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ETE AEVE

PCB 1,2

1.1

HAIa< 777

(1) &k

A HEOHAH

1) +HEFLE T == UEERKR  +HEFET ==/ [C12Clw) 20mg % 0.01 mg
OHTETEY, TOHMEETLHEL, 100 ML OEET7 T A3l AN, RUBr i
M TEN» L, FITHEBRE TR 2 M2 THERIL Y 7 = = VAR % 5
B4z (o imLix, HEFEbe7z=12 L T02mgx2aAa7T %, )

FRAICEE LT, EEFRERO a2 B CIEMICAHR L, 1| mL HICHHEF
ke 7 x=/1%, LT 0.05~05 ng 50T 2BROHHEFE 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) Y UHBTN BT Ara~w NI T7HYU AT (KR 44~149 um

(325~100 A v =) ) ®4% 130 °C T 3 BRI L. 3 viw%F S &K%z
TRML, —&K#HET D,

4 A4Vt rA V7 +%5200g (199.5~200.49) % SLOE—H—IZ AL,
W (1+41) 3L 22 ThEREE, —K#EL., 7 XAl (G3) &M
WTAIBL, IRAKTHEEFL, Tic=y /—b, IR F LR ONFH 2T
2 L CHERPEE LI-th, M9 5,

B = =

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

AEDO—E (1) % 1L OFETRHZ AL, ~FH 2 100mL Z01%, 2 53R
VIRE D, HIZHWImFICHEALT MU D A faFnEE#R 10 mL & UVK 600 mL & 00 % .
30 MR VIR 2% E T 5, KE (THE) T, K%K 100 mL §2T
3EPEFEL, ~FHoE (BE) 23 A 20 ) o2 —c A, ke (V) 23l
ELTe#, MEOET MY UA (EK) THAL, U7 L0 12T 5308
WiR L+ 5,

717 DAVER | rAME~ 7 3725 g (24.5~25.5 g) M OWiEET R U T A (HE
K) 89 (7.5~85Q) #77L%E (NEE 22 mm) IZIERGZXCTHETALEER, ~
YU AN, WEAFTETAHO BN S 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, Jid 5 mL/min TR 23 T2 T AAKID
s 3mmOEIICETHE TR SIS,

300 mL ORTITF A% TFTADFICEE, ~FHr—JzFLo—F )L



(47+3) 200 mL %% 7 A2 % T 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)
EENENAFTT ARE IO T 2% (NE2mm) ITIERE LiAA, i
DI TAHIO ESG 6 3mm O E SICETHE TMHIETH 7 22005,

500 mL DT 7 T A% 7 5O FICES, K E 17 M A, &
BHAR DO AN > TWe/ipd 7 T AazbBEO~T U TliF L, TRikE D7 L1
Mz, WWENFTETAHIO LS 3 mm OF SIETHETHRESES, Bio~
X 250 mL & 7 AZINZ T PCB it S, i % 50 °C LLF DK T
SmL UL FECRERMEL, ~FV 22 CTIEMIZSmL & L, +HEFELbE 7 =
=NV OERICHET 2 EHER & T 5,

FTHFEE 7 == LDAK WREHAE 1~2 mL ZUSEICEMIC AN, 7ok
N AEE A, 80 CLULEDKIBH TR OLImML ETREML, BWIZZrrk/LA
2 mL "D TRERIC 2 BIERME L7218, ROSEICHELT > FE (V) #8602 mL %
Nz CTHEE L, 165~175°C T—&IMEA L 7= iim L, RISE ZHE T 5,

FOSEICHRE (1+1) 1~3 fEmz, B (1+1) 1 mL 22 CTEREY%E
W9, ZOW%E 30 mL ORI A AR, SO E ZHE (1+1) SmL K&
OAFH o 15 mL CHERPEE L, iR A 2RI A /b E TR IBRE %
B35, Bl (TE) % 30 mL O0#EkEF BIZ AL, ~FH 2 15 mL #x
TIRVIBE-HEE L, HEEZ 30 mL O} CIC AL, ~FH 2 15 mL
EMZCIRVIEE D, DA, BEXOCO~FH g (EE) % 100 mL ©
SRIEEFC A DE, K20 mL 372 T2 E, KEEAKFET Y 7 AEK (10 wiv%)
20 mL T 18], 7K 20 mL "> T 2 [m¥#ET 5,

300 mL D737 7 A% 07 5 (N 22 mm, WilgT U oA (HEK) 60
g (59.9~60.1g9) ZHEAXTHETALEZHD) O FICEL, D 100 mL D55k
NO~FHUEE T T LA, HEF LY 7 =12t S 2%, S ikiE=F
D BOANFTT TR L, IR AE DT ATINA, EIZA~FH 2 100 mL &0 7
LNTMA TRBRICIH S/ 5, MHIRICA 2 7 — V8 # Nz, 50 °C LDk
WTSmLUTFTETHERMEL, ~FV 2N CIEMIZSmL &L, ¥AZnH
~ 8T 74— T R BHAK & T 5,

A a< 777 0— WREHRRE O HEFELE 7 = = VIERERS —H % 4
Ama< T T 7IZHEAL, Zua~ N T LERD,

WESME fl

i M & ErERE

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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FRBRE AR © 230 °C
B H 2% IR JE 250 °C
it i BFonfrsa~ N7 AhbE— 7 HEZ RO THREMREZEMR L, &
Bt PCB &% H M 5,
Ax5x103X
W x BxV
A T REMRIORDT-FHHEEE 7 2= LOEE (pg)
B +HREFHET == LOEHIZTHWZEKE (mL) /5
V o HAZu~ 7T 7ICEANLLRRE (L)
M Vy
350 100
Wo @ IO OEE (g)
Vi iRA I W E & (mL)
Vo @~k H oshitiE s (mL)
E1 BT, PCBRBARE I ZNERFOLDE N D,

2 KIBEZBWTHEAENDE R B ATHOWT, HEee Loslians o
VEERTAHAZENEE LW, EOHE. WK 2 O Y MMEFIET A KT
ALD 4 DOR)LOE)ICAIY 53t 247V BH—BR=12 861 2 HE M OFEE
OEEEZM- T2 L 2B L ETHEATLZ &,

