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PSS w;t#b#OKOBSiMM
I TV & RIS LT a0 e il s
ZR L7275 IBX 34 iEEE R
edrotze F72. IBS OEMILFIC
DWTHRARRER, 5 AICE T
D8 I % A L 72 5-Me-IBS 13 K6
WENPETI E Lz, a¥ ba—3E
B s g, 5-Me #1370V o — V1L
Tk L il BB e T 5
ZEpbhor Y, Oxone DRAEEAVN
BV EBILOS A SN B 2 &
O Ml SIS O HE B B I il o> 3 i
Mo 5 Mi~DELERCTH B, o
T, fillfit o 5-Me 13 & O H B %
WHELTwaZ Iz s (K4,
m. pre-IBS X pre-5-Me-IBS & A W

R

OH pre-IBX or pre-IBS-Na (1 mol%)
OH Oxone (0.8 equiv)

H Bu Bu

solvent, 70 °C Bu Bu

100

IBS
H-0 in CHsCN

IBX
in CHyCN-H,0

IBX
in CH3NO,

conv. (%)

IBS
in CHaCN-H,0

IBX
in CH,CN

0 3 6 9 12

time (h)
5. IBX & IBS OffitEEiED kg ©

RUBRE LTREFTIERL, BERT
M)A A ) T Ao F TR
HTEHTE,

IBS filti iz X % 7 v 3 — VER{L R
DG ek Z D 5 728012, Oxone
HFHT. 1 -5 mol% ® pre-IBS - Na
ZHWT, Bix 7V a— Vv OBRALK Bl = F V7 EORBREHO A THW
IBEBRE LA (106)7 E2/H7 v 5*aﬁﬁ£f&ot<MmmmA
I—ViEr F S BIHRT VI —C) T NVTe RTHILZIED
1 Oxone DFMMEZFIMT 5 2 L1 %tb 7K BB S AR 9 T
FoTT7TNVTFe FIZH A VR VEEIZDH ;15#) D26 U C KRR by

: jl
SOgNa

pre-IBS-Na (1-5 mol%)
powdered Oxone (0.6—1.2 equiv)

BIRWICRILT 52 L TE 7
Oxone Z HBALANICH W26, A
BB L KD MR TIT) OB T %
TOHHTH o 7205, AR TITERIZ
KzHWLEBTETET, &L
AL TEFZFYN, =T RY 2,

OH OH

orJ\

R' "H R!" "R2

(0]

ﬂ\” k or M

OH R' "R2?

solvents, 70 °C, 1-12 h H R

Methods A: CH3CN, no additive; B: EtOAc, Na,SO,; C: CH3NO,, Na,SO,
Oxone: 06 equiv for aldehyde or ketone, 1.2 equiv for carboxylic acid

Method, Yield

-]
O
2O

5O
e

A: 93% B: 85% A: 92% C: 86% (E:Z=16:1) C: 90%

= X
NN x <_\TX O Cla_~~_COH

X=CHO;C: 92% X =CHO; A:95% X=CHO; A: 95% A: 96%
X=CO.H; A: 96% X =CO,H; A: 94% X=CO.H; A: 94%

6. IBS fitif & Oxone #F\)3 7JL 0 — L OEIR OB L RS D EHe 51 @
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OH

pre-5-Me-IBS-K (1 mol%)

CHO

pre-IBS-Na (5 mol%), Oxone (2 equiv)

NO, 0,
86—90% yield 69)

B7. 7IA—IWOBERIER =Ty 7T

2 EFIML7: (Methods B, C)o F 724
BICARRER T V3 — NV OFALIZIZHE
BT VEEE L CTHICERSTH -
72 (Method C)o Oxone & £ B % i
WIRET Rz, KOS IEAE—R
Th b, FH Oxone DR FEE /X
{ L7z powdered Oxone & Hw720 .
HEREMELZRNTE2IEI2X o
Ty RISHEAI L7 Wy AT
BALBG 2. M2 X % Oxone F&i&
DERZE, e RPEET K B D BR 2
TEMEOHI VRS EBS 2
LT ET,

RBALSIBIZ A r =V T v T H %5
Ths" HlRIE 4=ty y
VTN I—= VOIS 6 g A7 —
WVTITH) T EHNTE, 1 mol% D pre-
5-Me-IBS - K 4+ 7E T Oxone ® i /i
BAEMETLILIZE ST, T 5
TIVTFE R RO HIVER V% BIRI I
BIEECHz (7).

F72 BIRSY bV ARMEEE O pre-
IBS - Na & 1 %4 & @ Oxone TR
LT VICBEEIND T EHD
otz s ZOBKFERIS LR
O IBX Lo THATT ST LA
Nicolaou HI2 & » THE IR T3
AL R o IBX Tld 4 AT L
72 h o 725 pre-IBS - Na & Oxone ®
WNEZHM L T dtert- 7F VT 7
unFH ) — Va5 L, dtert-
TFNVyranFy ) v, Atert- T F
Vyrzuantt ) v RO 4tert- T F
V-g-H 7077 b ARRWICER
THIENTE (K8, . IBS
e flEE LT B B K 3R RIS O 258 8
FEPHIIBRIR T b VICERE X NS,

¢OH pre-5-Me-IBS-K (1 mol%)
powdered Oxone (1.3 equiv) powdered Oxone (0.65 equiv)
CH4CN, 70 °C, 2.6 h
then H,0, 70 °C, 6.5 h

CHLCN, 70°C, 5h

NO, OH

CH4NO,, 70°C
91%

(0] (0]

pre-1BS-Na (1 mol%)
79-85% yield @ Oxone (0.6 equiv)

pre-IBS-Na (5 mol%)
Oxone (1 equiv)
CH3NO,, 70°C CH3NO,, 70°C
tBu 90% tBu

Bu

CH4NO,, 70°C

JOxone (1 equiv)
95%

pre-IBS-Na (0.2 mol%) 0

Oxone (2 equiv)
()
CH3NO,, 70°C

89%

Bu

X 8. IBSff & Oxone EHW 707 IH/ —ILDAHRX
A — RBAERUS ©

5-Me-IBS Zfifit§ & 9
e} Stert-7UIL7 )V I—
JVDER{ — B BRIty

2008 4E12, iS5 P & Vatele 5 ¥
WENENMSL tert-T7 V) VT Vv
TSI T VORI
- AL BOS & il L7z H AR
TEMPO # fjli ## 12 NalO,/SiO, % It
1LHIZ H v 72 Vatéle & TEMPO &
Lewis i [Bi(OTf); % Re,0,] # filifi
2. PhIO % L@ AN 720

FEH B IL. il = O pre-5-Me-IBS
L SEERALH]IC Oxone # WV 5 fi k%
ML (9™, ARISTIE. tert-
TIUYVTIVI—=NVD (137~ b
Y — iRk < BBIbIC & o T
YELND, ZORIBEINRE LT

I 729121E. Oxone. KEEH Y 7 A4,
HERBREE T N ) 7 A FFEE T T OV
PC—HIEH L TR L., AR
WEAMZ L EPBEETH-72. 5
DiE. “mild Oxone” TH 5, T2, B
fil gt & U CAH 88 B) il 4% (n Bu,NHSO,)
BRI AZ TS ELA, £
72, pre-5-Me-IBS O U 12 pre-IBS
i) L AERYOLFIEIMET L.
pre-IBX # V5 L FTEORILIEdH F
DEATL o loe HEEITIE, tert-
TUITIVI=LDT ) IVERIGIZT IV
FNEPUT —DOUETH o205 B
R HRICHEDS T tert- 7V VTV
I—NFT ) VICERI N,

pre-5-Me-IBS-Na (5-10 mol%) o

(E\ OH powdered Oxone (1 equiv) O RS
or A or
/\vROH = \/IL\ZRG (@\ R LK
R

nBuyNHSO,4 (10 mol%)
K5COj3 (0.5 equiv)
EtOAc, Na,SO,, 60 °C, 3-92 h

o)
0 75% (E:Z = 20:1)
@v 3
X lvk
= S Bu X
71% 62% 63% (E:Z=12:1)

9. 5-Me-IBS fififif & Oxone # W3 tert- 77 ) IIL7ILA— L D&l — B8
1R '
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OH pre-5-Me-1BS-Na (5 mol%)

P powdered Oxone (2 equiv)
Ic

nBusNHSO, (10 mol%)
K5CO3 (1 equiv)
Na,SO, EtOAc, 40 °C, 1-24 h

BN (0}
-*

ol ol O O

10. 5-Me-IBS fiiff & Oxone # V23 7 1 / —ILD 7L MEIRAER

feRs

5-Me-IBS Zfitif &9 %

Jx./—=)LD 1,2-FER
RIER LRIty

. BERBIoREwE L L
T, BEFM = 7 FEGw (IBX %
PIDA %) ZFM L7277 =/ — VOl
LI X 5% 7 Y ARESIE S Tw
5o TNHOFETIHLEREREOB
JETAG S o BRALHI S LETH Y, &
PR BUS T A N OFEEATE 5 TWw
7Y, OB EEDIF4LI-F T2
J & VFERE & Oxone # Wiz 7 =/ —
VD R AL BOS \Zh L 72 1Y
L2l SOFETESTF ) VLR
WHNZEBTE LD, TNV X/ Vi
HRREETH 2,

F# 5 1%, IBS/Oxone O fil #: (1) 5
BT AT 2% 7 2/ = IVEORBLEIL
RS L7z (K10)"7 A A2 B
filt % & L C nBu,NHSO, ® & 1£ T.
IBS filtflt 2 F v C BEER T T OV i
-+ 7 = VOB % 17 - 724
ey BT BN M R BRI
T2 —T MEHETT
IBX 2 W72k 2 A, RUBTE IR
P, CE DR E o T WD
HOMERE, TUNT I I — L OB
fmfr B & F Ak, mild Oxone % JA W
% L ROGKEB 2SBI I Em s e,
WV EER UAECETHELN, &
BEMTTHALF 7 =V 72
)= VOBbEIT- 2 25, T
AN ¥ EINE TR

R L7z . ARFHSEBET
fligFEE2MBHICHCLHDTO
71/—W®ﬁwb§ﬁ%@m&f&

. B

2, FHELIZIBX L) HE
@ﬁ# <L EREoBEN - IBS
%ﬁﬁ%%‘?é ENRTE T -
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AWT, Bke 8 1HOLIE 2/T v
=N T BT NTE FRA VK
VR, F723 A bR I CBIET
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a) Zhang et al.'8a)

pre-IBSNa (5-10 mol%)

Oxone (3—-9 equiv)

720 S HIT, ARMBENERILY XA T 2%
tert- 7Y VTV I — )V OlEN L
FUOBRS7 = ) — V@ F )V RIR I

LSS IR 5 2 L I2H I L 7=,
MRZTANE IBX O K IVE U
% ANVER YR T, WK E S
DxEIEDFZTTHLH. ZOEER
BRERESI P22 8I12L 5T,
BREICE LVWIESERBIL AT 4%
BT A ENTE T,
A IBS/Oxone O fili fit 8L > A 5
L%, BRSO omgE 7 v — 7 b0
b, SHIRREL22H5 Y, iz
¥, 2011 412, Zhang 5 i IBS/Oxone
BILy A5 A%~V VIV C - HEL
OBIGITE I L7z (1M 112)", AT
FCid, MHER B AL & Oxone DAF
#F. 5 mol% ® pre-IBS - Na # H
THAGTIVELRE V26T 5
7R UVELIIEH VK VEEANEREKR X
CEH L 720 2012412, 5B 51
Oxone AT, 7 b=1) )1/’?’——
e Xy EEP, 5~ 10 mol%
preIBS - Na # W T, Bx 7 VF
Q7 VELT NI —NENIET By
LT 22 i mIL (X
11b)"™, 1. AL BUIG & PDC B
% Swern BRILTiE ) L ATHh %W

o o

N
Ar” "R or
nBuy,NHSO,4 (20 mol%) Ar)J\H Ar)LOH
CH3CN, 60 °C (R=H)
b) Konno et al.18b)
H pre-IBS-Na (5-10 mol%)
0 powdered Oxone (0.9 equiv) j\
Re™ R CHaCN or CHaNO,, 90-110 °C Re™ R
¢) Purohit et al.18¢)
pre-IBS (12.5 mol%) OH
Oxone (0.8 equiv) R I
L Ny o
Ar” "R Triton X-405™ (10 wi%) o
iPrOH (7.5 equiv) O,
MTBE/H,0 (1:1 viv), it HMBI
d) Masson and Zhu et al.'89) R2NH,
pre-IBS-Na (1-2 mol%) R3NC R' H
OH  powdered Oxone (0.6 equiv) O| R4COH U\ I
U R4 °N N ‘RS
R? CH4CN, Na,S0,, 70 °C R! R O

