SAREET, REBREHABICBT 2R EZRD DO TH Y, REEDIENEIZ
BRL TS ELLTRFIN, BB, EZEONR & @A E I35 RERERE & OMICELEE N H
DA, B E IS RRBRIENMBEE T A THE T IV,

BICERE T 5 B2 EDOR T THDHWE D
R TEB IS EH S

RN T T = BB (BED)



RUUNTT =V RBRE (BEY) ORFHER

[HE]

1. BB R ORBRIE DG 7§

NUVNT T =03 A M A CBEROEYAERRER TH S, LENOEBRIZEY A RNA &
FRFEIND Z & T, o\ EEGRRENRLARBENRP ISR IND LB LN TND,
BPEEMTR O DAV T T = 2 OFRBIEIC OV I ZH S W SEE LTV 5 28 IR 0.1~2 mg/kg
ICBI DA THY, KBETORMBREN TN LD, LD THRFNTIZLE L, bbbt
THYEDOEE A RA D Z & & LT,

2. TR A Y OREEE L OB g P !
TIHTRISAL AW - XU T T = (benzyladenine) [X> /L7 X /7 U (benzylaminopurine) |

I
s d
9

K /

N N

572 Ci2HiNs

Sy FHE 22525

IUPAC 4 : N-(Phenylmethyl) -7H-purin -6-amine

CAS &7 : 1214-39-7

CAS 44 : N-(Phenylmethyl) -1H-purin -6-amine

SMBL . B

Al 0 2324C

WAl 0 306.2°C (1330 Pa)  400°CHHT TEVME (KREUET)
RRE : 1.48X104Pa AT (80°C) 3.53X10°PallF (20°C ; AHEHE)
B (200) -

K 0.0622 g/L
~FHh 0.01 g/L LT
= 0.0214 g/L
Trma ARy 0.251 g/L
TR 1.39 g/L
AL ) —)v 6.71 g/L
FEf—F v 0.722 g/L

fiEBEEEL © pKa3.80 X 119.95 (22+27C)
T B ) —IVIKSEAREC : log Pow=2.19 (20°C., pH 7)
Bzt o 150C % TRE
DK G Rt - 1L (25°C/pH 4,7,9)
Koyt © BEARK R 25 B (25°C. 400 W/m?2, 300~800 nm)
R ZAREK R 12.8 B (25°C, 400 W/m?, 300~800 nm)



3. ALYEfE™?

T AINT T A 0.3 (ppm)
NEHLL (RBy=a2x2ET) 005
ERAY/E 0.02
YRV, 0.1
DAz 0.05
5E9 0.02
DD A IRA A 0.2
CH ]

* 1 MNATBUENRMOKEHE Z2EINE v 2 — (FAMIC) NPT X 7Y R
https://www.acis.famic.go.jp/syouroku/benzylaminopurine/index.htm

% 2 FEK27H9 A 18 HELZR 0918 5F 1 & [EAFEEERE N RN ZETEBA

[EBR L]

1. #k

BRHZHWEREBIO 9 B, TART B REI AT v afE, NEbe, TUVNIHREE, VA Z (v
HL) L BE) (RTFa—_V) ITHEREBEEOLOZHBEANO/NEIETHA LT, 2B, TWhDwk,
REZBRELT20CTH 6 2ARIRFL Th o7 b OZEIRIZE L THWE,

B ORI 5% LR ICREHE LT,

(1) TARTGHA (X) 7 ovxoThyZ—%HNTHYIY kL,

(2) MEBLR (DDERELEZLD) 7 oX Ty X —F N TEIY—{b L7,

(B) TV REEZRELIZLD) 7 yX 7y X —% HNTgs—{b L7,

@) WAZ (REZBRELEZLD) 7 oXo T hy X —2HWTHEE—k L,

(5) SEHY RFEERELELD) 7o Ty Z—% AT —L L7,

2. K - K
NUDNT T =AU M 99.8% (B L7 AV ARDLHIEE (BR) #)
TERS TER=RUA, BB TFL, -T2 BRREEEURA BRIy () 1)
AR =) PRI (BA b (BF) ) 721X LoMS H (B L7 A v ARk () )
TUE=TIK (25%) KR (BT A VARG (R )
TAYTL BT A N Nos4s (BL7 AV LFeHsE (k) 8
RUBUANVR= AT oL YU Y VI =91 T A InertSep SCX (500 mg / 6 mL, ¥—=
Az (BR) ) (IR, SCX I =77 A)
G BTNV AT Y ATV =BT L InertSep C18 (1 g/ 6 mL, ¥V —= /L% A =X (#)
) (LLF. InertSep C18 X =47 )
F 72T UMb U 1V =57 A : Bond Elut C18 (1 g/ 6 mL, Agilent Technologies )
(LLF. Bond ElutC18 2 =747 4)
BT A~ 737 2 =5 T L InertSep FL-PR (500 mg /6 mL, ¥ —T /LA A (KR)
&)  (LLF, FL-PR 2 =47 L)
TF L YT IVN-Ta e Y U v =917 A InertSep PSA (500 mg / 6 mL, ¥ —=
A2 (BR) ) (IR, PSAI=H7 L)
U BT NI =HT A InertSep SI (500mg/6mL, ¥ —x /¥ A =R (BF) #) (BLF, SIX=
Z2) (LT, SIS=H7L4)



A/RT =T MEEMiY E =R PN U RGBSR I =4 T A Oasis MAX (500
mg/6mL, Waters &) (LLF, MAX S =% 7 A)

FUAFAT I Ty UMb U BTV =% 7 2 InertSep SAX (500 mg / 6 mL, ¥ —=x /L
A2 (BF) ) (BIF, SAX I=Hh7 L)

Z OO : Ktk (BL7 AV LFDEMEE () RE BRIy (B )

0.5mol/L U »FEREMENK (pH7.0) : U KFEAV U A13.61g ZKIZIENLT200mL & L7z (0.5
mol/L U VR KFEN U 7 LRI o U BRKFE Y U A 3484 g Z/KIZIED LT 400mL & L7=

(0.5 mol/L U > g/KFE U v LIRIE) o 0.5 mol/L Ve /KFEH Y 7 LAEHKI 200 mL 12, 0.5
mol/L V »ER/KFE —H Y U AAKI 370 mL 270 L3z, pH 7.0 IZFHFE LT,