3 7ulUYu (Floridin) I &FAEDHD

4 Silicic Acid AR 2847 (Mallinckrodt # (BR7E&T) ) LI EFR%ED G
%)

5 Celite 545 (Celite Corporation ) XX Z i ERZEDEH D

6 PCBHEIEH (&L7ALLFEMER) Tt FAEDOLD

7 Silicone OV-101 (Ohio Valley Specialty Chemical ) XiZZh L RS0 b
)

8 Chromosorb W-AW-DMCS (Celite Corporation ) Iz &R0 H D

B O PCB & (mg/kg) = 0.6

W Wy x

(2) Ag
A HECHHE
LD AICL D,
B & =
Fh i INTEREL 1.0 9 2 0.001 g DHTETEY . TOHMEATHEL., 50 mL @
PRI AL, ~F P 15mL A2 THEM L, B~ H o fgf7 & b= b
U30mLZAx Tl VIBE L EZFHFET D, 7= Vg (FTHE) %
&b o THAK 650 mL, kT b U U AEIRIEEK 40 mL L O~F 42 100 mL &
ANTZ 1L O3 AR %,
ANFF T F= U 30mL T 2RI A TRERIC 2 [H#EL .,
X7 b= RV ABESERFAICEDE TRV IBEHHE L. KE (TE)
Z1LORERFBIZAND, ~FH% 2 100 mL Z23iEF=F B Iz TR Y RE



THEE L, DR AKROBO~XY A (EE) 300 mL 43R} C I
G, K100 mL FOT2EBEET H, ~FH U EE =MA7 7 A3l 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 DO AT NLE I DIRIZ K 5,
FTHFEE T 2= LOAE  ()DOBOHHEFE 7 2= LOARRDEIZL S,
WA~ NI 77 4— (WDOBOHAIa~ NTZ77 4 —DHEIZLD,
it R (WO BOFHEDIAIZ LS, 727210, WA WEREOERE (g
L35,

B) Za4vayaTn
A HEOHAH
LD AIZL S,
B =&
il o btk 100 g Ok & Vs (mL) ) 201 gDOHTE TERY ., TO5E
gL, TV A=y FICAR, T R=1FU/ 200 mL ZMZ. 2 55
TR THI L, 77 250 (G2) ZHWTAIT 5.

AHIEDO—H (Vs) % 1L O3 EITRHIZ AL, ~FH 2 100mL Z1%, 2 53R
DIRE 5, BT8R MY D AEFEE#R 10 mL K& O8K 600 mL % A0 %,
30 MRV IREB#ET 5, KE (TE) 2#H T ~FH @ (BE) Z2K
100 mL T2 T3EEHT 5, ~FHUErie A2 =2 A, s (1)
ZRE Loth, BEEOMET MY vA (HEK) THAKL, 77 5408 112445

il

AR & T2,

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

71T BHALER (DD B DT LALE I OHIZ LD,
+HFBE T == LDEK (DO BOHHEFE T 2= LOEKROEIZL S,
HAra~< NI 77 4— (WYDOBDOHAZa~ NI T 7 4—DIHIZL D,
" (WO BOFEOHEICE D, 72, Vi/350 & HDDIE Val(200+V3) &
MARZ DD ET D,

2 dVR—L
2.1 /K7 a~ 7T 7iEE
A HEOHRHE
=R LA U 2 AR —/ [CsoH300s) 20 mg % 0.01 mg OHTETEY, ZD
BiEAETE L, 100 mL OBELEET7 I A Z AN, T o2 MxTENrL, B
IEMETTE M2 MATITUR— UERERKREZA T2 (Z0K 1 mL T2
A= &L T02mgxafa T 5, ) o
fEICE LT, RO — %27 & b —K—Fiig (9+9+2) TIEMEICAIR L,

1 mLHic Ty R—/LE LT 0.05~20 ug = &4 9 D5 D =3 R — L FE e 4 7
T2,
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B = =

fh H ITRREFE2 5.0 g (MFE1X 1.0 g) % 0.001 g DHTETREY ., TOHKEE
Fogk L. 200 mL (#5213 300 mL) ot tte =fA 7 7 A Ar, FifE—K—V
“FE (85+15+1) 100 mL (#R3Z1X 200 mL) 2Nz, =A 77 Aa|lers L, X
SATIAIOAETIIBETEY, WEAKET T 20 FINBLL THIM T 53,
MR 2 R 0 IRtk L, mOLITREE I2 AFL, 1,000xg T 5 4rfidim.0arBEd 5,
¥ 10 mL & 50 mL 2R T T XA 2 ZIEMEICANL, BICEHRETT® o —
A (1+1) ZINA 7=, =T 20 2M#ET S, ZOik% 5,000xg T 5 0oy
BEL7-%., FICEEARREA LT T 7 4 0% — (FL£2 0.45 um) TAB L, K
vua~< h777 4 =T 5EEHRIR E T 5,

ks a~ 777 40— BEHRIRK O 22 R — VEERER A 20 L 2Rk 7 v~
N7 T7IZEAL, Zua~x N T LEGD,
WE S Bl

B A SANOREEE R AR (AERE © 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 UEET26IZHHELZLO

i B : 1.0 mL/min

717 NAEIRFE 40 °C

OB Bonre~v NI ANLE— 2 EEXITE S 2RO TRERE ERK
L., Bt ITvR— N BEEHET S,
W1 EEREITEL LRETIT Y,

2 MENEA SN TOLEEHIMEC LV MENME S 720, £ 100 g Otk %
HBEE 1 mm OS2 WEBEBTHEHICHkEL-%, 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 a !

+ III'\ |II

g = \"'-“ — _.'I II‘
(#3858,

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 R VR UE R 7 A JUEE [C3H3N303) 10 mg % 0.01 mg O£ TE
D, ZTOEMETLEL, 20mLOEET T AT AN, KEMZ THENMLEL, &
I E CTREMA T 7 XNVBEERKZAEST 2 (20K 1 mL X, ¥ 7 X
NEELE L T500ug 2 a8 9 5, ) o

2) 7 XVEE-BCs WIEYEIRIK  ZERNRIERR S T XVEE (27 XVEE-1Cs)
5mg # 0.01 mg OHiETEY, TOEEZFFKL, 20 ML ORFET T XA 2T
e KZEMZ TN LT, FITHERE TRKEMZ T T XVEE-BC WAEYEFIR
TS (oK ImLiZ, 7 XAEE-BC L LT250ug 2 BT 5. ) &

3) MREARVERLA &7 XOVEEERERR™ 2 ERICER LT U7 XOVERIEE R K OY
T XVER-BCy WIEHER O — &2 X — 7 & h=hF UL (1+24) TEMIZHR
L. 1mLHiZy 7 XAfEl LT25~200ng 2 & H L, oY 7 XIVEE-BCs & 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 —
WA K CIEMEICAIR L, 1 mL Iy 7 XUEE-8Cs & LT A4 ug &5 a 3 5N
Rz il 5,

5) IHENR
AR : 10 mmol/L BEfg 7 > E=7 AR 5 mL 27 b=~ U L& 1% T 100 mL

95,
Bi& : 1 mol/LEFET o F= AWK 10 mL I 7 =KUY L—iK (1+1) Zhx
TI1L &9 5%,
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[—] =5