3 11.
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BER @SRRI LS

pre-MIBSK

A, WE & D FE2 2B LB T3, Oxone® & G ¥ 5 2 & TMeIBS
DB RNTEAE L, filllEECTT7 VI — L Z RO I VA VLS L 3,

O Wako

X

H,C SOK

C7HelKO3S=336.19
CAS No. 1093215-92-9

d— K No. & % 5 & A E | HEWMAME (M)
@ 167-25741 100mg 4,000
) 163-25743 | Potassium 2-lodo-5-methylbenzenesulfonate [pre-MIBSK]  Ref BHEERRH 1g 7,000
@ 161-25744 5g 20,000
31— K No. aa % i % B B | HEMAMEH)
159-02201 ® 100g 4,000
Oxone™ Monopersulfate Compound =
155-02203 1kg 7,500
Oxone” i3 Du Pont #: D& $kR6HE T§,
Ref-2 ~10CHR7#F  [F-— 20CIR7F [80-— 80CHRE HrrEVBARERREETT.
BEBI-HEsn B B39 B BB [B1]eEE SRSEeenE  [E2)-LRE SoENEenE B @B

[feal - e REBEIE % E—IBIEENHE

2] b2 RBRIb A E_BETHE @ - FEME

[RRE] - 45T PRI IS SR R R

AN - h IV BT

BHARIE. 2013 F 10 BBATOERT T, LA OEERVURHIEHRIE. siyakucom (http://www.siyaku.com/) & ZEBT L,
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n-6 RIENIME) Z/E LA TAGRYE
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WThbh, 2DFE5 TAGIE afr
WZ2o0fafiEliEg OSVvF U
(P). 72k, 25779 Y (St),
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MThb, Faal—reaANLLEX
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Lo TR ZEDVHEKLZVDDTH 5,

SRS DASAAEL R AT

Z) LB E RS 20
GC-FID #:12 X 2 W Wi MR 4% 25 H1 As—
BV SN D, S AUSBR IR A
5. WiEOME, WL 2N TE
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6, B0 Z & L JEOF AL
TAGY TH ). RIiEOMEE DA
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B\ IE. TAG ORI IAKS I & F
ML, BHE (RAKY S—FA,)
S & % M A8 72 AR A b
(sn-123MxXBIF5) 2Ly 7tk
O — VR LR EALE & & AR
M Z KD 2 T LD VSR TWY
5%, — IR sn-2 f7 1 A B

FIFEHEZERFER  Vol.81, No.4 (2013)

B IRAL R &2 W8 L 7= 856 & i L
T, sn2fTlEF LA VEERe) ) —
VEBENZVE W) EREPEORE 7,
Z O FE S 50 T, sn-l fin &
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Pl & & DRRIHEALIK % SR % i AREE
59'3 41 1& 1965 4F 12 Brockerhoff 5
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HHVIEYT VT £a— v (DAG)
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1,2,3 5 > IR 15 62 AL 1K 08 4 B & 7z
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LT b DR E LTHY SR
bo ZOa. TAG 501HE o v HIE
BT IVRERE ZEREOBICHE
Vv, Partition Number (PN=TAG
DT VIVIKFH - ZHEEEH x2)
LV BUEAVN S WIICHEH T 5 (K
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(000) & PPP i1 U PN=48 72 %,
TEAEAED %W 000 DIICER T
%o —MeM e WiMIE — KTk, PRIE
AEO R 5 TAG A& R4 A
(B-POP & B-PPO %) s
Vo L2l #BHE—-FTHoTH,
T ARG EETRE T LI
X o T TAG it Btk k% i c X %
FlHWEShTns 2,

R TAG (IERIADDH

TAG BRI IR DML 2
EREELE 2 R 0HT T & 5 KIS
iz 7w, FEHLHIFRY X v 7R

1026, 2041
15°C BPOM\BPPO

209C MN

25¢°C A

10 20 30

Figure 2. B-POP/B-PPO O BEiE A7 LBE
$5 Lt Sunrise C28, 4.6 mm IDX250 mm, 5 um (W70~
ZyyFry/AY—X), HhILBE15C, B#R: 7>
100%, M & :1.0 mL/min, #&H : APCI-MS, Positive, MRM

mode

ODS 71 5 2 % Hivs, 4 =0 i R 12
B FEND L O DEAMABLHINE iR
G4 TAG Ll BV RO AL I % il
LTwa YW, ZohF s fafig
WaLiltd 128t TAGIER
Ytk % 5 EEd 52 L TE, Al
TAG D & ) IZEAMiA g RUIR I R 2 &
A7ZTAG OGHTITIEHE L TV B A5
REFIEE D /NS f-POP/ f-PPO 7
Eo%E. tahalEELRT
Y= oMb EL b, TH L7
HEWEHET D201, FH 1L C28
BT AEICUTIIHERT I & T,
B-POP/ -PPO 7 & @ S il iz Wil %
20 LMEREAORT O -2
K2 BIFICRE 2235, #2045 TH
McxsZ xR L (Fig2)™s »
FhOBAE L NHIO TAG D F5A%
WCHEHT 5, ShZEEMD C28 7
VEIVENah, BICHD 200D
FSHBURIIR IR DA 8 % Bk % 720
LEZbNhD, fARiBEZ 2032
TAG TR o B ARIE & LT
oY EEAL, 29 LMk E et
HHOWTEIC D EEE RITT2OID
£ 9 % TAG BYERZ 530§ % B3
RKEWEEZ LNE, RRDOREERD
—DTdHh %78 LIk B-POP 2°%
{EFEND, /2. HkoM Faz
L— MZHWLN S B A F IR #l
TAGHFFEKHSTHY, FaaL—h
BEOY Y — 7R IOBIFICHFES LT
2%, BHOIEIOSHENEREB X
ESH IR B 2> & % % B-PBuP/ f-

Peak strength (%)

PPBu (Bu : ftl2) O4#ECHEHT
EprZlamL. ARPICEERNICHE
3 5 EEMAE §-PPBu Z $BRE &
L7-&Emh oA RN &4 &% LC/MS
TERTLHEZMIELE (Figd)',
FURBIE N Y —, F— X7 EOFLELE,
HHVIEINS EELRBOEKRIZK
EWBERITL TS, ZOHET
ikt o f-PPBu % TAGD F %
TLC/MS THllET A2 & TE L7
B, fEH D GC-FID #1412 & % Pl
BT D X 5 1B S IR & flE
B L. R F VATV, T
VIVI ATV, TFVIATIVEIE
BAMET B BBV, RER, B
L7zl B 2 E#HEA 27 5 2 i
A, HREFTHE, ERLb0
2ZDFFLC/MSICHTHZ EHT
&L MHCHH L SIETH S, WM
HPLC DAt o F ¢ TAG i BPEA
EEY 57201213484 + ~ HPLC
BHVSNS T, ZHIZEEMDH
4% B TAG LOAFRINEiEgE —
HERGOBRPMEBELHECELI LY
FALTw5, T/, J4E. TAGH
MIZIEMS SV SR B A% L.
TAG H 3k o [M+H]". [M+NH,]" & &
DPAF L, ZIhHTINEIN]
Di#k L 72 [M-RCOOI' 4 *+ ~» » &
BATLLOMEA S TAG DOPRIIBHK %
HETxs Y, £/ 4+ Lo
W2 sn-13 MDD 7 ¥ VIEHBLEEL 29 v
(13DAG A F U HALIZ W») w9
Fhidh 5720, TAG (i EMARA

800

Figure 3.

Time (min)

B-PBuUP/ B-PPBu M7 B

#5 L : Sunrise C28, 4.6 mm IDX250 mm, 5 um (70O~
Zy Ty /8Y—-X), S LEBE 15C, BER: 7t b
L/ TEMZMYIL(BO: 20, v/v), KE 1.0 mL/min, #&H :

APCI-MS, Positive, MRM mode
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O< M7 A ETHEESh TRk
b, DAG A F Y Ie 5560 TAG L&
BRI A KDL L B WEETH D Y,

TAG REEMEFOIH

TAG S BRI OV TIE, WA,
A4 Y HPLC CldEES#MT 5 2
LIZTE R, TAGHGREAOHE
Wi, EEFTOIT LBk
CREDETH o 720 WA D5HER]
3. Iwasaki & D% HEFHEARRE X 5 )1
5L ENEMHE— FTH 2
TH LN, O HPLC &M TH#ET
& % TAG i sn-1,3 7. O R i B 254 3%
BIICKELS R o TV LLENRH D,
RAKMIE DDA IS SN2 Do
7o ZOHK%. FHE LI, HHHOLHE
FHEREAFSVASLEYS AL 7
HPLC (NV7#AEIC X D Mh#d &
WCTEE—272HUPA T LOANO
WKHRLT, FHESERSNEETH S
LAEPFBRSE L) AL KK
WCHAET S TAG TH 5 sn-POO/sn-
OOP. sn-PPO/sn-OPP % % 18 3% 45 B
T&2ZLx5AL, =LAl o
sn-O0P/sn-PO0=3/2 TH A Z L %l
DTRLE Y, TAG St Sk
35 EBREOEEICHY. Lisa b

BmsaMA TAGER#ER

RO ZPEFERRI T IV 5 L% -
NEFE— FTHW, N—ELF v Vil 8
Lk MEETOREA 7 TAG B Sk

NN

9)
&R, SFEEMARE —FELR S DO 0
B oMECE B LR mL ™,
11)
=P
=miZ(C -
PLERARTE2X 912, TAG 411 19
DIFHTIEEDIRBOMEED A% S
TR X5 EREREE |,
FCHDPEESHECE LR E 2572,
TRTORMERE G D724 TAG T
MO —F MO RRIC I E 2R
AR R (Wb N A eI SO ARV LN 16)
BN L AbeET, ThE TICH%E
Sz TAG BUEEGHE 2 BT 5 )
ZEIZE D, IR ORGE & HE XS
SHICEEICHEN TV TH A ),
18)
(BEHE)
1) Murray, R. K, Granner, D. K. and Rodwell, 19)
V. W. : "Harper's Illustrated Biochemistry",
27th ed., McGraw-Hill Companies, New
York. pp.124 (2006). 20)
2) Iwasaki, Y. and Yamane, T.: Adv. Biochem.
Eng Biotechnol., 90, 151-171 (2004).
3) Carnielli, V. P. Lujjendijk, I H. T, van Gou- 2V
doever, J. B, Sulkers, E. J. and Anneke, A. :
Am. . Clin. Nutr., 61, 1037-1042 (1995).
4) [HEREMEIRE O | pp.196-205 (¥ —x 22)

43 —) (2001).
5) [% 4 Bl L85 | pp.608-609 (L3%) (2001).
6) http://lipidlibrary.aocs.org/topics/taganal/

SHAAS L

index.htm

[45 2 iR L35 ] pp.18-21 ) (1971).
Brockerhoff, H. : J. Lipid Res., 6, 10-15
(1965).

