ARG FIL, RBRIERBICB T 2MEHERZ I LD bDOTHY | ABRIED FHiIZ
BRLTZE L LTRSW, B, MEHFONRE & BH E I3 E R RBRIE & ORI HEE) &
DA, B E T A RRBRIENEIE T2 LA TRET SV,

RO T 5 RIEEFEDKIT THLME D
ARG ZE F e s &

B ot~ o UmBRE (BKEY)



E Iy v R (AT ORBHER

(5]
1. BiY

vate Aok, I SBE L7 HGIRE T D Streptomyces sapporonensis 7> S AEFEI T2, BEAF
DHEMEDONTND TN =TI RIS RWVHUVEME TH 5, FLETEMEX Y 7 LAREEICR S, T
b RGEM O LVEXRTEICAR TH D, FRIIRERNTH Y, Mo 2 R BEREZRET L &
FERAHLN TN D,

EANOEMHERS TIL, Eat~A U RN AR OROMENE FRIEERIEH O O #E5-41& LT,
LZREME 3~ A L UpOKER (37 & BREOEMEEERRM) OfBHAIA & L ORI T
Do Flo, BRI E LT, BEODBEMEIZEaf~ A RN EESN TV,

A, BibHOBYHERGFEORTT 4 7 ) A Ml EEEARHSH 3 E Sh AR (WD D
WERME) ORBELIZONWT, BRBLEZERICBWVTRMBEZEFFMA s SNl L aEx, 2
3L - @ HEE STV TREEED B S,

ARFHZIRW T, EFRMMAFESR NI ENBSMETICTHEHMIN TV DINELEE 2, &K
FEMHR OB af~ A v R BRIEOME 1T o712,

2. TR A OREEA KL OB LA MR
Srgibay . vatv v
IUPAC 4 : (1S,6R)-6-hydroxy-5-methylidene-1-[(1S,2S)-1,2,3-trihydroxy-2- methylpropyl]-2-oxa-7,9-
diazabicyclo[4.2.2]decane-8,10-dione

XL
0
H,C OH
NH HO CH,
HN_ O OH
o) OH

7372 CroHisN2O7

oy i 302.28
TRMRIE 7K 192 g/L

S BCAREK ¢ logioPow=-0.3

Hi# :  ChemIDplus, U.S. National Library of Medicine (https://chem.nlm.nih.gov/chemidplus/ )

3. FLvEfE



O/KW 0.1 ppm
DREN 0.05 ppm
O 0.1 ppm
7 0.05 ppm

[SEBRA1E]
1. 3k
BN O/NEIE CIEA LT, SBtOFR7EZ LI NITR L,
1) oA
FIREZRIR Y BB 2 BRE . MUY L2k, 7— Ry ey h—2nTiy—fkL 7,
2) 4OHiE
FIREZRIR Y B 2 bR & . MEID L7ctk, 7— Ry h—2fnTi—(kL7,
3) O
e Lk, 7— 7 ety —2HNTH LT,
4) 7V
AR (REETe) 2 L, 7— K7ty h—2HnTH kLT,

2. W - iR

B ot O AR M 911.0 ug (M) /mg ((BR) A v & —~» F L0 RHE)

T b= MUV R IR (R )

T br=FULOMS A (BIEEE (BF) 2)

1 mol/L F¥fET > & =7 LVAIK : LOMS H (B L7 A /L AFDEHISE (BF) )

XWg : LCMS (B L7 A VAR ez (k) #)

n-~ L RIS (BRI () )

AL =) SRR (BR T (bR )

I =45 L : InertSep SAX/PSA (500 mg/500 mg/6 mL) (P —=x L1 2 (KF) H)

I =#7 A : InertSep PSA (500 mg/6 mL) (P — =Lt A =X (FF)) #)

I =47 A : InertSep SAX (500 mg/6 mL) (¥ —=x /%A =2 (k) )

R . B o~ VUAERER 11.0mg ZREFE L, A%/ —/VICEEEL CT4a&E% 100mL & L, E=
P~ A 2 100 mg/L IFE A TR L=,

TR AR E R AU A 7 =R UL KROVK (9: 1) IR Tl EAR L. 0.00005~0.0003 mg/L

@%F@%ﬁ%ﬁ@bto
WRIN A HEPRTR - IENERR A A ¥/ — VTR EAR L CRE L=,

RESF AP —: wILFF 4 ZA—H%— PB95 (¥ 7 F : HG-2) (SMT COMPANY #HH)
TJ— K7t vH—: MK-K58 (%Y =v7 (§) )
TEMEEE . AR E V2703 (BUCHI #E8Y)