B 7€ =
T i ekl 1.0 9 2 0.001 g DHTETEY . TOHEATEHEL., 50 mL @
ot DI I AL, K 10 mL 2Nz 7-1%. 15 /S Ast4 %, Z o
DCEEIZT7 2 b=1KMU /10 mL &2, B2 T XLER-BCs WAEHERR 250 pL
ZIEMICINZ 215, REDFHA P13 1 ST RETHET 5, bz
1,600xg C 10 syfiliE v BEL . EEAHK 2 mL % 10 mL O &7 7 A 2 |ZIEFEIC
AND, BEZTAaAOEMETTE =Y b—K (1+1) ZIx. BT L40L
HICHt 2R EAKR & 35,
7T BALER BRMEEMERE A AU RBIRI = T A E T2 h =R U L5 mL KON
T =T K (5+23) 5mL THAKRWEHT 2, REHRK 2mL 2 H 6 LT U E
=7/K (56+23) 3 mL ZANTZI=HT AMIMZIBF L., W T TAH O Ei
IETHETHHSES, FIZ7 =7k (5+23) 5 mL KO\ 7® h=F VUL
S5mLZIERI =0T MMIMATUWHE L%, EREAZHHET SE5, 10 mL odt
BRRBREZI =T LAOPIZEE, -7 =1 UL (1424) 2 mL 23 =
AT DA T T XNV ERH SE-%, 2RZ2EHISSHRET 5,
Wk AT T 7 40 % — (AL 045 um LA F) TABL., ks o<k
77 78T ARV RSHEHC X D RE T 2R ENATR & T 5,
k7 v~ 777807 MRBEESHEHCE2HE SUBHAR &K O M &8
RS ER A 5 UL 2k 7 a~ 75 7 8 57 DRERESHTEHCIEA L, IR
FOSH 7 v~ N 75 L %5155,
WE St Bl
(k7 v~ w77 7))

71 7 L BUKMHMEBEER 7 a~ 777 =0T 5 (NfR
2.1 mm, X 150 mm, Kifg 5 um) *6

o= K T A BUKMMHEER e~ NI T 40— T N (REE
2.1 mm, X 20 mm, it 5pm) 7

B it i AR—B R (19+1) (8 min k%) —2 min—
(2+43) (10 min £&£F) —2 min— (19+1) (5 min
(ESS))

b # : 0.3 mL/min

K7 A fE R B 40°C

(& 7 DAVE By Mt ™ ®)

T s 5 U EMAE & AT R

A4 & v fb iz vs bhaxTr—Aa4 4k (ESD E (AA A
T—F)

* 7 7 A4 ¥ —H A2 :Npy (3 L/min)
5z, pEd Vol A : N, (15 L/min)
t— h7 8wy ZiEE:300°C
D L iR :250°C
2 Y ¥ oa v H 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 & RO CHNEEEIC L W REREZIER L, BEho> 721
MExHHT 5,
E1 +RCETRNEEE, &R ETBE TR X BT 5,
2 RIFLIEAEHERIR AT 2561, BEELAEE L2RICERT 5,
3 POLYTRON PT20SK (KINEMATICA#) XiZZh & R%EDE D
4 Oasis MAX (Waters . £ CTAAIE 150 mg, Hifk 60 um, YU ¥ — R—% &
6mL) TN EFRFEDELD
5 WiiElX 1~2 mL/min F2E L5, LI U THRE|I~=A—/ R&/HHT
Do
6 SeQuant ZIC-HILIC (Merck Millipore . FeIEHNLT VU B ZF IV HFIC AL
RARE A FE (WPEA A U RERRRE) 2 FEREaLibo, ) Xkt
BEI2RN2;
7 SeQuant ZIC-HILIC Guard (Merck Millipore #) XXz &m0 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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HEhEt FTHR O WRINPEE WONEIMLER  aoveE Uk SRIRERE

R % o w HorRat
AR ORI s = (mglkg) (%)  RSD, (%) RSDg (%)
T A T — R A R 11 0 2.5 99.5 41 6.7 0.49
EFLI T RE R A B A R 10 1 2 101 55 6.4 0.45
S50 B R ECA R 11 0 15 95.9 21 6.4 0.43
KEHNHT 11 0 1 97.5 4.8 8.9 0.57
£y 11 0 5 99.4 1.9 4.0 0.32
JiEHE 45 FL, 10 1 3 100 3.1 8.7 0.66
- EE TR (E—3RBREIC X DR kR 0.5 mg/kg
- TR (R BREIC X 2R kR 0.2 mg/kg
(BE) Zra~v 75 L6
A B
57000 - ¢ 57000 -
:f«;—; 47000 - ﬁ 47000 ¢
s 37000 15 37000 -
H | s j
N 27000 N 27000
by 17000 + % 17000 4
7000 4 B 000
iy iy
g -3000 . : - - : . g -3000 T T T T T ]
3 35 4 45 5 55 6 3 35 4 45 5 55 6
REFFEE2 FEEE 5

BERRUAMABODIOT LTI L
A RERER (37 X LR & LT 25 ng/mL)
B : WMEE (Fyic v 7 Xulg Ll LT 2.5 mg/kg f834 &iRN)

4 7 AbKFE
4.1 WOCILEETE
CE A& : % v I N)
A HECHHE
1) 0.1 mol/L A SRA%E HE R THEESR 17 g 28> T 1,000 mL DB ALEET 7 A 3|
NI, KEIMZTE» L, TR E CTAREZMZ T 0.1 mol/L s SRAE K & 7 %L
L. RICEVZORELAEET 5, Z OEERIL, BERICERTT 5,

AL P U s (FEYEREK) (B4 % 1EH T 500~650 °C T 40~50 4y m#E L
72b?d) 1461 g5 &Y, TOHEZFLFKEL, 250 mL ORET T A 3T AL, KE
MATENL, BITERETKEMZ D, ZOWK25mML % =7 7 X 3 |ZIEMEIZA
L. K25 mL X OTFF A U AKFIEIE (2 wiv%) 5mLZinz 5, Bicy 7=
VIR (0.2 wiv9e) B Z A, 0.1 mol/L fild e SRAS M C Bk DO 2N 2 Tk
Halipoln b E2ALE LTHE L, 0.1 mol/L FHERERIEUEIR DR E 21 E$ 5,

#AbF - U 7 2 0.1461 g 13 0.1 mol/L i ER A YE Ui 25 mL (ICARS 5,

2) p-PAFATI )RV TFraA =ik pVAFATI IRV YT
DX =2 K20mg 7 R AR LT 100 mL &9 5,

3) T AMLMA A U AEHERUR T ALY 7 A 0.6269 & Fo T 250 mL O &
7T AIZAN, VEOKEMZTENL, KB U ¥ AR (0.5 mol/L)
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25 mL 2Nz, BIHERETKEMZ T T AL A 4 U AERERIE 2 L, DL

