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OREELIERRENS U (BEFREK A=2) XE#¥EH: 20125118198

ERE ERE
¥Cs MATRERE (Bg/kg) : 63 = 6 174 + 12
B10s MathERE (Ba/kg) : 106 + 9 297 + 20
K BSTRERE (Ba/ke) : 283 + 54 276 = 46

OFEHRTR L itk

JSAC 0753, 0751:100 ml %¥#+/H 20,000 [, JSAC 0754, 752:1 L 255311 100,000 [ ({1309
O AR EBHAZ: - LB
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1| e
14Cs STRERE (Ba/ke) : 62 = 5 141 = 10
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K BETRERE (Ba/kg) : 349 + 29 783 + 43
Sr BEEERE (Ba/ke) : — 11.5 £ 1.2

OFIEE 2R & itk
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* MBS SV EE 5 iR () B 30E, TEL: 03-3459-7491, FAX: 03-3459-7499,

E-mail : info@seishin-syoji.co.jp, http://www.seishin-syoji.co.jp/
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ERT—5 &85 ET, KRKIGRYE OB)EE D MRS
B OMBNC DN SR E, R aEm s
N%. MAT, 2<OF—FZEHLERKIERTHO
FIES, —ROMFELZ NZLDIERBE, fRICkEkh1
DIND N B ASAHENEDD B.

PMt > U —DEECERIREORM kR LTS
HP—TEITRESEHRD, HALH—-IZDODWTHLHE
LRETR YA TS, ¥ — T EICEA DR E
BFELTWS., 20D, BERNERCERLUCET D HELE
HIEEEDOBICXKD, oI —DMWREZFMEL 729 &2
THHATHZENEENS. T/, MEREHMEOEGEICH
o T, HAEMCERLZHERE (BXUPM
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OHE M EN SR TF) 2RIRT D ZEOHETH
5, NY Y —DIERICH o T, FHHT
B — OHITEREEOME, RFICOWTHML, TR
PFEATL2EHMISC T, EYICT—F U EfTo72 bk
THHTAIENEETH .

#E NELRGEHAER OB SIS A ICB T B 0 —iiE,
FHE e g€ (19H04240, 21KKO0187), #&HhEREE B
FIRGEHT Aakash 702 = 7 b, ERKMHB &K O EIGKE
WISE 707 Z AOBRick D EfS N £k NPV
R, AEBRRFOINGERZR, MASBK &I A
JEFT DM FHIZ B L O Aakash 7O =27 b A2 N—,
RIFRZ O ESAERIR, # LK, KKK, HEE
HIFGIZ U, BB EFHINC Z T 72 BRI U 1
Frz.
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S'ID“:I

NEZEEESE

NMR (EC-gNMR) DT T &

AR, fEECIERSER LA O ERES U THEHZ4D 2 E & NMR (QNMR)
3, NEBEESER (IC-gNMR)  ESMEBEEHETL (EC-qQNMR) [T KBNS, ZOZDDF
HEDS B, AHTIE EC-QNMR O & JEFMIZDOWT, £z, EC-qNMR TIEf:
ERSNM AR T2 L THERITRELEMNT D, ARHPHFLEBFIT EC-QNMR % A
T2BO—B)&720D, EC-gNMR DX 5785 EALICENINTFENTH 5.

1 0 &®IC

NMR I3, S ICENMNZE T, TR TRIC
B OB EHLEL, BTV F—noEmIT VT —
WHEICBR I 2BRZFA LAY MVETHS. ([
HREEE R 2 W T BEIORT &, FGIcEM N T
i, z#OEH0 ZmAHH TS5 ZOLEDEKD
WAL Rl oy Mo 13, =z 8l HICTFEEL, xy SEEICIETFEE LR
VY. JEE, NMR Iy BlO5 A OB > &2 T 2 K 5
ICRREIESNTHB D, 20D, IIVFREIVIV ARG L
T, Bepisrz y Bigacd s, e r/rbe
LT d 2. OB, bk 2/ 2 xy ko
FEOXDITEND, (HO—FENkbn, HET 3.
TabbHMBEEHE FID) THO, ZOHEHEZE
Ty RBFI EER. FE7z, WML 2T 5 2 i, =
B> T, b ELOEPEEIREICRD, ZO#EE T,
BHEER (M1, ZoZ &5, NMR CERMNEZ
RS 27201213, TNV AMEEZO T, B E=5E L T,
FID Z b N7z < ALK (BGAAKFR : AQ) ZFXT
HENH D, Fi-, WH NMR BPE Tl SN thZzm L

MOxyR S IEBO £ S IZEHNY .

o M =

IHDEDICHEEZITON, OB, T EMEEE
LT, HEOBRTHEIRIEICRE M GRIERFR : D))
)V A L ICRTAIHENH D (X 2). Eio
ErEERAE LUV ARFNERET S &, FfEZIcH
JB T FIVIBEEE S FRTHIRT S 2 & TE 5.
Tabb, FHICHERMOWEZEEE L TRINT %
&, HEYED S T FIVIREENS, IR HOWED

M EERNLMEZRDD ZENTES. ZOFE
1%, E& NMR £7213 gNMR &R 5.
1NILAGE (pw)
BULAABEME (AQ) 2R EIERR (B
< » < g
N >

SRR LBER (7)) 210% 7

K2 TFTEMHEEERLENMR O/NILART
Wi, NVAEZE B THD, 2AROR LR ) 75
A U C R .

MOz Ez8IChE>ThE L&Dl

ERO—HEAEbh 3 — &M (REn) MR — TA8M (HEERD)
M,
g t [usec] oA %
A M % .\I". ;ﬂ
W1/
1 -
I | = ;
. My sing
g X L1\ M. = HIBAAIAST B OF oo g
ffyy, T BN —EERMBSE LI LA, X X X x i
vl My=0 RESERST (HASTRSRT) 15 L z My=Mgsin6 z My=0
M, =M, THAL AT M, = My cos 8 M, = M,

1 EEREEZERICEIT B/ RBEEROBALR S M DEE)
WALHr My 2 y Bl 90° i 72 & &, BROMEDEHVWE—INESND (M, = M, sin 90°). ALED M, Z y Eili /511 90°
T 2 72 DT 275N )L A BRG] &2 90° /)L 2 (pw90) EIEL.