OB . 2o NV L EE O 5930 UALREREEH (BR) &)

LC-MS/MS
£ UiEY =t
MS Triple Quad 4500 SCIEX
LC ExionLC SCIEX
T — 2 JLE Analyst Software SCIEX
4. WE S
LC-MS/MS
LC &M%
VRN SeQuant ZIC-HILIC (N8 2.1mm, £ & 150 mm, $7 1% 3.5um:
Merck H)
BEFEiE  (mL/min) 0.20
HEAE (ub) 10
717 NRE (C) 40
LSO A 1% : 0.1 vol% X FRTA K
BiZ:7kkr=FU
VARV S
RefE] (47) A & (%) B % (%)
0.0 10 90
10.0 50 50
20.0 50 50
20.1 10 90
30.0 10 90
MS A
HEE—F BIRLE=4Y 7 (SRM)
A A AT — R ESI (—)
XY 7 UEE (V) -4500
LR ERE (°C) 600
2T TA Y —H A 254, 80 psi
I T A . 60 psi
=) I I 7S =
E'mA ALY (mk) 301.1—184.3 [DP : -40 (V). CE : -18 (eV)]
EMA A (mf) 301.1—209.1 [DP:-40 (V). CE:-22 (eV)]
PREFRERT  (min) 49 4y




DP : Declustering Potential, CE : Collision Energy

5. E&

v atf~ A O UERERKAZ T F= MU LKRTUUK (9: 1) R THBR L T 0.00005~0.0003 mg/L DI
WA AR L=, Z OWHE 10 uL 2 LC-MS/MS (2 EA LT, &bz v— 7 mfla f Tl
BHEIC L0 BB A VB LT, [RERICEBRIANE 10 pL 2 LC-MS/MS IZHEA L, &6/ — 7 ik
EHWT, B LTEREROOREFO v a V<~ o 0GB&E2H T Lz, P, FREEH Y oFmR
BHZ DWW T ERROFFANICUNE 5 K 5 REBREIR & 2O A K O O T 10 5. FOfEN KO
T IS ERAR LT,

6. FRERIANR O FH R

1) HhnakEto R

B 10.0 g ICHIIAEEERSHE 1 mL (X &%/ —VIiIR) 23 L K<IRG L7ctg, 30 SrRE L7z,
PO OEEE. 7B 10.0g % 40°CTIME U CRlE L, AINAEERK 1mL (A % ) — VK %
WML X <IRG Lo, FEEE L TH D 30 ZofkiE Lz, SaBHTI W TR L2 iR AR O
BELZR LIRT,

H 1 AREHIBIT 2 WD BRI ORI

- TR E RN P TRV TR R
’ (ppm) (mg/L)
0.01 0.1
FOfHA
0.1 1
0.01 0.1
ER2)iEN]
0.05 0.5
0.01 0.1
20 Tl
0.1 1
. 0.01 0.1
7Y
0.05 0.5

2) #hi

AEH10.0g 12 n-~F Y2 50mL 2%, REDTA X LTE, n-~F Y 8fn7 2 b=k U/ 50mL
A, SHITHRETFTA AL, 355 3,000 [EHET 10 ffiE oo L, 72 h= MU VEZH-
Too BB n-~FH VI n-~FH a7y =ML 30 mL 22 THRET A X LTZE,
FEREFEREIGELDBEL., BT E =R AEESDYE, T M= MU AEZINZ TERIZ 100
mL & L7c, Z OO EMIZ 1mL 2708 L T40CLL FCRM L., WiEEZRE L, Z0EEmIC
TR KR p-~FH 2 (4:1) B SmL #IN2 THEMLT,

3) fEH



NI AFATI ) Fabe o Uk ) AN/ 2T LT I -N-7a e Uk ) 7
f&JE 2 =% 7 2 [InertSep SAX/PSA (500 mg/500mg/6 mL)] |27 & b2 10mL, 7% b2 K n-~FH
Y (4 1) B 10mL ZNERFEA L, FMHRITE T, 20 7 AI22) THOLNTERIREZIEALZ
%, TR R n-~FHr 401 B 10 mL Z2FEAL, ERIEE T, RO T, 78 RO
AR (19 :1) B 15mL Z{EA L, KA 40CLLU T T L, i a2BRE L, ZokEmaE 7 b
= R ULKROUK (9: 1) RIRICEN L, EMEZSmL & L2bozRBRER s L,



