KAREFIL, RIEFABICBIT 2MEHERZ E L O LD TH Y | AMBRIEOEEIZER L T
Z2E L LTLIES, 2B, EFEONE LB £ 2T ERRERE & ORIZEEED & 556
(I, WA E T A RABRIESEE T 0 2 L2 TRESIES W,

BIERE T AREEDONR T THHIWED
BRIV T s E

7 X b7 KABRiE (BEM)



7R b7 ARERE (REY) BEHER

Eia=il
1. BBy

72 RT R, 1970 FRHIFICA ¥ U 2D T — U L0 B STk mA] ey =Fl) ThY ., %
BN Z =3 il a5 2 & TR e T S (R, 47 MR b 72 —IT/EA LT cAMP O
BRVEFEZFI X L, U VBE LY VLD AT v RAEH A L EZ bRTV D,

AATIL1975 45 H 7 RIS STV D, T O% 1985 410 A 22 HIZANAD R T AT
xt LT, 2003 4 12 A 17 HIZHh A E DB HIER S 7z, RFIEOFT AL, BUEIET UV RAZ T4 74
A = ARAEHEBA LTV D,

BHAEIEM & LT, ENTIEA XO~ X =BRA & LTEAEShTnd, BBV T EU #
EH, 8, 77U h, TABrFr, =a—Y—F 0 FETHEHASRL TS,

IR S E | ROFBHES = (I VAFARAS 2 4=) OBREHINE L OKRE SR S
iz,

AREHZ RN TIL, EEahf/iFEs RLEESBESREEBLHSINTOINAEREA, &
FEMHROT I b7 XRRBIEOREE1T o7,

7285, AEBRFRE LT I b T XUE, 72 BT ARPN24- D AF LT = 2 -N-AF RN LT
IV (TINTAEHWB) 27 I T AEREICHE LT QORI R EENRE S TN,

MO 21 4E 5 A 8 H AT A% 0508001 5

2. gL G OREE OB LR
ST GALE
TINMFX
IUPAC 4 : N,N'-[(methylimino) dimethylidyne]di-2,4-xylidine

CAS 4 : N'-(2,4-dimethylphenyl)-N-[[(2,4-dimethylphenyl)imino]methyl]-N-
methylmethanimidamide

i
N=C—N—C=N
H | H
CH,
H,C CH, H,C CH,
ﬁj\%f‘ . C19H23N3
Sy 1 293.41
WRIREEE - /K 9.4x10° g/l (25.5°C)

& A EOFRIEBLICTIE T Ry, by, F L2 >300 g/l
BRI logPow=5.5 (25°C)
pKa : 4.2



LENE « K DTso (25°C) 2.1 RFfH (pH5). 22.1 Iff] (pH7). 25.5 ¢ (pH9)

N-24-PAFNT 2= L-N-AFLHRNLLT IV (LLF REWmB) £4%)
M

H

H.C N=C—N
H

CH

CH

7713 0 CioHuN,
& 162.23

B A AETR
Al : 53.4-74.6°C
Py A N 37

%
LEME : T VMETARZE, BRI L L TEE,
HEh . FRETERSEASHTE 2002 4EAR (VY 7 R A o Z4h)

3. AEE ()
EORA : 0.09 ppm
DRGNS 0.2 ppm
O, B g O HE Sy« 0.4 ppm
FRDfHA - 0.09 ppm
KON Pl Bhg ik O & HE5) - 0.4 ppm
Z DA EAEFLIRIC BT 2 B O R K OVENS : 0.2 ppm
Z DO B FHIAI BT 2 B ONTIE. BlE & OV HE Sy - 0.4 ppm
%L : 0.02 ppm
I H A 0.2 ppm

[ S8R 14]
1. 0k
FTRCHEFENO/NEETHA L, £/, R OMRIFEEZ LT ISR L,
1) oA
AIREZR IR W RIS 2 B . fIBID L7=t%, 200 g ZE VD ERY =& J — L} (88 mol/L KER{kT ~ U
LVEH (1:1) B 1009 2z, 7—R7 ey —2HT¥H kL,
2) 4ofEl
AIREZRIR W A 2 B & . MBI L7-t, 200 g ZEVERY =& J — L} (88 mol/L KER{LT ~ U
AVEH (1:1) B 1009 2z, 7—R7 ey —2HT¥ kL,
3) 4DffhE
B U721, 200 g Z RV ERY . =& J — /L KO8 mol/L KER{LT R U T ARHE (1:1) 1RIK
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100g =Mz, 7— R7at vy —%2HTH—b LT,
4) 3
F<EALTH L,
5) IbHo
HAEEAMERA L, 40CLL FTIR L THE LT L XIRA LT kLT,

- R - B
T2 b T RS, M 99.0%., @l 86.8°C (T A L AFEHER (BR) &)
R B MERAIEAEE S, - WL 98.0% (& L7 A L AFyepise (k) H)
TEh=hUL, Ty, =&/ —/b: FRREEERBRA (B8 (Bh) )
AKX J—/L: LCIMS I (BB b= () #)
KEE(LT B Y oA Bk (BER(EY (BF) 3
1 mol/lL BElE 7 =7 AIRIE : LCIMS i (B L7 A LV AFehisk (kR H)
EEBE T & : InertSep K-solute (5mL) (V—= /A =2 (Kk) )

=% A : InertSep C18 (1,000 mg/6 mL) (P —=x /LA = 2 (Kk) )

=% 7 A : InertSep PSA (500 mg/3mL) (P—= /¥ A =& (FF) )
i&/—wﬁosmWLm&m%kJWA@M(14)@M

8 mol/L KE&{t7 b U &7 A8 100 mL KM= & —/L 100 mL ZiRA L7=,

P HE

7 X b7 XAEHER 100 mg AREFE L, 7R BT 10 mLICEE LT 2 b7 X 1000 mg/L A
w7,

Rt B HERAHIAEYES, 33.9 mg ZK5FE L, 7 & b2 C 50 mL 23 fi# L CfUH#M B 553.6 mg/L (7 X
7 AL LT 1000 mg/lL) HIRARE LT, 7eds. DIBEOREY BIREIZT I b7 AEE L 35,

