LH)

A B
i 3 8 3
u“LIE | 2 Jlf uﬁ I 2 |l /
} ‘ ‘ I‘ ) LH
i | | |
e | IF SISV L. .'l. F . | 1| - KL J!#'MLJ"L .-I- Wearghe ,|._.l-'-|-jh.,._._ll_|___- —

0 5 10 15 20 25 30 35 O 5 10 15 20 25 30 35
{43030, 57 {13030 o

BERERVFMEABOI/ AT TS LA

(KX : TAFS=ZNANL/ =L 2: =1L/ —)L. 3: DL/ VX 4:3-7F
TFILTAXTZANL/ =L, 5:15-TEFILTAXTOZNL/ —ILETRT, )

A IEYERR (45 0.25ng TEA)
B : WwANEE (KHE A fEHZ A2 O & LT 0.1 mg/kg 04 &3RIM)

8 TAXIY=ARL ) — L ENR=RNV ) —VOWEKRT7 a~ N7 T 712 L ARSI

(1
2)
3)

IR GALE W) TAEF =N )= LK R=NL ) — b (2 5157
WA B (=L =l HhH o TEREEZHRLS, ) KORZEDRIEY
M

A HREOCHHR

TR A EEYEWR TAX =R ) — )b [CisH06) M DN=,31L / — /L [Ci5H207)

HF1mg % 00l mg ODHTETEYD, TORELLEL, TAEN SmL OEAEE
TIAAAN, TE M= MIAEMZTENL, BICER2ET T A aOERE
TT7E b= b LEZMAZTT AR =L ) — VR KL V=" ) — LY
iS5 (ZNH60|A 1 mLiL, 74F =L/ — L ER=1L ) —
NELTENEN02mg ZEHT D, ) o

EAIZE LT, T4F =L — VKR =N L ) — L AN UE R D — ¥ % IR
AL, TEF=PFUATEMRIZHRL, 1 mL FIZTFF =1/ — L EN=
N ) =& LTENEN25 g 2B AT H5REHMT 5, LIZZORO—%
K—=AH ) —=)—TF h=hrVU/ (18+1+1) TIEMIZFIR L, 1 mL FiZT 4%
VENRL )= R RN=ARNL )= LTENRTEN 0.2~2 ng 25483 558 DR
BRI A T 5,

B = =

il H IIHTRRERF 25 g &2 001 g DHTETEY, TOHKMAETHE L. 200 mL O

R =AaT7 I 2alz A, TEF=FUL—7K (21+4) 100 mL Zx . 60 55
RVIBECHIH 3 2% Mg & ke D e B I AL, 1,000xg T 5 45 [im D
SEEL . BB E T ABRZ AT A RBHAR & T 5,

BT LALVEE HENRIG A SHRED T (FY) a7 ZNUERTLERAE) ®2 (2

AL, #ID O 3 mL 2T, ZO% O 3 mL % 10 mL ORERE (2%
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%,

W 2 mL % 50 mL O 7237 T 2 2 ITEMIZAIL, 50 °C LT oK Tl
E N EFLET D E TIUERME L%, BRI AL THET D,

K—A% ) —L—TtE h=hrU/L (18+1+1) 1 mL Z EFEICINZ CHREEW % A
N, ZOKRET T ATy 7O EE (& 1.5 mL) IZ A4, 5000%xg T 5
S ODEEL . BEBARERE v~ 87T 7 0 =T 2 REHRK & T 5,

k7w~ s777 40— REHERK OVEIRGEEERS 20 uL 2R v~ ~ 7
TF7WHEAL, Ja~x NI LEES,
WIESME fl
B A SANVROREE R A (AER R - 220 nm)
a7 AT BET NI Y AT A (N 4.6 mm, R
& 250 mm, RifE 5 pum) 3
wWOBE WK RAZ = —TEbh=FU (18+1+1)
i # : 1 mL/min
71T AR ¢ 40 °C
OB Beohisue~ N IAnbLE— s ESERODTHREREZER L, &
BT A%y =n~L ) — L BE =AY ) — LR EERT 5,
A1 BB AR A I L TR D IREN TEARWEAIEL, 300 mL O3 =
A7 T Aaz v, fIHEEO# &% 150 mL & T2,
2 MultiSep 227 Trich+ (Romer Labs ) T Z i &L F%ED D
3 Shodex ¥V /1 CISM4E (LY v 78) ixzhiR%EDL 0
(BE) piEAN) TFT—va v
 WNTENI S fe OVl UK BE