[4#47HE 7 7 —F ¢ — ]

FRE] 100g
]

n-~FH 2 50mL ZMZARE TS A X
n-~FH T =R UL 50mL ZNABETT A X
w0 EE (3000 [EI#E/5y, 10 53fH)

TEr=FI L %%%+WA##V@

n-~F YT =R UL 30mL ZMABET T A X
w Loy EE (3000 [ElE5/453, 10 43 1)

7t b=F UL

[Ea] 7 bb=FYL 100mL

1 mL 73 HY

b (AR |

TR~ FHh L (4:1) 5SmLIZIER
lInertSep SAX/PSA (500 mg/500 mg/6 mL) |

TR pe~FY 2 (4:1) 10 mL THEG
TRk (19:1) 15mL THEH

b (AR |

I

I

A 7Ebb=FYUALK 9:1) SmL

[LC-MS/MS il ]

7. = U v 7 AEIMEREGS K O

BRFR SR O T T 7 BBRIAR 0.2 mL 280 . ERENE F CIEEZBRE L%, IRINEIGRERIZ
BT AEUTERE 100%FH Y= OB EEERK 02 mL 22 CTEMRLI-bDa~ F Y v 7 ZARIIEHERR
weE L,



[ SR M VB 22 ]
1. WESRMEORE
1) MS S&EORRF!
AT N REBRT D7D AT a—VallEE2ITolzt A, Baf~v /v roli7rm
NALGT T TH D m/z3011[M—H] Bt &, £Z T, va¥F~A v OWREITITESI (—) £—
KefWwasZbtblz, ZOLEDOTRAAXT MUVEK 1 ITRT,
tatf~A o7 a b Aty T D miz 3011 [M—H] 27U h—Y—A 4 L LizHanT
BT NAF AT MVER 2 LR 328 Lz, mz 209.1 DSIEFICEWIRE TR S, RN T
m/z 184.3 MR ST, m/z301.15209.1 TIER—ZA T A U REL o 72720, m/z301.1—184.3 & iE
& m/z301.15209.1 ZEMEHORELA A & Lz,

7.6e7 301.1

7.0e7
6.0e7
5.0e7
4.0e7
3.0e7

2.0e7

1,067 209.1- ‘ ‘
1

0.0 1 ‘ L it b 1
50 100 150 200 250 300 350 400

m/z, Da

1 B o~ v ARERE DO~ AANT [V
A%y UEFH  50~400 amu
HIE S « ESI-, DP=-40V



2567 2091 2867, 209.1

2.5e7 |
2.0e7 ! |
| 184.3 2.0e7 |
1.5e7 |
| 1.597{ 184.3
1.0e7) 226.9 1.0e7
5.0e6! 1548 282.7. 2011 506 153.8 | 099
005 1})0 BT 2|‘00 250 300 350 400 0055 —150" " 150 ‘L "Joo’ 250 ! 300 350 400
m/z, Da m/z, Da
X2 vatf~Aro7raly vA 4w X3 vatf~Afroras s hA 4w
A7 My (GEEM) AT by (GEMR)
Y B —Y—A A m/z301.1 TV =Y —A A miz301.1
MESM: : BSI,, CV=-40V,CE=-18¢eV WESME - BSI, CV=-40V,CE=-22¢eV

2) LC &frofast

DT T BIZOWTHEEIT o2 F7EZTFTINAT I NS Y BV T AT af~ A1 o oid
{RFF &9, HILIC 7 7 DB W CTHEREFA B AF72 - 7=, InertSustain Amide (PN£E 2.1 mm, £ & 150 mm,
KiF£E3um : GL ¥/ =& (Bk) ) O SeQuant ZIC-HILIC (PN£E 2.1mm, £ & 150 mm, ki1
3.5um : Merck ) ZHWTHGET 21T 2A, WTHOA T AZBWTHIREE, E—27JBIRE bIZ
B 72BN S S i-n, EREORIEIZHB W T InertSustain Amide Z HW25AIZIE~ FU v 7 2D
HENRELHENTZZ 06, M 7 2120% SeQuant ZIC-HILIC # HW5 Z & & L7z,
BEFESIEICHOW T, 78 = F U A-FERIZHOWT, BIFIO 3 #E (0.05. 0.1 %00 0.2vol%)
J OV 5 mmol/L FEfE T > =17 -5 mmol/L HEfE T = L « A K ) —)LICOWTHFH LIZFERT &
b=k VU -0.1vol% ¥l & W7o 5565 10 b BAFRIEKE & B — 7 BIRB G oo T 7 h=FY L
0.1vol% ¥ A BEE E L CHWD Z LI L7, BRI HILIC 77 ADEWIZ X DIEERIK D LC-
MS/MS 7t~ b 7T LER LT,

