KAREFIL, RBERBICB T OMERREZE L O bOTHY | MBIEDOFERIZE L T2%5
LLTTFEW, 2k, MEFONRE &M £ 723 ERHEERE & OFICHEED & 5561213, 8
FTERHABRIENEL T 5 2 L2 TRESTES Y,

BAnl IR 0B RFOMT TH OME D
ARBRVABASE R H

~FXHY ) VERRE (BEY)



~NEY Y VRRE (BEY) OBRFER

&
. BBy
AKXV T, JREHOMERICHNSND N T Y UREREAITH O, ER
P, ERREOE FSEREIC K DEMAE S SN TV, KEROZEINTIET LT
TNT 7, T—_RY — XA T TNVEEGIIRFE SN TS, BARTIIRLTORE
WEDRTT 47V A MG AR N EEEZSE L L CEEEARESNE YV, 4
IXBEMERG L Lic~FX o VRBRIE [Oiridgbea - ~x3v 7 o (G B &
OMH F (HLoBGEIE. ~F Y 7 o G B, G ¢ KOG F) ] OBIR %
L7,

2. TR BALE Y OREER K O B LRI PEE
(1) HTBALEY) : ~FHT >

SR (:L o
Mkr
o/kw)\MCMh

CH,

43 F 3 1 CuHyN,0,

& 1 252,31

IUPACK :3-3 7 B A~F I —6-CAFNLT I ) -1-AFN-1,3,5-h ) 7P
-2, 4(1H, 3H) - A~

CASTE 5 @ 51235-04-2

SEL: B, RS~ RR

Al 116-120°C

VRFRPE - K, =& ) — LA ROT & F AT 5,

(2) SrRbaw « ~F9 2 B

R (:L o
mkr
Oél\N/l\NHCH3

|

533 CHgN,0,

rfH 1 238.29

IUPACK : 3-3 7 B ~F I )L—6-AF /LT I )-1-AFN-1,3,6-h U T
2,4~ (11, 3H) - A

CASTE % : 56611-54-2

SMEL A, RERMER R ~F R

WREYE © A 7 — VIR T ., K, =& )=V ROT & R ATET 20,



(3)

(4)

IHTRBACEY © ~F VT A C

*%iﬂa:it . HO o
L,
OA\N)\NHCH:.,
CH,

31 € H N0,

& ;254,29

TUPAC4 : 3-(4-b FuF o/ a~FIjL)6-AF)ILT I /)-1-AF/)L-1,3,5-F
T2, 4-(1H 3H) - A v

CAST: 75 : 72585-88-7

SMEL A, REETEm AR~ R

B £ 255 C (dec.)

TRIRPE - KIS, =& ) — VR OT ' R ATiF & A ERT 720,

IHTRBACEY) © ~F T A F

S o
: N)l\lN
o)\N)\NH

|
CH,

2

T2 1 CloleN,0,

& 1 224.26

IUPACH 13- 7 B ~F I L—6-T 2 /-1-AF)L-1,3,56- N U 7 -2, 4- (14, 3H) -
A

CAS#E 75 : 56611-55-3

S B, REERTER R~ R

RIRPE - N,N-D A F LRIV AT 2 RIZIET, =& )=V ROT & hiciZ & A B
DRANAN

CH ] ol B ¥R https://www. siyaku. com/



3. FEVEME

B H % E (ppm)
oA 0.5
K D fih A
ZOMOPEEEAIEICE T 28 OHA
ED R
K D JE I
Z DO O PR AIEIZ B T S B DN
= | fige
K D JT ik
Z O o PR LRI B 3 5 i o Tl
= D B gk
JK D % i
Z O o P AR B 3 5 i O B
Lo/
D £ 5
ZOMOFEEEAIEICE ST 28O B
ZL

S R R

ol Gl Gl A G G B R N Bl L (ol el K20 (82

—_

E2 g
1. 3k
T, FORE. 4O FFIEE OO FLITALIETTN O /NEIE THEA L,
(1) HFomA
JENIJE 2B 0 B e t, A TEREE (KR Bl NFY=v2r (#)] ®AE—FH
v #—MK-K77 Z W\ T —{b L7z,
(2) 4HoiEH
B A I FrWiztk, MTESRERX K (B P Yy=v7 ()] "Avr—F7D
v Z—MK-K77 Z i\ T —{b L7z,
(3) D fFhi
IFEmMEE () Bl N Y=v7 (K] ®BAE— I Z—MKK77 % H\TH
—{k L7z,
(4) 4o,
i ZZ DO F EHEH L1,

2. WS - K

ANFH T AEUER, ¢ W 98%., AL 116~120°C [Fooefise T3 (BF) %]