9 B A VR VAR

72 h T AROMNRHY B EREFE ARG L CT 2 b= U LEOA Y /—b (1:1) IRIE Clll B A
FR L. 0.0000125~0.00075 mg/L DI DA & TR L 7=,
IR VELR IR,

72 b7 ARORHY) B EHEFIRZIRE L CAX /) — /L THIRL,0.1,0.2,09, 2 KT 4 mo/L ik %
R 7=,

REDFAYP—: wALFF 4 ZA—H%— PB-95 (% 7 bk : HG-2) (SMT COMPANY #f#1)
— Rt vt—: MK-K58 (F Y =v27 (k)
TEMEEE o ARSI EICEE V-703 (BUCHI #E8Y)

DB = =YL EE O 5930 (ALEMRESE (BR) )
LC-MS/MS
HEE nE2Y 24t
MS API4000QTRAP SCIEX
LC Prominence LC 20A (BF) BEERErT

-3-



T — A LB Analyst Software SCIEX

4. HESRME

LC-MS/MS
LC &:ff
717 A Inertsil ODS-4 (% 2.1 mm, £ & 150 mm, KiF£E 3pm: ¥ —
TP A R (BR) )
BEhEdE (mL/min) 0.20
HEAE (UL 10
717 NRE (C) 40
BEH A % : 5 mmol/L FEEE 7 > & =7 APAIR
B % : 5mmol/L FEfE T > E=" L « XX ) — LRIk
VAV =N SE
R (47) A K (%) B ik (%)
0.0 90 10
5.0 90 10
15.0 0 100
25 0 100
25.1 90 10
35 90 10
MS i
HEE— K SRM(EIRBUSE=2 U 7))
AT AEE—F ESI (+)
Xy 7 UEE (V) 5500
PR RE (°C) 500
2T TAYP—HA %3, 30 psi
PV 7T A 234, 50 psi
a) Vg HA R
ERA AL (M) 7 b7 X +294.2-163.1 [DP :36 (V). CE:21 (eV)]
R B +163.1—122.0 [DP : 81 (V). CE: 25 (eV)]
EVEA A (ml2) 7 I RT7X +294.2—122.0 [DP :36 (V), CE: 43 (eV)]
R B +163.1—-107.1 [DP : 81 (V). CE:35 (eV)]
CREFEER] (min) 7 hT7X 184
R B 135
5. E&

72 h T ARONRHY BEEREREEZ T b= h UL ROAHZ J —)L(1:1) I AR L < 0.0000125,
0.000025, 0.0000375, 0.00005, 0.0000625, 0.000075, 0.000125, 0.00025, 0.000375. 0.0005, 0.000625,
0.00075 mg/L DIEMERKE ZFHEL 7=, Z O 10 pL % LC-MS/MS IZHEAL T, &bz B — 7 E

-4-



FE A& O TR iR BRI KD BB A B L7z, [AERICERBRISHR 10 uL % LC-MSIMS IZ7EA L, 5
LAV — 7 kg A VT R LIS BN OB 0T I N7 AR OREMWB OEREEZFH I LT,
7RI RIZBWT, ERBAEHEY & OO MR Y O TR E % 5 M4 2 546 121%
0.0000125~0.000075 mg/L D T2 ERK L, FFLLASN O FEAEMEFE 2 O RN % 3H 3~ 5 %5 &
{21 0.000125~0.00075 mg/L D& CTREM A 1ER L7z, F£7=, U B ORIEIC DV CIEE ERRSME
FHY K OFEHEEAR 24 O WP 0834 S 0.000125~0.00075 mg/l D THERR 2 ERR LTz, 7od. JEUE
EFE S DEMFEHZ DWW IR BROBHNICINE 5 L 5. HBRAKE R 1 IR T LB Y OfERTH
R,

F 1 FEVEERR Y OFSMBEIGARRIZ I 1T 2 RBRIEIE O A fRAF R

i 7Ir7X | fame
FORA 14 10 fi
OB 2 {5 20 {5
F O 5 fif 50 {7

1L 2 {5 2 {5
b3 2 {f 20 {5

6. FBRIAHR O
1) ¥kt 75
O, TEIE KON : 308 10.0 g 1IZ30EID 12 B % 7 — /L KT8 mol/L KER{LT + U w7 AR
®(1:1) RiREMx, B — L GRS 2 GIREED, ZHICHMAEERK 1 mL Z3nL
LA LIzt 30 EikiE LT,
AL ONT B A0 3k 10.0 g ICH IS HESHE 1 mL 28N L & <A L7230 oikE L,

2) il

a oA, Ta R ORFIRO S

FHEEUEF 15.0 g & 250 mL i OEICERYD . A X —/1 100 mL 12 AT YA X L, 4845 3000 [A]
HAC 5 i O L7212, BiEER o7z, BEWICA X 7 —/50 mL Mz CTHREY A X LT
#%. 4y 3000 [Ml#EC 5 M L oBE L, oz B2 SbE, A X /) —)L&EHNZ CIEREZ 200 mL
L LTz, ZOWEHIERMEIZ 2mL 20U TEAMST A Y 0 497 2 [Inert Sep K-solute (5 mL) ]
WAL, 1045 E Lz, 7 h=1rVU /L 30 mL CiEH L=, ZOEHIEE 100 mL 43R A D &
WZEED . n-~FH 2 30mL # A TE5iRE S Lz, 7 b=hFUVEE 100mL 7 A7 F A 2|2
BL, n-~F T Bl n S o7t b= A30mL 20z, 500 E O Lz, Lit L Ak
DOEEAZTIZ LEHEV IR L%, 72 F=FUVE%E EFLo 100mL 27 7 X aiZ& b, 40CLU
TTTrE =R VERELL, ZOEREWICAY /7 —L2mL 2z CHEfELIZE, 72 =K
L2ml 2Nz TRV IRE =,

b K I HHODHA

B 10.0 g & 250 mL 3 LB IZER D 8 mol/L KEE(k T U &7 AESHE 2.5 mL K TMA # 7 —/1 100 mL
EIMAAREDFA XL, a5y 3000 FIEET 5 4y O mfE Lok, RiEaHoT, EEMICA Y /) —
JL 50 mL 202 THRE DT A X LI, 455 3000 [mlHET 5 43 MmO 0B L 15 bz B2 A bt