~ B8

o o FEE . & = @R LR
M5 4 sromm RS gL WIERCE SRR

FAXL=AL L KE 0.2 3 97.9 11.0

1 3 97.7 34

INFE 0.2 3 108.2 4.2

1 3 98.2 1.9

EH9HLAZL 0.2 3 99.7 11.2

1 3 101.9 4.0

<A1 0.2 3 96.1 3.8

1 3 96.1 0.4

=1L /) — ) KFE 0.2 3 92.3 3.2

1 3 78.2 2.1

INFE 0.2 3 86.5 4.7

1 3 78.6 2.7

EH9HAZ L 0.2 3 98.3 3.2

1 3 88.9 4.0

<A1 0.2 3 93.4 1.1

1 3 78.2 2.1

o H[E R
. s ; 2hak A WSO FNEI R e e SREIRE

o4 sortomg A A “mﬁ; (%?4 non (o ey HorRat
TAF =NV ) —)L oA L 7 0 1 103 34 5.0 0.32
=1L/ —)L EH9HAZL 7 0 1 84.4 3.1 45 0.27

- EE TR (E—RBR=EIC X DR AR 4 0.1 mg/kg
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9 JE=VIUVDRIKIa~ NI T T

(1
2)
)

i

A
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kol
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10 15

{® 048 o7

o

B

H
Yy

Z kA=

l, FaA I L=

I Ik F "1'

::' Lﬁlllk_fl._\_lu'-‘: !

A 10 15
TR

BREZRERVFMEABOIOT TS A

A BEYERE (45 10 ng TEA)

B: #aEEl (&9 8AZ LICHENUHE & LT 1 mgkg tHY &IFN)

PaEIBSE S AEr?
ARk
ik

A
T =V UIRAEER

HED
7 F =Y By [C3HsNOis]) |

]
n

5%[]

BB RN X B [RIRE AT
7= B, B, XUYB; (3 Ak4y)

T =Y B

(C34HsoNO14) M ONT7 E =3 B3 [CayHseNO14) 45 10 mg % 0.01 mg DMk TH:
D, ZTOHMERLEL, TNTHN S50 mL OEET7 I A AN, T =1V
=K (1+1) ZMATEPL, BIZEEET7 T AaDOERETTER=F L
=K (1+1) ZMMAxT7EFE="2 By, B KO By FEEERK AT 2 (Zb
DA 1 mLIT7E=2 B, BBEOBs G LTENENO02 mgZ B30T D, ) o
ERICEE LT, 7EF=v2 By Bo KO Be SRR O —H &2 RA& L, 7& bk
=hU—sk (1+1) TIEREICAHIRL, 1 mL I 7E=2>2 B, BoXUBs & L
TENLN 1~1,000ng 2 EHTHE MO 7T =2 IREEMER 2RI 5,

=

B i

t

2

TR 20 g 2 0.01 g DHTETEY . TOHEEZFTH L, 200 mL O

R =A7 T 23T AL, A —/—K (3+1) 100 mL ZMMx., 15 Z3H#RY

BT T2, MW A L= DR EGE 12 A dL,
BB A T T DRI BRI & T D,
FRYURAFALTI ) Fat L Uik VDAL =075 (500

77 HALER

1,500xg T 5 Frfifdam Doy B L.

mg) Fl1E AKX )= 8mL KA K ) —/Lb—7K (3+1) 8 mL THAKWEET 5,

AEHAWK 10 mL 23 =F T AICEMEICAIL,

R 23 FE T AAID EuslliET S

FCMHEEH, A%/ —L—/K (3+1) 8 mL LN A % /J—/L 8 mL #NER

— MU oA, RRICHE S5,

50mLDORLIET7 T A I =T LD FICES, AX ) —/L—FE (99+1)
U mMLEI=ATACNMZATIZE=VY Bl BDNUIB 2 &S H 5, AR
40 °C LT OKIBTIZEE A PHET D F CTHIEERME L2%, EF T AL2%E-> T
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B35, 7B h=rU—7K (1+1) 1 mL % EfICIMZ CEEMEENL,
5,000xg T 5 im0 mE L, EBAREZEKE v~ N7 T TEESHEHIL D
HEICHT 23 BHAK &35,
R v~ s 77 7EESHFHCE2HE AR EK OEAIEER 5 uL %
KKk v~ b 77 7EHESHFHIEAL, BRA A U v~ 77 0 %88/5,
WIESME Bl
(k7 v~ ~7Z 7H)

7 7 L F BTN Y BT AN (N 2.1
mm, £ X 150 mm, FifE S pm) 2

I At 201 %X —7 % h=KrU /L (3+1) — 5 min—
(1+1) (3 min £&¥F) — 2 min— (3+1)

it @ 0.2 mL/min

77 L fE RO 40°C

(BB aHT3)

i t o5 DU A AR B AT R

A4 #F v fb kv s heRxTL—AF 1k (BSD) ¥ (EA A2 E
—FK)