3) M
X 4 [ZHERR OB Z 7R LTz, 0.00005~0.0003 mg/L O¥EHIPH CIER LI-MEROIEHET, W
NOBRERRD 0999 LI ETH Y BAFREMRMEEZ R LT,



—

14000 -
12000 -
10000

& 8000 -

& 6000 -
4000 -

2000 A

0

T T T T T T ]
0 0.00005 0.0001 0.00015 0.0002 0.00025 0.0003 0.00035
IREE (mg/L)

X4 EadwAg v romEos)
JEEEEIPH © 0.00005~0.0003 mg/L
y =46474286x -1235  1>=0.9999

. BRI R B E O R

) HhHEBE O Rt

EOREN & W CTHU A I Ot 21T - 72,

AZ )= AZOWTE, 7B 10.0g # 40CTRIfiEL . B a~A 2 10 mg/LiEK (A% /) —v
BiR) 2 mL 2L T, FREEE L CTD 30 AE Lictk, A% /—/L 100 mL 2 THRET S
A A LTz, OB Z 4 3000 [FIHAT 10 srfis Dol L. B Z IR LTz, REWIC A~
J =50 mL Z Mz, FiléFRROBEEIT o7, ERERAE G DY, EMEIC200mL & Lz, 22
NH1mLAESRLTE =M ALEMZT10mL & Lzt OEtikeE L,

T h= R U MIZOWTIE, 3K 10.0g Z 40CTREEL, Ea¥~4 > 10mg/LIAK (A% /
— VIR 2mL 23U T, fHEEE LT 5 30 itiE L7ct. n-~F o 50 mL 21z THREY
FA XL, o~ TV 72 =YL 50 mL 22 CTHREDFHA X LTz, ZOMHEKE
45y 3000 A5 T 10 sy 0BEL, 72 b= MU AVBE ST LT, RV n-~FH B n-
~FH T E =R UL 30 mL M4, ERLEFEROBEEZ{T o721k, T R=F U LV EES
O, EMIZ200mL &Lz, 22206 1mLA0RL7E = ) ALEMATI0mL & L2 D
ZR & Lz,

FERITR2ITRLIZERBY . WTNOHRAE S BAREINESGONTEN, 7' h= M)V (o-~F
P UAFET) ZHWTEGE DI PR OERR~ N v 7 ZADOEBEN DI LT &
F=FU (a~FHAFHET) ZHNTITO 2L & LT,

2 P OBEHER (v MY v 7 AERIIEER R X 2 e E)

iy HH A EIE (%)
AH ) —)L 99.9
T =RV (-~FYAFET) 95.4

W& : 20 pg



2) 7 LREROBG
OkaA 4o R I =5 T A2 L HFER [InertSep SAX (500 mg/6 mL) |
InertSep SAX (500 mg/6 mL) 7° 5 DEEHPRIA MR L7z, 7 & b b mL MO HEHEE 5 mL T
TRV L7277 22 0.1 mg/L B i~ A & U FRIR (B TR L 72 R) 1 mL # A4 L.,
FEWHEE AR T LT 5 mL $O0EZ LT, 20L& TDORREE 3 ITRT, Baffwri v
X7 R RO n~F Yy (4:1) B30 mL X7 & b KX p~FH > (1:1) B 30 mL
TIHAEHET, 72 U EROVKk (19:1) JBF 15mL £72137 8 b LOVK (9:1) JR#K 10mL T