0.5mol/L 7> E=7 « Mt T »E=7 LMEEKR (pH9.0) : HLT U E=7 A 535¢ ZKIZENLT
200mL & L7z (0.5molVL Mt 7T =0 LIEHK) . 7 E=T7K (25%) (ZKZMA T 27 54 IR
L7z (0.5mol/L 7> E=77K) ., 0.5mol/L (7T > E="7 APEIEIZ 0.5 mol/L 7 E=T /K&ED» L
F oz, pH9.0 IZFHEE L7z,

FEEJFR « N DT T = U RERENL 20mg A REFE L. A — /L TR L T 1,000 mg/L AR & R L
Too 2B, 7 M UEHWT 1,000 mg/L RO BT o 7223, 4CTWRRMRAE L7256 ST I
Ronfcloo, MEFHTEH Lo T,

AR AEVSTR - AR A A 2 ) — /L CHMR LT 6mg/L, 1 mg/L, 0.4mg/L }&%O0.1 mg/L k%
TR 7=,

B R A MBI - USRS A & A & — )V Tl EAIR L. 0.00025~0.0015 mg/L (& SR
WINOEE) . 0.001~0.006 mg/L (T Ay, 5285 ORIEERERIMOLS) . 0.0025~0.015 mg/L

(MEB =, VA ZOREERERNOEA) | 0.015~0.09mg/L (7 A7 H A DU ERIN
DGE) DIRPEDOEHK 2T LTz,

. HEE

ARE VT A YP— : ULTRA-TURRAX T25 (IKA #)

TEAEEE 0 —& ) —x R L — & —N1100 CGREF et (Fk) #) |
JRE D4 : SR2DW (¥ A7 v 7 (BF) H)

LC-MS/MS
*® & A K A—T—
MS Xevo-TQD Waters
LC ACQUITY UPLC I Class Waters
T — X JLER MassLynx Waters




4. JHIE SR

LC &4
BT A XTerraMS C18 (N2 2.1mm, £ & 150 mm, H7 748 3.5 um : Waters )
BENAREH (mL/min) |0.2
HEAE (L) 2
T NIRE (C) 40
BEH AR : 5 mmol/L HFERT L &= AFHR, Bk : A X/ —)L
75 vx s Nk Ref (43) | AR (%) |BHR (%)
0.00 80 20

15.00 5 95

19.00 5 95

19.01 80 20

23.00 80 20

MS Z&f4:

WEE—F SRM (EIRIGE=FY )
A A AbE— K ESI (+)
Xy &7 UEE (V) |1000
v — 2/ (C) 150
PR (°C) 300
a—2H A 223 50 L/hr
A S %23, 900 L/hr
alTa s HA =04
E'A A (m/z) +226.1-90.9 [2—EFE 44V, 2V P a TR F— 24eV]
EMEA A (mfz) +226.1-64.9 [ — 44V, 2 V3 2R F— 48eV]
LRFFEER] (min) 8.9

5. B8
P B YRR X 2 uL &2 LC-MS/MS (ZIEA L C, b 7- v — 7 mifd a2 AW CThRERZ Bk L=,
RBRVANG 2 uL % LC-MS/MS IZVEA L, B S BiEIC L 0 SbEawoEa'EEZH T L,

6. USIMFED S
IR (FSHINIREE © 0.005 ppm) DOFE - iRE20.0 g ICUSHIAEHEARE (0.1mg/L) 1mL 2L, 30
Sy TRl iE LTz,
IR CRMEERE) OBG  BEHCUI T O L B0 ISR Z AL, 30 R kE Lz,
T ANRTHA 2 20.0 g ICHIIAERERE (6 mg/L) 1 mL 2§ (RINFEE : 0.3 ppm)
NEBR, VAT 200 g ITHRMAEERK (1 mg/L) 1 mL 200 (RINEE @ 0.05 ppm)
TV, BE D 200 g ITIRIMAEERKE (0.4mg/L) 1 mL 230 (FINEE : 0.02 ppm)

7. BRI DR
WL

RUVNVT T =0 WAL T BTl L BRI T OUICERRE . XU B A LAR= v m BV
UM U BTN I =0T A TR L, LC-MS/MS TE &M OEZR L7,

(1) fhH
AEF200 g 27 R 100 mL 212 T2 0MARED T A A LE, 714 Y7 +%K 1 cm DJES
WZEONTRS | AR LT, A EOBEEMICTE Ry 50 mL 22 THRES T A X L%, [REEICK
FlAME LT, BoNAEEbE, 72 M2z TEMIC200mL & Lz, Z OEiEH S IEMIC

-4 -



10mL Z457Ht L, 0.5mol/L V »Eg#RfE#E (pH 7.0) 40 mL Z /1%, KT F /L 40 mL 2T 20 mL C 2
R & 5 L7,

i 2 &b, EKFEET FY U A2 A THK L, KRR U O L% AR LTtk KA
fe) R U U AEFERT T LK 20 mL TV, [FEECAB LT, AZEHET40CTH 2 mL £T
TRAE L7z,

(2) F5H

SCX S=H T AIZAHK /) —)L5mL L OER=T /L SmL ZEREAL., MHEEEZ#E T, Z0h

T A THONTZWREZIEAN LT, BiR=F /L SmL (95 2mLX2 BN H) RONA X

—SmL ZEREFEAN L., MHEEETE, ToE=TK, AKEOAX 72— (1:30:20) RS
mL ZFEAL TR EZRRY . AH ) —Z Mz CTIEMIZ SmL & L2 b 02 REBRiK L Lz,

[ 7 m—F % — k]
#E20.0 ¢
!