7T A E—FEE 220V
X7 T AW —H A : N, (340 kPa)
i, B F A2 :N, (10 L/min. 350 °C)
Xy 7 U —%FEKE:3000V
T =X — A F imlz722 (7E=2 2 B) L 706 (7FE= 2 B KDY
Bs)
it B BoONTEERAA VR 78~ N7 L0068 —27 &S XTmfE % K
WDTHREREZERL, REITO7E= 2B, BAOB®E2E T 5,
7% 1 Bond Elut LRC SAX (Agilent Technologies ) XXzt RZEDH D
2 ZORBAX Eclipse XDB-C18 (Agilent Technologies ) (X Z i L [R%ED L
D
3 Agilent 1100 MSD SL (Agilent Technologies ) (Z X % £



(BE) oHEAN) T —va v
* AINIEI =R K OVl LA i

. . e ] W S SRR LRSS
AR5 4 S o0 A ﬂﬂﬁf G L “Wﬁ?* ﬁ;hﬁf
7=V B, %7 fRl F A EC A A Rt 0.3 3 102.9 5.2
3 3 72.9 1.4
\EFLI 724 R AL A R 0.3 3 1063 113
3 3 80.6 1.9
K 0.3 3 74.4 2.3
3 3 70.5 0.6
LH9H AL 0.3 3 89.7 10.2
3 3 78.6 0.3
7=V B, B iR F O B R R 0.15 3 92.8 3.0
15 3 70.6 18
FEFLI T4+ Rk B A A R 0.15 3 108.7 9.1
15 3 75.6 0.6
K 0.15 3 711 9.1
15 3 64.9 1.9
LH9H AL 0.15 3 88.3 46
15 3 76.9 17
TE=IUB, R B B G Ak 0.06 3 90.7 5.3
0.6 3 70.0 17
EFLHA - F RO B A R 0.06 3 110.0 10.3
0.6 3 78.2 1.8
KE 0.06 3 70.1 37
0.6 3 72.1 1.3
L5358 AL 0.06 3 75.0 5.2
0.6 3 75.6 1.8
- JLFE R
§ e ; £hk HIE WINEE  wmommi (w PR DR S EEURSE
54 weomm B2 B “mﬁ> S e, oty memn o) oAl
& =3B, mARAWE 11 1 1 80.5 43 14 0.85
WmHEAEE 11 1 asin T (0.218) 9.9 19 0.95
& =3B, mARAWE 11 1 0.4 72.0 6.2 10 0.54
MRS 11 1 psisn " (0.059) 9.7 16 0.71
7 & =3B, AR AmE 11 1 0.15 74.8 7.0 12 0.55
mARAME 11 1 asme " (0.024) 11 19 0.88
- B MR (HE-RBREICL DR ek 4 0.002 mg/kg

- B TR (BRI X 2 AR

(%) ZJu~ 7T L6

EoEE

{

BAREREY (BRBEAEAN) 0/OX IS4

B4

B

B=

9 10

"

EEEiciinlden

B 45 0.0006 mg/kg
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10 7E=V VB EOB,OWEY a~ ~ 77 712 X B FEEFHTE
(1) g aw 7E= B KB,
(2) AT  EAEEIERESIBATL
(3) ik
A HEOHHE
7= URAEYRERR 7E =V By [Cy4HsNOis)] MO 7 E=T 2 B,
(C34HsoNO14) 4510 mg % 0.01 mg ODHTE TEY . ZOHMEEFTLE L., TN ETh
20mL DEET T AIZAN, A ) —LENMZTENL, BIZ{EEET T A2
DIEMETAE ) —N%EMZTTE= 2 B O By FIEEFKZ RS 5 (Z
NHOWES 1 mL X, 7E=v2 By KO B, ELTENEI 0.5 mg 25 HT
Do ) o
ERICEEL T, 7= BI A By BSIREFRIKO—HEEA L, A%/ —)L
—J7K (3+1) TIEREICHIRL, 1 mL FlZ7E=2> BL KD B & LTERERN
1~8ug B H T HEED 7 F = IRBHEHER 2 T 5,
B = =3
h H INTEREE 20 g & 0.01 mg DHTETEY . TOHEATH L. 200 mL
DA =T T Al AN, AZ J—/L—k (3+1) 100 mL ZHz. 15 4 RE
DIRE T %, fiHEZ A (S A) TABRE! L, AiRE 07 20 fit
T HREHAIR & T 5,
717 LNALEE FURAFALTI ) 7T U Y B 5V =07 A (500
mg) F2EAZ ) =L 8mL LA X ) —/L—K (3+1) 8mL TIEKREET 5,
AREHAIR 10 mL % X =0 7 MZIEMICAIL, WREN TR TAHO BimlET 5
FCHHSEK, A%/ ——K (3+1) 8 mL KN A ¥ / —)L 8 mL #JlEK S
— MUy PiTinx, FERICHRH S5,
50mL DR LIET7 7 A% I=AT7 L0 FIZES, A% 7 —/L—KiEE (99+1)
U4 mL Z2I=HFLICMAT7E=20 BL KO B, 25 & w5, A A
40 °C LLFOKIBTIE L A CH[ET 5 F CHULEM L7-th, EFT A&k THL
B9 5, AX /7 —/b—/K (3+1) 1 mL Z EMICMZ THEREMEZERNL, AT Z
Y74 H— (JL£2 05 um LAF) TABL., k7 a~ 777 0 —ict4 %

