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ETE AEVE

PCB 1,2

1.1

HAIa< 777

(1) &k

A HEOHAH

1) HHEFRIE 7 = = VIERER +HiFEb e 7 = =/ [Ci:Clie) 20 mg % 0.01
mg DKL TEY, TOHEEZTHL, 100 ML OEET7 7 A2l A, By
EMZTEWMNL, BIERE TR B U2 THERILE 7 = = VAZHERK &
5 (ZoE1mLiE, HEFEE7=2=1 L T02mga2EalaT5, ) .

BRAICEE L C, EEFRERO —ME B CIEMICAHR L, 1| mL FIiCHHEFR
k7 =1, LT 0.05~0.5 ng x5 H0 T HHROHHEFILE 7 = = VIEHER %
LS RS

2) A~ IR T A BT AW~ 73227 L ChifE 149~250 pm (100~60
Awa) ) 3% 130 °C T3 EEMELERT D,

3) YUHBTN N7 hrvma~ NI T T7HYY AT R 44~149 um
(325~100 A v =) ) 4% 130 °C T 3 BRMIEM L. 3 viw% 4 &0k ANz
TRML, —&K#HET D,

4 AVt r4 v +%5200 g (199.5~200.4 g) % 5 L O E—H—IZ A,
W (1+41) 3L 2 ThEREH, —K#EL., T7 X A% (G3) =M
WTAE L, IRAKTHREFL, Bl /) —b, Fig=TF L EBINFH o ZhEi
2 L CHERPES LI-th, MEZ9 5,

B = =

h H IHTEREF 10~50 g & 0.01 g DHTE CTEDY . TOHKMETLHEL, 7L
2 =T FIZ AL, T R=FUL—JK (13+7) 350 mL ZiNZ., 5 &k
ECHIH L, U7 XA (G2) ZHWTAl|T 5,

AHEDO—E (V) % 1 L ORI AR, ~F 2 100 mL 2z, 2 57 fH
WOIRYE D, BICHRR LT N Y w7 A8R%HE 10 mL & OVK 600 mL %
A 30 MHIRVIBE . BFET D, KE (FTHE) 2T, FEE#KZK 100 mL ¥
DOT3EPEEL, ~FH B (BE) 2 xA A ) 2 —Iic A, KE (V)
ZME Lk, BEEOMEET FY A (HK) TRAKL, 777 5408 11245
AR & T 5,

77 LA | TAM~ 32T 5259 (245~255 g) MOWEET VU UL (HE
K) 89 (7.5~859) #7477 L%E (NEE 22 mm) IZIERZXTETALEE, ~
FH B2 AN, WEAFTETAHO BN 3 mmOESIZETHETHIET
N7 LEFET D,

REHEIR (V2) 207 DA, BEHAIRD A > TWe ARV ) v X —% /b &
D~FH o THeyE L, BERE 7 22 A, Fid 5 mL/min TR 23 T2 T AAKID
s 3mmOEIICETHE TR SIS,

300 mL ORTIH T T A% TLADFICEE, ~FHor—VzFlro—TF)1



(47+3) 200 mL %% 7 A2 AT PCB Z¥xH S8, & HK%E 50 °C LLF oK
THKISmL FTREERME L. T L0H I 23R BHEKR E T 5,

75 BNALER | r4 Y7 +59g (45~55¢9) KUY BN 20g (19.5~20.5 g)
EENEFNAFH ACRBSETH T L8 (R 22 mm) ICIERTE LiIAL, #&
AT TAKIO LGNS 3 mmOESIZETHETHRHESETCH 7 22 1T 5,

500 mL O T T T Aa%h 7 L0 FICES, REWEIREZ 7 A2 AL, &
BHAR DO AN > TWe/ipd 7 T AazbBEO~T U TliF L, TRikE D7 L1
Iz EEDNFETAFIO LS/ D 3 mm OF SICET L ETRHSES, T~
X2 250 mL & 7 AZINZ T PCB it S, i % 50 °C LLF DK T
SmL AT ECRIERME L, ~FH o2 Mx CIEMIZ SmL & L, HEFElbe >
= =V DA RIS 2 RBHAK & T 5,

F+HBE 7 ==L OEK  BWEHAK 1~2 mL Z S EICEMIC AL, 7 rak
N AEEE A A, 80 °C LA EDKIBHTH 0.1 mL FTEML, B vakiL
L2 mL O TRIBRC 2 [E#E L7, BOSEICHE T v FE (V) %80.2 mL
ZINZ CTEE L, 165~175 °C TR L =tk iim L. ISE 2 BE 45,

FOSHE R (1+1) 1~3 iz mz, FIZER (1+1) 1 mL 2z CEEmE
W9, ZOW%E 30 mL O A I AR, OIS EZER (1+41) 5 mL
KOA~FH 2 15 mL THARGES L. EKZ 2R A & DY TIRY IBE 1%
BT D, HEEE (TH) % 30 mL O#KiRF BIZAIL, ~F ¥ 15 mL 20
ZTCIRVIBE-%EE L, HBEE 30 mL O5HR}F C I AL, ~F P 15
mL ZIx TIRVIBE S, DK+ A, B KO C o~FH g (EfE) % 100
mL OSHERFICAE, K 20 mL $oT 2 [\, REEAKFET U 7 LAREK (10
w/v%) 20 mL T 1[a], 7K 20 mL > C 2 [H¥EH T 5,

300 mL D727 7 Aa% 75 (NR 22 mm, BEET Y oA (HEK) 60
g (59.9~60.1 g) #Fo N THETCALEZLD) O FIZEL, &0 100 mL D43
SENOA~FH U E DT AIZAN, FEFOE 7 = =V E R S S 72%, DlE
SpELBEOANTY THE L, BERE D T A2, BIZA~AFH 2 100 mL &5
T ATz TRERIZIH S ® 5, HRIZAZ 7 — A8 a iz, 50 °C LL RO
KBTS mL L FE CRIERM L, ~F 2N TEMICSmL &L, TR
n~ b7 T 7 4 —ITET HREHNEIR E T 5,

A a< 777 0— WREHRRE O HEFELE 7 = = VIERERS —H % 4
Arv~ T T 7CHEAL, /v NS T aEED,

HERME Bl

i o & ErhiER NS

B 7 A HE TR (HE3mm, X 2m)

HTLFETAH  PAF AR axdr (1%) TTERLEE - T AbiL
BAAa~ NI T 7 0 —H7A4 Yot (Kt 149~177
pum (100~80 A v =) ) 8

X U —HA:N; (80~120 mL/min)

717 A FE IR 210 °C
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FUBHE AEBIREE : 230 °C
B H 2% IR JE 250 °C
" fBonimse~v NI ANLE—JEMERD TREREER L, &)
Bt PCB &% H M 5,
Ax5x10°3 5
W x BxV
A T REMRIORDT-FHHEEE 7 2= LOEE (pg)
B +HREFHET == LOEHIZTHWZEKE (mL) /5
Vv HAzu~ 77 7ICEALEZRRE (UL)
o Vo
350 100
Wo : HTICHWEZREIOE & (g)
ViR xR (mL)
Vo @~k H oshitiE s (mL)
E1 BT, PCBRBARE I ZNERFOLDE N D,
2 KEICBWTHEHAEINLE NP>\ T, Hlize EoBENS FLx
VEMHTAHZENLEE LR, TOHE, K 2 O Y HEMRIET A KT
A D 4 DR)LOEITAIY 534 24TV BH—BR=1C 561 2 B M OREEE
OREEAM-T MR L ETHEAT 2 L
3 7ulUYu (Floridin) I &FAEDHD
4 Silicic Acid AR 2847 (Mallinckrodt 8 (AR7E&T) ) LI EF%ED G
%)
5 Celite 545 (Celite Corporation ) XX Z i ERZEDEH D
6 PCBHIEN (81741 LFeHidE) XXohEREDOLD
7 Silicone OV-101 (Ohio Valley Specialty Chemical ) XiZZh L FRI%D
)
8 Chromosorb W-AW-DMCS (Celite Corporation ) XX Z i &R0 H D