-5 -



AL )=V EINZTIEMEIZ 200 mL & L7z, Z OIS IEMIZ 2 mL 20U TS A Y U+
717 2 [lnert Sep K-solute (5 mL) ] {Z#fF L, 10 43/ki&E L7z, 7& h= 1K VU L 30 mL CTHH L7z,
ZOWMIEE 100mL 53 A 9 LI n-~F P 30mL 2N TS afiRE S Lz, 7 =1
UNLEZ100mL T A7 7 A2 L n-~FHh U Bion-~F @7 h=r)130mLzENx,
5MiRE 5 Lic, ERt&RMROBEWEZFIZ 1BV IR L%, 7k F=F U VEE ERLo 100 mL
FRATZZAZEDLE, OCUTFTTE = VEREL, ZOEREMIZA LY 7 —L2mL 20
XM LI%, 7 =M v 2mL 2002 TRV IBET,

3) rEid

F 72T VT U BV =57 A [Inert Sep C18 (1,000 mg/6 mL) ] & TXPSA X =417 A
[Inert Sep PSA (500 mg/3 mL)] (27 h=hr VUL 10mL ZFEAL, MHIKIZE T CI8 I =H T A
DFHIZPSA R =h T L& L, (1) THOLNEEKEFEAL, WHRER -T2, EDIT7kE =
NUJL 10 mL A ISR Z R Y | JeDVEHITK & A8 T 40°CLLU N CIliE LIsiiE 2 i L, Zo
W E T2 b=V VKR OAK 7 —)b (1:1) BIRICHEM U IEMEIZ 2mL & L2 b O %23 B 3k
WiRE Uiz, 7, R BRBEIKAE 1mL R, 7 h= R I AKOAZ 7 —L (1:1) BikAE
Mz CIEMEIZI0mML & L=2b0a 7 2 b7 ZRBRIAK E Lz,



[T v —F v — b (FOHBA. VRO ]

10.0 g A & (GRELEUREE*15.0 g) WREHI R L CHE T 12 &0 4 mol/L KEEET RV oA
IR 2 ARG — (L L= b 0

AK ) —100mL 2Nz R e A X
OB (3000 [BHE/4y. 5 43 )

[ )
AH ) —)L50mL ZMxHRETF AR
OB (3000 [E#E/47. 5 40D

Y

TR AKX/ —/L200mL
2 mL 43 H
lInert Sep K-solute(5 mL)|
10 Fy ik
7 h=FVU/L30mL T&EH
7€ b= U AR
n-~% > 30 mL
53R & 9

FE F=F U
n-~FH 7T h=RU L 30mLTHOT2EEEE 9 HH (547

|7|~k F=FUE

e r=FULE

A GAEERS) |

A A ) —)L 2 mL IR

TERr=FU2mL

lIinert Sep C18(1,000 mg/6 mL) + Inert Sep PSA(500 mg/3 mL)|
| 7 b=FUL10mL

M (AR |

TER=ZRUAROALZ 7 — (1:1) Bk 2mL (fY# B REUAR)
[ |
lLC-MS/MS J7E] 1 mL 4 H
TR RIAKROALZ 7 — (1:1) Bk 10mL
(7 3 b T RABRIATR)

lLC-MS/MS lE]




[triE7 e —F ¥ — b (FRLEWTITHHD)]

AH ) —100mL 2Nz R e A X
OB (3000 [BHE/4y. 5 43 fE])

[ i B 1)
AHX ) —)L50mL Z Mz RESFHA X
ELAYEE (3000 [EIEE/4Y . 5 45FE)

TR AKX/ —/L 200 mL
2 mL 43 H
lInert Sep K-solute(5 mL)|
10 y ik
7 h=FVU/L30mL T&EH
7€ b= b U VEHIR
n-~% > 30 mL
53R & 9

FEr=rULE
n-~FH T E h=RU L 30mLTHOT2EEEE 9 HH (5 4R)

|7|~k F= 1 U LE

e r=FULE

i GAEERS) |

A A ) —)b 2 mL TR

TERr=FU2mL

lIinert Sep C18(1,000 mg/6 mL) + Inert Sep PSA(500 mg/3 mL)|
| 7 b=FUL10mL

M (AR |

ER TER=ZRMUALKEORAZ ) — (1:1) B 2mL ({3 B RERIATR)

[
lLC-MS/MS il ] 1 mL 4y i

ER TER=BFUNLKOEAZ /—)L (1:1) JE#R 10 mL

(7 2 b7 XRBRYAIR)

lLC-MS/MS HlE]




7. = MUy 7 AR IR O R R

BRI RELOT T > 7 RIEHK 0.2 mL £k Y | ERXI T CREEZERE L%, BInEINEERIC

BT A EIER 1009%FH 218 ORBEERK 0.2mL 22 TR L2 b DE~ M v 7 ARIMELERIR
L7,

[l R e OB 2]

1.