External Calibration qNMR.
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2 EC-gNMR DIk

—fi, RANFICTHHIGRE REER), FRicXK
RHERO B DICERINMEL, 70T TT 10—
KB ERE S RIETHEMT I NZHEMETHD, &
0% k275 A ETHRTE WK IS O A
GRIIELAINGY. LED-T, BRPEERRED
Bk T3, R 2T U it ez
AL TG OREIREE, BRSO AN DL DENIZ
X0, BRCEESN ORISR OB
D AHIED, BRI X > TR S Z e n
%, ZOXOBMEDMRIIZ, QNMRIZIEFICHZNT
ho5. PIZE 7O T I T —Ic KB ERRE, Pl
FEAL AR & 3Vl 9 2 720 D N fliidBR, & 2 WidmEiliic
BWT, HEMDHH L EEROHEHEZD S LD
gNMR THH L, EAEROFHMEEZ2RETIE, W)
b BE ] CREME S ORI 22 1 Sk 9 % ik Bt SR D 22 U
M IN 5. BIE, qQNMRIZ, BAEOO &M, EES
DEEICET 2 RNEHRZNE L 72, BERLIFMIAESS
KUOHAEFE S OHT, ERAFELOMENERE L
THRAINTWA., 51T, HAMEERK (JIS) &L
THEEIRINY, BHEES I D M7
AL 2 RN L2 E VWA S,

LnL7ais, BN ESE HEERHFBIU
IS #Hedr &, BURHERAE A EN T R TNFBEEREL QNMR
(IC-qQNMR ' internal calibration QNMR) (ZFRE 1T
% IR DL, NEBEEHEIC K 2kt DGR 2 T 72
i AR, A S HEEL 2 RAFED S O F A7z
CFERES 5 BRES) L, 3% VIR BIE s I 30
TNFBEENE SRR R E TN U < Ba72 5 W 2 HIE
% &E, IC-qgNMR Tl Al R HIE A3 K 3 75 355 1 AT B
CWEFEET 2. ZOXSBRGHE T, SRR QNMR
(EC-qNMR : external calibration qNMR) & JE# 12 H A
TdH%. EC-qNMR ICIINED RI2% 2 FME O EHE
SRR E B R EARVE & W 2 5 EY, SRR
I3 FID FB2MAT 2 HEVDRREIN TSN, AR
T E B ZFH L7z EC-qQNMR IZBEE LU Cihi & it
BH7n?? EC-gNMRIZHIEH 2@ AT 5 &, R
@ NMR EEfl#Yy 7 MoikiFEd 2 2 &x<, §#TH
EC-qNMR Z£fid 5 Z ENTE2". ZOMKEHEZ
FIH L 72 EC-qNMR 13 PULCON & WS £ THAI S
NTWTY, ZTNETIZEL DX TRIEREN
RINTER. —F, INSORI T« Tk zE2ZT
T, HH D NMR# @& %> TEC-qNMR Z%£fE9 %
L, 5% U EOBENRD LD EX<HL. KK
fRIAD 7= D IR DR ICHZBL TH, RPT 1 T
BRLMRINTH ST, ECqNMR 2Ejfid % LT
OERWIRERERIFEESITE A LR, KR/, EC-
qQNMRIZAHATHZHDD, IC-gNMR i3, Hik
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ROVWEFERELLINTORVWONBIRTH 5. KT
ZH 513 EC-qNMR D @Efg LB K UEHEICE T 5
BEtohT, @Y aEFHEBED I LICXD, EC-
qNMR T® IC-qNMR & [RIARICERZE 1 % LANDIERE
ERNARETH D ZEE2RLEY. AREIL, ZOWET
L7z, SfEciEe D& 2525 BNZEEL
EC-qNMR OHIEFEH & HHE THIL THERWN.

3 HERTEICET< EC-qNMR DA EE

NMR OIEEF MR ERICHEDS. I2b5, Fa—=
> EX Y F 2T (T&M : tuning and matching) 12 &
0, NMR OO )L (FO—7) AHRIE S0k
SR FF Y 2 & ZITR D, [VVVANE (pw © pulse
width) X E—Z iR/ 70 b 28/ BIVIRE] 3 7o—7
BEAOM (QfE) &b, HEENEWVRE DTS,
WEIETL, E—JHBENNEL<RDD, ZD5 pw
F3EL<BZ5DT, X ) IKRTELICQMEIZ—EDE
EAQRN

AX  puwd0
Conc. X H =Q

ZZTC, Conc, EIIRE (molVL) ;4 702D
E— VW H AIWCHET 270 280 pwd0, 90°
IV ANE (usec) .

L72/3>7C, 240 NMR i{BHE 2 T EC-gNMR
2L 725G, & ORBREEIL TR (2) TRT
ZEMTED. Tabb, HEYHOHEIHE (Coneo)
DS NEEE, PHTEOMERIRE (Concy) 720V LUHE
EERDDZEMTES.

He  pw90,

A
Cone.p= Conc.c X——X——X
one. a onc.c e H, " puwd0c

ZIZTC, WTEA W BT C REME (N
Y 72 13 R E)

Oy AT & EEME AV F U NMR R BHE iz d % IC-
qNMR O &, WE TN DO WAL 2 y fill 5 17
T2 pwldA U &R0 (K1), @%, o—7

H 3 FILEA

E1k

R

4]

T L%
I

[
[
I
| T&M
[
[

|
pw90#z IE
I

]
|
|
|
1
|

gNMREIE

3 NMR OHEREEERIIEESH7/5HD EC-gNMR AIEFIE
LA L T&M BIEENF I/ TH R,
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RSN TWDT 7 4V b D 90°/VL Al (pw90)
MHAELRHICEHAINS., 20D, I (2) ITRT
pw90 IZHREEND. —F4, EC-QNMR OB H, ki
EHIEYE IS S NMR i BHE 125 57280, Thzh
D NMR GEE T, B OB pwI0 35785 v HE
nd b, ZF07D, EC-qNMR TIEM#RE R TZ
7272901213, B3 IR HIEFIEICHE N T&M B &
U pwI0 BIEZITO MENH S, TN 513 ik DMK E
HMEZWRNEEL L TORHADFIETH S, ZDI &ip
5, JO0—7® T&M B & pw90 #KIEAH, EC-gNMR
DOMEICIES DEEERA S HERHERD T EIFHLNT
H%.