TICE W ZDREZIEET 2,

FEAEJE G 100 mL &2 200mL D b —/L B — B —IZIEEFEIC AR, p-FPAF AT I X
OV TFra =R iR 0.5 mL ZINx D, I D% 0.1 mol/L AHER SRR T E L.
IR DO AN E AN D IRIZIRoTo T2 KR e LT, RAUTE D o7 A1 A AE
Y OEEE C (mg CN/mL) 25945,
ax f x5.204

100

C : 7 N A A U FEAER (mg CN/mL)

a :iEEICE L7 0.1 mol/L AYEAERYANR (mL)

S/ : 0.1 mol/L AR IR DIRER

4) T AA F AR RER T AW A A HEHERHE 2.5 mL % 250 mL D&
7 7 A ZIEMEIC AL, KT U U AR (0.5 mol/L) 25 mL %, HITHE
METKEMZS, ZOH 10 mL % 100 mL OLE 7 7 A 2 |ZIEMIC AN, EifE
TARZMZTCImMLHICY T M4 A L LT lug 281537 A1 4
TEAER 2 R 5 L

5) 7 = IBAREIK 7 T ofk—kFdy 128.1 g (128.05~128.14 g) K UVKER{LT
FYU 76449 (64.35~64.44Q) % KICEEHDLCL1,000mL &35, EHICEL T,
ZDWD A2 KT 10 fFIZFHIR L. £ D pH & 7 = U ERIEIR (2 wivoe) K OVUKIER
b+ R U o 2EiE (2wiv%) T5.9ICFHET 5,

6) U UERRETE R Ui = KFEA Y U L340 g (3.395~3.404 g) KONV gk
~F bV D A355g (3.545~3.5549) & KIZIEA LT 1,000mL &3 %,

7 /w7 THK p-hvm A2k 7maay7 I R R A=K 0.62
g (0.615~0.624 g) Z/KIZEE/ALTE0mL &4 5 (AERCHHET 5, )

8) vIUYr . -ETIVYRrUEK 3-AF)N-1-7 == /L-5-¥'F Y a 025¢g
(0.245~0.254 g) % 75 °C ®OE/AK 100 mL 2SN L T2\ EF THHAI L%, 20
RICEA (3-AFN-1-7 2= )L-5-E'F V) 20 mgZ YU 20 mL (ZED
L7cika iz % (FEHRICRES 2, )

B EHMBEROFAR

SIHTEEE 10~15 ¢ & 0.01 g DHTETEYD . ZOHEAFLEK L. 500 mL 7 /L& —/L
7T AN, 7 T UBERRMENR 100 mL 22 Z OR ek ER LTk, 25~30 °C T
KARMBET 2, o777 2az2b o0 UoKE(IET U U AEK (0.5 mol/L)
25 mL & AV dn & Bl L o K ZRRUZR A 2L @RS L, IR O &S 100 mL 12
BT AE TR T, ZoOBBIRIC T =) — 7 Z LA iR (0.5 wivse) 11§ %
Iz, Hefg (148) THFIL7-#%., /KT 200 mL D287 7 A2 CB L, FITEHRE
TAKEMZ TRENAR E 9D,

AEHEWK 5 mL % 50 mL OR&E 7 7 XA 3 [TIEfEICAIL, K S mL 2 MR 7%, LT
U UBEREER 10mL KOV a7 I U TR 0.25mL 2z, BEHIZZ O ERL
TRECCIEM L% S HBHET 5, Z0RICE) Py - B9V 0 R ik 15mL %
Mz, BICERET7 7 AaDERETKEMZ, ZORBEERL TRSLICED IBYE

C=
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7=, 25~30°C THI SO IEFET 5, ZDOWIZOWVW T, HE 620 nm OWEEZ ., K
10 mL % 50 mL D& 7 7 X a2 A, LLFaBHATR & [FIARICHERAE U 7ok 26 iR &
L CHIET %,

[FEFC S T M)A A R (1 pg CN/mL) 0.5~9 mL OO S % F L 50
mL OETET7 7 AZEMICAIL, KEMZT 10 mL &35, LLFaEHERK & [FERIC
BEL 2%, BBHAR OGS LR — &M CRNEEZRET D, 15O NTZWIEN S MR
BEBREFER L, B os T At A A v BEFREH L, ZOfEIC 1.03 23 L TiRE
HovT ALKFERER BT D,

H1 EHRICHET S, ZOREEROFREIT, EERK CROZEDEZHWS,

2 ERIZETRITHELILZRN,
3 MEIRMEZMEHUEES —EITREZND LT 5,
4 BEHHEE % 2~3 mL/min &9 5,
(3%) HIERN) T —va v
 WINTENI S f OVl UK JE

S o FE M NI =3E BMERER R LR BE

i
(mgkg) 2V (o) RSD, (%)
ERUE 05 3 %00 93
(1 205 Yl 2493 molkg) 4 3 79.0 15
- L[] FER

FRE gEaR HIEE sepvioE LRSI SRS B

SR O FR AR HorRat
AROIE gy man (mg/kg)  RSD, (%) RSDg (%) orma
Xy vl 8 0 3.18 8.0 15 11
¥y v P2 7 1 8.15 8.0 9.6 0.82

- EE R (H—RBR=EIC X 5HER) B 2 mg/kg
< BRI FRR (3BT K DR EHH 0.7 mg/kg

4.2 HHBAESRNE E 15

522

Gl FH#PH : 2 v v P 3)
A HEORAH
1) 0.01 mol/L ASMASRIE¥EE 3.1 A 1)IZ K Y 0.1 mol/L fild ik #R 42 e J ik % 7
L. TOREZIEET D,
fEHICER L CL BEERIK O — 4 /K CIEfEIC 10 512/ L. 0.01 mol/L fiffzR
PR 2 RS 5,
2) p-UVATFNTI IRV T rud=riik p-VATFATI IRV T
D= %20mg &7 B ACELT100mL &1 5,
B = =
IIATEEE 10~15 g 2 0.01 g DT ETED . ZOHKMEEFHK L, 500 mL OHIIET T
A A AFL, K200 mL 2% Z DR & FwfE Ltk 25~30 °C T 2 Ll EFgE S
o ZOMIETZTAa%HONCOKEILT N T ABEK (5wiv%) 20 mL & Aiviz
g A g L T KR SRR S RS L. R 200 mL (2T S £ TR S
5

BHRIZ p-PAF LTI /)Xy FruX =R ik 05 mL 2%, 0.01 mol/L



HERSRAEE O L, RAUCT K 0Bt o v 7 L fbksE (HCN) &2 HE T 5,
ﬁﬂ¢®v7ymm$%(myg)=lﬁﬁgﬁuf

V o EEIZEE L2 0.01 mol/L AR ERAZE HE D & (mL)

f :0.01 mol/L fifFe SR VEHR DR EK

W : iric vzt o g & (g)