B O PCB # (mg/kg) = 0.6

W W,

(2) A5
A HECHHE
LD AICL D,
B & =
Fh i IHTEEE 1.0 g 2 0.001 g DT ETEY . T OEEEFLHL L, 50 mL
DR A L, ~F v 15 mL 22 THEM L, BiZ~FH g7 & b
=hUL30mL ZMMAT 1 oMKRVIEE-%HFET S, T2 = U LE (T
JE) ZH O UHAK 650 mL, kT b U v AFIEEHK 40 mL KON~ FH 2 100
mL Z A7z 1 L ORI ATz %,
~XH AT = FY L 30 mL TOE KRS A TRERIC 2 BIEEL .
X7 = U VEZERS A ICEDE TRV IEEY-%iFE L, KE (THE)
Z 1 L OSRRKF BIZANLD, ~FHP 2 100 mL %20} B2z TRV RE



TREE L, DR ARORBO~FYUEE (ERE) 300 mL OiER+ C I
G, K100 mL FOT 2 EEHT L, ~FHUEE =M7 7 23l A, #
BOREET FY v A (HK) THAKL, 77 208 T3 23 EHEK & 5,
T HDALER | (LD B DT L | OIEIZ X 5,
77 LNALER I (D B DA T LAE I DIRIZ K 5,
FTHEE T 2= LOAE  ()DOBOHHEFE 7 2= L OARKDOEIZL S,
WA~ NI 77 4— (WDOBOHAIa~ NTZ77 4 —DHEIZLD,
iFOR (OO BOFEDIAIZ LD, 72720, WIS HOW =B OEE (g)
L35,

3 7+« a7
A HEOER
LD AIZL S,

il

B =&

o H o HrEEE 100 g Ok E Vs (mL) ) Z 01 gD ETERDY . ZOKE

kL, L=y I AN, TER=RU L 200 mL ZA0Z. 2 o
TRETHIH L, 77 258 (G2) ZHWTAET 5,

AHEDO—H (Vs) % 1 L ORI AR, ~FH 2 100 mL 2Nz, 2 57 fH
WOIRYE D, BICHREHZHE LT MY ¥ AEFI%HR 10 mL & OVK 600 mL 2l
Z. 30 BEEVIBE-#EHET S, KE (THE) 2H T, ~x g (HE)
Z7K 100 mL §°25°C 3 EiEHET 5, ~FHofgrdile A 2 ) o X —IZ A, K
® (1) ZHE L%, BEOMEST Y v A (JBK) THAL, 77 L5408 1
(T 2RI & T 5,

7T BALER | (DD B DT KL | OIHIZ K 5

71T BHALER (OO B DT LA I OHHIZ LD,

+HFBE T == LDEK (DO BOHHEFE T 2= LOEKROEIZL S,
HAra~< NI 77 4— (WYDOBDOHAZa~ NI T 7 4—DIHIZL D,

" (WO BOFEOHEICE D, 721, V350 £ H D DX Val(200+V5) &
MARZ DD ET D,

2 dVR—L
2.1 iR v~ N7 T 7EE
A HEORAHE

=R LA U 2R —/ [CsoH300s) 20 mg % 0.01 mg OHTE TEY, ZD
HfE &R L. 100 ML OWEART T XTI AR, TE MU EMZTEML,
ICEMETT b2 MA TR EERE 2RSS (20 1 mL I
A= &L T02mgxafa T 5, ) o

FAICEE L C, RO %27 & b —/k—EEER (9+9+2) TIEREICAIR L.
1 mLHica v AR—LE LT 0.05~20 ug = &4 9 5580 =3 R — LS U 4 o 5
T2,
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B = =

fh H HTEREF 2 5.0 g (FR5%E1X 1.0 g) % 0.001 g DHTE TEY ., TOHKIEE
ROFk L. 200 mL (F%320% 300 mL) @i =7 7 22l A, Fifg—K—Y
“FE (85+15+1) 100 mL (#R3Z1X 200 mL) 2Nz, =A 77 Aa|lkes L., X
SATIAIOAETIIBETEY, BEAKET T 20 HFINEL THIM T 5%,
MR 2 R 0 B2tk L, m0LITREE 12 AFL, 1,000xg C 5 4rfiim.0arBEd 5,
¥R 10 mL & 50 mL O T T A 2 ZIEMEICANL, BICERETT® o —
A (1+1) ZINA 7=, =T 20 7MFET 5, Z D% 5,000xg T 5457 [FiE L5y
BELT7-%., FICEBEARREA LT T 7 4 0% — (4L£2 0.45 um) TAB L, K
vua~< h777 4 =T 5EEHRIR E T 5,

Wik a~ 777 40— BEHRIRK O 22 R — VEERER A 20 L iRk 7 v~
NS TIEAL, Y a~ N T ARG,
WE S Bl

B A SRR S (EER 254 nm)

BT A A ITETIAT I BV T A (N 4.6 mm, S
250 mm, K% S5 pum) 4

WOBE W AX ==K (9+1) OpHZE U UEET26IZHHELZHO

i B : 1.0 mL/min

717 NAEIRFE 40 °C

OB Bonre~v NI ANLE— 2 EEXITE S 2RO TRERE ERK
L, ABPoOIR—1NEZHEHT S,
W1 EEREITEL LRETIT Y,

2 MENEA SN TOLEEHIMEC LV #ENME S 720, £ 100 g Otk %
HBEE 1 mmoOfs0WEBBT 2L ICHmikLiz%, IAth— (278114
WA (AREER TN ERZEOLD) ZHWTRET 5,

3 “fav T Raitker LA, MEERCRARIZZRVWE S ICEET S,

4 Shodex CI8 M4E (LY v 7 ®) I EFEDOH D

(B5) GIERNY) T —va v
« VRMIEIIN R R OV UK
W,

wNEI R (%) R UK

P DI (mgkg) "% G mokg ) RSD, (%)
AR E A EA G R 58 3 90.9 2.8
580 3 95.5 1.6
WA 2F RS A Al A i Rt 58 3 95.7 2.2
580 3 96.7 2.7
e HREH 3 (5,490) 1.6
1,000 3 105 0.9
5,000 3 90.8 3.0




» J[R)EABR

Hhet AR TRNTEEE  ommms o ERESRURE  SSRHRME

OBk a4 HorRat
OB et BeEEe (mghkg)  awsiege)  RSD, (%) RSDg (%)

FLAAERE FEL A Rk 8 0 305 87.0 2.7 55 0.80

s 8 0 BREH (6,090) 3.3 4.4 1.0

- EE TR (E—-EBREICX 2R kb 5 mg/kg
- TR (R BREIC X 2 ER) B 2 mg/kg

(%) Z7u~ 77 L0

1o . !
+ III"x |II
Eﬁ \*--____ __..III-.
e
= B g

B#ER (dUR—IILELT20ngEA) O/ ORI S A

3 U7 X)LER

3.1

Wik v~ 7578205 ARV RS EHE

(it &P - k)

A HECHH

1) 7 XL ERAEUE R 7 X JLEE (C3HsN3Os) 10 mg % 0.01 mg O£ TE
D, TOEMEZTEL, 20 ML DR T I 2 aiZ A, KEMx TEMN LT L
IR E TREMZ T 7 XOVIBEERK 2T 2 (20 1 mL X, >7
XL LT500 ug 2 &8 15, ) .