[ 7% FHiH |
Il 7ERA100mL 22 ARETFA X2 550
L s A
L EEWICTE R S0mL B MAZAREY AR
L s A
| AiEEbYE, 7 T200mL ER
[ %]
| HhH#E 10 mL
I 05mol/L V ke (pH7.0) 40 mL, FEfE—F /L 40mL #hz., L H 54
| EER—TFIVEAEERD
L KBICHEE—F L 20mL 2z, I]RE D 543
| EfgR—TFAEERY ., EOlBTF g LY D
L BEKERERT R U o A TTHK
L WERME f2mLEds - - D
[SCX S =7 T LHEHL |
L A% —n5mL, FiE=F /L SmL CarT 4 a=7
I O#xAfnm
| Hig=F L S5mL ZEA (9D 2 mLX2 [RIEMEAZRDEV VIATL)
' A% 77— 5smLZEAN (ZZFTORBIKITETS)
| 7TroE=TKIKIAZ 7 — (1:30:20) 5mL ZiFEA
| WHWERD, A X 7 —)LCS5mLIZER

ABRIATR | 0.2 g iEHmL
!
LC-MS/MS /& |

8. ~ MU v 7 RUHIEEAEGSHR D 5

7T 7B ORBRIARE 1 mL B L., SO UNEIGRBRIC 1T B[R 100%F0 24 12 12 7
HE0. WIAERERE 0L 2~ 7y ) o e HANTNA-b0aE~ Y v 7 RRIERERTR &
L7,



ERKVOEE]
1. LC-MS/MS JIE SOt
(1) MS FofaEs

MS E&IEZHONWTA v 72— 3 VHIEIC L G LT,

NUPLVT T =T ESE (4) = R Ta—y@EE4V ELEBRIS, 7r b g+ ((M+H]
) ZFBIFICRINTE 2720, a7 ) h—F—( A b Lz, U I—HF—A F IO T, Y
VarTpNX—EEZTTaE T N A BB LT, A VBEEOER WL ONLERA A, E
PeA A HBHR L, m/z +226.1290.9 Z E&HH, m/z +226.1-64.9 ZEMEH & L1z, K 1I12v A A
7 bv, K2iZ7aH 7 AV AT MvER LT,

100 226

200 220 240 260 280 300

1 RO T T DY AARNRT [L
(ESI (+) . cornvoltage=44 V., A% L #iPH : 200~300 amu)

100 o 100 o
2 =] 65
89
148 226
0\“6‘5‘\‘”‘\‘”w”‘w”‘w‘”w‘”w”wm/Z 0\”‘w"”\”1‘1‘\9‘”w‘”w””\””\”‘wm/Z
50 100 150 200 250 50 100 150 200 250
collision energy =24 eV collision energy =48 eV

X2 RUVUALTT=rDTaR g N FUART b L
(ESI (+) . cornvoltage=44V, 7'V 1—H—A F> (m/z) :226.1, A% ¥ #iPH : 50~250 amu)

(2) LC Z-omqt

IINTT1 T BITONT, XTerra MS C18 (N2 2.1 mm, £ & 150 mm, K18 3.5 um : Waters ) %
AWTHHMEIT- 72, BEFASMIZOW T, A KRIZ 5 mmol/L FifiE 7 > & =7 AAIR £ 7213 0.1 vol%
Flg, BIRIZ, AX /—)b, 7 b=FU AL Smmol/L BT = b« A X ) —)VIRRE HW
T IV " R ERFT LT, TORE, £10LEBY, FiET o T=0U LRIEE A % —/LO
BHEDEDRED SIN EEREN-S72, A KD 5 mmol/L BFEET »E = ARIEDBE. BIRIZA X /) —
LTH S mmol/L BT E=U L « AZ ) —NVIEIK CTHREIL RN -T2, ZD7H, 5 mmol/L FEfE
TUERSULRREAR ) — LD T TV R LT,



F1 BEHSRMIICLD VLT 7 =0 O IR E OE

BB (R B s o
JARNE S/N
A B (43 (x10% (x10%) 8 /
0.1 vol% ¥z T Eh=FL 3.3 2.58 3.08 442 697
5 mmol/LEEfR T
e th=RJ/)L . . .
- T7eh=k/ 4.5 3.02 2.96 403 734
0.1 vol% ¥z AH )— )L 6.9 3.60 3.33 420 793
5 mmol/LEEET >
L r —)L . ) .
= NIRR AR ) —) 8.8 5.93 6.55 423 1548

5 mmol/LEEEET &

0/ Tk
0.1 vol%=fE =t e A VYT 7.8 5.23 4.90 419 1169
5 mmol/LEFEAT & 5 mmol/LEFEET & 8.8 5 56 6.12 401 1596

= LR =L AR ) — VIR

D5 T REARR DT IEB: 20% (043) —95% (154%)
HEAE:0.01 mg/L X2 plL

(3) HE#R

X 3 T ERR OB A< L=, 0.00025~0.0015 mg/L, 0.001~0.006 mg/L, 0.0025~0.015 mg/L,
0.015~0.09 mg/L, DOIRFEFIPH TIER L 7o B OPEREIL, WTiLh 099 DL ETH Y BAF7eE M
PEER LT,

8000 - 40000 -
6000 - 30000
< ]
& 4000 - £ 20000 -
< <
2000 - 10000 -
O""IIII|| 0""l""|
0 0.001 0.002 0 0.003 0.006
mg/L mg/L
y=5061302.9x -57.14 y=15153417.1x —216.19
r2 =0.9995 r2 =0.9997
80000 - 400000 -
60000 - 300000 -
«
g 40000 - £ 200000 -
< <
20000 - 100000 -
O....,..,,I 0"l|l|||
0 0.01 0.02 0 0.05 0.1
mg/L mg/L
y =5322324.6x -351.34 y = 3944002.3x — 3859.0867
r2 =0.9996 r2 =0.9966

3 NRNUVAT T = URRERO]



2

(4) ERIRA
EERAOFEMFREZLTIORL,
0.005 mg/kg [ [RABRAKE (SmL) AREREHE T OREHE (1g) ]
X [ BB O ERIRFAR Y & (0.002ng) /HEARE (2puL) ]

. BRI R R E O
(1) HhH SR ORRET
ZHL Y OFEEND, T b UHHTRU VAT T = U 2 REICATRE &R L,

(2) HRERSRAF OB

ZH 5 VIZ XL, B F L ~DERIERE, KD pH M5 L. pH6.5~10.5 O#il#H TlE 8.0~9.0
FHERERECTH D & SN TWDA, pH O#LFA % LT TRt L7z,

0.5 mol/L ¥E(b 7 B = LYW, 0.5 mol/L HEfE, 0.5 mol/L 7 > E=7 KZzEEIRS LT pH 2.0~
11.0 DIERZRHL, ZOREZNZENA4mL &0, 10 mgL XU UNT T =2 A% ) — VIR 4 ul
ZWINUTz, ZHICHB=F v 2mL 200z, 1 MRS 5 LEkER, BT Vg6 1 mL % IEfE
W E LT, SBREREDFICLVEE, A%/ — V&M TIEMIZ 1mL & L CHIE LT,