4 EC-qQNMR ORHEICESDEEEZ 5ER

Ak, M3 IR HEFIETHTMEICHT T =1 >
(CAP), SMIBHEHEIC 3 IBEED Y AF )V ALK (DMSO,)
ZMHW7z EC-qQNMR OERZ/;RT. WInb, EEH
L% (SD 12 N L —8 TV st Wi AR5 & 7= 383
EHEME ZHNTHED, ZNS0RGHEEZSREE L T
W, EEEREZFMT S, pwI0 KEB LUV T&M %
BLHETD, pREICIESDE25A 2 ER 2L L
e 7B, FEEIT — 213 HAE T Super COOL 7
00— 7§ & J]NM-ECZ400S/L1 # W THR&EL 7=, #l
EFIE T O— T EE 25 CITHITEL 72

4-1 pw90 RIE

NMR Tl LOE -7 #EZ pw T T
Oy b9 5&, HETDIEKHRI NN D. ZORE
ZRH L7 pw90 RIESEZ —D#HINM T2 (K4). —
DI, E—ViEEN 0 £72% pw360 23T AAD LD

XIVRA v~ b ZFE T pw360iE

pwao

e 1 T
@ | I S - - pw360
B, A
Su ] /k =
[ pWIBD . u270
i 1 v | "i
A2 02
pw [usec]

Hh=—F714vT74>»7 (CF) %

— B

A4

h=7749F4»Y

pw [psec]
K4 pwIORKIEEAZE :pw360 5N —T T4 v T 020
(CF) %
500

IZpw 2RI EHHEHMTE 2T, 20T LA T—4
MEXIIVRA > ~EIRDpw360 ZHEL, 4 THRL T
pw90 ZRET B HETH S (LLF, pwd60 k)0, Z
DOHEE, BFFLE—V O TV EMOZEEZZILALL
ZTICIERR pw90 Z2HINTZ 5720, BESHILLS —
BICFHHEINTWS., =L, FETXIVERA > MEHE
TRHEND DD, PEREHENZ NG, XL —
7 NMR 2B DRINSEEN S NT, HEINNETH
%. B —D0 pw9I0 KIEHIEEBNT 5. ZOHIEZ
pw360 fHE T/ <, JE< 2RI pw 22L& 2
HE, BARAITIE pwl0~pwd50 D#iFAZ 10 fifRE 7
Oy M 2EEHIEZTY, 207 LA T—FICHT5
H—=T T 1571427 (CFH 5 pwl0 Z2KRIET S H
ETHD AR, CFiE™. Zd CFi#%ld Delta V) 7 b+
v 7 (HAETE) EoBEREHEMAENT (E— R Nu-
tation Analysis) TH#ENAETH B, =2/2L, CF
FE T OEWE =7 PG ERD & X, pw B
ELEED D IZDWTHERETHILENH S, M5 ITRT
DX, DMSO-dy DY — 7 #HEFFLE LD
CFIEDFERTH 5. BIEE—2 (DMSO-d;) @ T, (T,
=15sec) 1T U T pw HEfRHIESAED D, 2N E, 7
LA 7 —% O < IESKHIER AT E S ERER pw90 ZH T
. LL, INFEToORE L, D, 2 60sec MAL
CRETBHE, EDOLI2BRE—IUNBEH LIRS T
H, BADRWEFEMBEELTCFTIENTES.
pw360 EB XN CFiEE HIT, EBREOBIERE TIZE
HIEPICEERO O E— BRI, 50

Di: 1sec
lculated pw90: 7.02 psec Calcylated pw90 : 7.35 péec

Di: S sec

Cafgulated pw90 : 7.26 psec Calctylated pw90 : 7.41 pgec

D:: 10 sec
Calchyjated pwS0 : 7.41 pgec

pw [usec]

pw [psec]

5 pwERAMERHDD, =1, 5 10, 30, 60, 120%
ICHRELTHEONLET LA T—2IIxT 5 CFEDIER
(pw90 RIEFER)

pw HELFEHIE O B H.0E DMSO-d; DY —27 (DMSO-ds:

6 DAZZMR). DeltaV 7 hUxy (HABFH) Lol

IRt EAENT (E— I : Nutation Analysis) Zffif L 7z.
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E—r 055, EOE—7 #REH.LET D0 HBHIT%K
Smb LN, L, EoE—ra2REHLELT
bRV IC-QNMR TRBHENDITXTOE—71T,
FU pw THEINTVS). EHAMIZIE &b SN
DEWE—Z ZRHEHPLICTHERNL, BB TH—
LW EIRA L THIET DB E — 7 28T 5 &
BW. K6ITRT DL, DMSO-d; IZ Vi f# S & 7= CAF
EXLA 2 MA) DORAGHFITHD. IN50E—
D EBEHPLELEEODO, CFEB XU pw360 ikIT &
% pw90 RIEFRERIZIFIE L, S5 TFRNBRUS
THITDpw90 H 1 % INTRIf/I—E & RT T &M
5, CFiE& pw360 L& HITIEMIC pw90 ZRIETE
TWaZEMNsn5d. EC-qNMR OE A % #HEd 5145
&8, CAF E MARAGHKEOL DT, B THBRU
TRITO pwI0 O—EZMERL T, HEHD pw90 FIESS
EMELITATWENESNERT 2 LRV, i
CF#TId, fili7s pw EEHIE S 2B L Thhiz
W&, pwIO RIETSE % DL EDORRENEENTLES
DT, FENBETHS (5D D; N 1sec & 60 sec
LLED & & D pw90 KIERE R Z Ll © 7.02 usec vs. 7.41
usec). 783, pw90 KIE T pw EEEHIE HIZEARI DR
ENERLTY LA T7—% O < LIRS E L0 &
20T, PCTHyTU LT off ITT B LERD 5.