WIE Seftk ot
1) MS &{EofEg

A F A= REBIRT D200, A 72—V alliEEZI{ToT-E 2 A, ESI () E—FTIET
T hTAOTu hUAINGFTHD miz 2942 [M+H] KOG B o7 o b A +THD miz
163.1 [M+H] 2 &= 23, ESI (=) T— R TIE7 I b7 XROMCHY B ICHET 514 4V 2k
HENeroloZ &t WEIIZESI (+) E—FRZHWAZ L E L, ZTOLEEDTARANRYT L
1 RO 2R LT,

WIZESI (+) £=— KT, 5mmol/L HHiET =7 LARIEKL O 5 mmol/lL BT =" L« A X )
— IR (1:1) IRBEEBEIE LT 7 —A V=g VICTERToT-. TI 7 A0 1
r AN (M2 294.2[M+H]Y) 27 i—Y—AF L & LIcGaD T a7 M AU AT Mk
3LV 417 Lz, miz 163.1 23 FEH T i VOV TR S 4L, IRUNT miz 122.0 23 S dviz, £72.
K B o7 v b oAHMs+ (mliz 163.1M+H]") 27V h—Hh—AF e LTEGaOTa X7 M
T AR MK S KO 6125 LTz, miz 122.0 2AFEF IS EWIRE TR S, RO T miz 107.1 23
B s,

Utz EnB, ESI (F) E=FTHEL, 7 FT7 XD TIE miz +2942-163.1 % &
m/iz +294.2—122.0 ZEMHHOREA A & L, ARG B IO\ TIiE miz +163.1-122.0 ZE&
m/z +163.1-107.1 ZEMHHORIE A F 2 & LT,

294.2 163.1
5.0e7 2.3e7

2.0e7
4.0e7

1.5e7
3.0e7

1.0e7
2.0e7

163.1

1.0e7 5.0e6

0.0 I | Ll | uls 0.0 ‘ .
50 100 150 200 250 300 350 400 450 500 550 50 100 150 200 250 300 350 400 450 500 550
miz, Da m/z, Da

1 7 M7 AEERERO~ AART hL 2 UMY B ERYEIRIK D~ A AT b L
A% % AP : 50~550amu A VP : 50~550amu
MESME - ESI+, DP=36V WE S - ESI+, DP=81V
(DP : declustering potential)



1631
2.5e6

2.0e6

1.5e6

1.0e6

5.0e5

0.0 |
50 100 150 200 250

miz, Da

300

3 7IRMTAD
TRy A A AT v (EEH)
TV Ty —H—AF > mlz294.2
HIE S - ESI+, DP=36V, CE=21eV
(CE=collision energy)

2.3e5 1220

2.0e5 1631

1.5e5

132.1
1.0e5
107.1
5.0e4
0.0 |
60 80 100 120 140 160 180 200
miz, Da

5 f#®mB o
Ty s F o ALT L (EEH)
7V —H—A A :mlz163.1
e St - ESI+, DP=81V, CE=25¢V

1221

3.5e5 1631

3.0e5
2.5¢5
132.1
2.0¢5
1565
1.0e5 1071
5.0e4

0.0 - |

50 100 150 200 250 300

m/z, Da

47 I FTAD
Tu Ry s A A AT v (EYEH)
7Y H—H—A 4 :mlz163.1
HIESAF: - ESI+, DP=36V, CE=43eV

107.1
4.5e4

4.0e4
3.5e4
3.0e4 117.0
2.5e4

2.0e4 105.0

1.5e4 122.0
1.0e4 132.2
5000.0

il
0.0 60 l 80

ol [
100 120 140
m/z, Da

160 180 200
6 fR#EmB D
Fa g " F AT ML GEMA)
T —Y—A A :mlz163.1
MIESAE - ESI+, DP=81V, CE=35eV

-10.



2) LC &t
SIHT 1T BITOUWT Inertsil ODS-4 (A% 2.1 mm, & & 150 mm, R 765 3 um) & AW CTHRET 21T
Sl A, BiFRMER L v —2 BRSO T-0 T, WIEIZIE Inertsil ODS-4 # W5 Z S 12 LT,
BEIFESEEIZOWT, BHRT VE=U ARIK - A X/ —/LIZOWT, Ao 3E (2, 5 X110
mmol/L) {22V TR L7255 5 5 mmol/L FEliE 7 o & = 7 AIAHR - Smmol/L FEiE T > =7 L« A X )
— IR DT 58 12 D BIF 72 E RS 50720 T 5 mmol/L BEER 7 o & = o7 AR - 5 mmol/L &
BT =T L ALY ) = VIEREBEMEE LTHNWS Z LT L,

3) FRERR

7~9 [T EHR OB Z 7% L7z, 0.0000125~0.000075 mg/L &% T 0.000125~0.00075 mg/L 0> FE & BH CIE

AR U 7o st OAH BRI, W Ok G b & IC BV T 0.999 B ETH » BAF/REMMEAE TR L
776

60000 -+

50000 -

40000 -

] 30000 -

20000 -

10000 -

0 T T T T T T T ]
0 0.00001 0.00002 0.00003 0.00004 0.00005 0.00006 0.00007 0.00008

B (mg/L)

7 7T AR OF] (E R 2 K OVFFL 0 FEUEEAR 24 R )
JEEEFIPH : 0.0000125~0.000075 mg/L
y = 689807915x+3082  r2=1.0000

.11.



700000 -+
600000 -
500000 -
400000 -
[i]
=1
300000 -

200000 -

100000 -

0

T T T T T T T 1
0 0.0001 0.0002 0.0003 0.0004 0.0005 0.0006 0.0007 0.0008
#=E (mg/L)

B8 7 b7 AREMOB] (LFFALS O FEAEEF Y5 H)
T2 FIPH © 0.000125~0.00075 mg/L
y = 769199294x+290  r2=1.0000

140000 -
120000
100000

80000

it B

60000 -

40000 -

20000 -

0

0  0.0001 0.0002 0.0003 0.0004 0.0005 0.0006 0.0007 0.0008
TREE (mg/L)

X9 {LiHiY B BEMROH
JEEEFIPH : 0.000125~0.00075 mg/L
y = 161178549x+1989  r2=1.0000