FEREX 4R LTE, XUULT T = ORI pH 9.0 235k b BAFCTH o725, pH 5.0~9.0 D
HiPH THIUT 95%LL EEMNCE 72, 2236, REEEEZ n-~F P & LIEGA e B TE R o
776

100 1
80

60 \l
40
w"J

234567891011
pH

[EL R %

X 4 FEERO pH ZEHC X HEIEROLE L (BT F/VERE)

WIZ, 0.5 mol/L 7 E=7 « b7 v E=U LK (pH9.0) (FOFE, XIHE(T M) v a%x
1OWN%DIBEL 72D X HICMZ7=6 D) . 0.5mol/L VU U ERfEEE (pH 7.0) % AW Tt L7,
AKI1I0mLIZ 10mg/L X PNT T =2 A% ) — VIR 20 uL 2RI L, WU OFEET#E 40 mL % /0
ZT2e ZHAUCHEBR=F /L 40 mL Z Nz, 5 MRS 5 HiHH 24TV, Fifg = F /L8 2 BoKAiEE T h U &
LTTHIAK U7z, AKBIIEES SICHBRTF /L 20mL 2012 T 5 iR & o i L, Hif— F /L8 % K
e U o ATHAK LTz, 2 [BOAH TS b - i T V8 %2 2 TR ERNE, ERRE O
\Z L DMEG. A ) —VEMACEMIZ ImL & LCHRIE LR,

FRAZR2IORLTE (0=3 OFHIE) . 0.5mol/L UV U efEE (pH 7.0) D J525, 0.5mol/L 7> &
=7 - HET =T ARER (pH9.0) KV EIRIZRAF TH 72, 0.5mol/L 7 =7 - kT
VEZU MEEHE (pH 9.0) 12 10 wv%iE LT Y U AEEA I VTELAE, BT RNV U AEER
L7 WIGAIZHARTORBIER [ E L2, £ Th, 0.5mol/L VU U FEkEER (pH 7.0) D3R
HThHoT,



K2 BEEEOBNI L DX DAY T = EICRO T (FEfR T FVERE)

VA IR YR S EESTA

0.5mol/L 7> E=7 - b7 »E=7 LiEMEK (pH9.0) 1[EH 74.1
2[EH 11.9

& 86.0

10 wv% it R U o AEH 1EH 824
0.5mol/L 7> E=7 - b7 »E=7 LiEMEK (pH9.0) 2HH 65
i 88.9

0.5 mol/L V > &f% &R (pH 7.0) 1[EH 873
2[FE 49

&t 922

I, FEEREICOWTHER LTz, VEUVRHZKTI0FEMRLIZB O (pH 2.7) & 0.5 mol/L 7
VEZT LT =T AR (pH9.0) AHEEIRG LIS, pHT9 &£V 1: 4 DTRAL
7235 I1EpH 8.8 L 72 o7z, [EIERIZ, 0.5mol/L U EEkEME WK (pH 7.0) ZEEIES Lo E 1, pH 6.7
ERV 1 4DETRALEZEAIZpH69 &7 oT-, ZDOZ D, BEMORIIRK & K% 1
4 DETRATHEMETHNT, &6 6 0KERE HWTH., EERO pH 2TV pH ZHiFFC& 5 &
HEER LT,

PLES, BIEN LY BAFCTH-7-, 0.5mol/L U U EEfEER (pH 7.0) Z 33K L7,

T2, RELOFHIIZT ® b ZHOWTWDER, T8 b 20%iE S > TO T HEfR = FLERA T
ROVUNT T2V HEBEIRTTE D2 xR LD, SHLTET & b AR & RS 3 I CiRia i E
EITHoZ & & LT,

BB, 7. BRBRIAKEOTHENZ LN s TEELET AT HZ, T, DAZTKRSEEH>DT & k
IR 10 mL I 270 0.5 mol/L VU iRk (pH 7.0) 40 mL IZHNZ 72 & & D pH W T HK)
TTHH (DIEBLRIZONTIME L TRV | 0.5 mol/L U U EREMENR (pH 7.0) OFEMEREIT 2y
ThHoT,

(3) T LR O

ZHGV X, BRIC N AFAT I ) e U b Y A XV F L DT I -N-FE B
YUMEY Y NI = T LB HWT, KI%GHETE M s n-~FH e (1:1) BIRTEN
THEMEE L TN, IEHRIE R ESEOBRAEZ (LT 5720, MO REGFORE 21T 72,

RUDVT T2, TIVHEEZROZ LD, A A R LI DA AL L& L,
SCX X =H T L EHWTIEHSEEZBF LT,

RIMFIHERE R LT, NPT T =00%, SCX R =07 AZBWTHE=F /L 10 mL K
AX )= 10mL THEH L2 o7z, T—HXIFRLTWRWMNR, 2vVv%FEE « A X J — WIRIK 10
mL CTHIAH Lo te, TUoE=TTARIVMTIE, AX ) —NLVEEA LRV, KOBOEMETY
20 mL UL EFH WIS 5 EHERI S 7z,

RMERR 7y DIRH A INZ DN BA MG L TAZ ) — VR E TXLEIHEL L, 2o, IBHIRORE
MOTFMEBRLTSmL NICRV OV T T =0 2 2 BIAH TE L8502 R LR, 7ot=
TR, KEORAH 7 —) (1:30:20) RIKCEHT D582 L7=,

SCX =AW 7 MBI E AT 5 & EOFMIE, B ZE LG a, BN A X ) —/VIZE
FIZK K 25 AR =B E L, BEM=T WIAROEE L Lz, TDk, A ¥ /) —/VEENL TR
MR OER=F L 2R S ECHREL TRD, WHEEEZITY 2 & & L,