AXH T R B ARV MR 98% [FobMIdE T3 (BF) HY]

ANFYY ) A ¢ EXESL (mixture of isomer) : HE 98%. ARy 255°C (dec.)
(R T3¢ (k) H4]

AFH T R RS R 98% [FObMIBE T3 (BF) HY]



T = RMU, mRYr FRE RSB (BRI b (BR) R OFOEMSE T3 (B
p:0y

A% —v Le/MS H [BARYET: (BR) KROFDEMZETEE (Bk) ]

ZREK C LO/MS (BB LY (BR) R OSFEAidE T3 (Bk) #Y]

HERR T o E=7 A : Rtk [FOGHMIBE T3 (k) £Y]

A% EEAMNo. bA, [HAR 110 mm [EEEFEME (KK #]

NIAFALTI ) 7ab v U U BTNV / 2F LT I -7 a ey
b0 A LFEE I = 5 2 SIGMA-ALDRICH #1:#4 Supelclean SAX/PSA (500 mg/500 mg.
6 mL) (AT SAX/PSA S=72L9%) b0 UOT7ERF=F/L 10l TarT
q4va=r T L%, A,

PEWEIRHE « ~F Yo RS 3 B ARG, U C ARYES L UM F AR YE S,
% 10.0 mg ZHEBITHEL, A ¥ /) — VML T 1,000 mg/L Az {8 LUz,
FONRIR AR - BEHERUR A2 IRE Lizth, A X/ — /L CHR LT 0.0125 mg/L,
0.025 mg/L, 0.5 mg/L, 5 mg/L, 40 mg/L, 110 mg/L OFEEZEE ZFHE L7,

i i AR A AR VRV - ISR A AR MBI & A % 7 — LV ClE B AR L, 0. 0001~0. 825
mg/L OFEAEYRHE A L L 7=,

. AEE
REVFTAY— UL NTHT I AT T IVXNMIT Y 7 Y =R L—HF—S25N-18G
ZAE5 (IKA #H4Y)
AE— NGy & —MK-K77 2 FEESREE (K (B ~Fv=v7r (#)) ]
B BERE o= X — LA HNE O 5930 [ARHREE () #Y]
IRMEZEE « =/ NN L — & — s N-1000 [HURE kst (k) ], EZ2R 7 FTP-34A [AGC
T IR (K W], HZEa s be—7 ;NVC-2100 [HURE bastk (BK) ], 7 —
Uy 7y AT A CA-112 [HORHE bas (BF) H4]

LC-MS/MS
0 TN = ft
MS LCMS—-8040 (BR) EERERT
Prominence &E/ 7Y k¥

L 25
RN LC—20AD (BR) R ERT
T Y= DGU-20A (BR) EERERT
PP EYE STL-20AC (BR) EERERT
AF AT hr—F | CBM-20A (BR) EERERT
T EA—T CTO-20A (BR) S Er

T — X RLE LabSolution (¥) BESERT




4. JESRM:

LC-MS/MS
LC Z&1F:
R Inertsil ODS-4 [PN£E 2.1 mm, £ & 150 mm, $7 £ 3 um :
C—z A A (BR) #Y]
BaEFRTHE (mL/min) 0.20
HEAE (L) 5
717 KRE (C) 40
B A{iﬁi : 5 mmol/L HEET o &= AR o
Bi% : 5 mmol/L WEET v E=" A « A X ) — LIKIK
e (5y) | AR (%) Bk (%)
0.0 85 15
1.0 60 40
3.5 60 40
7T xRt 6.0 50 50
8.0 45 55
17.5 5 95
30.0 5 95
30. 1 85 15
NS &1t
HWEE—F SRM (BIRSISE=4 U )
A ZFNME—F EST (+)
u—7EE Tune file f& % {#
DL R 150°C
2T TA V=g 3.0 L/min
t— h7 w7 iRE 500°C
NI A A TR & 15.0 L/min
a) Vg A =%
~EHPT ) v +253—171 (CE 17 V)
e . 4 B+ +239—157 (CE 15 V)
ERAAY (0/2) R#W) C - +255—157 (CE 18 V)
REWF - +225—143 (CE 14 V)
~FEHPT ) v +253—71 (CE 35 V)
. . 4 B+ +239—71 (CE 35 V)
et A A (a/2) R34 C : +255—71 (CE 35 V)
REW F : +225—101 (CE 28 V)
ANFRYT 14,6
. B« 14.3
RISIH (nin) AW C 2 6.4 L6, 9
R F @ 13.4