2) V7 XVEE-BCs WIEEYEIRIK  ZERNRIERR S T XVEE (27 XVEE-1Cs)
5mg % 0.01 mg ODHTETEYD, TORELZLHKL, 20 mL OEET T X3 TA
. KEMZTENLEL FICERE TKREMZ T T XVER-13Cs AR HEFIK
TS (oK ImLiZ, 7 XAEE-BC L LT250ug 2 BT 5. ) &

3) MREARVERLA &7 XOVEREERERR™ 2 ERICER LT U7 XOVERIEE R K OY
T XVER-BC WIEYEIR O —¥ &2 Xk — 7 & h=bF UL (1+24) TIEMIZHR
L. 1mLHiCy 7 XAl LT25-200ng %2 &AL, OV 7 XVEE-BC & L
T 10 ng & AT 2BR O EFIERHERER 2T 5,

4) T XVER-LC NEEHENR™ 2 ERICEE L T, v 7 XOVEE-13C WAEHEIRIR O —
A K CIEMICAIR L, 1 mL Iy 7 XUEE-8Cs & LCA4ug &= a4a 3 5NN
Rz i+ 5,

5) K
A : 10 mmol/L FEf2 7 =D AWK 5 mLIiZ7 & b= R~ VU L% 1% T 100 mL

L35,
Bif : 1 mol/LEFfET > E= LMK 10 mLIZ 7 h=FVUL—k (1+1) ZMx
TI1L &9 5,
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[—] =5

B 7€ =

H IHTEEE 1.0 g 2 0.001 g DHTETEY . T OEEEFLH L, 50 mL
O A DIRBEE I AL, K 10 mL 2z 7=%. 15 oS A+ 5, 2o
LA IZTE =R UL 10 mL 2%, B2 7 XVEE-18C; NAEHER 250
uL & IEfEICINZ 72, REV T A P—53T 1 S»EEETHH T 5, MR
% 1,600xg T 10 srfflE OB L, EEAKE 2 mL 2 10 mL O 7 7 A 2 (Z0E
MIZAND, EEZIATDERETTE =M L—K (1+1) ZMx. # 7T
LA T 2 RBHA K & T 5,

A7 LALEE SRIEIEVERE A AU BRI =B T A 2T b= UL 5 mL KO

7 oE=T K=K (6+23) 5 mL TIEREHET 5, MEHEK 2 mL 2H 56U
TrE=TIK (6423) 3 mL ZANTI=H T ATIMAIEF L, #Kif 2 5 T AHA|
DL ET A ETHEIES, FiIz7vrE=7K—7/K (5423) 5 mL LO\T &
F=hUASMLZIERI =0T DIMATEHE L%, ERERHTSES,
10 mL OERHEBRELZI=A T LOTICEE, ¥FB—7TEr=1FU/L (1+24) 2
MmL%ZI=AT7 LM TET INVEBERHSE %, 2RZENT SEHRAT
Do

Wk AT T 7 40 F— (AL 045 um LA F) TABL., ks o<k
77 78T ARV RSHTEHC X D REIC T R ENATR & T 5,

Wik m~ b7 727 ARERGHFHI L DME  SUBHER &R O iR iR

AR ERRAS b uL 2k v~ s 75 7 8 o7 DB ESHEHIEA L, 2R
RIS 7 v~ N7 7 5%2155,
AESRME Bl
(k7 v~ ~ 27 Z 7H)

71 7 L BRI BEERZ e~ T 7 4 —h T A (N
2.1 mm, X 150 mm, Kifg 5 um) 6

A= K T A BKMMEER o~ T T 40— T 5 (R
2.1 mm, & 20 mm, K& 5pum) 7

e i o A—B iR (19+1) (8 min f&FF) —2 min— (2+3)

(10 min £&FfF) —2 min— (19+1) (5 min £R£F)
b # : 0.3 mL/min
7 A K iR O :40°C

o VU EARAE B TR
bt .z brATL—AA4 (b (ESD # (AL A
T— )
* 7 A4 Y% — H ZX:Ny (3L/min)
57 J5 vl A : Nz (15 L/min)
t— h7 8wy ZiEE:300°C
D L i E:250°C
2 Y ¥ oa v A Ar (230 kPa)



AYVarT XX —: FTROLEY
T =¥ — A 4 v FTROEBY
* BWEORE SR
TV H—F—_Tudy Ay alVay

HIEX S E AF R fEEH  —xr¥—
(m/z) (m/z) (m/z) (eV)
2 42 - 17
~ l/ o
VT VIR 128 - o 10
. 13 43 - 16
VT XVEE-Cy 131 57 11

7t B BoONEERMSBHEZ o~ N7 T L0507 VKNS T XIVER
BC, DV — 7 HfE & RO TR IC L W EREZIER L, REFo 7 20
MExHHT 5,
E1 +RCETRWEEIE, &R ETBE TR X BT 5,
2 RAFLEBIEEREAZER T 2561, BEEAHEE L2RIEHT 2,
3 POLYTRON PT20SK (KINEMATICA#) XiZZh & R%EDE D
4 QOasis MAX (Waters . FETAAIE 150 mg, KifE 60 pm, U PF— —%
BemL) XixZhiRES0s o
5 YiiElX 1~2 mL/min f2E L 55, LG U THRE|l~=K—/ FEfHT
Do
6 SeQuant ZIC-HILIC (Merck Millipore . FHEANL TV B F IV HFFIZ AL
RARE A FE (WPEA A U RERRRE) 2 FEREaLibo, ) Xkt
BEI2RN2;
7 SeQuant ZIC-HILIC Guard (Merck Millipore #) XXz &R0 H D
8 LCMS-8040 (SHEHBUERTHRL) 12 X 5 5A:p1
(235) Gk TF—va v
- WSHNIEII R fe ORI LA
RIRIE g

WA R UK

PHOR (mg/kg) L (%) RSD, (%)

R AR A LA Ak 0.5 5 99.0 7.2
25 5 98.9 17

S0 FE AR A R 0.5 5 93.3 25
25 5 95.3 1.0

i 05 5 98.1 16
25 5 96.2 25

REMNT 0.5 5 89.9 5.8
25 5 94.4 1.0

TS 5L 05 5 107 9.6
25 5 100 48
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BN

HEhEt FTHR O WRINPEE WONEIMLER  aoveE Uk SRIRERE

Enw H
PR ORI s = (mglkg) (%)  RSD, (%) RSDg (%) HorRat
T uA T —EEHITR A R 11 0 2.5 99.5 41 6.7 0.49
I TIRE R AR AR 10 1 2 101 5.5 6.4 0.45
SvEERAR SR 11 0 15 95.9 2.1 6.4 0.43
KRE WM 11 0 1 97.5 4.8 8.9 0.57
oK 11 0 5 99.4 1.9 4.0 0.32
e AE ¥ FL 10 1 3 100 3.1 8.7 0.66
- EE TR (E—-EBREICX 2R kR 0.5 mg/kg
R R (BE—RRBREIC X D iRl B 0.2 mg/kg
(%) va~w 75 L
A B
{5 7700 ¢ 1 TF00
% 57000 4 Eﬁt 7000 1 |
H H v
<, 3700 Ny 37000 4
i} o 17000 o
I!ﬁ 17000 4 ﬂ =
FI"" 3000 IJI!-Ig 3000 " ) T i T '
Rl T T - 3 4 5 §
RIS, 53 bR 5

BERRUAMABODIOT LT T L
A FERERR (37 XLEg L LT 25 ng/mL)
B : WINERE (B 7 XLlg Lt LT 2.5 mg/kg t4 &IRN)