F3 SCX =T L6 ORI

T 5 ENE S
(RZ ) —N—>T EF=TKK 2:98) CTCarsa=
)
TUE=TARIK (2:98) 0- 5mL 0.2
5-10 mL 19.3
ToE=THK KIAZ 77— (1:1)] (2:98) 0-5mL 62.8
5-10 mL 0
TURZTIKIAK ) — (2:98) 0-10 mL 0
5-10 mL 0
=t 82.3
(e~ F )L CarFr 4 a=r7)
Wil — 7 /1 0-10 mL 0
AR =)L 0-10 mL 0
ToE=T K KIAZ 77— (1:1)] (2:98) 0-5mL 101.6
=t 101.6
(AX ) —=N—=>T F=T KK 2:98) Tarsqva=
D)
T =T IKIK (2 :98) 0-5mL 0
5-10 mL 2.6
10-15 mL 59.1
15-20 mL 27.8
=t 89.5
(AB /) —nNTarsrava=>7)
T BT KOKIA S 7 — (1:25:25) 0- 1 mL 0
1-2mL 47.1
2-3mL 68.7
3-4mL 0.1
4-5mL 0.1
5-6mL 0.1
6-7mL 0.1
=t 116.1
(AE ) —=NTarvsva=7)
TURE=TKOKIA S 7 — (1:30:20) 0- 1 mL 0
1-2mL 9.1
2-3mL 107.0
3-4mL 0.3
4-5mL 0
5-6mL 0
6-7 mL 0
=t 116.4

MWThbarTava=y 7%, 10mg/L XUV T T2 AR ) —)VIRIE 5 ul & AT

(4) FEREhF OB

MELRDT T 7 BHZ DWW T, EBRAFE 7. SBRIAEROFABUIE->TT = it L, 200 mL
ERLZEAE 10mL 0B L, 22 0.0l mg/L RUVATTF =0 AR ) — VIR E 0.5 mL @1 L7-
(B 0.005 ppm FH2) , FEERGE 7. REBRIAK OFHRUHE > TR OBEEZITV, HIE LTz, £
7=, [AEROEAET, BB T I K DR DORINZ, n-~F P2 20mL Z 2 TS5 oEiRE S L, n-~
XY U EERECORIEZ BN LGS IR R EN S DR Lz, ~ MU v 7 RRINEHE
BERIZOWTHFAR L, AlE L7,

-10 -



FERER 4R LE, M52~ T o FOaEBIC I 277 0 78BO h—2 A4 a~
N7 LD E R LTz, n-~F Y PO LD EIGRICETIR LT, Wb BI7RER
"MEbhlz, £, b= A F 7 u~ 7T HMIBWTHHLNREWNIRD b7,
ZD, pe~F Y U A BT, ERGE T RBRISEOPFER E B0 0 iE TR BHFICHIE
TEHEHN LTz, i, n-~FH o EE, IREOZWEEHI DWW TIIMAEHEE LTRATE S
FREMERH L EFZZBND,

4 FERENR ORGSR
n-~ R L n-~F Y S D

EaNas [ =R % Mt fb [ =R % Mt kb

NERES 91.2 0.947 91.6 0.943
Mtlt=~ bV v 7 ARNEHED ©°— 7 [k, WEFERED v — 7 [l

100-
o\o_'
-+ Time

10.00 15.00
0 —— Time

" 1000  15.00
RN S A E A
T n-~FYUWEH D

XS5 n-~"XVUEOFEICLDT T 78E (B R) O
ch—&Zn A ra< kT EDEN

(5) LEMEDIFS
T B =T GAREHK DL ENE AR D 72D, B (4) FEREDROMEHI W TR L 72 i BRia

A 10°CTHRAF L, SRR BICHMIE L2y, B =2 mOW L0 RBIT R bR Tz,

3. TINEl GRS

TARTHA DEB2, TWOh, DATKOSE DD 5 @it Z3EHI AW T, FEBRGIE 7. RBRE
R OFRBNZAE > THINELERER 2 5206 L 7=,

IR (0.005 ppm) ASHIOESINEIGRERIZF51T 2 [FIIER 100% M Y OEERKR, SR D 7 7 > 73R
B ORI O FEW R 7~ N T 058X 6~101TR- LT, /2. HFBNOT T 73 EO 2% ¥
VEIC X ARENR N—ENAF s NI T A ER IR LE,
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(1) ERME

BPPEDORESRTIR 2K 5 1R LTz, 2MEH 2 TRBINRD B3 EIRIEO A L@ S Lz,

=5 FEIRMOFFHE
TEER | .. | BECSORERADHE E—VERED M
: #iE -
No. | TR ape | temmR) | TO0 T mEme e | BRI I525 MR EMRERE | @ (ES) | O | @ %
(mglkg) (ppm) i BEOH | n=1 n=2 | ¥ (a) n=1 n=2 Ty (b) | L (a)(b) |EHE
e [rRss ] s 03 | 2= | 03 |<o0100 | @ 0 0 0 #DNviol | #Dvor | O
TT=V |AR
2 ;;;’j MEE®| 0.005 005 | %=fa | 005 | <0100 | @i | 164 | 170 | 167 | 20816 | 21550 | 21187 | o0.008 o
3 ;;;ﬁ’ Fvm | 0.005 002 | %@ | 002 <0100 | @ 0 0 0 #Nvo! | #ovor | O
4 ;;;’j Yas | 0005 005 | 2% | 005 | <0100 | @ 0 0 0 #vo | #ovor | o
5 ;;;f RE5 | 0005 002 | =@ | 002 | <0100 | @m= 0 0 0 #DNviol | #Dvor | O
1 ISR BERRDIBISEALTHRELERNSTHET . (BEICHECTREBEAZITI.)