REHEIR 2 T 5.
Wy B~ N7 T 74— BEHERR O 7 = v R EIEI 20 uL 2R IE

sma~<w I 7IZHEAL, 7~ NS T LEED,
WE S Bl
B # s aoemibEs (iR 340 nm, @OEEE 450 nm)
BT b HBIERRARY T Aad e T AR Y b Y BV T A (N
£ 4.6 mm, £ & 30 mm, KiFgS5pum) 3
OBE W AX V=K Y T v a FERRTATE (0.1 viv%)  (1+1)
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IR R WOAEERIE o-7 Z AT AT E R 040g (0.395~0.404 g) K
WN-TEFN-L- AT A2 05g (045~054Q) # AKX J—)L
S5mL THENL, LIV REER (R UE24.7¢
(24.65~24.74 9) K OUKEE{LTF h U 7 A 123 g (12.25~12.34 @)
ZKIENLTIL &L, KEREFT R Y 7 L8R (30 w/v)
TpH % 9.9~10.1 ICFHE L= D, ) ZMAT 500 mL &7 5%,

it W WBERR 1.0 mL/min, SJSHE 0.5 mL/min
15 FE . T LFE 50 °C, S HE 50 °C

OB Beohisue~ N TAnbLE—sEEERD THREREZER L, &)
Brfo7E=v B AOB EEHET 5.
H 1 MEIZISEUT, A% 50 mL Ok .OREE IZ AL, 1,500xg T 5 43 [H]
WOSBEL . B E T T SLERIC T A RBNAIR E T 5,
2 Bond Elut LRC SAX (Agilent Technologies ) MiZZh & [RZ%EDH D
3 Fluofix 120E (Rt T3 (R7%GHKT) ) IINEFRFO LD
4 FgaAn (R 05 mm, B 2 m) TT, RUSHKZD T LhbEHL
VRHERIC A D THOE L2, BEHICHERHEICED,
(B%) GINERNY) T —va v
« VRIMMEIIN R R OVl UK

N, 3 By ﬁ”‘i & uu N A
T 5> 4 S FEHE f@ﬁf G L %%§?$ ﬁ%hﬁ?

7E=VUB, % %5 B & A 0.5 3 93.0 3.7

1 3 88.3 1.7

2 3 86.7 0.7

A K B A £ et 0.5 3 97.3 3.9

1 3 93.0 0.0

2 3 90.3 2.6

L4 B A B R 0.5 3 95.7 2.6

1 3 88.3 2.4

2 3 90.3 42

Lo AL 1 3 94.7 6.2

2 3 96.0 7.9

4 3 99.3 9.0

TE=VUB, % %5 FA B B fim 0.5 3 94.0 6.6

1 3 81.7 5.1

2 3 82.7 2.8

A IR FH BE & il s 0.5 3 92.0 2.9

1 3 92.3 0.6

2 3 87.7 1.3

L2 il A R 0.5 3 89.0 7.9

1 3 85.0 2.4

2 3 93.0 3.9

LoabAZL 1 3 88.7 5.1

2 3 90.0 4.4

4 3 93.0 75

- L[ BR
. s J ik HE WONEREE WRINEIY R e U SEFBUSE

Wes 4 RROWE  G2N Rk e e oo, b mpy ey Mol
7E= By 1) ARG EE 6 0 1 84.9 4.8 4.8 0.29
7= B, 1Y) ARAEGEE 6 0 1 82.8 3.6 7.2 0.44
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(%) 7u~ 7T LH)

e
|
il
B
ol ¢
18 | \ 'L
| L
}l - I
| —— —
o 1w 20
B =i ey

AmEN (RERARSHAMICENUEFEE L T1 mgkg HEERM)
(DX/Rnical /AT NN

11 77 h%Fv A KOV NI =0k a~ N7 T 7% 07 ARVERGHTEHC
I 2[RI AS AT
(1) o8t A7 7 FF AR MY =2 (2 585)
() mEH&E Ak
(3) ik
A HEOHHE

1) #4277 b&Fv o AEAERIK 477 F¥T v A [CHisNOCl) 5 mg % 0.01
mg OHIETEY ., TOKMETLHFEL, 50 mL OEAEET T AT A, A
=NV EMATENL, BIHERETAX )=V ZM25 (ZOW 1 mLIE, &
JI7 RV ALLTOImgZEHT D, ) o

2) ¥ bV = AR v F U= (Ci3H1405) 5 mg % 0.01 mg DHFE TEY
ZOHMETLEL, S0 mL DB|EEET T AT AN, AX ) —VENZTEN
L, BIZERETCAZ ) —VZMx5 (ZOW 1 mL X, ¥ FJ=2&L7T 0.1
mg B A T D, ) .