A DMSO-d
T;, 15 sec
CAF_H3  CAF_H1

CAF_H7 T, 24sec T,19sec
MA T, 1.7 sec ‘ ‘ Il

CAF HE T,, 2.6 sec

T, 6.4 sec

102% - Ref pwa0 value

[3)

=

[

(7]

2

E 100% - (o} 3 §§

@

S 99% donmn e

(3]

-% MA CAF CAF  CAF  CAF DMSO-g:

3 98% - H-1 H-3 H-7 H-8

FrLytr R (BREbL) =2

O:h—7 749574 »7% (CFE) & pw360iE

6 CAF & MAREHMZRWZEBOD CFEE pw360 E(C
&5 pw90 KIEFER

(A) DMSO-ds ICIAfR S B 7= CAF & MA iB&##F 0 '"H NMR
2R M. FRENO 7O P E=Z OIS T 2R LT (B)
'HNMR Z2X7 ML EIZgRanz 7o k> E—7 2 REdh
DEURBD, CFIEBRU pw360 EN S5 5 pw90 KIE
g MA 2HEFOLET D CFED 5B 5N pwI0 2S5
LT/ oy hL7 (n3). CFiE& pw360 iEITHBIT 3 pw
JHEFHHIE SR D 13N F3 60 sec & 20 sec IZRRE L7z,
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4-2 Fa—ZUUERYFUY

pw90 RIES & milb U212, BE T&M &FH)
T&M T®? EC-qNMR & &R Z kT 5 &, T&M O
WEZHATES. FHT&M TEY + 7Vl = 5

Lies, KEHEZ 0 WCHREL THlEZ2fro 7. HE
T&M T K HEN 20~30 RETH - 727, WEFED

EC-qQNMR OE BRI 1 % LINOREZEICINE D, 1C-
qNMR &N THEADBWERKE TH>/Z. DT
&5, HE T&M EREIR T EETE S 2 Ebhb
(7). 272U, T&M 217551 I 2 V3R E
THh5. EC-qNMR TiZ, EHY > TV OiREZE—E
U THIEZTTS. NMREHE 28 A% <IZ T&M
5L, TO—TNIKEET 2REDSIZED, 3%
A DRAENEEND (” 7). EC-qNMR TIEES
FERZTI VIR, TO0—THNOREZ 5 s
Bzt%, T&M 2175 LR\, FH S L7 NMR
WEBIOREFRMRE GRIIL TR, 22°C
IMEFEEL TWD) 2BV TIE, NMR ik & A,

105%
104%
103%
102%

101% | ommmmmmme e % ----------------
100% 1005
100%
- ________é______%______Q_ss%_%_s_e_% ....... {)39%._
28%
97%

CAFDERELE IC 3 T B8R 3 #rfiE

ik 188 288 38E 488 sE8 6HH

105%
104%
103%
102%
b o e ————-—-—----—-—-—--—-—-%--Iéi% -------
1;:: _______ @-99%-% 100% L g0, O 100% %mo%
8%
a7%
96%
95% 18E 28BE 3HE 408 5B8 68A

EFNT&M, 25°C 5 HDEE

CAFD IR =33 A48 i il

106%

| B#Tam, 25°C2 HOREL

104%

102%
"""""""" %’ T O s

100%

Y B SHTE

?

CAFDFREEE!
&
#
—0—
w
~J
&

1HE 2HH 3HE 488 5BE 6HAH

7 BEHNT&M &FE)T&M TOD EC-qNMR BIEFER
DMSO, /R & U= dD, CAF O4rHrflE. CAF D3
g 2HxHEE 7oy N U7z 3 RED DMSO, & Ml
LT, CAFZERLE ZOEEOHRBMEE (M)
1%, CAF 13 1.679 mg/mL, DMSO, i& 0.255, 0.482, 0.948 mg/
mL.
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J0—7% 25°C T5 45 ELENLSEZBIC T&M
2O &, EBHENHLELE. 2B, ARBTHRICHE
BL=ET A, BEMIETO— JIRET [5EE FEER
E+5CLE] KRETDHE, TO—Tb—FNLE
LTHEHTSEDZ & B@EAMREE [To—TE
—5C DUF] RO ZENH#HL WIGE, ERREKEZE
Q[UERRE AR L CHREINICRICT 2 2 & TE
5. ZOEE, JOo—TJHNO NMR EEDET S EH
BEIERICRD, ZORETTO—-Te—% 2EFHS
5. Pk, T&MIZBI2IRENG R 2875 L
=0, KOFEMM AT EAE, Tu—Te—50
FyU Tl —arbdbBTHRTLEZN?.

KIZ, T&M BV Dkt OBBMENG 2 D BICD
WTHEIZMN TBEZ 0. flAE, 10 % TFA-d&FH
HAKICEMRS 056, SEENIEFITE KD
T&M DIEENTNZ Z END oz, —RITIFIR DI
ENELI2DE T&M BEHEIZ <25H, TR
HE) T&M O EHEE 120~160 FRETH D, EEfE
RIT2~3 % OINA T AWM > TWBHHIREZIT 2.
ZOXI IRk E S B, OB K UIBEEE b
i 10 % TFA-d & A H/KIZHEM S €T EC-qQNMR %5
MEdiuE, NA7AEHBETEDLEEZTNS.