2 SR OREAT FHERE LI 5E5(C, T5U VBB ORBEE CREL SRR (T yo R FIEEER) EALS,
TS IR — AR A S B A I, EERREDE—EH (B8 ERHECTHRL.

Ef (@S LA HEE—/OHBREDTMEEITEETSBEICFEIOLI BEUEVMEEIET x 1ZR#T 5,

*

w

(2) BHE, HEE R OVE BFRA

HE R OPHITREORFHE R Z R 6 IR LTz, BEIL, 82.5~9%43% R B RTH - 72, OF

TTREEEIL, 3T 10RSD% AT T > 72,

RIBERNEEOSALEH O — 27 O SN L, &K 52 (T AT HR) THY, SN 10 LLED

RS DT DAL,

6 EE.RERVEERF O

N SRS o [g%g&;] HeE | FEmeE | RERR BRI [EIRE (%) HE |HHTRE SIN2 _—
0. & | &
& (mgkg) | (PPM) | (PPM) | OFFME | gz | g | g | n=t | n=2 | n=3 | n=4 | n=5 | (%) |(RSD%)| Max | Min. | FifE

1 ;il A= 0.005 0.3 0.005 SIN 4220103 920 0.9984 91.5 86.5 88.5 88.5 949 90.0 36 54.9 52.3 53.6

2 MEE| 0.005 0.05 0.005 SIN 2344423 -97 0.9948 89.5 94.7 93.8 86.8 90.1 91.0 3.6 80.0 | 1154 97.7

3 F LV 0.005 0.02 0.005 SIN 5876171 -30 0.9990 90.1 93.0 90.4 96.0 90.9 92.1 27 279.8 | 193.9 | 236.9

4 YAZ 0.005 0.05 0.005 SIN 5061303 -57 0.9995 83.3 84.3 81.9 81.8 81.3 82.5 1.5 2126 | 199.2 | 205.9

5 ARES 0.005 0.02 0.005 SIN 4858069 -169 0.9972 914 98.0 922 95.1 949 94.3 28 386.3 | 510.0 448.1

6 ;il A= 0.005 0.3 0.3 — 3944002 -3859 0.9967 88.1 91.2 89.7 91.6 88.4 89.8 1.8 #DIV/O!

7 ;;.zg MEE| 0.005 0.05 0.05 - 2561135 -709 0.9990 80.8 83.8 85.3 88.5 87.1 85.1 3.5 #DIV/O!

8 SN g | 0005|002 | o002 —  |earoes1 [ 413 | 0ove2 | 929 | 910 | 876 | 911 | 843 | 894 | 39 #DIVIO!

9 YA 0.005 0.05 0.05 — 5322325 -351 0.9996 84.7 86.5 82.6 85.6 84.0 84.7 1.8 #DIV/O!

10 v ARES 0.005 0.02 0.02 — 5153417 -216 0.9997 90.4 922 92.0 91.1 92.0 91.6 0.8 #DIV/O!

1 SINERDZBENHAHHEITIIISINIER TSNS,
2 {onfzEIREDOHTRAEEZSZHE—T (Max.) RUR/MEZ S X HE—T (Mn) DERETIDSINERDHSB.
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(3)

Wbl~ b U v 7 ZAOBEE~D
Wb~ b v 7 ZAOWPE~DEEI
FEAFR IR LI,

WT, #TITRLT,

Rt~ b v 7 2OREEIE LTZE

NS Y o =) - Ls N N D o N =p
RIEEREO E— 7 @I T2~ MY v 7 ARINERED ©— 7 mFEO I, 0.94~1.01 TH Y, 3k
NN N B/ N .
B~ MU w7 ZAOEBITIFE AL E o T,
7 HAHEIRIVIRDBIE~NDEE
&R e E—VER (B2
s N . AR 8 (1=
S stoefn | mmmeE | oo __— 7 S _
No. (AT maa | PRIR I Mooy | & [mmws oy |_XPUYR BN BREERE E—omi | W *
(malkg) (mgll) | mEmdl | 77 n=1 n=2 Eiy n=1 n=2 iy (O™
1 [SZPLTRT 0005 |03 0.005 | 0.005 [k 0 4768 | 4590 | 4679 | 4677 | 4624 | 4650 1.01
TT=V [AX
2 ;;ff MNEHe | 0.005 0.05 0.005 0.005 =i 75 2761 2754 2682 2823 2866 2844 0.94
UL
3 P, FULH 0.005 0.02 0.005 0.005 miE 0 6081 6056 6068 6349 6314 6331 0.96
4 ;;:i’ YA 0.005 0.05 0.005 0.005 EiE 0 5022 5007 5015 5123 5149 5136 0.98
5 ;;ff AES 0.005 0.02 0.005 0.005 =i 0 5487 5327 5407 5480 5311 5395 1.00
6 |3ZZV TA57 | 0005 |03 03 03 A 0 258076 | 256985 | 257981 | 260695 | 262446 | 261571 | 0.99
TT=V [AR
7 ;;ff MiFbe | 0.005 0.05 0.05 0.05 mE 170 20646 21389 20847 21781 21754 21768 0.96
8 ;;:i’ FULH 0.005 0.02 0.02 0.02 EiE 0 24462 24396 24429 25102 24522 24812 0.98
o [32ZMly4z | 0oos 005 | 005 0.05 0 48035 | 48066 | 48950 | 48529 | 48843 | 48686 1.01
P2y AT . I X X i :
10 ;‘:__,:f &&5 | 0005 |002 | 0.02 0.02 A 0 20800 | 20684 | 20842 | 20307 | 20399 | 20353 1.01

1 ARMEUERISE T EIURE100% I8 LiREITE D &SI, TSV VEMOHBER CTRBLIBERR (I v/ R FIBERR) RUBE CRRURER R (CRIRIRERR) 2R
*2 YRV IRBFIMRER B R CBEREBROIRICREIC2E U ERELERNOEHET 5. (BEICHLTRIREAZITI.)
*3 TIVVIE—IBRBHLNIHEITIE, IO R BIREBRBROEIZ TS VEEZELSIWV-EZALS,
*4 IRYYHRFIMBEZREERE AOIIVIRMORBREREAVTHART S,

*5 IRYYIRRIBERROBEFERRISHTHE—VEE (RITHS) DLLERDHD,

K8 WIEEE

No. | ssimicem | mma | Aoms | ORE | uy | BER
1 RUDIVTTF=Y |7RIRSHZ | 0.005 90.0 1.01 89.1
2 [ RUDILTFTT=ZU |BIEB® 0.005 91.0 0.94 2.8
3 | RUSILTTF=Y [T 0.005 92.1 0.96 95.9
4 |[RoTuFTF=y (vac 0.005 82.5 0.98 84.2
5 |[RUSILTF= |5E5 0.005 94.3 1.00 94.3
6 ROUDIVTFTF=Y |7ARISHR | 0.3 89.8 0.99 90.7
7 RUUIWTTZY |[hEB» 0.05 85.1 0.96 88.6
8 |RUSILTTF=Y [T 0.02 89.4 0.98 91.2
9 |RVUUWTFT=V |[YAZ 0.05 84.7 1.01 83.9
10 [RUSILTF= [5E5 0.02 91.6 1.01 90.7