2. RERAIGRENE O

1) BBHFARTE O/

FORFIE N OERT 2 -HWT, 78 b filicis T 2 EICEZ R Lz, FORIBIZ OV T, 306
100927 X P AKROREH® B 10 mg/L (7 F K 1 mL Z3I0 L < 30 k& Lz, 4Dhs
WAZ W T 10.0 g & 40CAF TR L . 7 X~ 7 AR OMRH B 10 mg/L (71 >0 1 mL
ZUNIN L CRRERE S To 6 30 o ME Lc, 24U T & h o 100 mL Z 2 THRE DA X LT2i%,
EONHEL BYEA SR L, BEMICTE 50 mLZMATHREY T A AL, mOoML-, B
EHDE200mMLIZERL, ZI0H1ImL a5 LTAY ) — L EMATIOMLIZER L, REBRIAEIR
LT, fiRkER 2 1R LI, SO TIERAFREIAG A O TIEEIERME T L

-19 -



—o

#2 Tk hroHHICBTAEIRE (%)

=27 D REN; 20 [l
TIhTR 109.6 42.3
Kt B 99.7 36.6
WO - 10 pg

JRICE ENDERICED T I R T ANDREINTWDLAEEREE X, TAB Y ZINT5Z LI
K VR ERIE S WD HFIEERE LT,

O fTH 10.0 g 12 0.5, 1, 2 KT 4 mol/L DKt U 7 A3 UK s g 2L, K<H#EL, 2
AUZ, TR T7 A ROMGEH B 10 pg/mL 7 kYRR 1 mL 2301 T 30 k& Lo, kit
FRRICHERE L. BBRIAIE A TR L7, R A2 # 31K LTz, 2mol/L BL LTRGBS BAFIC o7~ 2 &
Mo, Amol/l DK bF MY U ARIKZ SgiiinT o2& & LT,

£33 WINT2KER{IET B Y U LAREOBR (%)

KEEAET U o A (mol/L
(e ‘ (moliL)
0 (fEEFAm) 0.5 1 2 4
TIFTR 423 57.0 79.3 97.2 100.5
Rt B 36.6 72.4 92.4 97.4 95.8

B O NTlE
NG : 10 pg

[FERIZ, FOMEN. B, PR N BRI T HKER LT U U LRI ATHET & 5 2R
AT oo MRERAITR LT, WTHOREHZIBW TS RAFREIAE ST,

F4 FoOREN. W, FHALEKNEILADICEBT 2KEET B Y U LEIREHRER (%)

=) LD BN LD RHA ==) IXH B
TIMTRX 99.9 113.3 104.6 96.8
Rt B 99.8 97.5 103.2 95.4

I : 20 pg

VI EOFER L0 . oA, JEE KR ORFIEIC >V CidatBHio st L CER T 1/2 £0 4 mol/L KER{L
T b U AR AL CRIALEE 21TV, LR NI B A DI DWW TUEEER 10.0 g (2 8 moL/L /Kiz{t
T RU T LR 25 mL # N2 Tt 29795 2 & & LTz,

2) HEEE OB

FHEGCE Z W T, 78 P RORAZ ) — M Ko oE 21T o 72, #iRER 5 [RLTZ, W
THOBEEIZBNT S BAFIZEIR S TWS 2, 7' b Tl L2581, BRE(EZ1TT->TH
T7IFTAODREIZBNTY MU v 7 ZAOREPREL HoDONTT-0, FEEIZIIA X /) —L %
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MnnZ LE L,

#5 HFofE. I, FHLLNEEHOIZEB T 2 HBEEHER (%)

(o T N AR ) —)v
ol | Fofhg | 4 xHAHo | FolEl | Fof | L X HHD
TIhTR 99.9 113.3 104.6 96.8 96.3 103.4 102.3 92.7
Kt B 99.8 97.5 103.2 95.4 98.5 92.8 100.6 96.2

AN 20 pg

3) WilETT kDR
O 4 Y 7 +H 5 2 [lnert Sep K-solute (5 mL) ]

4 mol/L KAt F h U U LRI 59127 2 b7 X O B 0.05 mg/ll D A % J —/VIE# % 1 mL
WL AKX 7 — /v ENZTEMIZ200mL & L7z, Z 2205 2mL %47 HL L C Inert Sep K-solute (5 mL)
AR LTCI0oMKELZ, 2278 h=hrU & 10mL 257 EA L CEHREZMR Lz, xR
EROIWCR L, TIF 7 A, @B L HI230 ML TEEREHEINZZEND, TR h=FU L
30mL THEIEITH) Z L L LT

%6 Inert Sep K-solute (5mL) &L 2 BIEDRET (%)

&%) 0-10 mL 10-20 mL 20-30 mL 30-40 mL &
TIFTR 70.3 29.8 0.3 0 100.4
%) B 32.1 66.2 0.8 0 99.1

WHIEE . 72 h=F VUL
WINE : 0.05 g

@7t h=FrVU v/ Y000

WA HiEE LT b= MU AFH GOV THRE L2, n-~FH 2 30mL (27 I 7
AR ORFHP B 0.1 mg/l DT & F o EEZ ImL ML, n-~F % ff7+ h=hrY/L 30 mL ¢
ST 3 EHHAIT o 724G R AR 7 IR LTz, 3 BIOMHBECIZIERERIL SN2 £ b, n
XHhofafTE h=rVUL 30mL T3EHHETLZEE LT,

KT 7 b= FH GEROBEER (%)

n-~FY a7 h=rVU L
A~ ]
L&Y 30 mL 30 mL 30 mL B
30 mL
(1=H) (2=H) (3EH)
TIRTX 66.9 23.1 8.7 0 98.8
3% B 90.0 7.9 0.7 0 98.6

N @ 0.1 pg
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PLEDORERE D Bl HEE LTSI A Y U L T D LD FEROT® b= L/~
YU DB LD HEOWT N OEAFEE TH 72, EHL L —FDAHTIET I b7 XORIEICE
WTCv M) w7 ZADEENRELS HObNTETD, ZHMNT A Y U Lh T M XD AT o 1214,
T M= NIV AR GELEITH L LT,