4-3 NMR&EHE

NMR 7O — 713, idBEDOFLlem N5 3em O
2 em OFEBEREL TS, £< DA, 5 mm NMR
WEHE 2T 20, A—H—I2&> T NMRAEED
NEICEFDENDH D (NMREEED 75> ROGED

A INRA—1
pw90
D1 AQ
60 sec 8.75 sec
IH -
B —+—{ MPF8_| 1cC [ wmprg_ |
BcFHy T YV TgNMR (NE2—1 8 2)
102% | pw90 E—Z7miE  pwooxaA
101% ____________________ ‘:‘:(:‘AT‘?": ____________________________
100% o O o) o]
Ref value Ref value Ref value
99% fe-smemn-n-
9B a7.3% 97.5%
e ¢
P an Py " S v
96% EIL Pl @t gl
% % A | L

L, AEF—ANOELUABEGDETRIZDHENH
%), ZORHEEZZTOEETO N E— 7RI KM
N5, TOD, HMBIERE L SO NMR EEE O
752 RIIH—T D LB,

4-4 BIEEMH

HAMIZ EC-qNMR TlE, L3> —N—41 >, FEE
|, BUE, AQ, D, “CTFhvy U7 OHEESR
KUVREZ> T OF R ED QNMR #lE S 28— L
T, SR EEZEET S EBbns (720,
pw9O0 I3 & RUEHI X U TRIE L 72 [ O pw 2 H T %).
UL, SMTEERE O ORIESIE 25— L Tl
56, PR EEEDIENHHDT, T0—filz
L7z, pw90 ICE— V&R U QENFIC—
TR DEVS MK ERICKEY (X (1)), DMSO, %
MEEE L THWT, QNMRBEIESHEEHL 2B O
[pwOOX E—V HifE] OfizE=4YU 7Lk K8
/RS 4 /8% —> D QNMR BIESRGEZBREFL, N —
>1&2TRBCTHY TY D IEMFTEID 280
AH, NF—23&4TRBCHY T IELHBTFT
FID Z 5 L7z, D WE/)8% —> 1 & 3 T60sec, /¥
7 —>2E4T20sec & L7z 728, DMSO, D T i
28 EEL, TRTONY—2T, HEIZEZIZHED
BOLAPIRIBICR D 072 D, S ESINTWS UNL A
R U 72> 10X T 1 M 8). #5HiE, Ky —>220
BCTFhy T ITEBETRTD 2 20sec DEE, E—
JmfEE 3 % LA LR —F4, ZOX573ER
BCHw TV D IEMETF TSI NN o . —RIZ,

INR—3 INR—4

pw90

D1 AQ Dy

8.75sec

AQ
B8.75 sec

Behy T Y TgNMR (/38— 3¢ 4)

102% _QWQO I:Q_?EE EWQOXA
A
101% ,___._..............T:(‘.“.‘.L_...,....."------—----;---"
100% | O @ o = o
Ref value Ref value Refvalue
99% f----- c e ks
98%
97%
I N N

96% /s r s # Fa o

5 4 AN AN

95% 3 v v v v o

8 gNMR HIEZEHDEND EC-gNMR HHFBEICS X 5 5E
(A) 485 —>®D qQNMR /UL ZRF]. (B) #/87 —ICB1T 5 pw90, E—VHME (A) BLUpwIOXA DEZLF Y > THER.

#EHE DMSO-ds 1277 S ¥ 7= 1.065 mg/mL DMSO,.
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FID OFGAAHIZ PC T Hhy T > 7 %75 &, ik
HLUTOW SRDERDINDS. ZOZENS, NF—
2 T AQHIZ *C FHy TV > 7Tk T 2 Baasilkl
ZhnH D, 512D, M 20sec E-MN- 72720, gNMR
WE I iR 72 pwd0 OEND TN 7 ML, E—7Z
RENTHL TWEZHDLD /NS Bo2/DEAD &
Exaonsd. [41 pwi0KRIE] T, RIEKFO pw i
BIETYBC Ty TV TZoff ITTHIEEHDDH
HIZ, £3IICINT, pw BEHIE P ICEUEHT B b
0, EMHENEDZE2RIT2-DTHD. WTHIZ
¥ &, EC-qNMR CTIEFEICERT 2121, ol st
T QNMR IER B EZHR—T 2 2 EMEE L.

5 b U IC

EC-qNMR {Z IC-gNMR & U B K ENEK <, ZDH
WA I N TR S 72729, qNMR % U 7z ok
ERIEDOHE —RIRIL IC-qNMR Th -7z, AFTIL,
M EHICE DWWz EC-qNMR Ol FHH, & 8iEH
WNTGDEEGAZDENITDOWTHEHLZ. K pwd0
WRIERF D pw HGEHHIE R B IO T&M 217551 2 >
7 D, F7z, SMEEEE S ATRED NMR FUEHE S
qQNMR #IE & EHE—T 5 Z &ick D, EC-gNMR T
AL % UNEWD SRERERMERTED I L
ZAAIT L7z, EC-qNMRIGHIE & & B Y E & i
THHEFE LS, HETRNHE TRANTH D, X
7z, MEEERITERS 7O NMR GUEHRIZ, SRR HTe
EMIE MR DL B A Z M 2 720 O, i
WERHI DR & U THRA D BN TH 2. 53R
DEEE GO EREMEATRD 5 NS BIE, SEEREK T
BICEERRBIZ2ERT D2 &<, 2REIATEER
EC-qNMR IZHIfF SN D FD IR ENEZ ATV S,
—7, EC-qNMR D X 5725 £ D0 i2id, EC-
qQNMR #IE D2 HELREE L THEITs N5, B
RN, HEMCDF R —F E L 7z pw il
TE R B K GNMR JIGE G I2HE > T, 3 JEEED
pw90 ZHIEL T, ZOKRIEREHREZE KD qQNMR HIE I
Kd 2 EHBHEZ ) T NORBBIEEND. I
1, pw90 RIESIEICE A HBIEI R CE % CF itz
BHT5ZETEIAWEETHS. HiE, EC-qNMR H
BHlEA 7Y 7 b ORFEICIROMATHYS., ZOHBH
EAZ U T ERARTENL AXL—%F 5 NMR Zi#&
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DRI I N2 Wz, EC-qNMR O#JEN <> &
A0 R O PEE 12 B 0T EC-qNMR O3 A 23
HINBZAD., ZOZEE, ST —F OEEEOHE
L2 B HE R O RIEINEEL I N, H5OD5EFIC
B 20 HHEROGEEEE LTICENZ EEZ TN,
F/z, HEEEZRZ Y 7 R ORI K 0 BRI T
—UEFNEEINT A—5 % F 72 (A B 2 8 12 S h
T&E5EL51780, ECqQNMRO I 5725 EELB &
UEHELICEBRTE 2 B ATV 5.