Itabashi,Y. and Takagi, T. : Lipids, 21, 413-
416 (1986).

Ttabashi, Y., Kuksis, A., Marai, L. and Takagi, T. :
J. Lipid Res., 31, 1711-1717 (1990).

Wada, S., Koizumi, C. and Nonaka, J. : J.
Jpn. Oil Chem. Soc. (Yukagaku), 26, 95-99
(1977).

Momchilova, S., Itabashi, Y., Nikolova-
Damyanova, B. and Kuksis, A. : J. Sep. Sci.,
29, 2578-2583 (2006).

Kuroda, I, Nagai, T., Mizobe, H., Yoshimura, N.,
Gotoh, N. and Wada, S.: Anal Sci., 24, 865-
869 (2008).

Gotoh, N., Matsumoto, Y., Nagai, T., Mizobe, H.,
Otake, I, Ichioka, K., Kuroda, I, Watanabe, H,
Noguchi, N. and Wada, S. : Food Chem., 127,
467-472 (2011).

Nagai, T., Gotoh, N., Mizobe, H., Yoshinaga, K.,
Kojima, K., Matsumoto, Y. and Wada, S. : J.
Oleo. Sci., 60, 345-350 (2011).

Yoshinaga, K., Nagai, T., Mizobe, H., Kojima, K.
and Gotoh, N. : J. Oleo. Sci., 62, 115-121
(2013).

Nikolova-Damyanova, B. : "HPLC of Acyl
Lipids" ed. by Lin, J. T. and McKeon, T. A,
HNB Publishing, New York, pp. 221-267
(2005).
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R. P. : Rapid Commun. Mass Spectrom., 11,
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Rapid Commun. Mass Spectrom., 17, 2295-
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Iwasaki, Y., Yasui, M, Ishikawa, T., Irimescu, R,
Hata, K. and Yamane, T.: /. Chromatogr., A
905, 111-(2001).
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O Wako

J- K No. i % EREl% | &R R | BE | FERAERE) A= KNo. | XA o NE| i
165-25801 |PPO Standard  [F'| PPO | BRH#AE | 50mg | 25000 | a-¥ I S B
162-25791 |POP Standard IIO POP ﬁ:ﬁ':%*ﬁﬂﬂ 50mg 25,000 382-02631 | ST3481 Sunrise C28 1 zxg 60,000
162-25811 [PPBu Standard  [°| PPBu | B&4#HA | 50mg | 25000 4.6mmx250mm, 5um ’
163-25841 |PBUP Standard  [F°| PBuP wpMAE | 50mg 25,000

BSERm

1- K No. an % BRENER AR | BE | FZARE) 31— F No. hT] % BRENR| AR | B2 |[FEAERE
204-18191 |Trilinolein Standard | UL |R&%F |100mg| 10,000 200-18791 |Tritridecanoin Standard ~ [F°|C13C13C13| &&4#A |100mg| 10,000
207-18181 |Triolein Standard [F°| 000 |&&AA|100mg| 10,000 203-18801 | Triheptadecanoin Standard [F° |C17C17C17| R&A4M | 100mg| 15,000
207-18201 |Tripalmitin Standard [F°| PPP |A&/#A |100mg| 10,000 205-18501 | Trineneicosanoin Standard [F°|C21021C21 | &&A4iA | 100mg| 15,000
200-18171 | Tristearin Standard [F°| StiSt |R&AA |100mg| 10,000 200-18811 | Tritricosanoin Standard ~ [F° |C23C23C23| R&A47F | 100mg| 20,000
203-18781 | Triundecanoin Standard  [£°|C11C11011 | &&A4H |100mg| 10,000
P:/SILSFUBR Bu:BRER. O: AL A B8 L: U/ —JLEE St: XAFTT7UCEE Cl11:I>FTH B C13: NUTFTHLUEE CI17:ANTETHUER.

C21: A1 2Y B C23: b)Y

EREUA O EHE TAGRHE 2 CHADOBIIZE AR 2 Ko TH ) 9. #8fliE FRZURL 12T THERR T S\

http://www.wako-chem.co.jp/siyaku/product/analysis/tukisima/index.htm

Ref-2 ~ 10CR%E  [F-— 20CHET:E
wEB-BEsw B Br-sw B
[T L2 RBRLE B—TEIRENE

2] b2 R A S BETHE @ - FEME

— 80CHRE FRPSEVEARTRRETT.
B EL-g (1) -eEE SmsEeenE
[BRE]- 45 T R

[B7)-tEi BoEBEtenE
R

BE @B
PEINT - H IV BAFH

BHARIE. 2013 F 10 BBATOERT T, LA OEERVURHIEHRIE. siyakucom (http://www.siyaku.com/) & ZEBT L,
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pplication Data

ScreenFect™A iIPSHIRRA\DBIZFEA

O Wako

ScreenFect™A X, 7V v 77 I A MY —ICX VBB INEHB I FF =y 2 VRV — LTS, 40 ScreenFect™A
ZHWTE M iPSHIBICIF EDBIETF ZBA LA ZBM LT3,

< SEERIE >

HIRRR - v b iPSHINE 201B 78k

N5 VAT 22 Y a vikdE  ScreenFect™A

A BIAET : pTurboGFP-N

ZFoM, EESEM GEE. 7a ta—) oFHALE
HRAE. Ut TBMEET v,

<Kk - fER>

Transfection &4

1. 6 wellict MiPSHIfE R (ROCK FLEHRI &)
Imé Z AN, £ VF2R—F—TilDTHE L,

2. ScreenFect™A Dilution Buffer 100 1 € IZ Screen Fect™A
% (THR) 2¥Ry 71 VI TRET %0

3. ScreenFect™A Dilution Buffer 100 z¢ {ZDNA
plasmid (pTurboGFP-N) &£& (T%) 2Ry 74

YT TRET 5o
No. Screen Fect™A (ug) DNA plasmid (ug)
1 0 1
2 0.25
3 1 1
4 1 4
5 4 0.25
6 4 1
7 4 4
8 16 0.25
9 16 1
10 16 4
4. 2\ 3@%’%1_7“%5ﬁﬁ§ﬁ\ :Iﬁ:.‘zﬂEl]l\ ﬁ%lﬁj‘éo
5. 3I22% A, RET 5.
6. 20"’306}&5\ ;%‘IJ]EIII\ %ET%O
7. b MiPSHIKE201B7 (v b iPSAHIRH K5 3 CTEIML) /
Matrigel hES-Q % PBS(-) TPV . Bz 40 il FH 8% 3%
THifEZF A L. & biPSHIEHR:# (ROCK FH %
HleA) RV, 1x 10°~1 % 10° cells/m ¢ Dl
B S 5,
8. TOMMBEI 1 me =512z, EXv T4 V7
TRET %,

9. 5f. Him., #HET Do

10. 92 1A THRAET %,

11. 37C. 4 ¥ FaxX—1F 2%,

12. 2 HRIC, SOGSHMENIC & 2 815, FCMT 2175 72,

w2
‘Transfection 2H%%

ScreenFect™A 4ul O (Lii#No. 5. 6, 7) T
DNA plasmid 3. MEFHEORA D RD 5

N 726 — JiScreenFect™A 16 u¢ (72 it #No. 8. 9,
10) %Mz 7256 282 MR R bz (FE]),
SO EE X CFCM O a5 5. 4 No. 5, 6, 7
THEMETFEANENZNZ110.5%. 20.1%. 16.3%
CRIFTHAEZEZMRLE (K1) 2720, 4
No. 5. 6 CIEMIEBABHZFBICRI L2 &0 b,
ScreenFect A & DNA DR A LHIC X o THllLEME &
EARTEAREPLET 5 2 & RS N7z,
1. Transfection# D= (2 %)

i) e No. )RS

— 6 +
+
+
+

7
8
9
10

alnlwln|=|E

]

ScreenFect™ A (Day2)
bt NiPS#EEE201B7 b hiPS#ifa Atk h/Matrigel hES-Q

Overlay

[CIControl]
Eé Marker %Total
05 [CJ Al 100.00
E Al 100.00

= Al 100.00

CJ Al 100.00

O# 320

W 1627

E#1 2011
100 10" 102 10° C#1 1053

FL1

%Gated

X 1. TransfectionZD#MIZEAN (2 H%)

A B OB AR R O MRS DSR2 5. IR
L7242 BV TIE, ScreenFect™A 4 0 K I*DNA
plasmid 4 ug D525, KEFEMETHOREVGFP ¥ ¥ 237
BB AR L.

K No. CE I X8 [FEAERE)
293-73201 02me 8,000
299-73203 | ScreenFect™A R | EEFMZEA| Im¢ | 50,000
297-73204 Im¢x5 | 200,000

B OFEMIZ, Ytk — 2= (http//www.wako-
chem.co.jp/siyaku/product/life/ScreenFectA/index.
htm) % TZMI T 3,

Ref-2 ~10CHR7#F  [F-— 20CIR7F [80-— 80CHRE HFrrEVBARERREETT,
BrBr-wrsn B B3t B (B B [F1)-bEE SREEEnE (B2 -eEs SIENELTNE @ B% @ -BE

[feal - e REBEIE % E—IBIEENHE

2] b2 R A S BETHE @ - FEME

[RRE] - 45T PRI IS SR R R FWINS - B BEANFE

BHARIE. 2013 F 10 BBATOERT T, LA OEERVURHIEHRIE. siyakucom (http://www.siyaku.com/) & ZEBT L,
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Products

YUNMEARENSERKRT <~ QWako

Silica-SMAP|Silica-Supported Silicon-Constrained
Monodentate Trialkylphosphine]

Silica-TRIP[Silica-Supported Triptycene-Type Phosphine]

AKatld, FTOEEERVEH LIza v 87 eIk
AT 4 /1%5 SMAP % TRIP % ¥ V) A 7V FIZHFFL 72
il ¢34 Silica-SMAP (U HEEEHTH ) 7 v F v
RAT74 V) & RufERCEEERELAETLT L —
VHEOF OV MMEERE 2 C-H BT D FALEB I B E
HERLET Y, —F. SilicaSMAP O¥E##ATH 5 Silica-
TRIP () AEEILIN) FFE2 U BFRAT 4 V) 1d, &%
BB T 2 7030 CHEAOBEREIT D FALS I
DTEOMBETEEE R LET 7,

M Silica-SMAP M Silica-TRIP
) *0¢
i 8 SiMes Si
— ¢ ¢
0-?~0  0-Sixg -Si~ ZSis
/cl) \-/? \ ’OCISIO‘ IOdSIO\
SiO2 . 1

Si0z

R i $l

BREREFEFIB7L—VEOL IV MLE
BEEEFS5HKERIG (Silica-SMAP)

o - ek

pinB-Bpin

REV7E C-H

“
9
N
O,
Slllca SMAP (Rh/L 1:1) BI
THF, rt, 1 h o]

103 % ('"H-NMR yield)

[Rh(OH)(cod)l,
(Rh: 0.5 mol%)

ERFEFICBHET 27 ILFIVED C-HEREIF SRR
(Silica-TRIP)
[ Fh(Ogle)(COd)lz o)
(Rh: 0.5 mol%) PPN .
g: :é Silica-TRIP (Rh/L 1:1) l\':llle "

pinB-Bpin hexane, 60°C, 1 h 126 % (‘H-NMR yield)

(BENH)

1) Kawamorita, S., Miyazaki, T., Ohmiya, H, Iwai, T. and Sawamura, M. :
J. Am. Chem. Soc., 133, 19310 (2011).