3) IRGIEHER F7 T MRV AEREREL Y N = AR S 1 mL &
100 mL OR&ET T A ZIEMICANTRA L, BITERETTE =M L E
A CTIRAERERIK 2R T2 (20 I mLiX, Fm e LTEALEN 1 ug &
AT D) .

EHICEE L T, IRAEEREFKO #4278 h=1F U /L—K (1+1) TEMICHA
WL, 1mL FicA27 7 hF> > A £ LT 01~80 ng KO’ R =L LT
0.2~80 ng % & A T D A DIRA R 2 T 5,

B & =3

Fh i INTEREL 25 ¢ & 0.01 mg DHTETEY ., TOHMEATH L. 300 mL
D= AT T AT AN, T M= L—HEE—K (8+1+1) 100 mL %N
Z. 5 rfEFRE%. 30 IR VRS T L, fhiiEE 50 mL o LfimitEic
AT 700xg T 5 3 0m B 2, REAHK 10 mL 2 50 mL D2 FIE 7 T A
TZIEREIZ AR, 40 °C AT DK T 1 mL UL N £ CTRUERME L., BEH A2k
STT7E =M AVEZREL, RIRSEICHES 23BHATKR & T 5,



Rk E b Y T A5 05 g ZRUEHARICIN A, FICHER =T /L 10 mL %
ERECMZ TESEALEHE, 10 mL ORBREICAI, 1,000xg T 5 4505y
B9 5, Hifg—F Vg (FE) 4 mL % 50 mL O 97 7 A 2 ITEMIC AR,
40 °C LLFTlE & A EHET 2 & TRIEIRME Lotk SR T A &2k o THET 5,
XEe— AKX /—) (1+449) 2 mL Nz THREWEE, L, K 3 mL 2Nz Th
T AT 2 REHAR & T 5,

71T NAER BRHEIEMERE A AU RRHBHIE I = T A B A X ) — )L 5 mL R OVK
5 mL TIRERESET 5, REHNERE X =5 7 M2 AN, RIEDS T TAH O iz
ETAHETHHSES, BREHRKDO AN TWIERTIBE T I A 3% AR ) —)L 5
mL T2 [\FEE L, ERENER D T M2 FRICHE S5,

50mL ORI T T AR I=HTLDOTICEE, T7VE=TK—AZ ) —)L
(1419) 10 mL 4 7 MMz, 277 hFxv v A KOV M) = 2EHSE
%o WWHIEE 40 °C LA T OKIBTIEE A CHL[ET 2 & CRUERMG L%, £
Ao CHESES, 7 h=FUL—K (141) 5mL Z Nz CEEWAEED
L. 5,000xg T 5 il Lot L, Wiks v~ N7 7% 07 AREEGHTFHC
L2 ME T 2RENRR & T 5,

ik o~ N77 7207 MVEESHEHCEZ2HE BEHAK A K RAIEIE
5 5 uL 2Rk n~ N7 72 05 DMRVEBSHRHCEA L, BRI H
rvua~v N7 855D,

WESME il
(k7 v~ 77 7H)

VY 7 LA BTINTINME U ATV T A (N 2.1
mm, & & 150 mm, Kt 3 um) -2

B i 0 0.1 VIV% BRI — 0.1 vV% X7 & = F U LR
# (19+1) — 10min — (149) (5 min &)

i # : 0.2 mL/min

7 A FE IR OB 40°C
(& T DTG BT R 3)

fR H o DU E ARV BT R
A4 * v qb v b7 Lr—A4 A4k (ESD) ¥ (IEA A4
£—F)

A4 A4 v JH R O 120°C
TYNR— g H A N, (800 L/h, 500 °C)
¥ v &7 U —%JE:35kV

2z — v H A :N; (50L/h)

o — v B OE:TROLEEY

2 Y ¥ 3 v A A :Ar (0.2 mL/min)
aYVarzRr¥F—: FEDLEED

T =X — A F v FTEROEEY
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* O AWEIESRM

Tt — A=Z /4N (Ve a—y YDAV
HIExH e AF E & e A CHER TRILF—
(m/z) (m/z) (m/z) V) (eV)
2 _
FITRFT A 404 39 25 25
— 221 40
233 — 20
RN = 251 30
— 205 30
At B oIt 7 o~ N7 AL E—7 &S TEEERD