W L7z,

# 3 Inert Sep SAX (500 mg/6 mL) 75 OEHIRIL

T M- | TR NS 0-
e TR RK | TRERNAAK | TR K
WHEEE | TR A~ Y
(99 : 1) (19:1) (9:1)
(4:1) (1:1)
0-5 mL 0 0 93.5 106.4 0 0
5-10 mL 0 34.7 14.5 6.9 0 0
10-15 mL 3.2 16.7 2.5 0 0 0
15-20 mL 9.5 10.9 0 0 0 0
20-25 mL 8.1 8.2 0 0 0 0
25-30 mL 5.9 5.8 0 0 0 0
&t 26.7 76.3 110.5 113.3 0 0

W& : 0.1 ug

I~ N Y v 7 2 (FORFIR) FAE TIZHT DR 2 #R Lz, FolFlEfh it 1 mL 12 0.1
mg/L B a~A KR (7 = U WEIKR) 1mL 2012 T 40°CLLF CHefME L, WA FRE L
7o ORISR HEREE 5 mL 214 THEMEL. 7 & b > b mL RO HEE 5 mL TPk
BLIESAX =47 AICAM L, BREEHAZR T L ComL F o0 4Lz, Z0L Xofk
RER AT, ZOFBREV, SAX I =D T ACBWTTE KD n~FH Yy (4:1) 1B 10
mL THF, 78 b ROVK (19: 1) JRiR 10 mL TIEHAATEETH 5 2 E W aho Tz,

A= D AT I O EYE - ZFO TR 10.0 g 1 n-~FH 2 S0mL 2 MM THRETFHA XL, n-
~FxHoffMmTE =ML 50 mL M TEHIZHREY A XL, 85 3,000 [FIET 10
SR OOBEL. TR = MU VEER ST, BRI n-~FT YT 2 h= UL 25 mL
EMATHREDTA X L%, R RRICEOGEEL,. SonzT7 k2 h=h I LEE &b,
T =RV VEMZTEMIZ100mL & L7z,

10



#¢ 4 Inert Sep SAX (500 mg/6 mL) 2>6 OFEHRIL GREE - 4D i)

7 vl n-
e TRBUOK | TR UK
Vo A it A~
(19: 1) (9:1)
(4:1)

0-5 mL 46.5 108.6 0

5-10 mL 50.5 3.4 0
10-15 mL 0 0 0
15-20 mL 0 0 0
20-25 mL 0 0 1.7
25-30 mL 0 0 6.7

&t 97.0 112.0 8.4

W& : 0.1 pg

@PSA X =7 A X 5K [InertSep PSA (500 mg/6 mL) |

InertSep PSA (500 mg/6 mL) 76 OIEHRILZ MR L7z, 7 & ko 5 mL MUK HES 5 mL T
TAHGES L2 H T A 0.1 mg/L B3~ A 2 VIR (B HIEEE G L 72 %iKk) 1 mL 2 A1 L,
BB AZ R T LT 5 mL $ OB EZ L, Z0LEO/REE 5 IR T, Eatfvrvyw
72 b KD ~FHy (4:1) B 20 mL X7 F KD p~FH> (1:1) (R 30 mL
TIHAEHET, 72 U EROVK (19: 1) JBE 10mL £72137 & b KOV (9:1) R 10mL T
L7z,

7 5 Inert Sep PSA (500 mg/6 mL) 75 OFEHKIL

TN | TN B
e TR RNAAK | TERAK | T K
W | TR b ~FH ~FH
(99: 1) (19:1) (9:1)
(4:1) (1:1)
0-5 mL 0 0 98.2 99.4 0 0
5-10 mL 0 0.6 4.1 4.3 0 0
10-15 mL 8.4 41.1 0 0 0 0
15-20 mL 15.1 30.2 0 0 0 0
20-25 mL 11.7 11.3 0 0 1.2 0
25-30 mL 6.6 5.0 0 0 2.1 0
&t 41.8 88.2 102.3 103.7 3.3 0

W& : 0.1 ug

w2~ b U w7 2 (RORHR) £ TR0 2RI 2 #EE L, BN H#% 1 mL 12 0.1
mg/L 3 ¥~ A UK (78 b= FUVEK) 1mL 2002 T 40CLL T Tl L. W& REL
2o ZOREWICEENEEE 5 mL 2N T L, 71 b b mL R OSEHEEE 5 mL T ik
HLIZSAX S =17 MZhfm L, FEHREZR T L TomL F o5z 0Lz, Z0L SOk