5 MUTFALRXIEY
51 HAZua~ 7T 73k
A HEOHH

1) AL NV 7 F R XEEAE AL R Y 7 F L AKX [CiH2CISn) 0.10 g % 0.1
mg OHTETEY, ZOEMEATEHEL, 100 ML DERET T 2 aic A, BT F L
5mL 2 CTHENL, FITHERE TATV 2z THEAL Y 7510 2 XEEHER
WEFEHMT? (o imLiX, BIERN) 7FAAXLELTImgZEHT D, ) o
B L C, EEFIKO —GE~F T CEMICHRL, 1 mL Fi2Hib by
TFNAXELT0.125~2.0 ug 2 & H T DA OHEAL N U 7 F )L A XFEAEK % 3
T 5,

2) L A B ) — )L —Hifp o F L — e (11+10+1)

B & =3

il B oWkt 109 %2 001 g DHFETERY ., TOHMEA &L, 200 mL o3t
=7 7 A2 A L, HHES 70 mL 2 0%, 30 0 [HE 0 IR TR 5, 200
mL O=fA772Aa%277F—K}IOFICES, Mtikz A% 5 B) TERSIA
W L7th, D=7 T A3 ORI 30 mL CHed L, RIS
AL, AR E WS R ENAKR & T 5,

Wikl WENARE H O UL U U AR (10 wiv%) 100 mL & OVEERR
TF )L —~FH 2 (3+2) 50 mL & AfL7= 500 mL O3 iEIRF A, 50 RIE L
SIEVIRE-HEFE L, KB (FE) % 500 mL OO0+ BIcANnD, Kiit—T
N—~FH (3+2) 50 mL 12T 5 MM L <IRVIBE-%FFE L., Big—TF
N—~FH g (L) 2Eoniiiit AlcEby, BIZokE}F A~
150 mL Z Mz CTRSCMNICIE D IBE 2% 30 pf#EE L, FFgo T L —~FH g
(Ef) % 500 mL ok =FA 7 T 23l Ad, BT L —~FH B
O~V 7 & (8EK) THAKL., 500mL DRI T7 7 A3 lAHH GREA) T
AT 5, KO=ZMA7 T2 R ORARENER D EDO~FH 2 THEF L, EKE LD
AEEBELCTARESDED,

AR % 40 °C LA T O/KIE T 3 mL F2 5 F CRUERME L72%., IRMERIC~F 2 10
mL Z 0%, RIERICIEIAE L. MR O FEBR R 23 72 < 72 5 F ClRBR I JlE AR
BRI LIZth, BT AL LS THRET D,

X —) 10 mL ZFEEMICMZ TN L, B 7 2RI 23 EHAIR & &
5

7T BB b O CDKEET N T AR (0.2 mol/L) 10 mL, 7&87K 20 mL
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FOxH ) =20 mL TR LA Ao ZHBmI=h T 5 (1g) T*DOFICHOMN
U2 (1 mol/L) 20 mL, 7887k 20 mL X=X / —)L 20 mL TH4 L7 A
FUREWI =H T A (1g) HAaulfEd 5,

REERZ I =D T A AN, REDPETAHO ESICET 5 F Tl 1
mL/min THHE S ® 5, REHBRENB A> TWERTE 7 I AazbEDOT Y ) —)L
TYH LIk, WK E I =07 A&, FERICiEHE S8, Bilico¥ 2 —/1 20 mL
IS T AIMA, FERICHH S ® 5,

et oA I =T 2 %1TT L, 100 mL O3ER C 2 BA 42 =7
TALADTFIZEL, A —)v—HEEE (11+1) 15mL ZBA 4 A =5 T L2
ZCHEALNY) TFNRAREBIRE ST,

INEIRSF CIlZK 30 mL UM FH o — 7 m~F P85 (1+41) 5mLEMA, 5
SRV IBE - %EE L, K@ (FE) % 100 mL O3 iEEF D IC Atu, ~F %
—vrua~dVhrE (BE) 250mLodfe=f7 7 2ailc Ahd,

SRR DICA~F o —v 7 a~dd 2 (1+1) S5mL A, FERICERIEL. K
J& (FHE) 2%C, ~FHhr—v 7~V @ (LE) 2otk =f77 2o
WZHEbEDL, ~FHr—vranxhUErEaomiEzr N v s (K) THiK
L. 50mLORLIEZ 7 A2 ZAH (5 A) TABLIER, LOo=fA772ak
OAMENER D ED~FH v — 7 a~FHh o (1+41) THEF L, HiRE Lo A
L TAHIREGDE D,

A% 40 °C LLF DK T 1 mL R & CRUEEN L7-%., JEMEIREZ 50 mL o4t
RRBREICAN, ZORLET7 T AazLEO~FTY L —v 7o~ (1+41)
T L, WRERHERICEDYE, e 7 e EAfbOc i 2R ENATIR & T 5,

Ta b REHRIRICERZ T A% % ->T I mL LFIZREME L, n-7 el
73U A7 a I RE2mLEZ M2 TRV IEE =%, 40 °C O/KiEH T 30 5 MFHE
L. HIZKKT 10 pEmEIdT 5, Z OWICHIEE (1+19) 10 mL 20 &3 2%,
WROn-Te~v 12y LTI Renffd o,

ZOWRIZAK20mL, AKX /=L TmLEKOA~FH o 5mL 24 TRV IRE 714,
iR R % 100 mL O3 EIR}F EICAND, FEORBRE 2D EO~FH 0 THEL .
Vel % iRk E I/ e T 5 IRV IRE-%HET S, KE (F/E) % 100
mL ORI FIZ AL, ~FH @ (EE) %250 mLodtke =477 23z Al
%o RIS Flo~F4> 10 mL 22T 5 pREVIRE %, ~F¥ @ (&
JE@) oA T I AallEbY 5, ~FHhUEAEEORBE T N UL (HE
AK) THIAKL, 50 mL O L7 7 AaicAHk G A) TAHABLEE, o =f
7 FAaRONARENARADEDO~FT o THREL, REEZLEOAREBEL THRE
Bb¥D, AikE 40 CUTOKBT L mLFLE S THITIEM L, ®FE T A L%
THICEME S S L 2mLOEE T T A3l AND, DR LIET7 T Aak/DbED
AFFUTHE L, WREEOEET 7 A2 IGbE, TITERE TF T 200
RC, WA~ N7 T77 40— 23BHNEIKR & T 5,