BEE AR THAN L7z EC-QNMR O EMBHITE 1Y /1 K%
DHORTERML, #InE Rz THEZW > 7 Dr. Guido F.
Pauli 33 & U Dr. Shao-Nong Chen IZ{##Z L £9. F 7 EC-
qQNMR O & 575 2 ZHMITIANT 72 3R 9L E T b 5 Rl 24k
JEOL RESONANCE DARMFE A, FRAEMAL, SHAFAHEE,
AAETHRASEOPEERE, HEREEIMRH SUITEAT O LIRK
—hk,  [EISEEESE N AR R TEET O A E R IC 2 KT D T
HEZHEZEBOE L. ZZESHILHL EIFET.
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—71)L

GrETR . J

RERFEK - FERDEIEEE

1 (FU&®IC

(LEES 24> R AT &, HKS B 5k
T3, INOREROMBEICIEBEEELRNED, D
WIEROMZ 72 DN B TIEH 578, OE-NRIBENZED
FHRE 2 2 9 & BRESIE Y0 T /K ALER A~ 0D S 85 3R
NBI A, HANRERETF X EELBEATES
V. BEROWAPITEICEEE L, RO
(e H a2 BRIERICIET 2 S ICEA D, s v =
NUTE S DTELS DR EELORNRERD I EHH D
55, INBIEDODVWTIRIZEAEDHRENHEF 22T
W, DUAHETHMOLETELNS EEDND
B, R E e OBERRDL < SABEIT, &
DEDBNLDHFHRD TEADERIZL TW=ETN
1IFENWTH 5.

2 ARLUTEOFARN

WEL > TWDEBBEDFEL DS DK E ZITFHEN
TV NERL TWABEA DM, FKREMS MDA TN
BN OHIRER<S &, KFEOREE - F48 - BIgEATT
EFAKEICEEEREINTVWSZEEASD. B, FK
BEIZUREAEFPK 20U L TBOD (Mt #rmE 5%
BORE) ST AMRRD T, EBRTHO GEYE
EZRUTDHDUAETE /W, Prooxy > h) o0
IF L S OAIEBEES, KB WESII® > I M
Bz AT ND), BRITLA, NMIZOLA, HEOES
JBEO X DT L WHARE D 033 s = HE A B
B0, FIUTMA THEIOFEITHhNH 5T F KU 2
T 5 HDEFEL TIIWITFRWY. /=& ZISEMILEE I
BOHDLPIEMEYE 2 KEICH LT, HIs—8 0 FR0
HQMET X5 UL, FUEmEEEM I3
G BaE G255 ZEEAD. FT/KEETHHMIANED
S5NTWSE0, ZNLLEICHRABREKRTHEOEHDE L
{520, HHEEHZTOHDONEEIC/Z>THBML
<7,
m%(ﬁ@@ﬁuﬂTMEhm%@%ﬁbTmmwm
WM EFARTD, (TN F 3B 72 [E % 2 kT
LIFEMEBND, T2 & ZITEEHE FAGER T [FLBRIF
TeHERE, BEREEE, JRBEBEIfRE D] & U iR
OB ZHEL, HEEAOEEICL S TERET
FBAETIHHERT—FHRIBNIDITEONT TS, £
b ETHmTHD, MERLTRVWOD, 5
WIEWITF R NDONITDWTIE, AT E R D Bk
KIS O BRIC RN DM, HETRWEAIZIZZo
JRENC D 2 & 2im < #HERT 5.

3 ERERRBICEE

BHIEE O HFEICE, BEMNERREIOER T2 6
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OhEN., FTHEBETNSIIERARETHS. £<0
BRI THEERRENTWDA, KA BPINRL—%
L TRHIET DBRICAKEERKOKRT AEL —F 25
&, HIREUZBENZ O F FHKITRVIAENS 2D
WIS, EBEKEROKFRETY AE L —4 77 LR
WK DKIZ N T TN, HiaK L an s A4 —
N=7D0—IFTHS EKEBEHKEFACSHELET S, »
F Lo TEEBA SNV, DEHFRIIZZFDL D /s
HNHZERETHEENEELTBO, BFb0REN
ERBICWEEEAREIN TSI ENH S, B EHKAD
REG TR <N OREREO T [HRHERIC/ZS DT
F—=N—ToO—2 1k KEEKIZEREL THS 2 &
DEDEFEEZZMITITHELE, HENNHHTED I
> THRHERZE T2 E 20T 50BN,

F7-, WIS TIIEEAZ T ThR<AKMICHIER
MKETHS. AT 700X > OKN\DIEMEE
K2 % 7208, ZAUS PR (— PRk ) Y
ENEUERT D T RPEREAED 0 0.2 mg LoD
210 i Ch 5. MMOEWBEITDNTS, KADE
RV S THTEVICRE N & s, BEEET
Th</AKHBFERE L THE T HEND .
AR B ERNBETH D, ABIHEHEL T
DOTMBREDORD 2, TOEFHRLTHES &, Th
72 CHREERIZRDBNND D720, EEE, Pk
AEINT HEEEITO LD ITHEINTNDLIEES
S CKEEUIFTEMBEOREICNS 2 &), ZhITHK
IR ST, BEEEOESEBEEZH S BEbFREET
H5.