11



REF6IIRT, ZORRELIY, PPAI =T AHZBWCTE F KO n~FH2 (4:1) 1Bk 10
mL TG, 72 ROk (19:1) B 15 mL £720137E R ROV (9:1) JB#K 10 mL T&
HARBETH D Z LRS- T,

# 6 Inert Sep PSA (500 mg/6 mL) 2> O HRIL GUEL : 4= JITfiEk)

7 vl n-
e TRBUOK | TR UK
Vo A it A~
(19: 1) (9:1)
(4:1)

0-5 mL 18.0 57.1 0

5-10 mL 73.5 37.1 0
10-15 mL 6.4 0 0
15-20 mL 0 0 0
20-25 mL 0 0 0
25-30 mL 0 0 1.7

&t 97.9 94.2 1.7

W& : 0.1 pg

@SAX/PSA 2 =717 M2 X HFEH [InertSep SAX/ PSA (500 mg/500 mg/6 mL) ]

InertSep SAX/PSA (500 mg/500 mg/6 mL) 75 DIEHRI AR L7z, 7 & v 5 mL K OEIEH
B 5 mL T e L7l 7 A2 0.1 mg/L B~ & Ui (B HE TR L2 i) 1
mL Z 86 L, FEHEHEZR T L TomL Fonlmansli Lz, Z0OLEDMRERTIORT, ©
AP A FTE R R e ~F Ly (4:1) IBIK30mL KO F R p~F e (1:1)
IR 30 mL TIXAEHET, 7' R EROVK (19: 1) {BIE 15mL £72137 7 h ROUK (9:1) B
% 10 mL TIRH L=,

%7  InertSep SAX/PSA (500 mg/500 mg/6 mL) 75 DOIRHRIL
TN | TN B
e TR RAAK | TERAK | T K
W | TR b ~FHP ~FH
(99: 1) (19:1) (9:1)
(4:1) (1:1)

0-5 mL 0 0 0 89.5 0 0
5-10 mL 0 0 89.6 19.1 0 0
10-15 mL 0 0 10.4 0 0 0
15-20 mL 0 0 0 0 0 0
20-25 mL 0 10.1 0 0 0 0
25-30 mL 0 19.3 0 0 0 0
&t 0 29.4 100.0 108.6 0 0

W& : 0.1 ug

12




W~ N v 7 2 (FORFIB) F1E T DR A MR Lz, Ol i 1 mL 12 0.1
mg/L B~ A KR (7 =Y AEEK) 1mL 2012 T 40°CLL T CéfE L, WA FRE L
Too T OREWAEHEEE 5 mL 212 THEM L. 7 & b 5 mL R OSEHEE 5 mL bk
HL7- SAX/PSA X =7 7 MMZAM L, FHEHEEAG T LT 5mL 20 lAa sl L7, oL &
DRERZR 8ITRT, ZORERLID, SAX/IPSA I =77 AIZBWTTE KD n~FHr (4
1) JE#% 10 mL THE, 7 KUK (19 1) IBIK 16 mL £72137 & o kOVK (9:1) 1B
10 mL TR AEETH D Z LTz,

8  InertSep SAX/PSA (500 mg/500 mg/6 mL) 75 DO¥EHMRIL GREF : 4 DATHR)
7% ki n-
i | TRMNSOK | TR DK | TR PR
RS NFY
(99 : 1) (19:1) 9:1)
(4:1)
0-5 mL 0 20.8 78.9 0
5-10 mL 1.9 70.0 17.0 0
10-15 mL 24.6 4.7 0 0
15-20 mL 57.0 0 0 0
20-25 mL 4.4 0 0 0
25-30 mL 0 0 0 0
7t 87.9 95.5 95.9 0

W& : 0.1 pg

@ =T JTBIT D RERN R O g

O O CTIRINEIGRER 21TV, 52 =5 7 KB T AN RO 21T o 72, 7ok, K
REEIL FRO~@ICBWTHEAATRETH 5 E - &2 VT T o7, 2D L EDOFEREH9
2R, ~ b w7 ZAEERN/NES o7z PSA 2 =87 A (RHEEE: 78 R ROV (9:1) IRIR) .
SAX/PSA X =7 A (FRHIEE : 78 b ROUK (9:1) RIK) KUSAX/PSA X =47 & (&EH
WL . 72 P ROVK (191 1) JRIK) 2BV T, SAX/PSA =07 4 (BHEE . 78 kW
K (19: 1) IRBIK) LIS DEEHIR DG 6 . R OEBEER E% T AW A VAR DIREW D B iz,