BEHER D 7' 1 e L1l KL R Y 7 F A XEHERR 1 mL & Z 24 50 mL O3k
HBREICEMICAN, LR e e bSO LR~ ik, TR
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0~ ~ 777 I 5 BRI E T D,
WA v~ NI T 74— NI K NS HEHE R 2 uL 20 A 7 n~ b7 T 712k
AL, Z7ua~ I 052155,
HESRM Bl
i t & RO ERtE (XXM T 4 v 2 —)
7 7 L RAEREX Y ET =T A 5%V T = =/L—95%
AFNRY)vaxYra—7 47 HEE032mm, ES
30 m, & 0.25 um) *7
X ¥ U ¥ —H A :He (1.0 mL/min)
AA 2T w7 HA N, (32 mL/min)
Bk A A :Hy (75 mL/min)
By B o R wigzEs (100 mL/min)
Aok E AN B AT Uy LR (60s)
OB N SR B - 240 °C
77 AR EE 80 °C (2 min frFF) — FiR 10 °C/min— 200 °C— -1
30 °C/min— 230 °C (10 min {&Ff)
B H #% IR 240 °C
FOBE Benrue~v I AnbLE—rESE RO THREREER L. BE
HO Y TFAREY E & s L THEIT 5,
E1 AX =), ~FH o FigIT L, =& ) — LV EOHBET Y oA (HEK)
3R RSB HAE L V5,
R K O | 3G & T 2 %
Bond Elut SAX (6 mL Z&#&. Agilent Technologies ) XiZZh L F%ED LD
Bond Elut SCX (6 mL &, Agilent Technologies ) XixZh LRZEDEH D
kYR s e~ N7 THREXIIINEREO LD E WD,
HL[E 7 AN B D T2 D HLE S H 70,
DB-5 (Agilent Technologies ) XixZi & F%ED O
(BE) piEAN) TF—va v
< WRINEIER K OV UK

VRN R A
S} 00 I IR g

~N o o1 b oW DN

AIMEIR R UK

(mglkg) (%) RSD, (%)
P8 1 L BT 0.05 3 %.9 43
0.5 3 93.5 1.7
VE LI IR Rl A 0.05 3 101 7.1
0.5 3 104 6.1
A 2= E H B A R 0.05 3 95.3 5.2
0.5 3 90.2 9.0
- AR
S =k R TN S VAR IR R BNEEURE SRR BUR
%ﬁ:*%@%ﬁiﬁ ;ﬁ‘)‘b;it ﬁjﬁﬂﬁ ﬁﬁﬂﬂ/&%& i j]l]@llj\# VIR L L I AL HorRat

BeEs BEEC (mglkg) (%)  RSD, (%) RSDg (%)
I TR A 6 0 0.05 90.7 8.9 12 0.53

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

EoEE

{

S L
0 4 8 12 16 20 24
ESEiTi R

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

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

1) BEHEEE B 2mLIcK— A%/ —/L (1+1) Mz T100mL &4 5%,

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
fEAFEEEL, 50 mL ORET 7 AT AL, K— AKX/ —/ (1+1) &Mz CTHEN»
L., TWICHERETK—AZ 7 — (1+1) ZMxTe AX I AR Z T 5
(ZOHE 1 mLiE, ERAZI L LT A I HBEREE (mg) 1 0.01208
ERELIE (mg) 285HT D, ) .
flEICBR LT BEERIR O — 3 & A RV I CIEREICAT IR L T, I mLHIZE A& 3
e LT2~400Nng Z 50T HABADOE A X I U ERREZRIS 5,

B = =

ooH oW 109 A& 0.01gDOHTETEY ., TOMEATHE L, 200 mL O Hfe =
7T AT AIL, S5wivo b U 7 a e BEEREHE 100 mL &2 0%, 30 43[R 1B T
b AZ I R S, HHTEE 50 mL o HARmE OIRBAE IC AfL, 2,000%g T 54y
M DA EET %, LA 5 mL &2 50 mL o Heeim Db B E IS EMEIC AdL, /K 20
mL Z/Mx 5, 1 mol/lL KEE{LT U U AWK T pH & 6.9~7.1 [T L7214,
2,000xg T 10 4 [l OB L. B A E SOML O2E T 7 A2 AN D, A
DN > T ke DI 2 /0 B oK TS L, IREIER O 2R 7
AN Z T, FATHERE TREMZTH T LB 23 EHATR & T 5,

7T LALVEE GRERVERG A A AWK =4 T A (500 mg) ElAE A X — L 10 mL K&
Ok 10 mL CTHE®R ST 5, REHAK 5 mL 2 X =4 7 MZIEMEIC A, WEA T
TAHRID ESIET 52 FE TR FSE 5, HIZK 10 mL LA X 7 —/L 10 mL %
=H T AIMA., FEEICHEHESES, 100mL OEBET7 I A% I =0T LD FIZ
BX, BHEELIOMLZ I =F T LA TEAX I U ERIHEES, Bilcegy
TAADEMRETK—AF ) —/ (1+41) 2z, DD —E% 5,000%xg T 5 5
W oy BlE L=, BRI EZRIEK o~ 7T 7 2 05 AVEBSHEHC L D
NS D RBHAIR & T 5,
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Wik a~ 7778207 ARVEEGHFHC LI 2MET? RMEHRRK NG A X I
TEAER A 5 UL 2RIk a~ N7 F 7% 0T MVERESHEHTIEA L, BIREIGKR
HMorua~ b7 7852155,

T At Bl
(k7 a~ s 77 7#)

7 7 L BUKMEMEER 7 e~ N7 0—h 7 5 (NEE2.1
mm, £ & 150 mm, KifE 3 pm) *3

s i3 0L VIV F IR — 7 & =K~ U v (149) (1 min{&
Ff) — 6min — (9+1) (8 min fRFF)

b # : 0.2 mL/min

K7 L MR E:40°C

(5 7 DL RSy AHER )

I H e DU E AR BT R
A4 F v b HEixvrZbhaxFL—AF04b (ESD) & (EA A4 %E
—F)

* 7 7 A4 Y — F A :N; (103 kPa)

LA - S ) A : N (6 L/min, 300 °C)
¥ vy &7 Y —%EMHE:09kV

7T 7 A X —EE 100V

= ) ¥ 3 v H A :N; (1 mL/min)

Y TVa xR — FROLEY

T =X — A4 F v TROEED

F B AX I OHIESM

VI —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

iR BonE@REISRH e VT AL E— 7 BHEXIEE I 2RO TRE
MEER L, RBthoe 22 I v B2EET 5,
¥ 1 Oasis WCX (Waters 8, U H#— "—FE6mL) LN EFRFEDOL D
2 HEHAI M O b A7 I EEREZ AN DHEIK 7 v~ 7T 7 A T,
EAAIURRESNRNWARY oL oSO O &2 VD,
3 Triart Diol-HILIC (VA =AY (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 WNENR R R UK E
R O (mg/kg) PR L (%) RSD, (%)
il 745 £ & FH BC A f et 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
1 pE £ B A B A Rk 250 5 106 1.2
500 5 108 0.5
N 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 ; Fahak BRI WRIIJLEE  RnminE (o)  sAMEULRE SRR
B XH IR HorR
RO BES BRESC (mglkg) (MM (mgkg) RSD, (%) RSDg (%) orRat
Tl 25 ] 75 PR & ek 11 0 50 90.5 2.8 7.7 0.85
77 71fE0.738
E AR A R 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
i'-il = E; ....
o o
130 m:t:—:
“\ 130 \\:a:-:
il o}
i ﬁ am
ﬂ_!l]_g am L I-\I.!E 1 |l
s 7 8 11 13 15 s 7 8 H 13 15