flicld, WIRCHERE ZIEL S EaI b SN ET
BB, EoIITHMPEY TTHRWT, FOFXFEHK-T
FTITWVWTHLTLES/ZDTIE, ZIELARKZRLUIC
BTEOEFEUTHS. HTTOWRoTLEDRW
DIZH [ZF LRI £ A TR THWETIC
G5 2EENSLNTDEIEEBEHDTS. B, T
ELURBRIEDERER L ICRN 2 B0 H 5 EICEEZ
ENRNWI EHHHETHED T 20,

4 NEYERTHE

TSI U 2 BRI PE AL H TRt
TUHT 2 &850, TOHARICEITEETNEIZ
[NEMERO TSR] THD. i, wOLED
BNELEDBEEE, BRNFEET 57 NCNED &
FEERLTHB IS, BRASMNmSY o Thohyg s
BOWHTOTIE, E5LTHAREMITRD. £z, #EK
Y CHIRA R Z AT 25813, NEYOREIIEEN
ONBHEDITLTBITD. BoOHFAT D0, BEIC
HRIIZAD TNBRy ERMZEZ SN ERTE
5. BREMICHZ AN THSHETIE BIKD 5
N—IVZREINDEENHRNE-B SN, ZOEL WS
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BHNEYPILBTECIZOFETHD. —FH, BIRE
BEVIAERE Z S ITRIE AN D B2, IL—ILHSEHEE TN
B, BMAIBRGOHELICERTLE> TWDY
EbHDN, EOBEETH [NAWEROIEM ST
NE—TH D Z EIZRE N,

ZONEMERENEEZFICELIEADZET, &
CO TLREBERNENAREIC /5. =D NEYEH
g, AMFEZFITE > TR ERBUE D =D
RLZEDTERBWRHTH S, HOHE T [FE2ks
FIERANVIRWEAS | REEBTITEKT 5 &,
WHEBETIZER L [ FADE %] O THRE
ERBTENDD. MBI EHHL THWbHDTRITN
1T, TEHRODERERIETHIETHS. Bkl T
WRBRWRADBAD TWD Z &T, WHEBIE TAKDE
%, H#BmAARESEOERNFEAELEDY. EEEDWL
PRERHICHENE LD 2 &b H DL, ERICHEEWEN
KB KPR DN K BICHH U T 2R < B g /-
B HH 5.

5 [HEHEESE] & [5ICBALVERE

EHRERSELLS, WHEFTERNELCLEIA
T, ZNIEFEOMETH > TREZ2H > TIKEL - H
DB EREN, BEEEENE L TIEWnIT 7.
[FEEM QNI R OERR TR 21k (BEHEWLIETE) |
W THEHEEE] EWS FAID S 2%, ERFEEY
(EBRBEW - FEEM D ZHITEEY) UM FEFITFN 2
FEIEEE B HDETHHDOTHS. Zh
T 2 fA o T 2 QB EF IR L HE THED
570, YRS E 2RO, RRMNIERITAE
WERIEHT 2 2 &, WHL2T< 0T &1, BE
EMAFETHHEHFICEB T o nTns. Lidis
T, NEWEBROAHENIRE TERNFEL G, L
HEETIRSIHENELERIND ZEND S, £
NHLEE 0 C ) < (B FE O E S E BT, P
BNER LBREOE - BREEICHDND. Q¥R
LTH [9REL] I3 TERVWDT, NLIZIIEEES
Nz, Fz, ANBEEIZ R < THUERE O BESEMN
HIVNTUHEEN S REFDATHEF RSN 2D H
D155, BICET-EEMEOWM)IREY TiE, K
KR IR 2 AT < SNFAGEHFEFENIAD, BEEN
FRHZR I LSS TR, NEMIBRICAEN
HDIRRETHERNEZKEL -HkHE 2 RETHATS
0, EHEETOEINHIE#MIND2EoNTERST
W5,

BB, EEOHMEL T, SHICBALVWEREIL [H
75 7= DB D BRI B EZ 1 s e NS QL
EFBOWMBREEEZAD. NEMBEBRPA T THIUL,
WUZEE & U THAERICM S N7 S ImEICE S| 2 il
AUy M, meidBoEFicTEnny, 1L
ERBFIIFEZOND EB SIS KEENWTH .

EENVTIEER - PRI - BRSOV NI
MIND B FEEBEEMLEEE DK 13 Attd 55007,
KERBER DNFE L 72D & @ I il SRR s 2 &
M5, SRR EETIFAO—ED TH S, WL
WD FEIRIC D U & & B DG T E DUBEEH O R
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FREIZATOMFTRAVNSGEELNMFELRN
CRUVEEWR 225130 o &0y, FfLE M 5 54
THRT D). Lo TERED D DR ITIT2E
M DBEIRMELE > TVDIDONEIRTHD. DX D7
FEEZAST, TIABRBREETREIZHSND Z &
MNdUL, [ US4 THRGIRERMRD D OUE¥EFRE
fHEIZIIR DM SN, FEREEZGETTHEL T
T, WERWEFEFEHMGEOBHK TH 2. FEIEMULE
EFITHLUT (BB IdRERE] hEEBEWENS
T, BEEHELZATHE > TS RYR)S—F
F—&LUT, HENSEEBEREZETZ XD ITLNT7
NWHEDTH 5.