THRERZERL., BEFTOA 7T bFvr A BRKRY N =0 B2REET 5,
7 1 Oasis WAX (Waters 8, FECAHIE 500 mg, UV — "—%F&E 6 mL) i
ZHERIFEDS D
2 InertSustain C18 (¥ —=x /LA = 2H) XN ERZEDO LD
3 ACQUITY TQD (Waters 8) (2 X 2 &4
(BE) piEAN) F—va v
< RINEIER K OV UK

TR 55 4 B FEHE “”er]gjff i L {*ﬁ””(‘f'&;‘” “"*R%ﬁ )’5
A7 7 PR VA IZHW TR KBS R 0.001 5 103 5.8
0.1 5 105 2.0
A 4R R B B A Ak 0.001 5 102 11
0.1 5 99.3 2.4
K3 0.001 5 91.2 6.6
0.005 5 98.1 5.0
N 0.001 5 98.1 5.6
0.005 5 104 33
5T FE1 0.001 5 97.4 7.2
0.01 5 99.7 3.0
5T 2 0.1 5 109 33
0.25 5 109 3.4
5T %3 0.25 5 112 46
5T 4 0.25 5 103 11
YR = L TR B AR LA AR 0.005 5 103 5.7
05 5 100 41
P 4= BB R Bl A 0.005 5 104 11
05 5 108 2.3
K 0.005 5 99.8 6.6
0.05 5 93.3 2.0
INFE 0.005 5 103 53
0.05 5 101 25
ST FE1 0.005 5 95.1 5.9
0.05 5 95.9 5.0
5T %2 0.1 5 84.4 4.9
0.25 5 95.1 7.0
5T %3 0.25 5 102 48
5T %4 0.25 5 92.8 13
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- Hefm) RER

\ s , AR FAR O RMPEE EWENCR sk URE SRR
e B O s BESC (mglkg) (%) RSD, (%) RSDg (%) HorRat
FT T N F aAMTEA R A 18 0 0.1 117 4.1 12 0.56
VUA AR 5 P A BTk 18 0 0.2 123 2.1 13 0.62
KFE 18 0 0.01 95.1 8.9 17 0.75
N 18 0 0.005 63.9 8.6 29 13
>TF 18 0 0.05 108 3.3 17 0.77
Y = M TRE AR 17 1 0.1 118 8.4 17 0.76
VT AIE 5 P A BTk 18 0 0.25 104 5.1 19 0.97
K#E 18 0 0.025 9.3 8.2 33 15
N 18 0 0.005 107 4.6 21 0.97
>7F 15 3 0.05 102 4.7 12 0.53
- EE TR (HR—RBR=IC X 5 T rER A EBT 0.001
mg/kg, ¥ F U= @B 0.005 mg/kg
- R IR (B — BRI & D R A7 7 Rxvr A EEH S 0.0003
mg/kg, ¥ FU =2 :5EH 0.002 mg/kg
(%) 7ua~ T A
A B
= FLTEELIA - 2=
ﬁ 1500 " ﬁlw H
Hm 2090 | BB sceq
ﬁ 1500 ,.,"'H - ||
ﬁ 1000 |. ?LE I\
q | 25000 [\
7 N
Ao 5 :] 10 1 o ] 9 10 11
{35050, o {F 405
C D
- HATEFLA 1= 2
ﬁ 1500 “ﬂ 100000 I
2000 l i 7sa0o |
i | m |
N 1500 || W, 50000 | |
i 10w |I % 15000 | I'-,_
SO0 | L J L
ﬁ 0 F—— AS ““ h 8 9 10 11
- 8 9 10 1
AN
2450588,/ PR

BERRUAFMEBDIOT LTS L
AB : fEH#EW (A7 F F¥ > A L LTlng/mL, > FY =2& LT 10ng/mL)
C: Wkl UhEIZAZ 7 b v A L LT 0.005 mg/kg F2%4 EHRMN)
D : skt UhZEIZy hY =2 & LT 0.05 mg/kg FH24 &EHsAN)

12 A7 T X ARDRY M) =ik a~ 77 712k 5 RIBSHTE

(1
(2) JE A
(3) mirik

1) 77 bxT v A EHER
mg OHTETED ., TOHEHEE

SHRICEY F27F7 FEF L AR MU =2 2/8%5)
AN A EE (R Y =2 h o Tl A fE 2 <, )

A HEOHH

I 7 FxT v A [CyHisNOCl) 5 mg % 0.01
Pk L. 25 mL OBBEET T AT AL, AHX
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)= NVEMZTENL, BIERETAY ) —AEMNMZ2D (ZOE 1 mL X, 4
I FXVUALLTO02 mg a3l TS, ) o FICZDHED—EEAX ) —)L
TIEMIZHRL, 1mLHIZA 27 T hFv AL LTl sal 356477 %
Vo ABERK RS D,