4 7 o MbKFHE

4.1 WIS EEE
CE A& : % v I N)
A HEOHAH
1) 0.1 mol/L f Pz SRAZE ME R fFRER 17 g 2 > T 1,000 mL DB ALEET 7 A 22
AV, KEMZTHEN L, FICERE CTKREMZ T 0.1 mol/L Ak SAZ MK % 5
L. RICEVZOREEAEET D, Z ORI, BEBIZRTET 5,

AL NV oA (EHERIK) (B4 2% 21EH T 500~650 °C C 40~50 47 fElm#EL L
72b?) 1461 g5 &Y, TOHEZFLFEL, 250 mL ORET T A 3T AL, KE
M TEN L, BITHERETKEMZA S, ZOW 25 mL % =47 T A3 |TEfEIC
AfL, K25 mL KOYT F 2 MY AKFIER (2 wivs) 5mLailz %, B2y 7
=R (0.2 wiv) EiZz iz, 0.1 mol/L RYFRSRAE YE R T HRE O OE 2N 2 T
MLt L lpofe & T AR E L THEL, 0.1 mol/L AHERERIEVEIR DR E 2 FE &+
Do

HAbF v VU 7 2 0.1461 g 1% 0.1 mol/L AYEESREEYE R IR 25 mL ([ZAHYS 35,

2) pUAFNATI /)R VTR A=A pUATFATI IRV T
D=2 20mg &7 B ACELT100mL &1 5,
3) T ALMA A REHERR T A Y 7 A 0626 g B> T 250 mL D4
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B7 7 AN, DEOKEMZTHEN L, KT MY U ALK (0.5 mol/L)
25 mL 2z, BICHEBRETKEZMZ T T AW A T o EHERKZRE L., L
TICEV ZDOREZIEET D,

BEYEF#E 100 mL % 200 mL @ b —/L B — B —|ZIEFEIC AL, p-PAF LT I/
RV FraL=viik05mL # x5, Z Ok % 0.1 mol/L B ERTA K Cii &
L. WROEANE AN ORIZR oo &2 kmb LT, kUL o7 e 1
CHEAERE DYEEE C (mg CN/mL) ZH T 5,
ax f x5.204

100
C : 7 N A A U FERER (mg CN/mL)
a : THEICE L 0.1 mol/L AEEESRIRIE (mL)
f : 0.1 mol/L AR IR DIR%L
4) T AA A FERERR T A A A REYEIRWE 2.5 mL & 250 mL O A

77 A A ZIEREIZ AL, Kb R Y U AR (0.5 mol/L) 25 mL ANz, Wi

B ETKEMZS, 2O 10 mL % 100 mL D287 7 A 2 |ZIEMEIC AL, R

FCAREMZCTIML P T A Ao & LCLlug 2 EHT 527 A1 4

UREEIR A RIS 5T
5) 7 = BAREIK 7 Bk Fd 128.1 g (128.05~128.14 g) K UVUKEE{LT

KU A 64.4 g (64.35~64.44 g) ZAKIZEENL T 1,000 mL &35, HHICEL T,

ZDWD A2 KT 10 fFIZFHIR L. £ D pH & 7 = UFRIEIR (2 wivte) K OVUKER

b+ b U o 2EiE (2 wiv%) T5.9ICFHET 5,

6) U U ERKETER Ufg —IKFEAH U U L340 g (3.395~3.404 g) KONV gk

“F bV D A355g (3.545~3.554 ¢) & KIZEEAL T 1,000mL &3 %,

7 /w7 TRK p-hxm AR aar7 I Kb U U A=K 0.62

g (0.615~0.624 g) Z/KIZEE/ALTE0mL &4 5 (AECHET S, )

8) vIUY-¥ETIVRrUVEIK 3-AF)N-1-7 =x=/)L-5-¥'F V1 025¢
(0.245~0.254 g) % 75 °C ®OE/AK 100 mL IZIEN L T2\ EF THHAI LK., 20
RICEA (3-AFN-1-7 2= )L-5-E'F V) £20mgZz YT 20 mL TN

L7cikamz 2 (AR 2, )

B EHMBEROFAR

SHTEEE 10~15 ¢ 2 0.01 g OHTETEDY ., ZOHMEEFE L. 500 mL 7 /L ¥ —/L
7T AN, T T UBERRMENR 100 mL 22 OF ek ER LTk, 25~30 °C T
¥4 BBHET LT, 0772350 UKL R U v AR (0.5 mol/L)
25 mL & A7z dn & Hafit L 7o KR RSB 2SR IR L. B O &2 100 mL 12
ETHETHRETHH, ZoO-HKICT = =7 X LA ki (0.5 wivwe) 1%
Iz, Heg (1+8) THFI L%, KT 200 mL OEET 7 A3 |ZB L, TICHERE
TAKREMZ TRENAR E 95,

AEHEWE 5 mL 2 50 mL OR &7 7 XA 2 TIEfEICAIL, K5 mL 2 MR 7%, EiZ
U UEEFEER 10 mL KOV 27 2> TR 025 mL 2z, BHHIZZ ORIGREER
LTRSS L% S pMEFET 5, ZORICEY Vv - 7Y 1 UK 15 mL

C=
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EMZ, BICEET7 7 AaOERETKEMZ, ZORBEERL TRSSMITEY I’
W=, 25~30 °C TK 50 oMFFET 5, ZDRICOWT, HE 620 nm OWRIEE % |
K10 mL % 50 mL ORFET T X 3T AL, LA TFRBHATK & RARICEAE U 72k 2 i
e LTHIET 2,

[RIRFIZ O 7 b A A U FEYHERR (1 ug CN/mL) 0.5~9 mL O oS8 %ZnEh
50 mL D& T 7 A TIEMIZ AL, KEZMA T 10 mL &5 5, LUNREHANK & [F
FRICEME L 722, BEHAIR O % E L A — R TR EZE T 5. 1562 E D
SRREMREER L, REF O T A A A v EEFEH L, ZOMEIC 1.03 ZFE LT
B O T MK FEREER T 5,

W1 ERARCHNT S, ZOEEROREIL, BEERK TRDELOEH WD,

2 SERICETRITHELI RN,
3 TEIRMEZHEH  LIREN—CEITHRZND L OICT 5,
4 BEHGEEZ 2~3 mL/min & 5,

(B%E) HIHEN) T —a»

* BMEN R K OV LR

- ; WINRE .. WINEN R oR UK B
= N i i
B O (mghg) " L (%) RSD, (%)
T 05 3 90.0 9.3
(H A5 YR EERI3 mg/kg) 4 3 79.0 15
- R FAER

AHE R JUER semsLE ERESEE

%“': ‘/ # = H R t
AROIE gy man (mglkg)  RSD, (%) RSDg (%) orma
¥ ¥ v o1 8 0 3.18 8.0 15 11
¥ ¥ v P2 7 1 8.15 8.0 9.6 0.82

- EE PR (E—RBREIC XL DR AR 2 mg/kg
< BRHFRR (BRI K D iERR) AEHH 0.7 mg/kg

4.2 R ETE
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CGE A& : %% v I N)
A HEDOHAH
1) 0.01 mol/L flERSRAEYEE 3.1 D A D DIT LY 0.1 mol/L RSFELHRIEUEF 1k 4
HL, TOREZIEET 2,
fEHICER L CL BRI O — 4 /K CIEfEIC 10 52/ L, 0.01 mol/L fifzER
PEUER 2 LS 5,
2) Pp-TVAFNTI IRV TrRA VR pUATFATI IRV T
D=2 #20mg %7 B ATE LT 100 mL &1 5,
B & =3
SHTalEl 10~15 g & 0.01 g DHTETEDY . ZOHfEAFLFL L, 500 mL OAET Z
AT AL, K200 mL 22 Z ORF &R L%, 25~30 °C T 2 [l LL L iE S
Do ZOMNKETZ FZ A%k H B TCDKELT MU T AEK (5 wivkb) 20 mL = A
T2 a it U To KR SRR BRSSO RS L. R &2 200 mL (2T 5 £ TR S
5,