2) Kawamorita, S, Miyazaki, T., Iwai, T., Ohmiya, H. and Sawamura, M. :
J. Am. Chem. Soc., 134, 12924 (2012).

wA-E@hy JUVIRREECERTE ©QWako

SAPdfitf% [Sulfur Modifies Au Supported Pd Catalyst]

ARiZ, BB/ U A HE L -9,
BAR-=W A v 7)) v 7 Ke% Buchwald-Hartwig Kt %
YAV T —, NIV ARIRMETITAE T, 7.
MR LUMEH S EETY,

1. SAPdftiE% RICKRBPNEZEAN RICGEEETNET 3,
(FE&E0.5 mmol~1 mmollZ3tL. SAPAIE1 KA ELR T ,)
2. RIS T LS Bty ETCSAPAfIEZ B KT,
3. IR TR T B,
(e BERPRIEETT,)

SRR

ddd

R I 1

BAR-ZRHY TUVIRMG"

(HO)-B O
" SAPd Catalyst, K2CO3(2.0 eq)
Ethanol(3 m£ )
I Cl " Cl

Ar, 80 C,12h )
0.5mmol 1.5eq Yield>99%

Buchwald-Hartwig K52

Xylene(1 mg)
Ar,130°C, 7 h

0.32 mmol 1.2eq Yield
93%(1st):*- 91%(10th)

0
@/ (\o SAPd Catalyst, KO-t-Bu(1.4 eq) N()

(M E o)

- SAPA filt i % K F 72 \3BVEE B2 & A TSI 2 B v T
TEWy,

- SAPA I IZRWEEZ 5.2 W T F 3V, 72 F v 7 A
y—I7—3EHTEE A,

(BEXH)

1) Hoshiya, N., Shuto, S. and Arisawa, M. : Adv. Synth. Catal., 353, 743
(2011).

2) Al-Amin, M., Honma, T., Hoshiya, N., Shuto, S. and Arisawa, M. : Adv.
Synth. Catal., 354, 1061 (2012).

3) Hoshiya, N., Shimoda, M., Yoshikawa, H., Yamashita, Y., Shuto, S. and
Arisawa, M. : J. Am. Chem. Soc., 132, 7270 (2010).

3—K No. ] # B wTE | FHAMRE)

© © 19017321 |SAP Catalyst (12x14mm) |E#AHRA| 1k

85,000

3-FK No. & £ B % HE |[FINERE)
197-17451 1 18,000
< Silica-SMAP BEARE |
@ 19317453 5g | 70,000
194-17461 1 15,000
© Silica-TRIP AR £
@ 190-17463 5¢ | 60,000
Ref-2 ~ 10CHR%E  [F-— 20CIR7F [0~ — 80CHRTE iTn"t;L\i%At;tE*}Eﬁ?“(*T

BrBr-wrsn B1Bur-sw 5L ([ ([E-ss
AL RB%ILE S—TBIEENE [

LB EERELEME
AbFRBEILE B E#E‘.E%E @ EEE

[E2) LBk SoBEEILINE Q- B% @ #%
[E)- 4% AR AR S BT - h LB ATk

BEHARIE. 2013 £ 10 HE-’rﬁ‘(@'lﬁiﬁ‘(T FEREUADEERUBRHIERIE. siyaku.com (http://www.siyaku.com/) % ZEEBTF &\,
FCHIZERSER  Vol.81, No.4 (2013)



Products

- 3 =
REM SEl EHA ©Wako
=gy g 2 SOIR > 77
= " (ﬂﬂﬂfjb7 I/‘_]\O)(ﬁﬁ%'fﬁ%\-r ILi‘a—o
WEA YU—X -
I e SR
—RBBIRIA WEA S ) =21, TRl 2 = A, K5 - ARG O B L7
L CRERPIRZIEE L, B2 SETE 9, 38 4%
%SEI : Solid Electrolyte Interface (FEMMYE)
O’ E
m AHIRIEE Diethyl Dimethyl Ethylene |Ethyl Methyl| Propylene
S o it mt Carbonate | Carbonate | Carbonate | Carbonate | Carbonate
LUMO 2/ & v [becl | lowcl | [ecl | [emcl |  Ipcl
i (0. 19%FEE) THRIR & 51 SE(CGC) | 98.0%LLE | 98.0% BLE | 98.0% BLE | 98.0%LLE | 98.0% LLE
EREoON) -3 3 UEE x5 20ppm BIF | 20ppm EIF | 50ppm BT | 20ppm T | 20ppm KT
FIELOBHOE N % B B (H,COLLT) | 002% KT | 01% KT - - -
. bt Sppm BIF | Sppm KT | Sppm LT | Sppm KT | Sppm LT
WEA- 14 WEA- 17 : Ca
. F
\ // : + 1.0ppm LT | 1.0ppm LUF | 1.0ppm LT | 1.0ppm ELF | 1.0ppm B[ F
S\o/\o/ \S// %S/(/@ : Na
\O/\O/ .
C1aH12065,=328.36 CisH1606S,=356.41 31 No. ® & Bt | BE |RZAERE)
CAS No. 1086266-03-6 CAS No. 1264194-57-1 047-31921 | . — 100m¢ | 3,000
049:31995 Diethyl Carbonate[DEC] Bl 500me | 6,000
- - 044-31931 . 100m¢ | 4,500
WEA-18 WEA-36 046:31935 | Dmethyl Carbonate [DMC] AR 500214 6.200
057-08491 . 100. 3,000
N I N \O/\Ol\ ' 050-08495 | EtTviene Carbonate[EC] R 500g 6.000
HiCs™ 070 gk, 058.08301 100 ge 2,500
020,005 | ETY Methyl CatonatelEMC] BOEA | 0 | s o0
CsH12,06S,=232.28 C1oH2406S,=412.52 16925201 100m¢ 2’600
WEA-67 TR A XS 24 » HOMABIEYH 0 9,
WAL EWE
~0 o B
10 Riid, Ao BHAREREBIEL R ) 7 AT,
CFs FsC
CoaHioFa06S,=464.36 - Lithium Hexafluorophosphate [LiPFg)
CAS No. 1264194-85-5
HIRIEE & (E FIRIEHE HIEfE
= — —= SEGERAICED) | 99.0% LI E Cr 2ppm LT
2K No. I TEEIELE 5 Sopom BT o 2oom BT
@ 13317751 | Methylenebis (benzenesulfonate) BRE lg | 15000 B (HPFELT) | 0.01% LT Fe 2ppm LIT
@ 13917753 | [WEA-14] Bl 5¢ | 49,000 BE(LIOHELT) | 0.01% KT K Sppm LI T
) Bt S5ppm KT Mg 2ppm BT
@ 13017761 | Methylenebis lg | 15,000 . .
. ’ FiEsiE (S0,) 20ppm KT Na 5ppm LT
(phenylmethanesulfonate) ERUE: e N X N
Q 13617763 | [WEA-7] - 5 49,000 TEERIE (NO,) S5ppm LT Ni 2ppm LT
. Al 2ppm I Pb 2ppm BT
@ 13717771 | Methylenebis (ethanesulfonate) EHRE lg | 15,000 : Ca 2ppm LIF Zn 2ppm LIF
@ 13317773 | IWEA-18] o 5¢ | 49,000
(2,4,6-rimethylbenzenesulfonate) | EHH%EA 121-05921 | Lithium Hexafluorophosphate SRR My atl
@ 13017783 | [wEA-36) & 5¢ | 49,000 12705923 | [LiPF] 50g | 8500
: 123-06042 | Lithium Perchlorate SHEE 25g | 6,000
@ 13117791 | Methylenebis ‘ lg | 15000 12506041 | [LiCIO,] =P ] 100g | 18,000
(2-trifluoromethyloenzenesulfonate)| %A 128-06031 | Lithium Tetrafluoroborate — 5¢ | 5500
@ 13717793 | [WEA-67) = 5¢ | 49,000 © 12606032 | [LiBF.] Ref B | TR 950 | 12,000
Ref~2 ~10CIR#E  [F-~— 20CHR1F [80-— 80CIRE HRRPEVBERERRETT,
BEBT-BESN B ET-BM  [B A B (50 -bEk SEEEenE (B2 -LBs SoEEELYNE - B% @ BE
[E AL RBEIE F—TEENE (2 L¥EBBIE SAEENE @ EIEHE [BRE) - 4 T BRI R BN - I BT
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HEEEE BE(EAlR
nor-AZADO

AN, = beF sy aBombEchy, 7
Na— VHEFIGT 5 A VRS VLS~ L
T9, 2 baF I VA NVBOBLMBTHSN TV
TEMPO LWL T, BBV 2H{TVI—VIcH LT A

@O Wako

BTYo F72 TVI—VOZERBILRIS b mx)E TEST

L. BERAGOMSWY

T
VARBEEDKE RE2HRT VI IVOBILIZ L AR
T3 — )V DL S D T EE

V= YR UEHRET .

RIEsOE QL FEE
k %Nfo S @Ro . @N*OH @N*O VN
TEMPO 1-Me-AZADO AZADOL" nor-AZADO
: %
R I Bl
0.003 mol% nor-AZADO
NaOClI (1.5 eq.) 0
< KBr (10 mol%), n-BusNBr (5 mol%)
C/< sat. NaHCO:-CH.Clz, 0°C, 20 min, 92% C/<'<
OH 1 mol% nor-AZADO (o]
Z_ ,Ph NaNO:(20 mol%), AcOH(2 eq.) Ph
U MeCN, rt, 4 h, Air (balloon), 99%
O (0] (0}
() () ()
Ay Ho nor-AZADO N Ho o o
HO H p OH _POAc _ g7 h H0—>A0H Ns:st i oAc
0PN CHCl, 1t, 93% o — = N
G ] H ] ]
\ O’ \ O \ (0]
(-)-Acetylaranotin
(BEXH)

1) Hayashi, M., Sasano, Y., Nagasawa, S., Shibuya, M. and Iwabuchi, Y.
Chem. Pharm. Bull,, 59, 1570 (2011).

2) Fujiwara, H., Kurogi, T. Okaya, S., Okano, K. and Tokuyama, H. :
Angew. Chem. Int. Ed., 51, 13062 (2012).

3K No. & E H OB | AE |FEAMERE)
010-24921 100mg | 4,000
016-24923 | AZADOL" Re | BHEEHRH 1g 12,000
014-24924 5g 42,000
132-15261 | 1-Methyl-2-azaadamantane- EHARE 100mg | 8,500
138-15263 | N-oxyl[1-Me-AZADO] ke = 500mg | 29,000

AZADOL" 13 H AL T 3EMD B T3,

REIERER T MU D LRKIY. Phl(OAC),

FBALHI & L TRV REIEFEIR T ) 7 2 TR K
O'PhI(OAc), B L F L7z, WHiEHZEEF Y Y20
KAWL EIRE TR RS2 14 7 TY,

I—FK No. i & OB BE |FEMAERE)
195-17212 | Sodium Hypochlorite H— 2g | 2300
: 199-17215 | Pentahydrate Ref 500g 4,500
. ‘J 049-32961 5g 3,000
- D 047-32962 | (Diacetoxyiodo)benzene | BHAHKA | 25g | 7,500
. Q 045-32963 250g | 40,000

...................................................