4) BT LRERORE
OARHR O
T E O TR 21T 72856, 78 b= U/ ~F 5 U Bk SRR 2 24T - T2 BRIC A
Wﬁﬁ%#ébto_@ﬁﬁ%iT?F:F)w IRETHY ., T 2AMKET 2 F=F UK
WRE LG AIIIRE Y B OBINME N Le, £70, AZ ) —VITIIFETH D, 7 LARTK
e A &/~/I/{?§~{1§k L7EGAEICIET I 7 RZBIT L~ M) v 7 ZABERRE< bbbz, £2
T, BT LREREITOBRCIE, 78 b= MUV AR RS OVRIR A VRIERE L%, Y
IZT7 X N T REERIEDT-DICASY J—n2mL # M CTHEML, 2212~ b v 7 A0/
SLTHeOITTERN=FIA2mMLEZIMATRELIZ DL 7 LICAMTHZ &L LT,

@lnert Sep C18 (1,000 mg/6 mL)

Inert Sep C18 (1,000 mg/6 mL) (&7 X h T AR OMHM B ZAMm L, 7 h=1rU L 10mL T >
ZEAL CIRHRZMER LT, fMRE2R8IRLZ, TIF I X, KRB b7 F=FU L
20 mL CAEEH STz,

%8 InertSep C18 (1,000 mg/6 mL) (2T HiEHIZE (%)

L& 0-10mL 10 - 20 mL 20 - 30 mL Gl
T7IhTX 112.2 0 0 112.2
Kt B 93.6 3.3 0 96.9
W& : 1 pg

@lInert Sep PSA (500 mg /3 mL)

Inert Sep PSA (500 mg /3mL) (27 I 7 AR MEHH B AL, 7 =KV L% 10mL T
HEALTEDEZSRL, WHROKREIT T2, REEXRIIRLE, 7I T X, @B &
HIZTE b= F VUL 10mL TEERH S,

%9  InertSep PSA (500mg/3mL) 75 DIEHRIL (%)

s=x7 0-10mL 10 - 20 mL 20 - 30 mL 2
TIFTRX 105.2 0 0 105.2
% B 97.2 0 0 97.2
WG : 1 g
@Inert Sep C18 (1,000 mg/6 mL) & TX Inert Sep PSA (500 mg /3 mL) #fEH 7 A

Inert Sep C18 (1,000 mg/6 mL) Jz O¥ Inert Sep PSA (500 mg /3 mL) #HiE A 7 A2 7T I b7 AR OMK

HHB 025 pg/mL (T F=FUALKROAZ ) —/L (1:1) K 4mLZARL, T h=FVU L
-15-



Z5mL T OIFEALTHEZSER LT, BREER10IRLTZ, 73 b7 AKX O B 1% C18-PSA
HAE DT A6 T7E h= MY/ 10mL TIRIEEERH ST,

# 10 CI18-PSAHfED T L E OFEHMRI (%)

L&Y i (4 mL) 0-5mL 5-10mL 10 - 15 mL i
TIRTR 22.7 76.0 0.9 0 99.6
%) B 433 57.3 1.1 0 101.7

W : 1pg

PLEORFELY C18 S =4 T LK OPSA 2 =87 A2 L AR TlE, C18-PSA HiEh 7 LT &
ZRUNAKORAZ ) —)v (1:1) IR 4mL THEM L CEERZDRL, BIZ7Eh=r 1 10mL T
BEHEITW, WHIREEDbELZ &L L,

3. WRANENERER

FofmE. 5. B, PR T H A0 5 Rz BN W T, ERGIED [ 7 SIBRIEH O
(ZHE > THIMBILRABR & F2 i L 7=,

AMEMGRBRIZ 35 2 [N R 1009640 24 O IEARERIR, 2 B D 7 F 7 50 L OB InE B o ARy
eraw N7 5 AN 10~19 ITR LT, Fh. HEROT T RO TR E Y VHIEIC LD h—X
NAFrru< b 7T L% 208 LT,

1) =R
BIRMEOBRGHER AR 1LITR Lz, BAEITo7e T oREHZB N TH, 73 M7 AR OMGEHY
BOERALYEFETLHLE—7I3G0 6N oT,

#£ 11 =R FHE

BEE—VOHBHE E—VEEES ™

vo. [ pisimtcan|  wag OO T T RasmE | . | @RS S5 oih <ty EmEEEE | BRES | ST | @ %

(ppm) : HS0F n=1 n=2 T @) n=1 n=2 T () | b (@b )

FILSX EXOTES 0.01 0.09 ERERF | 001 < 0.100 & 0 0 0 27570 26890 27230 0.000 @)
4+ DGR 0.01 0.2 ERER | 0.01 < 0.100 & 0 0 0 27980 28360 28170 0.000 [®)

4 DT 0.01 0.4 ERER | 0.01 < 0.100 & 0 0 0 18790 17260 18025 0.000 @)

43 0.01 0.02 2% | 001 < 0333 & 0 0 0 52170 53460 52815 0.000 [®)

FYe) 0.01 0.2 EEEF | 001 < 0.100 & 0 0 0 27928 28678 28303 0.000 @)

L EE] DA 0.01 0.09 EERE | 0.01 < _0.100 [ 0 0 0 53700 54420 54060 0.000 o
4D BEM 0.01 0.2 EFEEF | 001 < 0100 & 0 0 0 63080 64660 63870 0.000 @)

4 D FFiE 0.01 0.4 ERRF | 001 < 0100 & 0 0 0 40520 40540 40530 0.000 @)

43 0.01 0.02 XM | 001 < 0333 i 0 0 0 74380 73490 73935 0.000 [¢)

$HHD 0.01 0.2 EREF | 001 < 0.100 & 0 0 0 62650 58360 60505 0.000 @)