5. &
WINAIR A BRI A % ) — )V TR L CLUL T ORE OB ERHIRAEERR 2
L7z,
FEVEMER AN
LD (FEYEE 0. 5 mg/kg) 1 0.0125, 0.025, 0.0375, 0.05, 0.0625 KX 0.075 mg/L
LDNENG (FEUEME 0. 1 mg/kg) : 0.0025, 0.005, 0.0075, 0.01, 0.0125 & TN0. 015 mg/L
EONTIR GEYEME 4 mg/keg, AREBRVAIZ 10 547K L CHIZE) : 0.01, 0. 02, 0.03, 0. 04,
0.05 & TX0.06 mg/L
O GEHEME 11 mg/kg, ABREEHE 2 20 57 L CTHIE) : 0. 01375, 0. 0275, 0. 04125,
0. 055, 0.06875 } X 0.0825 mg/L
TE BRI EGIN © 0.0001, 0.00015, 0.0002, 0.00025, 0.0003 K O*0.00035 mg/L
ZOVEW 5 pl & LC-MS/MS IZ{EA LT, B oz v — 7 miEz AV TEL &Y O it
AERL LTz, RBRVEIR 5 ul & LC-MS/MS IZVEA L, #fiktf &AL ka0 & &%
B L7, i, AEMEEERNOFOFEE M FEORIT, &2 BEiksE A% ) —LT
10 %5 KON 20 f5 12 AR LIIGE L 7=,

6. WRIMAEL O

SO GEYEE 0.5 mg/kg) : 7B 10.0 g2 5 mg/L HRINFRSERERK 1 nL F721%
0.025 mg/L WINANEAAEMERIR 1 nL 2RI L, 1RA L7z, 30 oRkiE Lz,

FOIEN : GEEAL 0. 1 ma/ke) : BUBH5.00 & 249 40CTHHI L CHEL . 0.5 ma/L IR
IR AFEAESHR 1 mL & 721 0. 0125 mg/L MRS IEMEAIR 1ol Z WL, BA LT,
—19°CT 10 syflfiE L, RN 2 el S E 7ok, SR T 30 Al L7z,

SO ;. GEUEE 4 mg/kg) FEF 10.0 g 12 40 mg/L IR S ERERK 1 nL £721%
0.025 mg/L MRAMFHEATEMERG 1 ml Z ¥R L, IRA L7k, 30 2 RiE L7z,

Lo, o (FEYMEE 11 mg/kg) : 3B} 10.0 g 12 110 mg/L HMAEAHEHEATE 1 ol £ 7213
0.025 mg/L AR AEMERIE 1 nl 2RI L, 8BS L7k, 30 Sy fiE Lz,

7. ARBREEIK O R
e

XYY v BB, REICKR OREIF 2B S~ U fFE T T2 =KV
JUTCHIH U7z, SAX/PSAR =71 7 A TS L 72 %, LC-MS/MSCE & J OVifERR L 72,

(1) Fhi

EF10.0 g (FDRENGIE 5. 00 g) %7 ARLGRIE ITEH > T, ZHUS - ~FH 2 50 nl
KO e~ g7 b= R UL 50nl 21X THREDTFTA X LTtk w0508 (3,000
rpm, 10 53f) L7z, 7 h= RN U VEEBHAE Ny FTHEL, A/ [E& A No. bA,
[EAE 110 mm, HPEJEME (BF) ®] Z2HWTAB L7z, BEYE Y Y B ~F
oM TE h=FU 25 nl 2R, REIFA AL, LLEEEICEODM L%, 7
th=hrIAEEABL, AREGOE, 7 F=FU/ATI100 nL (ZER LT,

(2) K



SAX/PSA = =717 A (500 mg/500 mg, 6 mL) (27 b=k U/ 10 nL Z{EAL, FHIK
T, 20B 7202 (1) THRLNMK 4nl ZEALZE, 72 F=FU /420l
ZIEAL, AMKE SRR AR . 40CLL T CIEME L., BIEABRE L, 0kl
Wk A B 7 — ML, EFEIC 4 L (EIIX 2 nl) & L7 b D2 EBRER & Lz,

[(SHTiE7 a—F ¢ — K]

[P ]

L FomA, o, o3l 0 3EF10.0 g

L AofiEl k500 g
| 7& b= b YU Ldli |

L x50 ml KON ~FH g7 b= R U450 ml 2%, REVFA X
L mEDSyEE (3,000 rpm, 10 431D
!
!