U7 —iBSE ESLALE @Wako
ARPHZ (ARP : Amphiphilic Resin Particles)
A, Polystyren-polyethylene Glycol (PS-PEG) {2351k
M4 %2 LAY — Rl ¢35, KREBERTT IV I—
VOBALIGDSET LT3, T2 R ~—HEFH D
720, ISEORIDSES T, #E LFHTIETT,

OH ARP-Pt (X mol%) j\
R R 1 atm O or air R” "R
H0, 60°C, Time
Entry Substrate X Time (h) Product Yield (%)

1 5 24 82
2 OH (2nd use) 24 o] 81
3 (Brduse) 24 84
4 (4thuse) 24 92
5 (5th use) 24 90
6% 10 36 79

o}
79 ( j OH 1 24 ©)LOH 99

OH o
8 O/ 5 12 (/V( 81

9 OH 5 15 \/\/\j\ 87
109~~~ 20 60 82

a) Reaction was carried out under air. b) 1 mol equivalent of K,CO3; was added.

(BEH)

1) Yamada, Y., Arakawa, T. Hocke, H. and Uozumi, Y. : Angew. Chem.

I—FK No. - % b5 I3 TE | FERAERE) Int. Ed., 46, 704 (2007).
@ 012-24981 100mg | 12,000 3—K No. n & H OB | BE |FERAERE)
nor-AZADO Rt | BHEEHA 019-24991 . 250mg | 12,000
@ 018:24983 B 500mg | 42,000 : 015-24993 ARP Platinum BHERH Iz 36,000
Ref-2 ~10CHR7#F  [F-— 20CIR7F [80-— 80CHRE HFrrEVBARERREETT.
BrBr-grsn B B3t B (@ B (B -bEE SREEEmE (B2 -eEs SIENELTNE @ B% @ -BE
s AL RBEILE E—BIEENE [0 (L3RELIEE S BEENE @ HENE [FRE] 45 T AR TN MR S [DIBAT - HIVE AT
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TPAP Ei{b
BILF=ULBTNSTOENTVEZTL [TPAP]

@O Wako

Kinld, BRICEET, M7V I—VREHT
I— NV EBALT BT, ARSI Ley BRfb & LCTHI
ZL ORBRYER R EWZIBHEINTVWE T, —fF
Wy BTNV I= T IVT e FAE LR E $A5
SR THIETHNR VBT THALS A 2 L L hE
"Cﬁ' 1)O
SRR LA TH S N D ULV T = A L L T,
Ty, )V, TRFVFGEDHFETTHT7IVa—
VOIS HEIT L F 9,

CHs

CHs

C12H23NO4RU=351 43
CAS No. 114615-82-6

3—K No. & % B | BB |FAERE)
@ 200-19531 . 250mg | 5,000
‘J 20619533 I:t;:gc])pylammomum Perruthenate saanE | 1g 11,000
- @ 20419534 5¢ | 35000
BEiERm
=K No. | #=#-3-K & % A—h—| mE |EHAEF)
57645751 | 442000 | RUthenium (Vi) OXideK? Stem | 10m¢ | 22,800
326:21002 B 4-Methylmorpholine 73— 2¢ 6.500
30421093 N-Oxide [NMO] & | 720 | 450 | 19000

Wakogel® 60N YU—X

Wakogel® ¥1) — X2
U FEACRDHWSRTW
YIATNTT, BERMERE

L7
DY IZLIIN

BB EZRT VA=V 2T 5 NVER= VLS
W ERAL

RIS =2

CHs
OH OAc OAc OCHs?

CHs

0 OAc OAc OCHs?
HY £

TPAP (5.7 mol%)

NMO (1.5 eq.)
H H CHClz, 4A MS Y
v CHs CHs 0C to rt, 25 min e CHs CHs
HC quantitative yield HC
0 CHs
0 OH OCH:?”
steps | g
—_— ) 2
2 CHs CHa
HsC (-)-Pironetin

OCHs

HaC
”EC
, CHs

OCHs

HsC
TPAP (5 mol%)

“OH_NMO(1.5eq) | HsC ‘e ©_SEE_ HaC
CHaCln 4AMS, 1T 4A MS, it

CHs
Allocyathin Bs

(BEXE)

1) Hu, T. and Panek, J. S.:J. Org. Chem., 64, 3000 (1999).

2) Keck, G. E., Knutson, C. E. and Wiles, S. A. : Org. Lett., 3, 707 (2001).
3) Ward, D. E, Gai, Y. and Qiao, Q. : Org. Lett., 2, 2125 (2000).

DFPREERITE L TV

HFLEE6nm OBEHR S ) 7 v
PR E L, KA — IV TOHTUEEIC

YU AT ILOYE

@©Wako

Z

P Wakogel® 60Nz L
5. MfLEE6nm
WEL . RAFr—)Ve

Ref-2 ~ 10CHR#E  [F-~— 20CIR7F [0~ — 80CHRTE ﬁTmmﬁAuﬁ,ﬂ{%rrt

BrBr-wrsn B1Bur-sw B ([ ([m-ss
(R -k R8BIk B—TBlsEnE

LB EERELEME
[ZAR ek 173 %:E?EE%E @ EEE

BEARE. 2013 F 10 ABATOERT T, LELUADEERURHERIE. siyaku.com (http://www.siyaku.com/) % ZEBTF &L\,
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KIS 2Z | Wakogel” 60N, 150 ~ 425um ‘ Wakogel” 60N, 63 ~ 212um
G2 LN
KR 150 ~425um | 63~212um
HLE 6nm
MmILEE 0.85m4 /g
xEiE 550m?/g
pH 65~75
(5#18E)
2K No. & % B | BB | F2WERE
| @ 23502695 500g | 4,800
: v R 5 2%kg | 13,500
: Q© 23302693 |\ el 60N, 150~d25ym |77 ke
- (D 231-02697 7798 | 10kg | 52,000
- @ 239-02698 Bkg | B %
* (D 23802705 500g | 4,600
: 0.027 . %g | 13,
+ © 23202103 Wakogel” 6N, 63~212um | 7747a% | 2k | 13500
s @ 23402707 7798 | 10kg | 38,000
: @ 232:02708 Bkg | B %
[B2] tBE F_RETILENE & 5% @ B
[BRE]- 4T R R R A [T - A EAFiE
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@O Wako

Presep® RPP- £ F V3 hS I

Presep” RPP- £ 4 ¥ &7 7 21E, V¥
ZWRVEV-XZ 7))L —PREY v —
WA F BRI EA LT
B 5 AT WHIE— F XA 4 v
T PR D, B EELS

Yo EIRAHHIZE L T EJ,

SO, A+ i (AvEk v
J£) 23 A L7, Presep” RPP-SCX % #r
B L F L7z, BN EY 2 IR

R A S o mi

Bt 1
B C
A D
STD
N
0.0 5.0 10.0 15.0 20.0

(HPLC Conditions)

[min.]

Column : Wakopak® Wakosil-ll 5C18 RS. 4.6mm X 150mm
Eluent : A) 20mmol/2 V) ABEREER (pH 6.5)

B) x&./—J

Gradient : 0-5min. B 55-80%
5-20min. B 80%
20-30min. B 55%

Flow Rate : 1.0m£ /min. at 40°C

Detection : 254nm

WHE L E 9
o B oM BEHEE B &
Presep’ RPP-SAX | #1745k |BI7 E=LE| BHEANOEROMS
Presep” RPP-SCX | MR- Xt |  AMEVEE | EEMANOZRNGHL
Presep” RPP-WAX | #iR-B38 14> 30 | B=B7-T=08 | BEMHLANOZRGAL
Presep’ RPP-WCX | iiE-Blar4 %tk | Avfdyd | IERMEANORRMMA
Mtk - RIEMEALE Y O BEIR AL
AR (R - MY~ 7 V). BREEK R & 5 Uk 4
5 O
F B RPP-SAX |RPP-WCX| RPP-SCX | RPP-WAX
1. 227423z A8/-V = K
2. 9 70A—F | B WARRRRER (pH 7.0) (it BRICE T pHICERSY)
3. %% X
4. FREt *32/-
5. figg2 2~BUEBEHAR/—I | 2~5%T EZTEHAR/ )
(Ri&aH) | Bitan [REEEEAN] BEHEAD | mRELAD

Presep® RPP-SCX I & 2 EXZE D5t

R SR

[#5La>F1o3=>7 |

@® CH;OH 5m¢

@ H,0 5me

EPF/ =

# > 7'JL in 50mmol/ £ Phosphate Buffer
(BT R188)

PRk o
0.1mol/£ HCI 2m¢
(B8t - P EEHDHE)

(pH7) 1mg

CHsOH 2mg —[HPLC BIE 2l ;T A]

(EEM LA D DRLE)
5% Ammonia Solution in CH;OH 2m#
HPLC BITE 2ul EA
Ref-2 ~10C#R7%F  [F - — 20CIR7F

[feal - e REBEIE % E—IBIEENHE

-80 - — F RO EWSGRIIERREFTT,
80— 80CHRYE HRPLEVEERERRETT

REBZ-gEsh B B3t B E @t [B-eEE S ENEtEnE

=1, ZEROMOIE
tEH 12X ME (ug/Column) EIE (%)
A | 7LRzynr 200 101
B | FEHYARJ 200 101
C | 13757 15M1E 400 100
D | 7IN)TFULIEERIE 400 99
FFE IEEMEEY
I—K No. AR & OB RE |[FIAERE)
297-33301 |Presep” RPP-SAX (60mg/3m¢) | E#aTMIER | 10 A x10| 45,000
Q 291-34921 |Presep” RPP-SCX (60mg/3me) | E#aiMER | 10 A x10| 45,000
291-33941 |Presep” RPP-WAX (60mg/3m¢) | EHaiMER | 10 A x10| 45,000
292-34831 |Presep” RPP-WCX (60mg/3mé) | EHaTER | 10 A& x10| 45,000
BEiERm
I—FK No. & & OB BRE |FEBAERE)
297-41851 | Presep”-C RPP (Short) (190mg) | SAI#14LM | 108 x5 | 39,000
293-41951 |Presep®-C RPP (Long) (360mg) | sAI#TER | 10 x3 | 30,500
294-36851 |Presep” RPP (60mg/3mé) SAELER | 1018 x5 | 27,000
290-36951 |Presep” RPP (200mg/6m4) SHEER | 1018 x5 | 36,000
290-37051 |Presep” RPP (500mg/6m4) SREMLEA | 10 1 x5 | 39,000
Presep” DEA (250mg/6m¢) g
292-61701 MBS R4 SREEA | 1018 %5 | 35,000
Presep” QA (250mg/6mé) -
296-61601 BRI 4o 3 HAaTEA | 1018 x5 | 36,000
Presep” CM (250mg/6my) -
298-61801 BRI (4> 5o h SREMUEA | 1018 %5 | 36,000
Presep” S(250mg/6m¢) .
294-61901 v g SREMEA | 1018 %5 | 36,000
B2 LBk SoEEELYNE O % @ BE
[ 4 T FREE I MR R BN - h I B AT

2] b2 R A S BETHE @ - FEME
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@©Wako
Wakopak® Ultra C18 YU—X

Wakopak” Ultra C18 i%, 7&C A Z L HHA % & &
L. BfF 9/ —VEEZBRE THAEHE720DS 7 7 A&
T¥, D Wakopak® C18 ¥ V) — X TIIWETH - 7=,
pH 9 U L O RMEHRHETH, BUAEEZELTVWET

TT)r—aryr—4iZonT ;
&, http://www.wako-chem.co.jp/
siyvaku/product/analysis/UHPLC/
indexhtm # TEMHT S\,