PLEOFRER LY | KEITIEEIGE S B4F T~ Y v 7 AEE L /NS SAX/PSA X =77 2% H
WHZEEL, TERAKRRpA~FH Y (4:1) IBIK10mL T LIZEZ, 72 U KUVK (19:
1) JRR 15 mL THEIMT 22 & & Lz,

13



* 9 IIMEGAERES R GUEL : O fTHE)

Az I = £ T -
*%%‘ZJ 7 Vst VLR | EACE (%) mz(i';m A F; ;X
SAX TE MK (19:1) 10 mL 59.0 96.9 0.609
PSA T MK (19:1) 15 mL 79.0 97.9 0.807
PSA T bRk (9:1) 10 mL 90.7 93.7 0.968
SAX/PSA | 7k hy/ik (19:1) 15 mL 95.4 98.2 0.971
SAX/PSA | 7RIk (9:1) 10 mL 93.1 98.4 0.946

PONE: : 0.01 mg/kg FH4

~hU v 2R

B 98
L

14

D% MY w7 ZAUSIMEYEAHR O AR E VA AR HEPAR OO 1 AR AE




3. WINE AR

FOMA, FOREN . FOIE,. 7V O 4 B EREHCAWT, EBRFIEO T6. REBREKORE (2
e > THMIENNERER 2 Fhi U7z, 7eds. 4O ALK& OV O R LR 24 i 2 O IRINEIGRERIZ DWW T
IXRRERIE I A 10 f5ICAR L. AFOREN K OV U O FLEMEAR 4 i O IRINEIGGRERIZ DV TR aBRisiR &
SFICAIRL CHIE Lz,

WNNENNERBR I 31T D [EIEE 100% 0 Y OB ERIR. &SRO 7 T v 7 30 R ORI D13k
Wgrn~ 27T L& 5~8 \RLT., £7c, HFBMDOT T 7RAEBO TNV A% v AHEICED F—#
NAFrra~ 7T L8%K9IITR LT,

1) @R
HIRMEORFHERZFR 10 IR LTz, BREtE 7o T oREHZBWTH, BEaf~A v U OER
%ﬁjﬁiﬁ“ét 710 u»u&) %ﬂiﬁ?ﬁ)oto

# 10 BRMEOFH
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No.| mmmian | was | ot | SN GERE | e | DARE 5525 SRR | W | | %
(ppm) i BEOR [ n=1 n=2 | ¥ @ | n=t n=2 | Fg(b) | H@Ib) |

# O A MRL) | 0.01 0.1 M | 01 < 0.100 [ 0 0 0 8691 8597 8644 0.000 O

2 4 DRER (MRL) | 0.01 0.05 XE®E | 0.05 < 0.100 i 0 0 0 8900 8953 8927 0.000 (@]
T 4 O B (MRL) | 0.01 0.1 M | 01 < 0.100 & 0 0 0 7344 7353 7349 0.000 O
Z EaveLoy 71 (MRL) 0.01 0.05 XE®E | 0.05 < 0.100 i 0 0 0 7568 7389 7479 0.000 O

5 4O A (L00) | 0.01 ERBRR | 0.01 < 0.333 & 0 0 0 7671 7409 7540 0.000 (@)
Z 4 DR (LOQ) | 0.01 EREF | 0.01 <0.333 i 0 0 0 8973 8518 8746 0.000 O

7 4O fFRE (LOQ) | 0.01 ERBRR | 0.01 < 0.333 & 0 0 0 7562 7538 7550 0.000 (@)
T 71 (LOQ) 0.01 EREF | 0.01 <0.333 i 0 0 0 7356 7422 7389 0.000 O
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2) HE, BE
B K O TRIEE OfRghs R A2 % 11 1R LTz,
Ei@ﬁﬁ%%E@MMEWﬁ%Ti o< A U EE 92.8~97.7%. PHTHE 0.7~2.8% THh