T h=hUIVEZSER, Al
ST Y R ORI T T b= UL 25 L A,
REDTA X
wLSyEE (3,000 rpm, 10 43fi)
T b= hUNVEESEL, Al
L AEzEDPE, 7 F=FY A TI100 nL (ZER
| SAX/PSA X = 5 L [SIGMA-ALDRICH #4 Spelclean SAX/PSA (500 mg/500 mg, 6 mL) |
I 7EF=FMINV10ODLCaALT 4 a=rT
L Hhi# 4 oL ZTEA
L 7 F=1FYU20 ol THEH (RWIKZ & T2t HiR 2 $RER)
e IR %) |
L BB E A2 ) =g RoBAL BORTE. FoR c4nl, O 2nl)

—

AT
!
[Lc-ws /s |
FONH BRI « RIRIEIEE 2 ¥/ — AT 10 HCAR Ll
FOI LRI « RVEIEE A &/ — LT 20 G AR LIIE

8. ¥ NV v 7 ARSI HEYA IR 0 i fl

BAR BRI GBS OBANENGERERIZ 35 1T D [EIER 100 % A0 24 R EE O f B R S AR HERR IR
0.2 mL ZFV . EBHRRI FCIREEZRE LR, 772> 7 W BRIRIE 0.2 nl 2012 CIAfiE
Licb D&k~ MY v 7 ARIIEERERIR E Uiz, 7ods, FEMEEIR BTN O 4= O ik 040
FUZOWTIE, A AX ) — L TL0ER D20 fFICHIR L= 7 7 v 7 5 BRIEiR 2 N 2 7=,



(RERROEBLE]

1. MIESRIFORE
(1) MS&AFDRERY

XY v EPB, REHC R UM F OLC-MS/MS T OMIE &M 2 Mat Lic, &
bEwiE, +OREENRELNESI(H)E— RTRETSHZ & & LT,

ANXY T UDAFx VHBIZBIT A AR MAVERUR LT, ~FY T 00
Tu NI T (m/z 253[MHH]Y) RS BIE SN, KA A&7V —H—A F
i Lz, RRROMBICIE, ~F3Y o7 a b oAns+ (m/z253MH]Y) 27V h
——AF L LI EDT e h A F AT MVE IR LT, TR E T A A AT,
SRS DR\ m/z 1T1 N Om/z T1% 8RR U, m/z 253—171 2 E8A T2, m/z 25371 %
M A e LT,

{nten.
1504
125
100 253
75
50
251
1 50
] L 135
‘ 50 100 150 200 250 n/z
K1 ~FV ) DvAART KL
A%y &P ¢ 50~300 amu, W ESE : ESI(+)
~NFH T 0.1 mg/L
Inten. Inten.
200
150 ]
150
1 ]
1001 ]
100 n
50 50,: 85
. X 68| 1a
‘ 50 100 150 200 m/z “ 50 100 150 200 m/z

[X]2

Tuk g A Ay bV (ERM)
T —Y—AF 2 mz 253

BE ZefF - EST (+)

CE=17 V (CE : collision energy)
ANFHFT 0.1 mg/L

M3 a7y s Fr_r hvGEMR)
TV A —Y—AF 2 m/z 253
HIE S - EST (+)

CE=35V (CE : collision energy)
ANFHT 0.1 mg/L



REIBO A X ¥ VIR 5~ A AR ML EKAUTR Lz, REHWBO 7 1 b At
Mo+ (m/z 239[M+H]Y) N BRINTZT-0, KA A 2TV h—V—A 4 & LT,
B5 e OKI6IZIE, RE@mBD 7 v s AN+ (m/z 239IMtH]Y) &7V h—H—A A &
LG ao7Ta s hAF AT MLvaER LT, a7 b AU Zid, B8EOEVm 2

157 Om/zT1 %8R L, m/z253—15T%2 E&A 4 12,

m/z263—=T1 % EMA A & LT,

Inten.
1255
100° 239
755
505
25% 65
X 1Y 163 180 | 297
0 s 100 150 200 %0 waz
M4 REFHBO~ARALT kL
A%y &P 0 50~300 amu, W ESE : ESI(+)
B : 0.1 mg/L
Inten. Inten.
200 200
1505 150
1 157 157
100-] 100
1 T 101
1 57
50-] 50-]
1 5 |83 |114
o 0= \M““‘\“““\““\“‘
50 100 150 200 m/z 50 100 150 200 m/z

X5

Tuk g hA Ay b (EEA)
TV =Y —AF : mz 239

HE S - EST(+)

CE=15V (CE : collision energy)
B : 0.1 mg/L

X6

TaLy hAF T bov ()
TV —Y—AF 2 mz 239

HIE S - EST(+)