HPLCAHNS L
d—RK No.
e viwwﬁ WE[mm] | B&(mm] | BB | GG
235.63601° 50 1A | 42000
238-63701° 20 100 1A | 47,000
23102631 | 237-02633 : 150 14 | 52000
23563711° 250 14 | 62000
232.63721" 50 1A | 42000
239.63731° 20 100 1A | 47,000
236.63741" : 150 14 | 52000
233.63751° 250 14 | 62000
23802641 10 1A | 25000
236.63763° 50 1A | 38000
23363773° | 46 100 1A | 43000
23502651 150 14 | 48000
23202661 250 1A | 60,000
23063783° | 10 250 14 | 180,000
237-63793° 50 14 | 120,000
23063803° | 20 150 14 | 240,000
237.63813° 250 14 | 300,000
d—RK No. .
ERr Y Py AE [mm] | KRS [mm] | BRE | FE0AERE)
23363561 | 234-63563 50 14 | 45000
23563571 | 231-63573 75 14 | 48,000
23263581 | 23863583 | 2.0 100 14 | 50,000
23963501 | 235-63593 150 1K | 55000
233-63821° 250 1% | 65000
235.63831° 50 14 | 45000
238-63681° 20 100 14 | 50,000
232.63841° : 150 1K | 55000
239.63851° 250 1% | 65000
232.63863° 50 1A | 42,000
23863603 75 1A | 46,000
239.63873° | 46 100 1K | 48000
23563613 150 14 | 53000
236-63883° 250 1K | 63000

MREEER
Ref--2 ~ 1027
[GaT b2 mastiib ik E—1BIEENE

UHPLCAIAS Ls
3—K No. AZE[mm] | RS [mm] | BE | F200ERE)
232-63483 30 14 | 58,000
239-63493 50 14 | 58,000
232-63503 2.1 75 14 | 60,000
239-63513 100 14 | 60,000
237-63673 150 14 | 75000
236-63523 30 1K 59,000
233-63533 30 50 14 | 59,000
230-63543 ’ 75 14 | 65000
237-63553 100 14 | 65000
©Wako

BERRATI7I—E

A, HWHW (Aspergillus oryzae) WHEAET AHEHET
HY., ZHOBFErEHELTVWET, Y¥PI VB B, OE
BIZBWT, BWARA7 77—z L, ALY
73U R EHERADRT B 20 HITEL 2 e TEE T,

BHM5E

A, EKEZ2I B, B, EEICFEHINTHEYE LA
DFF7RE2—FEU LR—BERXRTHY. RRICIHEHEL Z L
FTEET,

A ¥y A FTAY—EU

#2iR : Aspergillus oryzae

SR b TR TnEAR~Bf, K

M 100 .47 /g PL L

HEDES : pH 3.5, 40CIZBWT, -7 kul) AEE
ZF MY AEHBICER L T3040 M 1mg
DY ATHEHET AR EL 1R E T 5,

A BERBRDIAR
Am#1g £100meL DRERK L - FRERICHBAR L.
PHZA.5 fHEICFAB L T, AFICERMER. 28F L&
DHEL. ZTOLEEREERT 3,

B. #&fk & DRIG
BIEEEZ2ICB bLLWEB,BErH10ugthsdL>
(i, AL, CORES. ZREBECEYER (K24
E) DHMERNIBEIE. KRN 1% BEHK05~ 1mL #hNA.
40°CT. ¥ 5EEMERSE 3,
EiERE (BA. BIFA E) ORESX— FOBEE. 1%
AR 910me £HNA. 40°CT. ¥10RRIEARS € 3,

ERE—MBEFERGITT, REOEERY. KEEESXI B,
HULLBB,EREICSLWRGWETOT, REICBLUT. £HD
*ﬁéq;&??ﬁ—(-l\_éb\o

I—K No. & # b S NE | FZWAERE)
@D 016-24901 | o e 10g | 12,000
@ 012:24903 Acid Phosphatase ke | EZ3IB; * B,EE 50g | 45000

[F—20CHR7E [0— 80CHEE HRRPEVBAREERETT.
BEB-#rsy B B39 B EO (R-ft  [E]-eEE e enE
ez b RBBILE EBECHE @ PENE

[E2) LBk SoBEEILINE Q- B% @ #%
[E)- 4% AR AR S BT - h LB ATk

BHARIE. 2013 F 10 BBATOERT T, LA OEERVURHIEHRIE. siyakucom (http://www.siyaku.com/) & ZEBT L,
FCHIZERSER  Vol.81, No.4 (2013)
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©Wako
RmahRiEEEm
B EOBRBER GO K EEEMLEZIDHZ TV E
Fo m HIFMEKEMLTEY £9,
AVITIVVNIVIEER
1t % : 2-(3,4-Dihydroxyphenyl) -3- (8-

D-glucopyranosyloxy)-5,7-
dihydroxy-4H-1-benzopyran-

4-one
&&(HPLC) : 97.0% K E
# B REOHF T
5 £:7Fh&E ZEHECEFATNEY HO: 0
TILbF EehElE . OH
HO" "/
OH
CZ1H20012=464-38
CAS No. 482-35-9
AVSLRFUIEER

1t : 3,4',5,7-Tetrahydroxy-3'-
methoxyflavone

&®E(HPLC) :98.0% Xt

5 B EEOMK

i £ VBODERPHLIEEDTTFFHH
EHDOEICEFNTVBITILEF
D 3- *F VALK

C6H120,=316.26
CAS No. 480-19-3

FUILFUIEER
1b%% : 7-([6-0-(6-Deoxy-a-L-
mannopyranosyl) -3-D-
glucopyranosyl]oxy}-2,3-dihydro-
5-hydroxy-2- (4-hydroxyphenyl) -
4 H-1-benzopyran-4-one

28 (HPLC) 198.0% Uk o’ LY
4 B AsOBR HO Ao
i E: #PALEOHBRICEFN TS
SHRIIRES HO CHs
OH
CZ7H32014:580.53
CAS No. 14259-46-2
B93v/-b
1b%% : 1,4-Dideoxy-1,4-{(S)-[(25,3S)- OH
2,4-dihydroxy-3- (sulfooxy) butyl] |
episulfoniumylidene}-D-arabinitol HO/M
Inner Salt —O_gzo st oy
&8 (HPLC) : 90.9% (f)E4 N FEAIfE) g \ OH
5 EEE HO o

fis E:YILTICEFhIES. a-J)2
S H—URAEE M) CoH15045,=334.36

CAS No. 200399-47-9

JOEFVETILIZTO-Ib

&8 (HPLC) : 98.0% K E CHs
4 B AG~EALAR. RE~ES HsC A\ CHs

Bwx ¢ CHs
i £: 2 EDTOCA IS 8 el

ch\)Lo
Cs1H.50,=452.71
EFERLF./—IU

&8 (HPLC) :95.0% Lt CHs CHs CHs [0}
S OB DIIITOEE~ERE, K8 s s OJL

TR~ B)H CH, Chid
% E: a3 AOREE CHs

C2H320,=328.49
CAS No. 127-47-9

Ref-2 ~ 10CHR#E  [F-— 20CIR7F F" — 80CHRYE HFERFEVBERERRETT.
EHL--B4 (B )-EEE SEEELYYE  [82)-
ERRRYILE FIREENE  @--EmeE

wEB-HESN BBl
[feal - e REBEIE % E—IBIEENHE

3-K No. & £ BRE | BE | FHAERE

099-06711 | Isoquercitrin Standard £AHA | 20mg | 23,000

096-06721 | Isorhamnetin Standard AR4HA | 10mg | 25,000

141-09301 | Narirutin Standard AR4H4A | 10mg | 30,000

196-16821 | Salacinol AR44A | Img| 83,000

052-08441 | Ergosterol Propionate E4LEEE lg | 26,000

g8 R EL R

184-02891 | Retinol Acetate EsVEER | 1g | 15,000

@©Wako
J—IVEFRARAIZSER
—VEERBHOLEEESZROMZ TYE T,

F—nEFRIE, AmEnm e LTSI T sk
TYo mHIZMHKEMLTHY £,

2-7=/ -5- AIVIKBREBHIEER

77"1 % : 5-Sulfoanthranilic Acid NH. O
& (HPLC) : 95.0% Bl E
5’# B AB~ITUVRER, BR~HERE OH
paibs’y
fis E:R&FMNY ARESE25(B2) 0=8=0
ICEENDBTNDHZRH) CI)H

C;H;NOsS=217.20
CAS No. 3577-63-7

3-IN-TFIL -N-(A-RIVKRTTZIV T/ 1 AFIWIRVEBUR

JVIRVERAILY D L
&8 (HPLC) :60.0% LI E
5B EE~ITVRES, REMEMF~ (CHa 9
WK N\/©\u
% £:ALFNYM BATE1SB1). oL /@/ $=0
BRRZE15(G)ICEEh3HZN ~s¢ (e}
DHBTF go Ca?t

Ci5H15CaN0eS,=409.49

2-(24-UeR0O+Y-3,5- 93—V VA V) REEHIFER

&8 (HPLC) : 95.0% £t
BB bR E BB, 8 COOH®D |
MERRER~IDER
fi %:RRFENM AMKES 2RI O ‘
ICEENBBTNDHDRHAY HO OH
I
C14Hg|205=51 0.02
CAS No. 3480-21-5
TIVFA L1 VEER

1L : 2-(6-Hydroxy-3-oxo- (3H) - o OH
xanthen-9-yl) benzoic Acid

S8 (HPLC) : 95.0% LIk

54 B ERE~FBE. B 0

i = ASFM AAKE 3SR Q
EENBBTNOHETHMN 5

CyoH1205=332.31
CAS No. 2321-07-5

[REICHEL]
AtEE E_RETEILENE @ BE @ BE
[RARE] - 4T R SR A T S A VT - H I ZAFE
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2- RILZILRVEVRIVINVEEF RUD LIEER

& & (HPLC) :95.0% X E CHO

S OB EE~ITVBE, BB @o
[Fs?:] 1l

% % ARFENM BREE1S61). §—ONa
BAERE1 S(G1)ICEEN3BTN 0
DHBTHHN C,HsNa0,5=208.17

CAS No. 1008-72-6
2-RILZ)V -5- EROF IRV EV RIVRVEEF PUD LESER

&8 (HPLC) : 95.0% LIt SONa
5B BE~ITVBE, ERMHR~ G
*
i % RRFENN RMEE 1 S(G1)
ICEENDBTNDHEAHY HO

C/HsNaOsS=224.17
CAS No. 119557-97-0

2,3-Jek0-2,3-I4FY -1H- 41V R=)b -5- RJUikVEEF
~UD LK IYINRER
Bl % : Sodium Isatin-5-sulfonate
Dihydrate
EE(HPLC) : 95.0% LIk
s B REE~FEE. BRE~NR N
# Z:RFNM RATE25(B2) om0

=0
(o)

NaO—

o=w

LR ENBBZNDHETH CoH.NNaO.S - 2H,0=285.21
CAS No. 207399-16-4
I—FK No. A & g BE | FEMATRE)

013-24651 | 2-Amino-5-sulfobenzoic Acid Standard Ref | R&AMAEER |100mg| 12,000
Calcium 3-[V-Ethyl-V- (4-sutfophenyl)

@ 031-23071 aninolmethy benzenesulfonte & ARFIMISERRE |100mg| 18,000
2-(2,4-Dinydroxy-3,5-diiodobenzoyl) 0 g

@D 043-32981 benzoic Acid Standard & RAFIMEEE |100mg| 18,000

065-06151 | Fluorescein Standard Ret | AEAMHERR (100mg| 9,000
Sodium 2-Formylbenzenesulfonate ST

196-17161 Standard & ReAEER | 100mg| 10,000

Q 19117231 Sodium 2-Formyl-5-

hydroxybenzenesulfonate Standard ~ Ref RRAIEEAR | 100mg| 12000

Sodium 2,3-Dihydro-2,3-dioxo-1A-indole- R,
199-17151 5.ufonate Dihycrate Standard & REAMIFER | 100mg| 12,000

©Wako
S EARBRARER
Ja A O A SR BRI R HE 5 80 i H . B EHAE O E
o A AR A e 50 W H . B 130 m B 2 HL D iz Tw
T35, mBEIFEKEMLTBY T3, Ytk A 335
W EWE LIRS Ty 72 HBELTBDET, &
FEHO L, BHEETIIABIEANBHAET SV,