{35058, 55 {F3503R0. 755
BERRUAFMEBOIOT LT T L
A fEWER (B AKX I L LT 25ng/mL)
B : WNEE (M AfAkIce 2% 2 L LT 50 mg/kg A 24 EHN)

7 34X L2
7.1 HOOGEE
(GE & . bV T BRSO R HEER)
A HEOHRAEH
1) 34-_UV L fERERE 3,4-_ Y E L [CpHiz) 20 mg Z 0.01 mg O E
TRV, TOHMEETLHEL, 100 ML O2ET7 7 2|2 A, XUB U2z A
DL, FIERE TR U2 MA T 340V L U EHERRKR AT S (2o
wimLix, 34-_YEL L T02mgaaaT %, ) .
FERICE L T, EHEFREO—H 2P CEMICAHARL, 1 mL Fiz 3,4-X2
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YELUELTE30ng 2 EHT DD 34V L U NEHERE TS,

2) TAIF BT rru~ b TT7T7HATIVIF (KiEE63~200 um (230~70 A v v
=) ) "3 5EEOER (I1mol/L) T L, TIZ/K T L-%, 110°C T2~3
RFFRTRZ AR L. 1 vIw%FE Y B DK &2 N 2 CTIRFIT 5,

B & 2

Eiid M Hretkl 100 g 2 0.1 g DT ETEY ., ZTOKEZLE L, MfE AT
(BE£E 45 mm, &S 150 mm) ([ZAL, RAELY v 7 2 L—Hitiasz Huv, XoEyv
500 mL T 8 IFfififi L7cf&. Z OffiHi A 40° CLL T DOKIBTIZ L A EHlET 5 £
THIERMET 2,

W A& > 7 mo~F%H 2 100 mL T 300 mL O3iERFAICEL, Y AFILAL
AF¥T R 100 mL MM TIRVIBELGEHE L, DAFALALEXT NE (THE)
Z 300 mL D43 ikiR-=F BIZALD,

RS BIZY 7 B4 100 mL 2002 CTRERICEIEL, Y AT ALEREF
v Rg% 2 L o3l CloB T,

IR A Y AF VA LERF T R 100 mL 24, FRERIC 2 BEEL, %22
FIVANVRF T g% mnikimF CIZMZ 5%,

VAFIIVANKRF Y REIZHAI LR (1+4) 300mL 201z, BIZT 7 m~F
B+ 400 mL 22 TRV IEE =%, VAFALRALESY F—fkE (TE) % 1
L O53iRF DIC AL, 7 a~xH @ (LE) ZiR/AK 500 mL T 2 [BI¥EH L.
2LDORTIET 7 AalZ Ad,

DR DIy 7 m~F %2 400 mL 22 TRV IBE 2%, VATV ALEF
v R—EE (TE) 2T, v Z7ae~x Tt U EaiEAK 500 mL T2 EEHFT 5,
ruaAnF Y UEELEORTIET ANz, Y7 a~®Y U EE 40 °CLLFD
KB THI 30 mL £ CRUERME T 2, IRMKEET MY o (HK) 59 THAK
L. 100mL O LETZ7 7 AallhHoCOMEREFED R TABT D, LD
YT T AaROBEMRE 7 o~ THlE L, WiRE ORI EELTA
atbtsd, A% 40 °C OKHB TR L mL £ CTRIEREME L, » 7 L0LEIC 44
HREHRIR E T %,

7T LA 7w J 50 g (49.5~50.5 g) KU FU v A (fEAK) 15 g
(145~15.59) #H 7 2% (N 20mm) IZJEXREZA TR TAL, 7 2T
Do

300 ML D7 LIET7 T A% 7 L0 FIZES, RENRKE 17 M A, 3l
WD ANS> T\ LIBET7 7 A azbE&Dr 7 a~xth o CTHli L, RikE 7 L
WINZ, EAFETAFIO By S 3mm O SISET 5 £ TR S5,

AFH -V Frz—T7)L (1+1) 100 mL KXY =F L=—F /L 100 mL % JiH
AT DIZIMZT34-_X Y E L EEM S, BHIKE % 30 °C LL T OKIBETH 0.5
mL £ CHERMGLTC B Rk oEEsa~ 77—t 2R E 35,

Rkt~ N T T 4 — T F b a— 2B G OHIET L S )
D JEEREAR ZERT D

AREHRIREREE~A 7 a v ) P TTIV I FEEKR EICHEIRICBA L, RERHC,
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34-RUVE LU DB E E R T D7D D 3,4-X2 VL UMNERER B BT D,

TH )= )=V TF T —T =K (4+4+1) ZIEBHEGEE L To040 M. 5
KLV 10em DOE S £ TR LCERET 5, 40 (365nm) A HEHRIZIG L
TTeF bt rm— R BB LTz 3,4-X"U Y E L ORNH AR L, =
DE & InE & > T 50 mL O DILEREICAND, Z O OILEEIZ 60 °C D
AL ) —) 25 mL ZH0%, 1,500xg T 5 7rflizE.OmHE L, EEA#K %A 100 mL D72
LIE7 7 A3z Aivd,

60 °C D A & /—/L 25 mL T D& e D LILEAE I %, FERIC 3[EEIEL, k
BHRETRDR L7 7 AalldbE b, ERARIZ n-~F T h 1 mL 2z,
Z DR % 60°C LA T ORI THI 1~2mL £ THRUERME L72#%., X8 TomL X
I0mMLORRET T A2CBET, BICRET 7 XAaADERETXB U2z THIE
(T 23R IR & T 5,

woE
1) [ F ORI L D 34-_XU YL URERERIZ OV T LAY MK

O A7 L2 RE L, B— 7 HEMENREZ LT 25 2 LIk FE

2179,

2) E & AEHATRIZ DWW T, BhiZKF % 368 nm (Z5% @ L. 405 nm fFird

AT NVERET 5,

FIRFIZ, 4% 3,4-_ Y B L AR A —HIC oW T, [A—&FTEIEA~Z B
NEREL, Ta—_—2F 4 ERT 2O TRERZER L, 3BT O 3,4-X
Vv LUBEREET D,

WL R, mEERE I I N EREDO LD E ANV D,

2 REBZBWTHEHENAER P ATHOWT, HERLE FoE1s bz

EREMTDZENEE LR, EOHE B 2 O MEEERIETA R4~
D A4DR) KGN STz 4TV B—RBR=I2B 1 2 BE L OREE O iR E
BT b EMER L L AT 2L,

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

4 No.84 (HRIFEME) I EFFEO LD

5 WEsu~w NI 7RATEF A LE— R (BT AL AFYEMEEED) T

ZNEFREDS D
6 fEAAHIELTHERD LY T L9 %EETet D, Aluminium oxide 60 G neutral

(type E) Art.1090 (Merck ) XXz & R%EDOH D
7 WHAXT NLOE—ZHELROEY— 7 B E+3.5 nm ([2351F A8 EimE 4 7

WEI Doy luas M DN las & L, ROXNHRED FIZLY ., BMEROERLD

REHAKR D EREEIT D o

F- |O_M
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 DHrE TEY ., =D
BEZE L, 100mLOEET T A2l AN, T h=FrU -k (1+41) Mz
TENL, FICERETCTER=FUL—K (1+1) ZMATA T I HEHEFK %
TGS (ZoiimLix, #7322 LT10ug2&HT 5, ) .