CE=35V (CE : collision energy)
1RE%B : 0.1 mg/L



RIPCDO R F ¥ VHEICBIT D~ AARY MV ERTIOR Lz, [#CHO T 7 koAt
moy+ (m/z 255[M+H]Y) MR BRINTZT-0, KA A 2TV h—V—A 4 & LT,
B8 OMXI9ZIX, Ri#mCo 7 v s Ao+ (m/z 255[MtH]") &7V h—H—A A &
LG ao7Ta s hAF AT MLvaER LT, a7 b AU Zid, B8EOEVm 2

157 QPm/zT1 %8R L, m/z255—15T%2 E&A 4 1T,

m/z265—=T1% EMA A & LT,

Inten.
1255
100% 255
75%
505
1 65
25
] 97 279
R I K ST A SRR AL 1 e
50 100 150 200 250 n/z
K7 R#HCDH~ A ALY L
A%y &P 0 50~300 amu, W ESE : ESI(+)
fREC: 0.1 mg/L
Inten. Inten.
200 200
150 1505
100 197 1004 n
] 157
50 50 5 101
] 83 ‘
0= T 1 I [ S 07““‘\5‘%1“““‘\]‘14‘."\“‘1‘9‘1\“ T
50 100 150 200 n/z 50 100 150 200 m/z
X8 ruX s hAAr_T v (EEH) X9 FuZs hAAr7 by (EMER)

T —Y—AF 2 : mz 255
BE S - EST (+)

CE=18 V (CE : collision energy)
EFC 2 0.1 mg/L

TV A —Y—AF 2 m/z 255
HIE S - EST(+)

CE=35V (CE : collision energy)
REHC - 0.1 mg/L
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REIFD 2% ¢ VRIEICBIT D~ AART MV ZKI0IIR Lz, (REFo 7 e s ot
Mo+ (m/z 225[M+H]Y) N BRINTZT-0, KA A 2TV h—V—A 4 & LT,
B R OM1212iE, REFO 7' e b AN+ (m/z 225IMHH]Y) 27 ) —H—A F
ELTEGAEDOTa X ) NAF VAR MVER LT, TRX T M A2, TRE DR

m/z 143% O'm/z 101 %8R L, m/z 225—143% E &A1 412,

m/z 225—101% EMEA 4

E L7,
Inten.
150
1257
100% 225
75
50
251 50 " 279
I VI TR B B I
50 100 150 250 m/z
X10 fAHMFDO~ A AT kL
2% v EFE 0 50~300 amu, JHE S 2 EST(+)
RFWF 0.1 mg/L
Inten. Inten.
200+ 200
1505 1505
100£ 143 100,: 101
1 ] 57 143
50-] 1
: * 83
o] 189 o L 70 87
50 100 150 "n/z 50 T1bo 150 "n/z

X1l a7 v F <7 vv (EER)

TV A=Y —AF L mz 225
HE S« EST(+)

CE=14 V (CE : collision energy)
fRHHC 2 0.1 mg/L

K12 FmZ 7 " A7 b GEMR)
TV A=Y —A A mz 225
HIE S - EST(+)
CE=28 V (CE : collision energy)
RHHF £ 0.1 mg/L

T, Ta—A V=l a iR RWC, Fe—7EE, BssE (OL) EEED
t—hTuy ZREERF L, Y u—7EE X tune fileDfE & ON1~5kV, DLIEEE X100
~300C. b — h7 12 v ZiREIZ100~500CDFIFH T/ T A — X 2B (L3 H T L ZOFLE
YO HIFEAE & b L7255, 7 o — 7 FJ/E IS tune fileffi, DLIEFEIX150C, E—F7 v

7 IR 1X500°CIZ

WETHZLE LI

_11_



(2) LC &MotiE!

AR A TLC/MS & AWz 23S o — AL 1 GBEY) | ORESRME? v
T, XY o B, REHICK CREIF ORI SOW TR 21T o 72, ot 7
KA I BTN YA Y BT T ADInertsil 0DS—4 [V —x /LW A =2 2 (8F)
A N2 1 mm, K X150 mm, R £R3 um] AV, 5 mmol /LEFEET > = AR K
U5 mmol /LT VE= A « A& ) —)VIRKDO VTV N x{ToT-& 2 A, &1k
MO — I RITT =V T HELROONT B Th o 70, F2  HEEIZ OV TIE,
0. 00025 mg/LIEAIEMEAIRS uL 2 EA LTI 6 . SMbae — 27 OS/NIFS0LL ETh o722
ED AR —FRBRIEONESREEH D Z &L Uiz, oW h 7 & L Clnertsil 0DS—4,
L-columun2 ODS [ (—/f) fb#4/E A epémsfl] & Umightysil RP-18 AP [BAH{b2
(BF) 8] Z kL7 E Z A, Inertsil ODS-ADE— 27 BRI b RIFIE >T-D T, A%
FLhEHNDZ &L LT,