. B 70~120%. DHTHEE (RSD) <25% &9 BEEEANE Lz, £72. SN X 33~78 TH Y,
szw%ﬁibko
FEMEMEAR SR OUSNENGERER X, B at~A V3B 93.9~95.0%., DHTHE 0.6~2.7% CTH
0. BEE 70~120%. PHTHE (RSD) <15% &9 HEEfE 2 jm e L7,
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No. | miFEEian a8 ;(Eri[;fg;g; ﬁf"f ;ﬁ(;;iﬁ? :;%5? BRER [EIRE (%) HE | HHIRE SIN 5 %
B | 98 Pl n=1 n=2 n=3 n=4 n=5 (%) | (RSD%) | Max. | Min. | FifE
L S OHA ML | 001 0.1 0.1 = 42976000 | -891 0.9997 94.3 94.6 95.2 93.9 95.0 94.6 0.6 =
2 4 DORERS (MRL) | 0.01 0.05 0.05 = 52177714 | -1448 0.9937 98.0 95.6 93.4 92.7 95.3 95.0 22 =
T SO MRL) [ 0.01 0.1 0.1 = 55459429 | -1573 0.9998 93.7 96.7 971 95.3 92.3 95.0 21 =
I Eageqoy 71) (MRL) 0.01 0.05 0.05 = 42365714 | -1085 0.9995 92.6 91.8 94.7 98.0 92.6 93.9 27 =
5 S OFHA (L) | 001 0.01 SIN  |42455429 | -564 0.9998 93.2 94.6 927 91.8 96.5 93.8 20 388 | 271 329
I 4 ORERA (LOQ)|[ 0.01 0.01 SIN  |55917714 | 1385 0.9998 97.8 99.9 97.3 97.9 95.5 97.7 1.6 89.7 | 6563 715
7 4 O FFHE (LOQ) [ 0.01 0.01 S/N  |49442857 | -1090 0.9998 97.2 91.2 94.6 91.2 94.8 93.8 28 67.6 | 483 57.9
s | 51 (L0Q) 0.01 0.01 SIN  |46474286 | -1235 | 0.9999 93.7 934 924 925 92.1 92.8 0.7 439 | 366 40.3

"1 SINERDBLENHDHAIZETISINIERTENS,
2 {ohEREQHTHRAEEZS A HE—Y (Max) RUR/MEZSZHE—T (Mn.) DERZNDSINER DD,

15



3) B~ VU v 7 ZADRIE~D R

R~ U v 7 ZOPE SO OW TR LR R A2 12 107 Uiz, BMEIGERERIZS T 5
IR 100%HS BT/ KOOI Lo~ MY v 7 APSIIEAEA IR O VARSI I3 T 5 v
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No.| SsRILAM A% il el Ktetncell IEYT S Ty BRI IOV Y 3T T BREERR E—vmw® |
oha (mgl) | &EDB | 7777 [Tomt | =2 | my | ne1 | n2 | ww | @O
1 40 A (MRL) 0.01 0.1 0.1 0.0002 [t 0 8691 8597 8644 9058 9105 9082 0.95
| 2 | 4 M A& fA (MRL) 0.01 0.05 0.05 0.0002 [t 0 8900 8953 8927 9112 9009 9061 0.99
3] 4 o BF A (MRL) 0.01 0.1 0.1 0.0002 [EiLid 0 7344 7353 7349 7619 7555 7587 0.97
I Eadeqoy 7 1) (MRL) 0.01 0.05 0.05 0.0002 [EiLid 0 7568 7389 7479 7605 7528 7567 0.99
5 4o H A (L0A) 0.01 0.01 0.0002 [EiLid 0 7671 7409 7540 8458 8063 8261 0.91
T 4 054 (LOG) 0.01 0.01 0.0002 [EiLid 0 8973 8518 8746 8978 8729 8854 0.99
7 4 o BB (LOQ) 0.01 0.01 0.0002 [EiLid 0 7562 7538 7550 7699 7786 7743 0.98
T 7 1) (L0Q) 0.01 0.01 0.0002 [EiLi 0 7356 7422 7389 7377 7549 7463 0.99
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13 flIEEEE

it WIRE (ppm) HE (%) FIEEE (%) v — 7 iR
O (MRL) 0.1 94.6 99.6 0.95
FofER (MRL) 0.05 95.0 96.0 0.99
FORTE (MRL) 0.1 95.0 97.9 0.97
7 (MRL) 0.05 93.9 94.8 0.99
FOfHE (LOQ) 0.01 93.8 103.1 0.91
FoflEN; (LOQ) 0.01 97.7 98.7 0.99
FoONTE (LOQ) 0.01 93.8 95.7 0.98
7 (LOQ) 0.01 92.8 93.7 0.99
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