2) WNEYER  REFNMEEGHRA T I (AT 3 -BC3N,) MEHERIE (B 100
pug/mL) T mL % 100 mL DR 7 7 A ZEMICAN, EHRETTE =V /L
—/K (1+1) ZMZT1mLFITAT I -BCNs & LT 1 ug 28HT 5 NIEHER
T 5,

3) MEMERAE®ER  ERAICE LT, AT I UERERE L ONERER O — &
T hr=h L=V F T I (49+1) TEMEICHIRL, 1 mL FilcA7IL
LT1-200ng &AL, 22O ATI-BCBN3 & LT5ng 2afh T 2880 E
MRAERC AR HEIR 2 RS2

B =

il

oo

1) BiIEBE  oMrRE 1.0 g & 0.001 g DHTETEY . ZOHEETHE L. 50
mL O $eAem OB I AL, K 10 mL 2N X 7=, 15 o EERAE T 5, =
D ODIEBEE T F=FU /L 10 mL 20z, FIZHEAER 500 uL % Em/EI2
ZIth, REVSAF—52T 1M REE T T 5, iK% 1,600xg T 10
SyEOSEEL . BEEREAMLE 10 ML OEE T 7 A3 I CERICAND, &8
TIZAADIERETTER= R —K (1+41) 2z, B 7 20T 5
BHAR &35,

2) Fofofirt  oHERE 109 % 0.01 g OHTETEY . TOHEETLEL.
50 mL OO EICAN, T =Y b—JK (1+1) 20 mL /x5,
W2 Z O D TEBAE I AR HERG 500 pL & IEFEICINZ 7218, ATV T A P —1E2T
1M ERE CHHT 25, KA 1,600xg T 10 2y Wm0 E L. EEARE 4
mL%Z 10 mL D& &7 7 A ZIEHEICAND, 287 7 ATOEBRETTE F=
U=k (1+1) ZMzx, BT 2ABEICHT 23 EHEIR &3 5,

VN U VIR VEBREEIER Y =R —N-E= e U Rk EAK

S=hT7L (150 mg) “2E TR F=hUA5mLEKOEEE (1+24) 5 mL CTHEXR Y

B35, AR 2ML A2 H 502U ERE (1+24) 3mLEZ ANTZI =7 T AITx
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BFL, WEAFTECTAAO EICET S ECHRHEES, BT =K UL 5
mLEORTEZF=hU L=V F LT 2 (499+1) 5 mL ZIEKR I =4 T A2z
T LTtk EEM L TCEEZIRHIES, 10mLOERRBREEZ I =07 40
TICEEZ, 78 b=hU L=V F AT I (49+41) 4mL 2= 7 LMz T
AT IVERERHESE%, EEH L TR RHSHRET 5,
Wik Z AT T 7 402 — (FLEE 045 um LA F) TA@B L, ks o~ o
778 T KMVEESHEHC L D REICHET 2 REHNERIR & 95,
Bk~ 7o 78207 DRVEESHEHZ L AHE BRI & OV &8 ERR
MRS 5 uL 2Rk a~ N7 7% 07 DRVE B HTEHIIEA L, BIRKIG
7 a~ NI L5555,

HESRM Bl
(RIk7 v~ k27 Z 7F)
7 7 L BUKEMHAEER 2 e~ N7 0 —H T A (NEE21
mm, £ & 150 mm, KifE 5 pm) 5
W it e 7 b=V /L—10 mmol/L HifE T > & =7 LIRIK

(17+3) (7 minf&FF) — 8 min— (2+3) (20 min
EF) — 8min— (17+43) (7 min £%£F)

i : 0.2 mL/min

b/ AN | ) : 40 °C

(% > 7 WAV 5Tt o)

-

W

Ui v o VU E AR & BT Et
4 *F v b E:xvrZ RS —AF 21 (ESI) ¥ (IEA 42 F
—F)

* 7 7 A4 #F — H A : N (340 kPa)

HZ ped 7 Z : Nz (10 L/min, 350 °C)
Xy 7 U —%FEME: 4kV

7T A —EE FTROLEEBY
aYVa T RAX— FROEBY

T =X — A4 F v FTROEBY

#x BWEORIESM:

TVH—Y— VA= A TIT A A — YTy

R G A it 4t ez EIE TR
(m/z) (m/z) (m/z) (V) (eV)
A5 127 68 85 100 33
25 38BN, 133 89 - 100 18

3t B BONEBRKISHREZ e~ N7 7805273 /&0%7\/-
BCN; DB — 7 W& RO THIEHEILIC K W RERZ/ER L, BEF DO X T 2
mEEXREMNT 5,
£ 1 Cambrige Isotope Laboratories Inc. KK X iZ Z i E[RI%ED H D
2 HG-200 (Hsiangtai 1) izt ERZEDO LD



3 Oasis MCX (Waters i, UV #F— —KE6mL) XIXZZNELRFEDH D
4 JHIE 1~2 mL/min B2E L5, BHEISLETRGI~ =R —L Rl T 5,
5 SeQuant ZIC-HILIC (MERCK#, FIEANLI U AT IVHEMIZ A VR E A
B (WA A BERRHE) 2 e PRa Licbm) XTI EFRFED LD
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) (%)  RSD, (%) RSDg (%) HorRat
R FS RS AR A B 9 0 0.4 97.1 4.2 6.3 0.34
) 9 0 1 97.8 39 7.0 0.44
G ¥ L 9 0 1 99.3 47 6.4 0.40
- EE TR (E—RBR=EIC X 2R e 0.2 mg/kg
R FRR (E—RBREIC X DR B 0.06 mg/kg

(%) sua~ 77 L6

A B
-3 o ]
32 40 48 32 '4.'0'H'k 4.3
(R505R5 5 (#3030, A

BERZRVFMEHOIOT LTS A
A ERER (AZ I & LT 10ng/mL)
B : WnEkel (ifa & B AEENC A 7 2 0 & LT 2.5 mg/kg fH Y &HN)
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