(3) &

XY ARG B, REY C KO F ORRER OB %4 13~ 16 (2R LT,
Rt C 13 2 BRIEROIRAMTHY . 2 =7 BOHOLNZTD, K2 OE—7 KO E—
7 DFNZ DWW THEMR A ER L7z (LUF, REFFHOBEWE —2 % C1, R\WE—27 % C2,
W —27 OfZ C(142) L9 5), FALEWIZTOWT 0.00025~0. 025 mg/L 0D i FE #iH T
B L7 B OV ERE R 13 0. 997 DL ETH Y BIFRERMELE R LT,

20000000 25000000
18000000 'Y *
16000000 20000000
14000000
12000000 0 15000000 ¢
10000000
8000000 * 10000000 o
6000000
ADDOO0O Y S000000 *
2000000
o o d
0 0.m 0.02 0.03 0 om 0.02 0Mm
13 ~FYY ) OB 14 {RH B O
y=707983323x-116261 y=926075729x-151881
R*=0. 9984 R#=0. 9991

_12_



1 2000000 Q00000
8000000 -
10000000
¢ 7000000
2000000 6000000 °
* 5000000
6000000
4000000
*
4000000 S 3000000
2000000 ¢
2000000 *
1000000
o & o &
0 0.01 002 0.03 0 om om 0.03

X 15 G C(1+2) DR EkR
y=2377908071x-74913
R?=0. 9994

X 16 {REY F O
v=1325960297x-191800
R2=0. 9974

(4) EERRSR
R OFEHFEREZ L FITR LT,
XY 200.0025 mg/kg  [PUBRIEIRE 4 (mb) /FRBRVEIR P OFREIE 0.4 ()]
X [~FHT o OEERFAE Y E 0.00125 (ng) /FE A 5 (L) ]

RFH B : 0. 0025 mg/kg

R F - 0. 0025 mg/kg

RBRIAIRE 4 (mL) /

BRI OFREHE 0.4 (9)]

X [ B O E EIRAAE Y & 0. 00125 (ng) /A& 5 (ul) ]

REW C - 0.0025 mg/kg [FBRVSHEE 4 (mL)/

BRI T OB 0.4 () ]

X [fEW C O E BRI Y E 0. 00125 (ng) /IEAE 5(L) ]
4 (mL) /FRABRIEEH OFEIE 0.4 (g)]
X [REW F OE &R Y E 0.00125 (ng) /IEAR 5(L) ]

[RRBRTA &

_13_

2L, B OSEEIE, RBREIE 2 nL, BRI OB 0.2 ¢



2. RIS ENE O G

(1) i HFEORKE

Alal, i FEE LT, i~V UFET T b= NV LT T 2 Fike8HAT5 2
Ll L, ZOFEERRATSZ LT, il & RIRFICHIERIEDIT A AR AN H o7, 7
T h= MU VERIHER L LTHWD 720, FONENI 6 OEIRI 28 Uiz, AHHEN
5g D K 40°COKIE CTRMRE ST, ~F T2 o W B R OMUEM F 4 100 pg

[FAZHERR (1,000 mg/L A &/ —/V¥RIR) % 0. 1mL] Z¥IIL., {BFIL7-tk. WEEN

(-19°C) 1 10 ZrRifkiE L, Bl S Wiz, S HIZEIR T30 oRE Lz, m~FH¥ 8
M7 =Y L50mL RO - ~FH 2 50 ml 2z, RAETFHA X Uiz, @058k

(3,000 rpm, 1043fH) L7=#%. 7 r=FUA@EEHY, 7& b=FVU /LT 100 nL |ZE
KU (1 HHER) ., BEDE O - ~FH UJBI T U ffn7 & b=k UL 25nL
Nz, FRERERICEMEL, 7 F=HFVU LT 100 nL [ZER L7 (2 [\ HMER) , &
K 2 A & 7 —/L T 100 fHICATIR L%, LC-MS/MS THIE L7-AE %2+ 1 IR LT, 2
BIOHH T DT BIERIL, ~FH Y 13 103%., R B 1% 100%., & F 13 98%
Thotlz, T, FHICATH T 0 R B, (3 C RO F & 100 pg [F4E
YL (1,000 mg/L A &/ —/VIRHK) % 0.1mL] 2L, [FEEICEIGRER 21T~ 72 & =
Ay NFHD 7 T 93%., AREH B 13 98%., REH C 1L 97% . RE F 1% 100% DElL =R
DL (F2), LRI, Lo~V Y o RSB ROREWF (AL
DOEEX, ~FH Y v R B, R ¢ KOREW F) &2 n~FH U HETT7E B
e N R QR 1 i R Tl DY el