*1 IV IAMRUBERROIRICHEL BRI LB T 5, (BEICHLTEEIAZTS.)
*2 BRI OREHT I RiRE (REERELERBRIRE) IMBIHIELST, T IVRBORBRERTRRELARERR (M) IR BFIMEEZR) EAL

%o
*3 AHEES) A HEE—VOHFRGEOHEREISHSG T HHEICEIOL BELEMERICET x JZRHT S,

)

BHEROPIHTHEEOREFHE R ZHR 12 18 Lz, BEEXT I 7 X Tl 75.4~99.8%. i B CTix
83.7~103.9%. PHTHEEIXT X F 7 A TiX 0.6~8.9%. ¥ B TIX 0.3~6.2%TH V. \WIi b BHIEEfHE
PR L7, 770 SINHIZT I T XTiE 30.4~78.6. L B Tl 21.8~445 TH v . SIN=10 % il
L7,
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12 B, FEE L OE BRSO

No. |istgian| mma |Thmn| BRI ENRE) EARA HEH R (%) RE |pHTRE SINEE™ o =

mg/kg) | (ppm) | (ppm) | OFFE 1= o P& n=1 n=2 n=3 n=4 n=5 (%) (RSD%) | Max. | Min. | i

735X 4+ OfFA | 0.01 0.09 0.01 S/N | 557844225 | -1222 0.9996 97.4 102.8 95.6 100.8 96.7 98.7 31 280 | 32.7 | 304
0.01 0.09 0.09 — | 267900603 | -4496 0.9999 82.5 82.2 97.7 96.3 97.4 91.2 8.9 — — [#Dwvio!

4+Ofshs | 0.01 0.2 0.01 S/N | 689807915 | 3082 1.0000 77.6 77.9 86.8 78.2 78.0 79.7 5.0 375 | 36.2 | 36.9

0.01 0.2 0.2 — | 384599647 290 1.0000 100.0 99.8 100.2 98.8 100.0 99.8 0.6 — — [#Dwvio!

QR | 0.01 04 0.01 S/N | 440096749 | 3359 0.9999 78.4 77.3 74.6 74.4 72.1 75.4 3.3 772 | 625 | 69.9

0.01 0.4 0.4 — |se1114345 | 7113 0.9997 84.7 83.8 82.8 812 83.1 83.1 1.6 — — [#Dvio!

43, 0.01 0.02 0.01 S/N | 572873444 | 5616 0.9999 93.6 92.1 92.8 96.1 96.2 94.2 2.0 415 | 299 | 357

0.01 0.02 0.02 — | 202045032 | 11792 0.9996 93.5 88.4 88.0 90.1 87.0 89.4 2.9 — — _[#DWI0!

[FH#D | 0.01 0.2 0.01 S/N 669488892 1869 0.9999 83.8 88.7 88.7 97.6 97.7 91.3 6.7 91.7 | 655 | 78.6

0.01 0.2 0.2 —  |202397793 | 3356 0.9999 109.0 90.8 94.7 92.1 90.5 95.4 81 — — [#Dwvio!

HEimB 4+ OfFA | 0.01 0.09 0.01 S/N | 94226656 2525 0.9996 97.5 107.9 99.8 100.6 96.8 100.5 44 438 | 436 | 437
0.01 0.09 0.09 — 93381818 1560 0.9999 94.2 92.5 917 99.1 101.8 95.9 4.6 — — [#Dvio!

4Olghs | 0.01 0.2 0.01 S/N | 119256201 | 4237 1.0000 90.7 83.8 88.1 97.8 95.8 91.2 6.2 27.9 | 240 | 259

0.01 0.2 0.2 — | 161178549 1989 1.0000 84.1 84.7 845 845 84.3 84.4 03 — — [#Dwvior

4 OFFE | 0.01 04 0.01 S/N | 102889737 | 2071 0.9995 84.6 80.8 814 87.3 84.2 83.7 3.1 303 | 27.6 | 29.0

0.01 04 04 — | 169900724 959 0.9999 86.2 845 95.8 95.4 93.5 911 5.9 — — [#Dwvio!

43 0.01 0.02 0.01 S/N | 89617575 2488 1.0000 96.4 100.1 98.0 102.6 98.0 99.0 24 225 | 211 | 218

0.01 0.02 0.02 — 92125364 3540 0.9999 106.5 104.2 1045 101.6 102.7 103.9 18 — — [#DWVi0!

[FH#D | 0.01 0.2 0.01 S/N 126755536 2482 0.9997 90.5 90.4 98.9 97.0 98.8 95.1 4.6 49.0 | 40.0 | 445

0.01 0.2 0.2 — | 154218744 | 1150 0.9999 91.3 90.1 102.6 98.3 97.7 96.0 5.4 — — [#Dwvio!

*1 SINERDHEDLENHHHEIZE. [SINIERTENS,
2 BonfzEREQHTRAMEESZDHE—Y (Max) RUR/IMEEZS ZHE— (Mn.) DZRETNDSINLEERDH B,

el

3) Wk~ NV v 7 2OWE~DFE

A~ b U v 7 ZAOWPESOFBIZOWTRE L7 R4 3K 13107 Lic, IRINENGERERIZ I 1T 5 A
W%1m%ﬁ%%£mﬁéiamﬁﬁbtvbuy7XWMﬁE@m@@ﬁﬁE{m KT HE—2

B AR 7z, mERELIZT 2 T X T 0.79~1.00, fR#® B TiX 0.96~1.12 TH Y . FOIFiETIX

T IR TZRIBTLHAE~Y MY v 7 ZADORESDRENHZR OIS, EALANTITIE E A EREIT
SR o T,

FOMENGRER IR 2 EE 2 13 TROZE— 7 Mg Tl L TRHIEEE 2R D . £ 14 IR LTz,
FIEELEE T X b ?X“T“&i 89.6~102.6%. fXi#i# B Tli% 85.3~96.2% CH V., Akt~ b U v 7 ADHE
B LG ETH BRI RERED G LN,