5

= o

P RRERAEHER THE L. RIS KV B o> 7 bk FE (HCN] BEz2H 45,

aﬂ$@v7ymm$%<mwg>:lﬁﬁﬁﬁﬂw

V o JEEICE L7 0.01 mol/L RYEEERAE MWk D& (mL)
f :0.01 mol/L & SRAE HE R DR L
W iAW O EE (g)

NY 7 F A XILEY)

5.1

1)

2)

i

HA 7 a~ k75 7EEL?
A HEOHAR

HiL b ) 7 F AR L Y 7 F AR [CiHaCISn) 0.10 g & 0.1
mg DA ETERDY, TOHMEEZTEH L, 100 ML O2ET T X 2|2 A, Eiig=F v
5mL 2 CHEMNL, BIERE CAFH U2z Tl Y 7 F 0 2 XHEHER
a5 (2o 1 mLix, HE{EFY 7FALRAXLLT Img 28607 2. ) .

EAICEE LT, BEHERK O —H 2 ~F 3 TEMICAHR L, 1 mL FickEl Y
FFAAZL LT 0.125~2.0 pg &G HT 2HMOHAL b U 7 F A R % T
{5,

by H P e A KA ) — )L —EiE T F L —HalE (11+10+1)
B E =

H AT 10 g 2 0.0 g DHTETREY . £ OEfEZFLEL L, 200 mL D3
=7 7 A A L, HHESE 70 mL 2 0%, 30 0 RHE 0 IR TRt 5, 200
mL O=fA772Aa%277F—k}IOFICES, MEE A% (5 B) TERIIA
W L72t%, D =477 23 O I ZIARMHEL 30 mL TS L, [FERICK
AL, AR ERIE BT 23 BHAK & 35,

il BRI A S 5 Lot MU U AR (10 wiv%) 100 mL K OVEE

AT L —~FH > (3+2) 50 mL & AfL7= 500 mL Oy iEdwF Az, 5 43
WMLUSIRVIBE-%FFEL, KE (TE) % 500 mL O3k }F BIZAND, HEE
TF L —~FH 2 (3+42) 50 mL ZMZ T 5 M LBV IRE-BEE L, ik
TFN—~FH g (LE) 20k AlCEbtE, BICoEE}; Alc~F
P 150 mL 22 TERSOICIE Y IRE =% 30 oM#FE L, BT —~% 3
V@ (LJE) % 500 mL ot =7 T 2aic Ahd, BT FL—~FHVE4s
HEOMET Y A (EK) THAKL, 500 mL ORFTET 7 A alZAK (5 #
A) TAHET D, EDO=M7 7 A akOAMENARDED~FH 2 THeyg L, Wik
BHOA AR L CHREGDED,

A% 40 °C LLF ORI T 3 mL F2EE & CRUEIRME L7-t%. MRS ~F 32 10
mL ZA0 %, [FERICIEUTEEME U, BRAEE D D EERE RN 72 < 72 % & CRBRIC BT A
EREVIR LTk, BREH AZ ko THRET D,

TX ) —/L 10 mL ZEEWITNMZTEN L, BT DABRIHT 2 3R K & 5
Do
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7T LRLER oo COKEEET N Y ¥ A¥HE (0.2 mol/L) 10 mL, Z#F7K 20 mL
BT ) —/L 20 mL CIEF LIZBEA AV ZHB|I=DT A (1g "oFizdbon
C»HEEE (1 mol/L) 20 mL, ZRE/AK 20 mL L OX—= X /7 —)L 20 mL TUE L=~
FUREWI =H T A (1g) HAaufEd 5,

REHAREZ I = 7 2ICAN, WEPETCAHO EMHIZET S F Tt 1
mL/min T &5, EHARN A> TWERT 7 I A azbEDT X ) —)L
TYH LIk, WA I =07 A1, FRRICiE S8, Bilic=¥ 2 —/1 20 mL
I=HTAIINA, RIS SE 5,

et Ao M =T 2213 L. 100 mL O C A 42 =
FLADTIZEL, A% ) —)—HEE (11+1) 15 mL ZBA Ao I =H T Al
MZTHEL N TFALRAREEHRESE S,

SYUEIRSF C 2K 30 mL A FH o — o 7 maFxH %5 (1+41) 5mLZMZ., 5
SR VIR - %EFE L, KE (FE) % 100 mL O 43k F D IZ AfL, ~F %
—vrua~dVhrUE (BE) 250mLodfe=f7 7 2ailc Anhd,

DR D C~FHhr—v 7~ (1+1) 5mL 2z, FEEICEEL.
Kig (Flg) #BT, ~FHr—svu~xHofE (LE) 2ot =M75 =%
aHEbEDL, "X Tuand Y UEEEEOMBET N U A (HEK) T
KLU, 50mL DR LIET7 7 AalcAK G A) TAHABLEE, KO =A7 7 A2
K OAEENER D ED T — 7 a~FHhr (1+41) THREFL, iRz 5
MEzE L THAEKEEDLED,

A% 40 °C LLF ORI T 1 mL F2 8 & CRUERME L=, MK 4% 50 mL o4
BRBEICAN, EOR IET7 I RAaELEONTF -7 aF P (1+1)
THE L, R EZRFRICAE DY, g 7 a BRI d 23 BHAK & 35,

Ta b REHARICER T AZES>T L mL LFICEM L, n-7'mEL~
73U A7 a I RK2 mL 24 TIRY EE#%, 40 °C OKipH T 30 rfMFEE
L. HIZKKT 10 oW EAT 5, ZOWICHIEE (1+19) 10 mL 220 &3 20,
WERIOn-7u L~ 732y a7 al Regfifd s,

ZOWRIZAK 20 mL, AX —L T mLEKO~FY > 5mL M TR IBE 7%,
iR R % 100 mL O3} EICAND, FEORBRE 2D EO~FH o TG L.,
Vel % iRk E I/ e T 5 IRV IRE-%HET S, KE (F/E) % 100
mL ORI FIZ AL, ~FH g (EE) % 50 mL ot =47 F 23|z Al
%o MRS FiZ~FH > 10 mL 2% T 5 MRV IEE-%, ~FH @ (k
J&) o =MT7 7 2 allibE b, ~FYUEAEEORBET N UL (M
K) THIAKL, 50 mL 7R L7 7 AaicA#k G/ A) TAHABLEE, o =f
77 A AR ORAMENERDVED~FH 2 CTHF L, iRELOAEEL CTAKE
Ab¥D, AikE 40 CUTOKIAT LI mLFLE S THITEM L., ®FE T A L%
THICHEMETSS L% 2 mLOASET I Al AND, KORLIEZFAaz/bE&D
AFFUTHE L, WREEOEET 7 A2 IGbE, TITERE TF 200
2T, HAZa~ N7 T77 0 —IfF 2R & T 5,

BEHER D 7" 1 e Ll FHAL R Y 7 F A XEHERR 1 mL & Z 24 50 mL O34
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AR I IEREIC AT,
B N7 T 4= D KIEER L T D,

AT

n< NI 7 4—

DI e b DE EFR—&KETTe b L, T A7

ABHA IR K O AR 2 WL &2 A7 vn~ 27T 71Tk

AL, Z7u~ T 7 058155,
e S |

i i
7 7

¥y U v —A R
: N2 (32 mL/min)

: Hy (75 mL/min)

: Hz§ZE5 (100 mL/min)
OB B A L
FOBE T A B8R B
77 AR

AATT T HA
wooOoB o A
By B O A

%g.
VAR

ROCCER g (X X7 4 v 2 —)