K1 EEENENI D B EALE D O BISCREL

IR (%)
fusbs o A 2 ] F e
NEYT 101 2 103
it B 97 3 100
Rt F 95 3 98

BONE : FRENI 5 g IR Ly ~F oy > R B RO F 45 100 ng (1, 000 mg/L

AL ) —VEHE 0. 1 nL)

*2 R LSO BEITCIREL

N EIER (%)

feain 1 [a] B Hh 2 [a] 5 FhiH &t
XYY v 92 1 93
K B 97 1 98
R C (1+2) 95 2 97
K C1 95 2 97
R C2 95 2 97
K F 98 2 100

WNE: - BFL 10 g T L, ~F Y o G B G ¢ R UM F 45 100 ng

(1,000 mg/L A% J —)LIEiK 0.1 mL)
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(2) SAX/PSA 2 =#F 2 (500 mg/500 mg, 6 mL) (2 X 2KE DM

T b= kU LHIHIK EZF D FE ELCMS/MSICIEAT D & A o AbIfIn@Z b2 &
2B, SAX/PSAR =H T AMZ LB BRUZHOVWTHRET LT, TOI=BTAICTERN=FU L
10 mLAEA LRHRIZE Ty 208 5 221 ng/LIRSEREK]L nLa ML, 7& h=
FULTIRE LT & EOEHRIE R Lz, ~FV Y7 ROMREYIBIZ10 mL,
PIC K OMHHFIE20 mLO M4y F TR NAE T Lic, LLEORER K 0 flHH K % SAX/PSA
WA L7, 7' h=1FU 20 nLEEAL, AMKRE SOREMHIKERD Z & L L,

#23  SAX/PSAS = T A0 5 O HRIRL

A IR (%)

0-5 mL 5-10 mL 10-15 mL 15-20 mL 20-25 mL At
~FHFY ) 100 0.5 nd nd nd 100
B 97 0.5 nd nd nd 97
RE#HC (1+2) 1 94 3 <0.5 nd 98
RE#C1 3 97 2 <0.5 nd 102
REMHC2 1 94 3 0.5 nd 98
(NEIEZIS 0 37 56 4 nd 97

SAX/PSA (500 mg/500 mg. 6 mL., SIGMA-ALDRICHft )
AfiE &1
nd : AR
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3. WINE G

SEMARS (FOFAL FOREN. FOIFER OF0OR) AW T, EBRFEDT. &)
BRI DR HE > THEIWT R GAL B O FRINEIIGAER 2 i U 7=, WL, Rk
MRS e OVE BRI D2 & U, PR SR L O 5138 L AW & SEHEE R T,
ERIR TR O A I3 &AW 0. 0025 mg/kgiil L7c, 7ok, HEMRERMOFDNF
JRORBRIAIKII A # 7 — /L TLOfFIZ, FOFLORBRIFRIL20512A R L, LC-MS/MSHIEIZ
gLz,

WINEISGRERIC BT KR D T 7 2 7 30k, IREIOREN R v~ 7T LKW
[T 2R 100 % FH 24 OB HERTE 2 [ 17T~X 42 \R LT, £12. K RMD T T v 750k D
A% CHEICEDREN R N—FNAF T a~ NTT L5431 LT,

(1) SR
BERMEORGRE R 2 RUR LT, Bt LW hoREHcBWTHL, SMbAYoEES
ETHE—27 13RO NT, BREZERGFTH- 72,

(2) BEAEE, FEROEERA

BN O TR OG22 £ 5 1R Lz, HE R OO TR X, ~%H 2/ - T87.3
~96. 0% M O 1. 3~4. 8% A B T 89. 5~93. 7% M T 0. 8~4. 8% A ¢ T C(1+2)
T 86.4~89. 7% K& TN 3. 6~4.6%.Cl T87.5~88.5%K% N 1.4~4.9%., C2 T 86.3~89. 8%
KN4, 0~4.6%., fREMF T 86.9~94.9% K N 1.0~4.9% TH V. HIHEfEAZT/- LIz,
F7-. EEBPFIEETHRMLEEBEOSILEHE —2 D S/N 1T, ~FHP ) T 184~235,
R B T 117~151, A C TILC1 T45, €2 T 355, Rt F T 75~105 TH Y, S/N
=10 & 43tz LT\,