# 13 B~ U v 7 ZADRE~DEE

. o o I E—sEm”
No. | shifHBIca | mEE | T | R ENRE P B TR BRI E—omR| W %
orar ) tee PP o | 777 n=1 n=2 Ty n=1 n=2 Ty B
FIrSX £ OfA | 0.01 0.09 0.01 0.00005 & 0 27570 26890 27230.0 27670 27700 27685.0 0.98
0.01 0.09 0.09 0.00045 A 0 227000 | 229000 | 228000.0 | 230000 | 230400 | 230200.0 0.99
£ migHA | 0.01 0.2 0.01 0.00005 & 0 27980 28360 28170.0 32110 31120 31615.0 0.89
0.01 0.2 0.2 0.0005 HiE 0 364900 | 356400 | 360650.0 | 363000 | 361300 | 362150.0 1.00
£ ORFRE | 0.01 0.4 0.01 0.00005 HEiE 0 18790 17260 18025.0 23150 22510 22830.0 0.79
0.01 0.4 0.4 0.0004 HiE 0 246200 | 239500 | 242850.0 | 278700 | 265700 | 272200.0 0.89
435 0.01 0.02 0.01 0.00005 HEiE 0 27710 26600 27155.0 29050 27100 28075.0 0.97
0.01 0.02 0.02 0.00005 & 0 52170 53460 52815.0 53640 54000 53820.0 0.98
[FH#4D | 0.01 0.2 0.01 0.00005 HEiE 0 27928 28678 28303.0 33340 30060 31700.0 0.89
0.01 0.2 0.2 0.0005 & 0 182100 | 181700 | 181900.0 | 196300 | 196900 | 196600.0 0.93
KB FOHA | 0.01 0.09 0.01 0.0005 [ 0 53700 | 54420 | 54060.0 | 47380 | 48930 | 48155.0 112
0.01 0.09 0.09 0.00045 & 0 52290 50940 | 51615.0 48300 46290 47295.0 1.09
£ Mgk | 0.01 0.2 0.01 0.0005 [ 0 63080 | 64660 63870.0 62690 | 64450 63570.0 1.00
0.01 0.2 0.2 0.0005 HiE 0 76820 74620 75720.0 75990 76890 76440.0 0.99
£ DRFRE | 0.01 0.4 0.01 0.0005 HiE 0 40520 40540 | 40530.0 41830 42800 42315.0 0.96
0.01 0.4 0.4 0.0004 HEiE 0 56880 56810 56845.0 56840 56380 56610.0 1.00
43, 0.01 0.02 0.01 0.0005 HEiE 0 48120 50160 49140.0 46680 47990 47335.0 1.04
0.01 0.02 0.02 0.0005 HEiE 0 74380 73490 73935.0 68380 68360 68370.0 1.08
[FH5#> | 0.01 0.2 0.01 0.0005 HEiE 0 62650 58360 60505.0 61000 57000 59000.0 1.03
0.01 0.2 0.2 0.0005 HEiE 0 67120 68210 67665.0 68450 66770 67610.0 1.00

*1
*2
*3
*4
*5

RINENURGHER T8+ 5 EIURE100%E DR EITE S KIS, TV VEMOHBRBRCTHMBLBERR (TN VIR BINBERR) RUHEETHRARLE
TV RFIRER B R REREBRROIBICKEIT2EA L RIELIERN BT 2. (BREITSLTRBEAZTS.)
TIVYIE—IBRBOONIIHEIZIE, TRV IR FIMBEFBRDEILTIVVEEELSIVEERALS,

YRR FIMBEBRRIEHRLBOIZVIRAMORBREREAVTRART S,

TR YIRRIBEEBROBEFEEBRRICRTIE—VER(RTFS) OLLERDD.

BE(RRRERR) EET B,
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K14 MEESE

TIHTRI B LAY it W (ppm) BE (%) MEEE (%)
" 0.005 98.7 100.7
DA
0.09 91.2 92.1
0.005 79.7 89.6
OGN
0.2 99.8 99.8
- 5 0.005 75.4 95.4
TIFTX A= D ffik
0.4 83.1 93.4
- 0.005 94.2 97.1
=
0.02 89.4 91.2
0.005 91.3 102.6
X HHD
0.2 95.4 102.6
- 0.005 100.5 89.7
EOFHA
0.09 95.9 88.0
0.005 91.2 91.2
EDREI
0.2 84.4 85.3
- " 0.005 83.7 87.2
Rt B = ik
0.4 91.1 91.1
B 0.005 99.0 95.2
e
0.02 103.9 96.2
0.005 95.1 92.3
X HHD
0.2 96.0 96.0
4. B

B L7oilBRiE 2 VT, o, JBIG. IFlE. FRLE NI B 2D O IRINEILGRER 21T - 72/ 5
WTFROREMIZBWTHT I M7 AR B OEEBZIIET L E— 27 13AbhiehoTz, iz, 4
DRFEIZIRNT~ U v 7 ZOEENRH L), BEEROKEL, BEELHEL W Enb,
AFRERIEIL, SEDOHA, B, Mg, FHLE NI EADICEAARETH 5 &l S iz,

[ i

BEYTOT IR T ARBIEL LT, T T AROREY B 3B ST 2 & — /Tl
L. ZHMESA YT EBITLROTE = UL AT TG LT2%, £ 27Ut
YUNTNI=H T AR F LTV T IVN-T e UL Y ANV = T A TRRIZTTU,
LC-MS/MS TiE& & UMfERR T 2 J7ika Bi%E LTz,

SR, BB, I, FRLR OISO LR, BEIXT I b7 X2HBN T 75.4~99.8%.
X3 B 123\ T 83.7~103.9%, (I THEEILT I I 7 XIZHUT 0.6~8.9%., {R#iH) B 12811 T 0.3~6.2%
&) RIFRAERG DIV,
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