WA ER Yy BT V=T H BBV 7 ==/L—95%
AFNRY)vaxYra—7 47 HEE032mm, ES
30 m, fEE 0.25 um) 7

He (1.0 mL/min)

2 7Y > hL-Z (605)
240 °C
80 °C (2 minf#¥F) — H-1E 10 °C/min— 200 °C— H-I&

30 °C/min— 230 °C (10 min {&Ff)
B H #% IR B 240 °C
B OB/bnErunw I ANLE—YESERD TREREER L.
HO NI TFARMEY E RS L THEIET 5,
HE1 AZ =, ~FHho BT, =& =V KOEF FY UL (HEK)
IR R HRE L V5,
R K O 1 I & o ir 2 D %
Bond Elut SAX (6 mL Z&#&. Agilent Technologies ) XiZZh L F%ED LD
Bond Elut SCX (6 mL &, Agilent Technologies ) XixZh L RZEDEH D
rmantH ks e~ N7 THREXIIINEREO LD E WD,
RL[E 2 AN B D T2 D HLHE S H 7\,
DB-5 (Agilent Technologies ) XX Z L& R%ED & D
(&) piEAN) TF—va v
« WRINMEN S e OV LA

at ot

~N o o b WD

- ; WINERE .. WINENR R MOR UK &
AR (mgkg) 2L () RSD, (%)
% 5 i B B A AR E 0.05 3 93.9 43
05 3 935 17
IR E BT B A Rkt 0.05 3 101 7.1
05 3 104 6.1
WA 4R A B A R 0.05 3 95.3 5.2
05 3 90.2 9.0
- J[FEER
St ; FHR AR WNNREE WMEMGE  semEure S=EESSE
RO gaom meEs (mgkg (%) RSD, (%) RSDg (%) O
FALN TIRE RN A R 6 0 0.05 90.7 8.9 12 0.53

- EE TR (E—-EBREIC X 2R kR 0.005 mg/kg
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(%) su~ 7T LH)

=E0RE

{

S L
0 4 8§ 12 16 20 24
{®$0e0E o7

MRS (FAHFEERAREFAMIICIEIER) TFILAXELT
0.05 mg/kg HHEHRM) DY/ O LTS LA

6 BERZIL
6.1 Ik v~ 7T 74057 AAVEESHEHE
A HEORH

1) EHEEE R 2mLIcK—A% /—/L (1+1) Mz T100mL &35,

2) ARPEE WHIRBE 10 mLI2Kk— A% 7 —v (1+1) ZMZx7T100mL &7 %,

3) B AX I UREMERR b RHZ I RN (CsHeN3-2HCI) 828 mg & &1, DK
EZFEL, 50 mL ORET 7 A AN, K—AFZ 7 —)b (1+1) ZINx TEDN
L., TICHERETK—AZ 7 — (1+41) ZMxTe AX I AR Z T 5
(Zo 1 mLiE, EAZ I L LTk A% T HEEREE (mg) I 0.01208
EREUIE (mg) 285HT D, ) .
flEICBR LT BEERIR O — 3 & A RV I CIEREICAT IR L T, I mLHIZE A& 3
ELT2~400ng #E AT HEEDE AX I NEHERZRET D,

B = =

ooH oW 1092 0.01gDOHTETEY ., TOMEATH L, 200 mL Ot =
7T AT AL, 5 W% kU 7 o e BERREEHR 100 mL ZA0%x. 30 AR Y iRE
TexZ I v&2td 5, MitiE 50 mL o Him Dk BE (2 AL, 2,000xg T 5
sy O EET S, EEAME 5 mL & 50 mL o3t Db EE I IEREIC A G, K
20 mL Z/1% %, 1 mol/L KE{EF N U T AW T pH % 6.9~7.1 IZFHE L727% .,
2,000xg T 10 rfHi0maEE L, BRI EZ 50 mL O2&ET7 7 A alZ AV, 3k
IR DN > TV SR 5m DR 2D B O K THORIBE L. Beik 2 ERE DR~
TANIMZ T, FITHERE TREMZTH T LALEICHET 23 EHATKR & T 5,

T LR BRERVER A A WK I = T A (500 mg) FlEA K 2 —1 10 mL &
UK 10 mL CHER LG5, REHAKR 5 mL %2 2 =5 7 A IEMIC AN, RS T
TAHRID ESIGET 52 FE TR FSE 5, HIZK 10 mL LA X 7 —/L 10 mL %
=H T AIMA, FEICHEHESES, 100mL O2ET7 T A% I=28T7 LD F|Z
BX, AHRE 10mL 23 =T AIMA T AX I VU EZRBSED, FICEE
7T AADERETK— AKX ) —)b (141) Mz, TOHED—E8% 5000xg T 5
OyiEiE B LTt . BRI EIRIK o~ N7 T T 20T AE BSHTEHICL D
HECHT 2R &5,
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Wik v~ 778207 AEESHFHCLZ2HET 2 BEHARE OB A X
VIEWERS 5 UL BRIR s a~ N7 T 7 Z T ARV RSHIEHCEA L, BRI
M7 e~ N7 LEGD,

HIE S B
(k7 v~ ~7Z 7H)

W

4 4 v 1k

2T T AV =0 A
oo B U A
¥y 70 —%EE:
T TAE —EIE:
a2y Vg v H A

—F)
N, (103 kPa)

: N2 (6 L/min, 300 °C)

0.9 kv
100 V

: N2 (1 mL/min)

2 Vg Rk — FTEOLED
T = H — A F v FEODERD

71 7 Ao BUKMEMEEER e~ N7 o7 40— 7 5 (NER 21
mm, £ & 150 mm, KifE 3 pm) *3

s i3 o 0.1 VIV ERIRIR — 7 & =K UL (149) (1 minf&
Ff) - 6min — (9+41) (8 min£&FF)

i # : 0.2 mL/min

A7 A AR B 40°C

(% 7 BDBVE BT Rl )

R H on o VHEMRE & Et

L7 harAFL—A A1k (ESI) 1 (FA F v F

#F v RZ I UORESME

TV —H— Tay N ayVay
HIE T G E AF EsEH TR TARLF—
(m/z) (m/z) (m/z) (eV)
95 — 12
ERZI 112
— 68 22

OB BOhAEBERSHEZ e~ T AN E— 7 HEXIEE S ERD TR
BRAERL, REToe 22 I B2HE BT 5,
# 1 Oasis WCX (Waters 8, VH#— "—FE6mL) LN EFRFEOL D
2 REHAK K OK e A Z2 I VEERE ANNDIRIKZ v~ 87T 7S T vid,
ERAY IVPREINRVRY Ta L U BSOS DE AV,
3 Triart Diol-HILIC (VA =LA (8 FETAFNIAEDL Y DA TV v FIEFA
CYEe FrF 7oV ket a Licbo, ) IEIh ERFEDO LD
4 6410 Triple Quad LC/MS (Agilent Technologies ) 2 X 2 S
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(BE) GIEAN) T —a»
* AINIEI =R K OVl LA i

g S W EE TRINE R oR U KS B
A ORI (mg/kg) B L (%) RSD, (%)
i %5 7l B FH B A fA 10 5 103 15
50 5 92.5 2.0
T R 7 B B A i 10 5 103 1.2
50 5 96.0 0.8
Wi FH A B A B R 250 5 106 1.2
500 5 108 0.5
N AR fa 100 5 101 1.5
500 5 97.3 1.0
i A £ 10 5 99.9 1.9
50 5 100 0.8
- JLFE R
e N it HIR O ORINERE  mnEIE (%) ENEEURE SR
HoE XH SN HorR
R OBS BREE REE (mglkg)  (WEfE(mgke) RSD, (%) RSDg (%) orRat
Tl 25 ] 75 PR & ek 11 0 50 90.5 2.8 7.7 0.85
77 71fE0.738
FUAE BB A 11 0  HKIHY (267) 2.2 9.3 1.3
i Ay 11 0 20 88.6 6.8 13 1.3
- B MR (H-HBREICL DR Bk 10 mg/kg
- FRHFIR (R—3BREE I K D e B 3 mg/kg
(23%) 7ua~ 77 L0
A B
E =11 E =m
. 8t
12m 'ﬂlﬁ L=m
’ :
™, m ™, Bm
e i
fzﬁ am ﬁ am
?EI',E m L i = |l
s 7 9 11 13 15 s 7 8 M 13 15
(R38R o1 (R0,