Mitb=<h) O R RIMEEDE—VEE BEEFEDE—VEE

WEEE=KEE Mttt
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4.% O OFRERIEMFHZ BE S 25 FIH
(1) WERE LD BT
7t b= h U AT Y GRS L ABARICOWTRRET L7, n-~F P2 30mL 12 10mg/L X2 P L
TTF=U AR ) —VIEIR S pL 2RI L7t n-~FVf7 8 b=~V 30 mL 2012 C 5 i
ReEH>MH L, 7 =MV VEESERLEZE, n-~FX VU BICHE -~FY o7t b=~V L
30mL Z# 12 T5oMIEE S L7z, T RM=RUAELE n~F VU BEZNTIUEML, A X/
— /LT S5mLIZER L THE L7,
FEREZRIITRLEZ (0=3 DYHIE) . 7' b= MU AB~OEIEDN 50%I1% E TR > 72—,

-NF YV UENS R UNLNT TR SN o T D G T T AR DRESC RN E
Z bz,

F9 T r= U TY USEL ORGSR
[0 2R %

T h=hUNE (1EA) 522

TER=bUARE QEH) 14

n-~x g 0

il 53.6

(2) 7 b= K UIERIED L ENE DR

And (1) BifE FEDRFHIIB W T, BINEENMELS | T ABIRASOWERDIRNZE 2 BTz Z &)
5. UTOEREIT-T-,

T ARBEIC 10 mg/L XU UNT T =AY ) — RS uL B~A 70y ) UEHANTED
BY, 7Er=rJ b 5SmL ZIERECMZ TEA LAE L, 20— EEL., [FERICHHE L 722
Z )= NVERIREHE LT 2 A T =M JWEKIZA % 7 — VDK 67% D — 7 miE Th
V. T M= PIVERBEIZHWZIGEITE, TT7 ASOWERENEL D L EEDIT,

(3) #1 T KRG

ERI =W T 2 HNT, RUULT T = OREEEN 2T, BRS 2R L,

FERAZF 10~16 |2~ L7z, Bond Elut C18 X = 7 AZBW T, FMESRMTIEH T L ~DOWIE DR
STEHLSHWA, WIS TIE S mL 2B LIRS, 15mL £ TIZ 0% Lz (3

10) . ¥72. MUAZ 2T NI Y BTN =T 5 LT D InertSep C18 I =75 LD HN
Bond Elut C18 X =4 7 A XV RFFBFHIEH LT WER 72 o7 (R 11) , SIR =4 T A, FL-
PR I=H4T7 AL, SAX =07 A, PSA 2 =07 LA TIIHEFENIEL | EEOMmIEE FiF 25 Z & ThElIY
RPEDCLE LT (R 12~15) . BAA UKW T LA THD MAX 2 =07 L CIEWHHD 7 4L
LTCOE N RE B LD, FBBESMEICB T 2EMENT V=7 70 ) HEED
BEXV L RgRER LT (FR16)

%10 Bond ElutC18 X = 7 A6 ORI

T S [FIEE %
(T F=FMIN—=01%FHBEER T a=vT,
10 mg/L XU PNV T T =2 AKX ) — VIR 5 uL Afi)

7 R 0.1% KRR (1 : 4) 0- 5 mL 0
5-10 mL 423
10-15 mL 47.6
15-20 mL 6.0
TER=HFU IV 0-5mL 0.9
it 96.8

-14 -



F2 11 InertSep C18 X =71 7 A5 OIRHRI

T S BT
(T2 h=hUL—=KTarsra="7, 10 mgL X
UNT T = AR ) — VAR 5 uL &)
T =YK (1:4) 0- 5mL 5.8
5-10 mL 70.8
10-15 mL 13.2
15-20 mL 2.9
TER=HFU IV 0-5mL 1.0
& 93.7
(TEr=bIL—=KTarsTsva="7, 10 mgL
UINT T = A K ) — VIR S pL AdT)
T =RV IK (1:4) 0- 5mL 0
5-10 mL 35.0
10-15 mL 37.2
15-20 mL 6.1
TER=HFU IV 0-5mL 1.8
it 80.2
(TEF=RFUL—=01%FHRRE T 4a=vT,
10 mg/L XU VNV T T =2 AKX ) — VIR S uL Afa)
0.1vol%XfE [Tk /K (1:4)] 0-5mL 87.4
5-10 mL 5.4
10-15 mL 0.6
15-20 mL 0.2
TER=HFU IV 0-5mL 0
At 93.5
12 SI 2 =T L0 OFEHRIL
T S BT
(n-~FHorTcarsora=r7, 10mg/L X IILTT
=V A K ) — VI 5 ul At
T hrm-~FHr (1:1) 0- 5 mL 9.9
5-10 mL 7.3
&t 17.3
(h-~FHrTarsara=r7, 10 mgL XU INLT
F=U AR ) —IVIRIR 5 L ATfAT)
Tk 0- 5 mL 13.6
5-10 mL 3.3
&t 16.9

-15-




%13  FL-PR X = 7 A6 DO HRIL

RS U EI %
h-~FHoTarsora=r7, 10mglL XRUVILT T
=7 N BHR S uL AfT)

TR p-~FH L (1:9) 0- 5mL 0

5-10 mL 0

T R n-~FH L 3:7) 0- 5 mL 2.3

5-10 mL 5.9

T Mo pe~FTT L (1:1) 0-5mL 0.4

5-10 mL 0

TR pe~F L (7:3) 0- 5mL 0

5-10 mL 0

T R pnFH L (9:1) 0- 5mL 0.2

5-10 mL 0

TR 0-5mL 40.6

7t 49.6
#2114 SAX X =1 T L5 OVEHIRIL

T S BT
(n-~FHrTcarsora=r7, 10mg/L X IILTT
=27 & bR S uL AfA)