2) Y RU=fERER v b U =Y [Ci3HwuOs) 5 mg % 0.01 mg DHTE TEY |
ZOHMEETEEL, 25 mL OBOEEET T AT A, AX ) — I EMZTHEN
L., TITERETAZ )=V EMx5 (ZOE L mL X, ¥ FY=vL17TO02
mgEEad %, ) . BICZORD—HE AKX ) —)VCTEMICHIRL, 1 mL Fic
VhU=v LTIl EEATHY N S ERERIRE RS D,

3) BAEMER  FEHICELT, A7 7 by A KOV MY = U K IERERR
D—zRGL., TE =M L—K (1+1) TEMICHRL, I1mLFICF7 7
FET v AKROY R =& LTENER 1-50 ng 25 H T 2R OIR A E1E
Rz il 5,

B & =3

fh B oWkl 25 ¢ 2 001 gOHTETEY ., TOEMEAEFTHE L, 200 mL O
k=7 723l A, 7 b=RU -8R —K (8+1+1) 100 mL % /1%
T L7t 5 oEES L, T2 30 oIEVIRE Tt 2%, ik A1t
(5FEA) TABL, AR SmL % 50 mL D727 7 A 2 ZIEMIZ AL, 40 °C
UTFT1 mLTFETCHIERMGET S, BICERZTAZRSESTTERN=MI L
ZhREL, BRICHT 2R AR E T 5,

o o b N A0S g 2RERARICIN A, EICHER=F L 10 mL %
EMCIMZTESEBA LEE. 10 mL ORBREICAIL, 1,500xg T 5 4505E L4y
Bt 5, M= FLE (FE) 5 mL % 50 mL O7R9 7 7 A 2 ITEMIC AR,
40 °C LR Tl & A CHL[ET 2 £ THUERM L e, ER8 T A%k > THET 5,

T h=hKrU—oK (1+1) 2 mL ZEFEICINZ CEREMEZENT, ZOKEH
MU T T AF v 7 BGELEEE (F& 1.5 mL) ZHfE LZRAAAlE (4
51 f 30,000) fH& 7 4 L& —H v T E2IZAFL, 5,000xg T 15 3D A
L. A&k o~ 7T 7 o —cft+ 2REHATIR E 35,

Wik v~ 777 40— RN MK OB IRGEERER S 20 uL ZiRiEk7 v~ ~ 7
T 7IZEAL, 7a~v NI LERD,

HIES B

B W #FcoastRmdiEy (BRI E 335 nm, ®OEEE 480 nm)
7 = L AT ETINNT I BN T A (N 4.6 mm, &

& 250 mm, RifE 5 pum) 3
wWOBE W TER=RFUAL—K—1vV%I B (230+230+1)
it @ 1.0 mL/min
77 AFEIRFE ;40 °C
R BonisZu~ NI AL E—7 @S ITHEEE RS THREREE
KL, RBP4 7 F bR ABKORNV N = B&EREET 5,
&1 RPN EDETHET D,



2 Microcon YM-30 (Millipore ¢ (JR72#T) ) MIZINERZEDO LD
3 Inertsil ODS-2 (Y —=x /LA = 28 %D s D
(2%) HERN) T —va v
< WINENN SR K ORI U RS BE

IR EIMEN R R UK B

IR 55 4 OBl FikE (makg) HRIE L (%) RSD, (%)
F TR A % firl B B A 0.01 3 106.5 8.9
0.1 3 105.6 7.6
AR E H it A R 0.01 3 103.8 10.2
0.1 3 98.2 7.4
K& 0.01 3 9.3 13.0
0.1 3 97.1 7.1
LA L 0.01 3 103.4 13.6
0.1 3 98.6 7.0
)= & firl B B A 0.1 3 90.8 125
0.4 3 77.2 5.5
A AR E H it A R 0.1 3 84.0 7.4
0.4 3 83.0 3.6
K#E 0.1 3 85.0 3.0
0.4 3 86.2 0.5
LA L 0.1 3 87.5 2.7
0.4 3 88.7 3.0
- JLFE R

HHEt EAR OWINILEE  wmecr o EABGEUREE 0 LR

5% AR ORR BES BER (mglkg) aueEin o ) RSD, (%)  RSDg (%) HorRat

F7 5 Rk oA RAELAEE 11 0 0.02 100 33 7.9 0.36
<A 1 0 AE#kisg " (0.0186) 21 24 11

RIYE o ST & Tkt 11 0 0.2 83.6 6.1 © 0.58

- EE TR (BR—WBR=IC Xk omMR) F7 7 Fxr A REH 0.005
mg/kg, ¥ FU =2 & EH  0.02 mg/kg
(%) ra~ 7T L

55k
| =

4
o |
9
gt
€] .