BEFRVFMEHOIOT LTS A
A FEUERR (e AX v & LT 25ng/mL)
B : WNEE (M AfAkIce 2% 2 L LT 50 mg/kg A 24 EHN)

7 34-_vE L2
7.1 HOCOGERE
(GE & . bV T BRSO R HEER)
A HEOHRAEH
1) 34-_UV L fERER 3,4-_ Y E L [CpHiz) 20 mg % 0.01 mg D7 E
TRV, TOHMEETLHEL, 100 ML O2ET7 T A a2 A, XUBUrEMx TR
ML, FIERE TR 2MAT 340V U EHERKRAZRHNSS (2o
wWimLix, 34-_vYEL L T02mgaaaT %, ) .
FERICE L C, EHEFRIEO—H 42X B CEMRICAHFRL, 1 mL Fiz 3,4-_2
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YELUELTE30ng 2 EHT DD 34V L NERERE T D,

2) TAIF NZhrma~v 7T T7HTAIF (R 63~200 um (230~70 A
Ta) ) H3% 5{EEOEEEE (1 mol/L) TYEH L., TIT/KTHELI-t%, 110 °C T
2~3 FHRZE L. 1 viw9efi Y | DK A N2 TIRMT %,

B & 2

Eiid M obretkl 100 g % 0.1 g OHTETED . TOEMEEFIH L. HE AR
(BEA£E 45 mm, &S 150 mm) ([ZAL, RAELY v 7 2 L—Hitiasz Huv, By
500 mL T 8 Wyfffifith L7ct2. Z ofhitika 40 °C LA F ORI TIE & A KRS 2
FCRERMET 5,

PR & 7 m~%H 2 100 mL T 300 mL OER Al L, Y AF AL
ARF TR 100 mL 2N TRV IBETZEFHFEL, YA FLALRT Y FE (TE)
Z 300 mL D43k BIZANLD,

DRI BIZ Y 7 v~ 100 mL 200z CRARICEMEL ., ¥ A F LA LR F
v Rg% 2 L o3l CloB T,

DR AZY AF NV ALEF Y R 100 mL 201z, [FARIC 2[EH#REL., &V 4
FIVANVRF T g% mnikimF CIZMZ 5%,

VAFNANKRF Y REIZmAEAI LR (1+4) 300 mL Z#1x, HiIZv 7
X 400 mL ZNZ TRV IBE-%, DAF VALK F-MikRE (TE) %
1 LMK DICAN, YZa~x¥ g (EE) ZiE/K 500 mL T 2 [EPEH L,
2LDORTIET 7 AalZ Ad,

WIS DIy 7 o332 400 mL 212 TRV IBE -4, ATV ANLKRF
v R—iifE (TR) 2T, v7a~d U EaiRk 500 mL C 2 [BEFEET 5,
Y UEELEORTIET ANz, Y7 a~tY U EE 40 °CLL RO
KIETHI 30 mL E CRIERME T 2, IRMKEZETST MY s (HK) 59 THAK
L. 100mL ORLE7 T AalH 60 UORIEHREEO R TA BT 5, ko
YT T AaROBEMRE 7 o~ THlE L, WiRE ORI EELTA
atbtsd, A% 40 °C DK TR 1 mL £ CTRIEEMR L. b 7 209
LA & T 5,

7T LA 7 v J 50 g (49.5~50.5 g) K OHigF ~U v A (fEK) 15 g
(145~15.5 g) = H 7 %& (NEE 20 mm) ICIEKREZX TR TA L, BT L%
T 5%,

300 ML DR LIETZ 7 A% 0T L0 FICES, fEHREEZ B 7 LA, R
WD ANS> TR LIBET7 7 AazbE&D 7 a~xh o THli L, RiRxE 7 L
WINZ, EAFETAFIO By S 3mm O SISET 5 £ TR S5,

AFP -V F Lz —T7)L (1+1) 100 mL L RXY =F L= —F /L 100 mL % JIE
AT LITIMAT 34-_Uy Lzt S, Wiz 30 °C LU T DK TH
0.5 mL £ CTHUERML C @ ki#E s n~ 77 7 0 —I1C9 23 0RHAIK &
T 5,

@B e~ NI T T 4 — T F AL E— R T L S ST
D JEEREAR ZERT D
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530

BRI EEE~A 7 a v ) TPV B EICHIRICEAA L, [FFREC,
34-XUY LU DB E MR T T2 D 34-X2 Y B L R A AT T 5,
TH )=V TN —T =K (4+4+1) ZBPIELEE LT 90 i, —JE
FHED 10cm ORI E CTREMLUCEELT S, %4 (365 nm) % g2 i
HLTTeEF b —R#RE IO LT 3,4-X Y B L OB A RER L.
ZOEENE L o T 50 mL OEfeE OREREICAND, ZOELILEE I 60 °C
DAX 7 —/ 25 mL EMz, 1,500xg T 54y 0arEE L. B2 %A 100 mL @
RLIETZ T A AND,

60 °C DA X /) —)L 25 mL T D& O LILEE I, Rk 3EHEEL, E
BHRETDR LT 7 AalZ8dbE 5, EEAKIZ n-~F T 1 mL &2z,
Z D% 60 °C LLFOKIBTH 1~2 mL £ TRIERM L7=#%, < EBrT5mL X
X 10mL OEET T AAIIBT, BIZERET 7 AADERE TR B2z T
REICHT 23R E 35,

il iE
1) [A F o ARBWAIE LN 3,4-_XY L UERERRIZ O W T AR VK

Oh A7 bV ZRE L, B— 7 HEMOENREZ T2 2 &Ik FE

=179,

2) E & AEHATRIZ DWW T, BhiZKE % 368 nm IZ5% @ L. 405 nm fFird

WA MAERIET D,

[FIBFIC, 48 3,4-_0 Y B L UARHEIRAS — IOV T, [FA—SRIFTHIEANT b
WEREL, Tr—_—=2F 4 LT 2O CTREREZIER L, BT O 3,4-
XL reERHT S,

W1 BT, Ea I I N E RSO DE WS,

2 KECBWTHEHINLIRN PO T, LS LOBLENS FLlo

NS ZENEE LWA, 208G, B 2 OZYMMRIETA R7 4~
D 4 DRQKCONUTHIY S3#r 247 H—BREICR T 2 HEE M OREE O B
EEMZT 2R Lo ECHERAT D Z &,

3 Aluminium oxide 90 standardized Art.1097 (Merck ) XXzt ERZED H D

4 No. 84 (RIEIEME) I LRFEDOL D

5 WEso~w NI 7ATREFAELE—R (BL7 AV ARDEMER) T

INEFFEDS D
6 fEAAELTHERI LYY A9 %EETE O, Aluminium oxide 60 G neutral

(type E) Art.1090 (Merck ) XXzt REDOH D
7 WHANT NLOE—IEERNE — 7 E+3.5 nm 1231F 5 800 E % 7