T b n-~FH 2 (1:9) 0-5mL 0
5-10 mL 0.3

T R n-~FH L 3:7) 0- 5 mL 0.2
5-10 mL 1.0

T b n-~FH (1:01) 0-5mL 1.6
5-10 mL 0

T hon-~FH s (7:3) 0- 5mL 0.8
5-10 mL 35.8

T b n-~FH (9:1) 0-5mL 13.8
5-10 mL 0.5

Tk 0-5mL 0.5
5-10 mL 0.7

AR =)L 0-5mL 1.0
il 56.0

- 16 -




F15 PSA =T LD ORI

RS U EI %
h-~FHoTarsora=r7, 10mglL XRUVILT T
=7 N BHR S uL AfT)

TR p-~FH L (1:9) 0-10 mL 0
T R n-~FH L (3:7) 0-10 mL 0
T b n-~FH (1:01) 0-10 mL 0
TN n-~F L (7:3) 0-10 mL 0
T Mo ~FT L (9:1) 0-5mL 0.5

5-10 mL 7.0
T R 0- 5 mL 26.7

5-10 mL 11.9
AH ) —)L 0- 5mL 9.5
=t 55.6
#£16 MAX =07 A5 DOERHRI

T S BT
(AY ) ——KTars4va="7, 10mgL X I
TF = AR ) — VIG5 ul AT

K 0-10 mL 0
KIAHZ ) — (1:1) 0-10 mL 0
AH ) =)L 0- 5 mL 83.7
5-10 mL 2.0
# 85.7
(AH )= N=2%FBTarT4a="7 10mgL X
DUNT T = A K ) — VIR S pL AdT)
2 vol % X[k 0-10 mL 0.3
0-5mL 0
2vol% XM [K/AZ 7 —n (1:1)] 5-10 mL 110.1
0- 5 mL 3.8
2vol%XHg « A% ) —)v 5-10 mL 0.8
0-10 mL 0
= 115.0
(AH ) —=N—>T =T KIK 2:98) Tarsr4va=
if\wm@;&ywa?:yf5/~w%W5HLﬁ
faf
T UE=TARIK (2:98) 0-5 mL 0.2
5-10 mL 0
TUE=TK KIAZ = (1:1)] (2:98) 0-10mL 0
TUEREZTKIAL ) —I (2:98) 0-10 mL 0
=t 0.2
(ToE=TKK 2:98) TarF4a=r7, 10mg/lL
RUDNT T = AR ) — VIR 5 uL Afif)
TUEREZTIKIAL ) —I (2:98) 0-10 mL 0
2vol% XM [AK/A% 7 — (1:1)] 0- 5 mL 88.3
5-10 mL 2.9
10-15 mL 0.6
= 91.7

-17-




5. B
B, JMTRHEE & b BARERPELNTEY , SRR LCRBIENAER L B2 b,
TERRFUIC OV TIL, 0.005 ppm AN OERE | BHTHE S EHImEAE @A L, o, SN 10 BLE
PFONIZZ &M B, 0.005 mgkg & ERIRF & L CTRRE ATHE &I L7z,

Bl

FEEEMT O PN T F = O E LT BB D TR b Tl L BT TS K DRI,
SCX I =77 LACTHE L, LC-MS/MS TERK OB 5 7Lz % Lc, Bi%E LICABRIAE T 217
HAA DEBR, TV VAZTKBESE SO 5 RaICHEA LICRER, BEIE 825~943%Th Y, B
HRRERDIF O, Eio, EERE LT0.005mgke 2B ERRETH D 2 &MAHER ST,

(&3 3CiR]

1) 2/ B2 b, BEYHDLT R )7 oA, BfEE. 49, 136-140 (2008)

2) ZH W2, FHYa s — MEERHOIZBEMCB T XDV T X Y o OoTE, IR
WL ORIEER BEMTIEAT R, 17, 1-5 (2009)
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3.5e3

@1

min
85 90 95
SR

H
3

min
85 90 95
A/

+ (GEE) m~z226.1—90.9

T CGEM) m/z226.1—64.9

X6 TAXNTHAOIZa~w 7T A

1 e

g

min
85 90 95
1E=2

3
3

min
85 9.0 95
A /AY
(&) m/z226.1—90.9
T CGEME) m/z226.1—64.9

3.ded

F

min
3.5 80 85
dEe3

min
85 9.0 95
winEE
FEHF 0.005 ppm FH 24

2 Sed-

%L,m

0- min
3.5 90 95

24e3

min
85 90 95

AIECEE

K7 MNMEBbeoZu~ b7 FEM 0.005 ppm FH24

4 Ge

E_

min
85 90 95
1E5e2

3
-
-

min
85 90 95
AN/ v

+ (GEE) m~z226.1—90.9

T CGEM) m/z226.1—64.9

X8 TWhora<whrT A

5. 2ed

;F:*

min
8.5 90 95
4 Gel

min
8.5 90 95

AIECEE

B 0.005 ppm #H
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3.7ed

0- min
8.5 90 95

a.del 4

i s ik wa i i T

85 90 95
FEHETAHR
2 5ed
0 min
85 90 85
3.0e3
0 min
35 90 85
Rl
Eled
I/\\l .
0 R S i w ua k el i
35 90 85
4 Geld

min
35 90 85

TR YRR



58e2

EF

min
85 90 95
G6.1e2

i

min
85 90 95
A/

+ (GEE) m~z226.1—90.9

T CGEM) m/z226.1—64.9

X9 YWAZoru~v 7T A

4 8=l

g

min
85 90 95
1.3

E

min
85 9.0 95
AN/ v

+ (EE) m~z226.1—90.9

T (GEM) m/z226.1—64.9

3824
0 min
3.5 8.0 85
3523
0 e min
3.5 9.0 85
wAnEEk
#EFH 0.005 ppm #H
4124 -
0- min
3.5 90 95
4 Eed ||
0-rmmrmm Min
3.5 9.0 95
wAnEEk

10 SE9nra~ kT 5 3 0.005 ppm 47
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1007 100+

2 2
] ! l
0L e Time . 0 Time
10.00 15.00 10.00 15.00
T RIST I A e
100, 100,
S S
] ! !
07‘ H‘\H“““\H““‘Time 07””HH\HH\HH\HHH‘Time
10.00 15.00 10.00 15.00
MNEH SED
100,
<
] !
07 wwwwwwwwwwaime
10.00 15.00
AV

11 7790 08BO =N A F 0~ T T A
(A% % : 50~1000 amu, CV=44V)
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