POTFAIREER (N)VIKZAIVR)
{k242 : 2-(3,4-Dihydroxyphenyl) ethyl-3- OH

0-(6-deoxy-@-L-mannopyranosyl)- 4o
4-[3-(3,4-dihydroxyphenyl) -2-
propenoate]-B-D-glucopyranoside \©\é\f
&8 (HPLC) : 98.0% LI E CHs
)

© on OH
{8 AB~biricoTOES, % HO A0 0 N@/"H
% HO™" Y O
OH OH

fi HeH=oT 237 (EIEARE).
CooH36015=624.59

72237 (BARE) ORS
CAS No. 61276-17-3

Ref-2~10CR%E  [F-~—20CR%E [80-
wEBwesn B Bi-sn

5,7- XY T SHREER
Al % : Chrysin Dimethyl Ether
&8 (HPLC) : 98.0% K E
A OB ZOTVWEB~#EE, R
fis E:Riavl, BUIUCETh TV
By

HaC/O
C,H,,0,=282.29
CAS No. 21392-57-4

[8]- F¥'O—IVRER

{54 : 5-Hydroxy-1- (4-hydroxy-3- 0 OH
methoxyphenyl) -3-dodecanone 0

&8 (HPLC) : 98.0% LILE HsC )@A)‘\/WCW

5 B AE~EE, BE~HREIR 4o

i #:vavxay (£B) 8T TVS CioH300,=322.44
22 CAS No. 23513-08-8

[10]- F5'0—-IViE%EmR

{54 : 5-Hydroxy-1- (4-hydroxy-3- 0 OH

methoxyphenyl) -3-tetradecanone _0O.
HsC CHs

&8 (HPLC) :98.0% LI E
S OB Ae~EEG, BR~MREER HO
C,H3,0,=350.49
5 CAS No. 23513-15-7

fis E:av¥ay () (CEFhTWS

AVTIOTAINEER
1k%4 : 2-(3,4-Dihydroxyphenyl) ethyl-3-0- OH
(6-deoxy-a-L-mannopyranosyl) - HO.
6-[3-(3,4-dihydroxyphenyl) -2-
propenoate]-B-D-glucopyranoside
&8 (HPLC) :98.0% LI E (;)Ha 0 OH
S B AB~IOTVRER, BREMH  HOL A 5!0 ) 8 OH
AHR \»QK - S VNN
5 E:Hhh=oT237 (BIEARE). HO™ YO h
Z9¥237 (ARE) DR OH OH 0
029H36015=624.59
CAS No. 61303-13-7
RANANVI VIR
1b3#% 1 (2S)-7-{[2-0-(6-deoxy-a-L-

CHs
mannopyranosyl) -B-D- )
glucopyranosyl]oxy}-2,3-dihydro- (0] OH
5-hydroxy-2- (3-hydroxy-4- HO” 0 N
methoxyphenyl)-4H-1- S o o CHs
benzopyran-4-one HO-~y o
Z8(HPLC) : 98.0% KL Ho™ P
S B AE~bTPIIITVEE, K oo U
B E: %YV RE) ICEEhTVBHS LO
028H34015=610.56
CAS No. 13241-33-3
3—K No. & # g BE | FIUABEE)
Acteoside Standard o
013-24531 (e—— & EEHBA | 10mg | 25,000
040-32991 | 5,7-Dimethoxyflavone Standard Ref | £Z#%A | 20mg | 30,000
079-06231 | [8]-Gingerol Standard | 4ZHBA | 20mg| 65,000
072-06221 | [10]-Gingerol Standard | 4£Z88%A |20mg| 62,000
Isoacteoside Standard -
095-06671 [So—— R £EHBA | 10mg | 42,000
142-09191 | Neohesperidin Standard Re | AZHBA | 10mg | 16,000

—80CHRE RAPLEVBERIERRETT,
B0 [EL--g4  [(BA]-{LRE E-RBEBELENE [B2)
[feal - e REBEIE % E—IBIEENHE 2] b2 R A S BETHE @ - FEME

bRE BIESELCENE @ -B% @ A%
[RRE] - 45T PRI IS SR R R PVINF - H IV E ATk
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Products

A TORRIEER
©Wako {E%% : O-Ethyl 0-4-(Methylthio) phenyl s o
- ™ . 5 S-Propy! Phosphorodithioate HsC ol 3
RIFTUR MIERER W% Bos o )¢
218 (GNMR) : 98.0% LLE
RYT 47 A EEOFEH R R ) O HPLC A OB EE— e, EROEE
FHEY PSS S L 2 U B 2 T 5 i B G L
CHs
mL<sn g, C1oH100,PS;=322.45
. CAS No. 35400-43-2
I0X70O0v7EEY B B4R I—K No. ah & HE NE |FEAERE)

14 : 2-(2,4-Dichloro-m-tolyloxy) cl o (& 037-23051 | Clomeprop Metabolite B Standard e | KEEFHRA |100mg| 22,000

é\i(qugl?ggcﬁ’ZL n : o () 135-17831 | Mandipropamid Standard R §§é’a’%§§?ﬁ§ﬁﬁ 100mg| 30,000

4 B AG. BEEHE~BE H.C 0 & 160-25971 | Pyrethrins Standard R | KEEZHEA |100mg| 9,000

i 0 @D 192-17261 | Spiromesifen Metabolite M1 Standard Ref | BEEEHEA |100mg| 45,000
C1oH10Cl,05=249.09 (& 193-16951 | Sulprofos Standard Bef ML | BERFHRA |100mg| 12,000
CAS No. 84496-85-5
SR BYRERR RS SR
=PM=4E0On o — N » - L.

(34 1 (RS)-2-(4-Ghiorophenyl)-N-{3- CH RYT 4 7Y A MIIBEEAC LY & FUEWE L
methoxy-4- (prop-2-ynyloxy) LF BB AR EME 2 &AL Tld b hwn] & &
phenethyl]-2- (prop-2-ynyloxy)

o s acetamide m o . EMPIORE T 2 AREMICEL TS F S E 250

: Mandy \/\@ 3

8 (GNMR) : 98.0% L+ 0" ch HAAThh TN E T,

4 8 AE~bTPSTVESS - -

SERRME K 4.2mg/8 (250 n- AR CauHanCINO, =411.88 O, KM EIHAE . B R SR AR L
0.042. n-AU5/—IL 48, + : S
P xna/—»éefbmugl;u}f CAS No. 374726-62-2 s LE Lizo BWHEERO—FSHICEOTHHT v,
120, 7k 300, SoOAAE
400 (g/4. 257C)

i % s _

T EYRAEERESIZEER (F/0VE]) (| 20us/me*’)
EUVNUVIR#ER I O7nFHs L7a7OxY EO3REE
Bl BNz H J= > o .
28 (0GC) : 95.0% LLE (ELAT+ ELMNST + SRUST + S XU + Sr REULT + v AEI=0I7R alkidd i
ZEYL) Fzox4r F/70x4%2 <ILAR7Ox%HS
S B EE~BE. BRORK FIETOXYL FUDY B
43 | o 3
i %R, S =B $57054 JATOFYIL
CHs 1 A%/ —JL:DMF &% (89:11)
BYMAEERESIEER (YILT77H + EEHEHERAD
(& 20ug/me*?)
FIVANT) L ZNT7FTI—Ib ZIT AN DT
CAS No. 8003-34-7 STRYTL ZIWTPREDL TP AFIEE DL
ZWTFIMRIEYATY ZNTphOxHT =L RNTpATTL
R R FW CAS ZNTFRIFHY ZINTFZRT ZIVTFEI AT
Pyrethrin I | -CH, -CH=CH, | C,H»50,=328.45 | 121-21-1 TP IOEYESS LT p =P IK ZILTAIEHT—
Pyrethrin I | -COOCH; | -CH=CH, | CzH.:0,=372.45 | 121-20-9 sy SIS ST
CinerinI | -CH, -CH, CuoH204=316.43 | 25402-06-6 ISR TP OEAGS TS
CinerinII | -COOCH| -CH, C21Hs05=360.44 | 121-20-0 TSI it
JasmolinI |-CH, | -CH,CH, | CpHe0,=330.46 | 4466-14-2 ANT7IAE ANTpNLATIE hARTUL
Jasmolin T | -COOCH,| -CH,CH; | CpoHs05=374.47 | 1172:63-0 ANT7eH3R ANTFAFY = BUARI
%2 THERZKRUJL:DMFEHE (9:1)
AEOXY Tz /EEY M1 Z4m BMRAEERESERER (BFHF) (F20us/meX5./—)b

1b% % : 4-Hydroxyl-3-mesityl-1-oxaspiro o o R

SRR SO ILE e DURSNIAALIN  FUITAII—  AFLETI—

5B AE. ESMR~E =~ o ‘

BIMAEERESIEER (YU054K) (% 20ug/me 7tk
OH ZNUILIER)
HsC CHs TUROTAY FF LY H1av1o As
C7H2003;=272.34 AESTAIT Fadr
CAS No. 148476-30-6 S (=A% FARETTAIUT
Ref--2 ~10CHHE  [F— 20CIRF r" — 80T  RENAVBAUTREETT, CrREC#E<]

BE BT -BESM E 1 B1--51% LB [B]bERE SRBELENE (B2 tEE BoRBELENE Q- BEX @ #E
[EaT - AL RB[LIE F—IEEENE 0 fbFRBEILE S MIEENE @A [RAE)-- 457 RS fe 22 A PN - H IV BT KR
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Products

BYHAEERRESEER (RIVEVAD) (F20us/me 7tk

—RUILBER)
JOXTHRIL a- hLiROr JLRzvor
+3/-v B-kLAROr AFNTLRZVOY
3K No. A % A BE | HEEEE)
293.02053 | Veterinary Drug Mixture Standard | = 1m¢x5A | 20,000
© Solution (Quinolone) 'i%fi%u !
=B 224.02083 | Veterinary Drug Mixture Standard | = ImGA | 22,000
Solution (Sulfonamide-+Antifolate) '1%77&1%11 !
228-02081 (each 20 u g/mﬂ ) ’T:" B 7 Iml 7,000
294.02103 | Veterinary Drug Mixture Standard | =y 1m¢x5A | 20,000
© Solution (Dye) (each 20 1 g/mé 'i%ﬁ%u
@ 22802101 | Methanol Solution) [ & Im¢ | 8000
29102093 | Veterinary Drug Mixture Standard | = Im@x5A | 35,000
© Solution (Macrolide) (each 20 ug/mé 'ﬂg’f?ﬁ i
w778
@ 22502091 | Acetonitrile Solution) [F° [ 7 Im{ | 12,000
il d Veterinary Drug Mixture Standard | =
o) 224-02201 y Drug 2 Im¢x5A | 35,000
E Solution (Hormone) (each 20 utg/mé 'i%;ﬁ@; 5
sey 220-02203 | Acetonitrile Solution) [ [l ? Im¢ | 12,000

ZOMDOERY 74 7)) XA MHEGHIEITR L) TSHT
2,
IS R — A — > BLTERR— 5T - BB &
Hr— 01 FRFA BRI - B EESE S (KT 7 4 7)) A MHIEE)
URL : http://www.wako-chem.co.jp/siyaku/info/env/

pdf/positivelist_1_1.pdf

ERifRisE ARFigit

PSFM-J1 1githD 11—, i&iF

A, EEMFERER OO, MED Y M2 X 548000
DEFR T 4 VAHLEOLEEH ) T¥A. 72, High
Five (H5) Mi3EsIcB VT, L- 7V % I Y ORINILE
HYTEA.