N Loy lias KW las & L, ROXNDORED FIZLY ., BMEBROIERKLENY

AEHAIR D EREEIT D,

F=l,- (las+1-35)
2



(BE) GIEAN) T —a»
* WINIEI =R K OVl LA i

e ; WL AME R R UK R
=bn # i
B O fEFH ) ST (%) RSD, (%)
Sl o} FH 1 R 0.5 5 95.2 16

1 5 98.7 9.6

- EETR (E—-EBREICX 2R kR 0.1 porkg

8§ ATV
8.1 Wik u~ h7F 7% F AREBSHEHE
A HEORAEHE

1) A7 I UK A7 32 [CsHeNe) 10 mg % 0.01 mg OHrE TEY ., =D
BEZTeE L, 100 mL O2E7 I 23l AN, T h=FrUL—/Kk (1+1) %
ZTHMNL, BITERETTE =M V=K (1+1) ZMZTRA T I EREFIK
ZRHET S (o ImLIZ, AFIELTI00ug2EHT 5, ) o

2) PNEEYER  REFNMEEGRA T I (AT 3 -BC3N,) MEYERE (100
pg/mL) %11 mL % 100 mL O T T A3 ZIEMIZAN, EBRETTE =L
—&K (1+1) ZMATImMLHICAT I U-BCBNs & LT 1 pug #3479 5 PNEEHEHE
T 5,

3) MEMERAE®ER  ERAICE LT, AT I UERERE L ONERER O — &
TER=FI A=V F AT I (49+1) TEMICHRL, 1 mL FIZAT I L&
LT1~200ngE#EH L, OATI-BCBNs L LT 5ng Gl T2 DOHME
MRAERC AT HER 2 RS2,

B =

il

oo

1) BiIEBE  oMRE 1.0 g & 0.001 g DHTETEY . FOHEETHE L. 50
mL O A E DB IS AL, K 10 mL 2Nz 721, 15 S RIB S A4 5,
ZOFEMNEBREICTE F= YL 10 mL &N, FIZHERERE 500 L % EREC
Mz l=tk, REVFA Y —"2C 1 pRHZRECTHIHT 5, fHEE 1,600xg
T 10 oihE L EE L. EEAK 4 mL & 10 mL OLE T 7 A2 ZIEEEICAND,
BRIV TAADERETTE F=F U b—K (1+41) &Mz, BT L0 T
LBHEIR &3 5,

2) ZEOMoEE SHTEEF 1.0 g 2 0.01 g DHTETEY, ZOHEZFFKL .,
50 mL o3 OREEIC AN, T h=FY =K (1+41) 20 mL 21z 5,
W2 Z O DR ISR 500 pL & EREICNZ 7%, mEYFHA P—H2T
1 ERETHIE T 5, #iH#KE 1,600xg T 10 2y lE OoBEL . EEAR 4
mL% 10 mL OL&E7 7 AZEEICAND, @87 7 ATDOERETTE M=
U=k (1+1) ZMzx, BT 2ABEICHT 23 EHEIR &3 5,

VN U AVIR VBREEIER Y =R —N-E= e U Rk EAK

R=hTL (150 mg) *2E T F=hFVU/L5mLEOEEE (1+24) 5 mL TIERYE

W5, REHAK 2 mL 2500 L EEE (1424) 3 mL # AN =07 A2
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ZIRFL, WENSFTETARIO EimlcEST 5 ECiitst5, BiZ7® =KV L 5
mLEOTEZF=hU L=V F LT 2 (499+1) 5 mL ZIEKR I =H T A2z
T L%, JEER L Casga2 st s, 10 mL okiRBRE2 I =77 A
DFICEE, 7= V—=—V2F AT I (49+41) 4 mL 2= T ATz
TATIVERHSE%, EE L TE2EZRHSTRAT 5,

Wik Z AT T 7 402 — (FLEE045 um LA F) TABL, ks o~ 7
T 7R T DEEGHTEHC X DB T 2FEHER & 35,

Bk~ 7o 78207 DRVEESHEHZ L AHE BRI & OV &8 ERR
FREHEWR A 5 L 2RIk a~ ~ 7 Z 7% o7 ARVE BT FHTIEA L, BIREUE
e~ N7 LEGD,

HESRM Bl
(k7 v~ s 7 Z 7H)

7 7 L BUKEMHAEER 2 e~ N7 0 —H T A (NEE21
mm, £ & 150 mm, KifE 5 pm) 5
W e G 7% F=hkVU/L—10 mmol/L FFlE T > & = 7 LIRIK

(17+3) (7 min £££F) — 8 min— (2+3) (20 min
EE) — 8 min— (17+3) (7 min f££F)
: 0.2 mL/min
: 40 °C
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o7 A R
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(5 > 7 DWE RS

m SR

4 4 v e BixmLsbRATL—Adufr (BSD) i (EA AV
— 1)

3 7 7 A4 % — F A :N; (340 kPa)

A 7 Z : N2 (10 L/min, 350 °C)
¥y &7 U —@EE:4kV

7T A —EE FTROLEEBY
aYVa T RAX— FROEBY

T =X — A4 F v FROEED

*® BWE OB ESRLE

TV —F— TuB AT TII A= ayVay

MESEE A fics 32d R EIE TRLF—
(m/z) (m/z) (m/z) (V) (eV)
ATV 127 68 85 100 33
25 3-BCPN 133 89 - 100 18

3 3
At 1 EoNTBRKIEBRHE 7 e~ b 7002 T IV KERAT I -
BCN; DB — 27 Hif & RO THEREEIC L W RERZER L., BBPo AT I
mEEXREMNT 5,
£ 1 Cambrige Isotope Laboratories Inc. KK X iZ Z i E[RI%ED H D
2 HG-200 (Hsiangtai 1) izt EFZEDO LD



3 Oasis MCX (Waters i, UV #F— —KE6mL) XIXZZNELRFEDH D
4 JHIE 1~2 mL/min BE LT 5, BB CTRGI~ =R —/L FE2EHT 5,
5 SeQuant ZIC-HILIC (MERCK #, FIEANI T U I 7NV EMIZ A NVERZ A
VH (WA A URIERRR) AMEER A L b D) I EREDOH O
6 Agilent 6410 Triple Quad LC/MS (Agilent Technologies ) 12 X % 445
(%) GIERNY) T —va v
 WRINTEN S fe OVl U
WINREE

EIENES - SUay i 3

B O (mgkg) 2L (%) RSD, (%)
ik % £ B B A LRt 0.2 3 115 11
2.5 3 93.0 0.9
AR IR E H Bl & 0.2 3 112 3.0
2.5 3 95.6 3.1
RE 0.2 3 117 3.6
2.5 3 98.0 0.6
=V 0.2 3 112 2.6
2.5 3 99.5 1.4
T i 6> AL 0.2 3 109 2.9
2.5 3 96.3 2.9
- L[] FAER
= ) A AR WINRE  WONEILE  semome =EmEEE
AR ORI s BeEEc (mglkg) (%) FSQ(%)MDM%)I%RM
R FS RS AR A B 9 0 0.4 97.1 4.2 6.3 0.34
ey 9 0 1 97.8 39 7.0 0.44
G ¥ L 9 0 1 99.3 47 6.4 0.40
- ERETMR (H—RBREIC L SR B 0.2 mg/kg
R FRR (CR—RRBREIC X DR B 0.06 mg/kg

(%) 7u~< 7T L4
A B

= EoEE

g5
i

32 40 48 32 40 4z
(RIESAE 55 #3050, 77
BERRUVFMEHNOIOT TS A
A ERER (AZ I & LT 10ng/mL)
B : snEkel (ikdfi & AR A EEHC A 7 2 v & LT 2.5 mg/kg A1 &)
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