0 5 10 115 20
IR, 55

FwmEH (REIZCAI2S XA ELTO01 mgkg, Y1) ELT
0.4 mg/kg HEHERM) DY/ OIS LA

94 H ARVESL O E L
AFIL, DOBIEERORELZIEET DULERH 5560 OIEEELBIET D,
1 D OERIEMEIR O WSS FEVE™ 1T K DA E Tk
(1) EEXLRNHNE 777 k¥ B [CiHRO6) . 777 FF T B
([Ci7H1406) « 77 7 F ¥ Gy [CyHRO7) . 777 FF v Gy [C7H1O4)
ATV T hYAF L [(CisHi2O06) « BT 7L/ 2 [(CisHnOs) KOA 7 T FF

121



122

> A [CyH sNOGCI]
(2) tEEE
A HEOHHE

1) “Z7vlfEh ) sERER /v l@Ea)vs EEREK) (Do s3iE
HAERWTHARE L. 100~110 °C T 3~4 FFHEE L= 6 ®) 80 mg % 0.01 mg D
HiE TR, ToHMEZTHL. 1LOEEY T XA 3|2 AN, WiEg (1+2,000) %
Mz T L, FEICHERE THE (142,000) 22 TEERK 1 &525 (20K
OFFE (Cs (mmol/L) ) IFFRIZLVRkDD, ) .

W

" 29418

W : 7 uaiafEhl) v sgkEE (mg)

PEUERR T O —EB 2 Mt (1+2,000) TIEFEIZ 2 5N 4 FIZHIRL T, 2%
AUARYERR 1T R OMEYERR 1L & 35,

2) MOFEEHERER R 1 IR T O EOEERFHNARE 10 mg 2 %
0.0l mg DHTETEY, TOHMEEFTLHL, 50 mL DEET T A 2T AL, &)
OIS T D AR A2 I 2 CTE» L, BICERE CHRREEZ 22 (Zo
W1mLiX, 00 HEELT02mg 2B AT 5, ) o ZOWRD %2 HmIREET
EREICAIR L, & OFITKHS T 2 HE R E O OHEEE HEER 2T 5,
F 1 BHOFOEUERRR AR, AR O E 5

S

e, U AR VR
(ug/mL)

777 %Y UB 777 b&%V VB, (CyHR0s) 7T R=FU L 10
777 %V UB, 777 bxVUB, (C7HLOs) 7T R=FU L 10
77T RLLG, TTT FF VLG (CyH0) TR R=RUL 10
TI75RFLULG, 77T hXTLG, (CpHLO,) FER=FUL 10
ATV T~ N RFy AT VT bV AF L [CugHpOg) R B 10
vrov/ v Y7 Z L/ [CigHy0s) AL =) 10
FI T XV UA FT T FFUA [CoHigNOGCH  |rmy — i (99+1) 10

B IRAEEIHDOKIE
T u LAY T AERER 1, I KO IZoOWT, Bilg (1+42,000) % xtRig &
L TR 350 nm OWOLEZHE L., FRICEK VIR (B) 25T 5,
Ax1,000
- c.
A R
Cs : I DY (mmol/L)
FEERIZ O TENENEH LBt RoFEHELZFH L, FRIC X v #HiEMR
# (CF) #HEMT 573,
3,160
EA

Eq : WO VYA

E

CF =




C pil| E
DOV E AR IZ DWW T, B OIS RHS T 2 A RELIE 2 ki & LT, R
2 WZRTHENORICRIET DHER R L DORINA S MV ERIE L, Z O
FRORINEZRET D,
TRIZEY, DOFEEAEERORE (C (umL) ) ZHHT 5,
AxM x CF x1,000
B £
A R REE
M : E0OEOY TR (FR)
e BN VEFEOENRIARE (FTR)
F 2 BN OFOIEERTHR I, ARSI M ORI E I
mFE AERE VOB

C

—
B ERD (g/mol) (nm) €
777 h®TUB,; 312 350 20,700
775 h¥T B, 314 350 22,500
777 hRUUG 328 350 17,600
777 hRUUG, 330 350 18,900
ATV T NV AF Y 324 325 15,200
e rovs v 318 314 6,000
F7 7 hERTUA 403 333 5,440

F1 BEElcam OaERELEZ WS,
2 HEEL LD & T DR OVEBEN AL O RIRER: & e 28615, 10 mg
FHY B DY RLAE R & IEMEIZ & 0 | TR 2 BRE LI B OBEEZTT O,
3 MHIERE (CF) 78 0.95 Riifi X 1.05 #2554 1%, RN O FiE%
RO L, BRIEZIT O,
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