(3) AE= MY » 7 ZADORE~DRE

Bt~ b U v 7 ZDOWPESDEBIZ DWW THRET LR A E 6 1R Lz, IINEIGER
2B T D EUEE 100%MHYIREIC2D X HICHB Lz~ b U v 7 ZAERNEHEVR IR O TR IEAE
HERRICT T D B — 7l A RO T & T A A~FH T o T0.97~1. 02 AREHB T0. 97
~1.03, @™ C TIXC1 T0.99~1.01, C2 T0.99~1.00, ¥ F T0.96~1.02 TH
0. BEREE~DO~ M) v 7 AOEBETRD Loz, # T ICHMEIGRERIC X
DR ONT-EEZ FRIORTE— 7 HEL TR L CTHIELZBEEZ/R LT, fiiEROEE
[ X oA~F YT T 85.6~97. 9% AXEHI B T 89. 5~96. 1. L) C TILC1 T86.3~89. 2,
C2 T 86.5~90.7, XMW F T85.2~97.3% Th V., BIEfEZEE L T\,
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(4) ZofthoRBRERGHIBEE 59

DSCX 2 =H 7 AT L DR oG

7T F= U AHHEOSCX = 7 ML ARG LTz, TR = ) v TarT
4a=r LSS =HF 4 (500 mg, 6 mL) (21 mg/LIEAIEYERK] L2 BAR L, 7
Th=hU, RNTTE =RV ALKEOQRT E=T KBKR LT B 21To7, L
ML, ~NFVT ) R OZEDOREDSCX =Hh T DIIHT AN v R A—I—IC
T RELLE LRl LZZEnD, SCXR =W T AL AT L LT,

QF Lo UTIV-NTab Ly U b VANV I =T PSAR =T L) 12X
2% Ko Mt

7 b= b U AR OPSAS =0 7 M L DR EBRE LTz, T =R Y rTay
F 4 a=r7 LIEPSAS =47 . [Bond Elut Jr-PSA (500 mg) ] (21 mg/mLiE&HEHERS
Wl nLzAM L, 7T F= UL TRH L EEDOEHRNEZRSITR LT, ZORER X
D, 7 b=V I EAR L72tk, 72 h=FU 15 nLCEHETHZE L LT,
Ll PSAR = 7 ARERIC L0 G o4O FRO RIS CTlx, Bbamo~ ~Y
v 7 ATRNEEREYR IR & VIR MEYRIR O B — 7 AR FE 230, 88~0. 95 % /R 972 Kkt~ K U
v 7 ZADWEE~DEENHIRE NoT2Z 035, PSAS =0 7 M2 L DRI ARER
e L,

#8 PSAS =H T LD DRI

[EICEE (%)
&M%
0-4 mL 4-8 mL 8-12 mL 12-14 mL 14-16 mL At
~FHYT 93 0.5 nd nd nd 93
B 97 <0.5 nd nd nd 97
HREMC (1+2) 86 15 1 <0.5 nd 102
REMHCL 88 10 0.5 nd nd 98
Rt 86 16 0.5 nd nd 102
(EIEZI8 1 70 36 1 nd 108
nd : A
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#E T DA, AR BINEGRER 21T O BRlio~F 4 7 o0 RE B, K@ ¢ KO
R F O AL EWMDOIRGIERERRZ RN LT, T2 T, 2ET—X L LTHOBA., 4+
DN B O D i 33 1) DM C O UsnaliGGRER#E B2 3 9~F 12 (TR LT,

BPPEDORERZR IR LI, WTHOREHZBWTHRH C DEEZYFET L E—
ZIERD b n o1,

BE FEEROEEBRAOEREER 10 IR L, BEROUHMTREEZX, C(1+2) T 85.6
~90. 7% MR 1.1~3. 7%, Cl T 86.2~91.4% K TN 1.3~3.8%. €2 T 85.1~91. 2% K}
1.4~4.1%TH Y | WTHOREHIBN TS BEEAG - LT\ e, 2, ER&RAEE
T L7=EED S/N 1%, C1 T 58~103, C2 T 440~701 TH V. S/N=10 & 437~ LT
77

Rkt~ N Y v 7 ZAOWEME~DOBEORER A2 2 11128 Uiz, UsIEIGEERIZ 3517 5 [B]1IY
F100% A LREIZR D LI Lz~ N U v 7 AUSHIFEHETA IR O VR IEAS EVR R )
HY— 7 gt RO EZ A, C1 T0.95~0.99, C2 TO0.96~1.02 TV, FHERNE
fE~D~ NV v 7 ADOEBITRD DR -T2, F 12 ITHRMEIGRERIC L V155 - B8R
Z ERIORTE— 7 mEL TR L CHIIE L7 BE 2R L-, MiiEkOBEE X, C1 T 87.0
~92.3%, C2 T86.8~92.8% TH V., BIEHEZ= L T\ iz,
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