SEOHHNa= Ho MM T & > 78 7 5 BLEIT /
oy MEEID RV
L-7V %7 3 v EORMAIAE

(FVINOBRITHAR)
pzw M 1 2 gzp gl 2
80 L—>1:PSFM-J1H5#7 20—
- 0 L -2 AtIBiRiktEH
10 =) 50 M:SFET—H—
ot . <« :BMs>NUE
50 | == < YOTNTTS518:20u/ L—>
40 — SDS-PAGE : 2—/¥—+y 7™ I—XZ 10-20 %
2 [3— K No. 191-15031]
30 SDS-PAGE &% : 200V (&) .60 A
70y 71 7k PVDF &
20 15 K : #1 His tag #ifk
10 B e
H 5 #Hia
(HHRQIEGET)
6

<——>

(&)

IN

4B (X 10°cells/me)
N w
—— ]

~
|

[ i
il /
AT
I PSFM-J1#5#7 3 —Mﬁ ) <> §J|H;;lﬁaﬁ

CPSFM-J1gth 72—+ L- &2 3>
CAMCHAE LTIV

/
/

T~
T~

S
~

o
o

[~
8 == _ 1
o :\

(VN BRI
o M123 M1 2 3  L—>1:PSFMJ1#T I~
H7R0 s H780 L—>2: PSFM-J13#7 3 —+
- - (91 % 3
- L —>3: AHCHAHE -+
100 ‘i g LTE3
M: RFEI—H—

<« BW2 U HE
YOTNTTSAE :20u8/ L—>
SDS-PAGE : A—/N\—ty T ™MI—2X

80 [ .
«
60/ &= By .
50 =
Bt

40 j=
10-20 %

R —— [3— K No. 191-15301]
S0 == i SDS-PAGE ;&7 : 200V (EE) .60 478

Sl 70y 74> : PVDF &
20 = Bk : 51 His tag HifF

TR ERRR
(E#y)Rz2 O JEE]

1) BAEDE A 5L 2 B B OB 21T - TF S v
Bl) A& BUE ORI 0 L T 10% — 30% — 50% —
70% — 90% — 100% @ & 9 12, R4 IR % B

T THHTF SV,
2) HoMillez SR OB, L- 7 vy I v ORI LEd

NFEHA.
J—K No. A & g NE | FIAEEE)
QD 160-25851 | PSFM-J1Medium Wako, Liquid & | MEEER | 10 | 6,800

BEiERm

I—K No. & & HE NE | FIAERE)
034-22961 ) ) 5g | 14,000

! 1

03229960 Cholesterol, Semi-synthetic [ | #RIEER % | 54000
160-25231 | Polyoxyethylene Polyoxypropylene L2 100g | 5,000
162-25235 | Glycol (160E.0.) (30P.0.) 500g | 13,000

Sf 9l
(HHRTIETEE)
==
£ 8
H A ]
' |
A/
x UM A 3
g, /I/[/IH/ AT // //
;%12 1 ]/L ¥ V
0 . : ‘
° ° ICH ° *
m— . PSFM-J18E#7 O —
— AMBR
<> e
Ref--2~10CHRHE  [F+—20CRHE [6— B0CHRE ERFEVBAREERHETT.

wEBr-wEsn B Br-sm (B [E ([E--gi
[feal - e REBEIE % E—IBIEENHE

B ]-tFk SN LENE
e} At RBHILEA FERENE @ EHEEE

[E2) LBk SoBEEILINE Q- B% @ #%
[E)- 4% AR AR S BT - h LB ATk
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Products

- = AT IL-T . -
HlRas A ke fF I (T

= o4y : BE3RIRE © 100- 2, 000PU/m ¢
N—t"* : '
ChiCa : AR Ca” R E LR, 38 (LR A
Afild, T F N T S B NG TH W)
Mz 3 28/ 7077 —¥ T, Mk LM% RSB 3050~ %0 H Y
Y= MRICHBESE L 2 ENTE, W oMREEDL RISEE : =i~ 37C

DORMSHET OB FU S, SEETRFAEROS  ©  CRitpH - 6.5-9.0
FTHBHENTE S, ZOKE, BYdRERMETO FBA=ZEF : EDTA, Fe®', Fe?", Ni%*, Cu?’, AI**, Zn2"
WL TV =a2—T7NLE L7 .

3—K No. L] % BE FEWAMEE (F)
Q 386-02271 | DISPASE"® I Ref | 10000PUX6 33,600
m @ 38302281 | DISPASE" II R lg 7,000
Paenibacillus sp. (IH% : Bacillus polymyxa) H¥ o : ................................................... .

MEBTETT =¥ WO 2 5L, 20 | | e TEMBEHISEDTEEC a»
Pk Ca? Ik W &Efbsh s : . .
iMatrix-511

MLER OB & ) BEEEESHES N 2 L idiFe A -
Yl MEOAMICID S 3 T RE : 3=V REWOEEBICAET s~ N ) v 2 2
WEBMZ BT 2N, 7 17045 0%+ O—BTHY, MIaHERLHIICERboTVwa T ER
LML, FRAZ M5 Y — MRICHEESE2 ¢ ASATWET, Rk, FI=V511E8 7572~ b
T LS COLHE—ORBIEETAHEL Y Vs HTHY, XFSE
N Ty vRagrF—EhrnTur T —E s - GHEOMI OSSR RS 2 & ST RE 2SI T
R0, AMBEES D C XV ER AR RE R | Fo KBRS SRS E OEAMEICL Y, ZhE T
TERI et (REilps, JLBRIGRE, RIE. pH) A5l @ BOPFHICHLVE SATE 2L FiPSHilaee b ES

I i D AROREICBL T,
FCIBVCRE. MM So CREBIIENT 2 | KEpomBRCRE S
T L TR AT g TERIEAHLAI Y = j
<4375 XvORAL L LoshTwET. N;:ﬂﬁi-m
Y R SR A B :
. CED
DISPASE® I DISPASE® I : SLEE 2 0 W 4532 12 i B
MR EEER REE BABR HAES 1 @3 s AMOMIIBE RN
= 67N L D QMO RS &, MO B - g
E£3=EM |10,000-13,000PU/ /N1 71| 300,000-360,000PU/g DR EBLI B
SR EREAL DL TR BEAVIL L QYRR ¥ ¥ s BO R0, BHEBRAO R

EMOESE: hEA CABECEY. 1 ARSI ugnFaLY - v FES/iPSHIEORZIZB VT, ShECTHETH >
EERET SBEELEI1IPUET S (PU : Protease - I | B L LiwiaLik
Unit) o .

FIZLDEE Z3=2511
ast(5%5H) a1 a2 a3 a4 @
psE(3iEm) @ B2 B3
y#cES @ v2 v3

325111k, ab8E. B18E. y1EPORDTIZ>, 732
C511-ESBHIRTHW AN SHTIIZ RS F LK. a6p1
12TV AR ERT 2,

Ri2~10CR%E [F—20CHR%E [0 — 80CHRE FRAEVBERETRRETT. [REICHKL]
wEBT-Hesn B Bi-sh EM @L-R (B eEE SomEEENE (B2 bEA SCRBELEYNE O 5% @ 4%
[ b2 REFILE F—IEEENE [ CERBPLE SWEENE @ EEHE [RRE) A TE AR R M R PIBAT AL BT K
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Products

{ER75E

AT % D-PBS(-) THRL. 0.1-1.5ug/ecm? &£ 55 & 5 ICH
fRtEERMICANE T,
X HREOBRICL s (TREEEIIERLYET,

}
FRTIM/EA o FaN—FL. BREEELET,
!

Mg eEEREANTHEEEELE T,

&£ A i

(a) REE#AE. 0.5R5REIEE

~ Non-coat (iMatri

LN511E8

AmEFERAL T, REME% 0.5, MENREMIL% 1R

EL75

(a) REBDIZBE (). FEAEDHBEIEBL TOEWD,
iMatrix £ () TS OMBEIEEESL T\

(b) RUEDIZE () THEBLTWBEH, AVIREDMEEEH
BZ<CHERI N, iMatrix £ (B) T, AVIREOMERZIE
HEVERINT, FEAEDOHRBEIG L BEL TV,

(EBE W=y ENIFT N v 7 XREET R

(EEER)

1) Ido, H. et al.: J. Biol. Chem., 282, 11144 (2007).

2) Taniguchi, Y. et al.: J. Biol Chem., 284, 7820 (2009).
3) Miyazaki, T. et al. : Nat. Commun., 3, 1236 (2012).

SF No, [ 7t B & 7 B
@ 36202413 | 892001 | ., g (ITugx2) | 54,000
Q38002414 | gopop | Malrx-S11 B | p0ug (175gx6) | 120,000

FEY v TV SHEOHFIE, BT 712 S H)E
ZBHEEET SV,

FEHAER(E)

Limulus Amebocyte Lysate PYROSTAR™ ES-F/Plate

PYROSTAR™ES-F ¥ 1) — Xi&, #FUIIEEHRIF, =2 F
FEYUHERMREL LTI LD TFDAKRE RS54
= FAETT,

ANz, Edie 4 s a7 L — N HoREE T
LELAe WETL— M) —F—%HnwbZ&12LY,
HAZHREH CTEMAEORIENESTEE TS, Em#ifid
0.01~10EU/m¢{ EMRIE <. KOREIZ D B A AFRH

Vo T HREIEEIRA) N A F RIE N, MR R A, &
SICi3MleRE R Lo RELh & SESEFL5HO
IYFMFY URBICHEAITE T,
b
FDA ZGE
KEEMHEZEMLF (FDA) W %S (US. License
No. 1762) o K E i H 12 B 2 w5 ek B b
T
IV R ey URERE
(1—3)-B-D-ZNVHh v DOEBEEZTF, TV FFFv v
RRRRAICHE T R, ANy 77 =R 8K B
ANFETHE N Al H
A BRI E T B
12 VB Y)Y > SIS0 ul THETE L7720, &
ERY TN TH e TRETEE

PYROSTAR™ ES-F/Plate i3 2.0mé x 454 7

Control Standard Endotoxin (CSE) 184 7 v
-
8EF—4
REMRER
0@
35.0°
}i 30.0; —
Fﬁ 25.0}
H% 200 L
EE; 15.0} |
< [
10.0} T
Q
0.0100 0.1000 1.0000 1 O,dOOO
IURMES VR (EU/mE)
| 1 3t : log(Ta)=—0.250983 log(C)+1.10963
FERE(REL : —0.9955
ATV R MY VOERER
EXE% 0 50 100 150(%)

0.9%NaCl

3%Nacl

25%T K

Vv (i)

HiEMg (50mmol/4)

AAE5 LEAT VI (1.0%)
REAKFENa(0.25%)
{AABNa(0.1%)

A/ Na(10U/me)
FIUr—IV(2.5%)
TRPFS A (0.1%)
EUNF 1REEHE (0.25mg/m2)
7 A3VEENa (25mg/mL)
747 7RI (5mg/my)

3K No. i) # AEHE | FE | FHAEE

Q 54510031 Limulus Amebocyte Lysate

PYROSTAR™ ES-F/Plate & 0.01-10 EU/m& | 160K | 56,000

Ref-2 ~10CHR7#F  [F-— 20CIR7F [80-— 80CHRE HFrrEVBARERREETT,

wEBR-Hesn B Bur-sw B[R BH-se
[EaT - AL RB[LIE F—IEEENE

B ]-tFk SN LENE
2] b2 R A S BETHE @ - FEME

[EZ) Bk S BEEtenE
[FRE] - A5 AR I T SR}

O B  @-BE
AONT - B IV BAF K
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Y2 ES fiiisEmEmEst QWako
mESF SRSt
mESF HTUXb

Aiid, v X ES Ml %552 T & 5 MiERE# <9,
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