6 BbUlC

ENLDOWFFEITR KFEDIENMEEEZ Z 5 NTIT, EBR=E
BT B EeEEEMNE RTFENTELZ EFHFHEIC
FIEL WS, ZTO—H TEBREONNDERNFHHIT/
S5NWEDIT, EREEITO HIILWEHEEZ S > T
FZrEERN. ENKEREOTICNS E, HORIMSHE
KRB T2 < T2 o FzHF T, AT H S Kb - 1280
220, RZZINSPUEDIHED THD. HKD
AT W < SBITIT FRUEEGE N H O, ZDITiTntto
TN FENT WD, FERALEE T & IE - Bl - i
PR - ALy & NTHHD % £ CTHRIHE EED W
TV, HOEHEIDEIIANDST, HOOWDLE
BEFT TR, BOOATWRWTROMEEEZITHEE
WZioTHBD, £z, o6 0REHELEDHMRIIDONTD
MO —BZIR> TWDDTH D, 85 M EIEICULEZ
IO TNWEENT CHAZENEREEITADEND T
E, EEEZFRVWHLENS, XDWwosZFS5 08
K« BRI OB EEHICED TWZT U & UNciE> L
FNTH 5.
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REPORAZIF /AR %K
REDA

SR =

1 0 &®IC

BRI AR O 2 (HAG 1T B A R I LA 72705,
E MU CTEENEZRT ZENDS. HATIE, &5
IR L7 BRI R DM EH DR EFE <7D,
B ORBEEREENHESNTBD, EiEHEzE#E
A TERENRET 5 BMROEIXBREERICEL DL
INTWD. 2006 FIZEBMITIRE T 5 EIEEITHET D
FLWHE RYF 0 7Y R ME) 2EfT STl
B, FHHIE U CIRTORENARBHFOIR E/2>TH
0, BEABBEOREDS &, FREBIEREICLDEH
MibhTwa, ZIZT, BEEFHENPHEERL TWLHE
PEREYOREBERERZE’(ED BV T, &HW

®1 EEEREVICSEVLVTRHEZISOSVEES (KREEH 100
HLLE, BEEY LU -2k

. B

B PR Bg | EIE )
CITFIT 800 156 19.5
JOZH3IR 179 18 10.1
r0s>hs=y Jo—)b 361 35 9.7
TNNPT IR 344 23 6.7
7t&I SR 2937 160 5.5
RAHY R 3572 188 5.3
AEOAT T x> 102 5 4.9
a=l=p A==V 307 15 4.9
TN T DL 150 7 4.7
FF 7 7F*—h
FHT 72— AFIV KD
N/ 3V
NFFET R 240 11 4.6
JOF7 =D 3195 128 4.0
TVFEIANOE Y 4727 144 3.1
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MHBEE SRR G 2 RTBEIIRAZIF /1 RRE
ENHD., XA ZaF /A RREEZZaF @Ml
FEKERFORBFTH D, REAAKIIESREZES
(IRAC) DOfERHEME I ED 1T X D & 7 O BEEN T A
ZOF A RREKLLTHESATWS (KDY,
INSDBEIEDK/ AT H /7 —IViBERE (og Pow) @
flilZ, —0.66~1.26 TH DY, HEAIMIIED &N LS
MTHs TOrw, E& - Eaimicidiikrs o< ~
727 /s iat (LC/MS) ik roax 7o
7/% T NEESHTEE LC/MS/MS) DSHWn SN TN
5. FH, FFZaF A RREIIL, IYNTFOKE
TR KRBT MND D A E U TEEIC /> TWaHn?Y,
INS5DY AT IZDNWTIEL L i 27201213, (F4
D ENIHHEDTE 52 HTHENNETH 5.
BRPORAZOF /A RREESIIEL, [HiH],
THEsd |, [Hessnotr] ofTEMSGHERINS. 7,
ﬂgmbtﬁﬂﬁBéﬁﬁﬁémmfﬁﬁﬁ%%%éw
HT 5. T ORI SIS 0 S At
EENE=0, EHME (SPE) £k 3 E2To7~
212 LC/MS/MS 55 D28 73 M1 1T K O St O Xt 5
EEEEANET S, ZCTERNREELT, TRy
STUR, 470 SYR, yaFr=dry, FTU
07U R, BEXUFT7ARMFHLAPMESREE> TN
BEAETEAMA D —FilERE LC/MS ITX 5 EEE
O—FikBiE T (EEY)VICONWTIHRNS. AL T,
KITIEE (B3 - RETIIEKIND) Liidkhicr &
cr=bhUNzEA, EEENZHNWTRED A X270
BM5, BEEMHT 5. MEwIcE T N oA s

NO
HN— 2
N
| ~ Tj\/ | ~ N/\K‘
o W o W
TEZITUFR 12407y F
log Pqwy: 0.80 log Py 0.57
N NO
Kﬂ\/ .
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B i es .
HN__ H
JoaFF=Vv PITITv

log Pgoyw: 0.7 log Pqwy:-0.549
= NO,
~ e
N
| & L/ JVN\/@‘CI
Cl N
Froo7YFk FTA XYL
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L
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—FrETL
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1 XAZaF /A4 RREEOEBER LK/ A5/ -5
R e
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U > EERRATR & A TR 21T > 7218, /B L 727
T hZNUNMHEA TN ATIVAT LN (B
o BETRIERINDG) &TT7T7A NI—K2/7
27BN UL U A IVERE (GC/NHy) 515
LEAVWTHEL, mR&ETE LC/MS/MS (7213
LC/MS) &> THliET 2. 20Xz, EMaMmk
ThH>RMTOFAZOF /A RREFESTITBNT
13, Z<OTREEZEOEMBINENLELERS. £
7=, TNZTNOMENRIL D0, o7 7 HEO X
FZaAF /A RREETH> TH—FIIET> &
WFREETH D, AT, TEREINTHDREFO
FAZAT /A RREESITEOHR TS, 7HEEE—F
W CEDHIEIIDWTHNT 5.

2 AMAEEZMEICANVEERYRAFZaF/
1 RREEDDE

Watanabe 513, 7t > &2HHARE L THWZ5
Frikz@mELTHD, VO 2P %0 S HED
BMNS T ESLAERS 6 EORFZOF /A
RRBIEIZDOWTREFAREINEIGF SN T NS (AL
1 756~115.4 %)%, 22T, =52 ¥ I LADEI
BRE N2 & (0~40.6 %) IZDWTIL, SPE @
BRUERINE R KGR 2 4T U 2 BB ORI RN 5 ER LT
B, ZFETLNERY NI T AOHEEZT T
L TWDa[REMEZ IR L T s, —7, Wan 5135
EPOXRAZOF /1 RREESIIEEREL, =7
ESADEINRNBIFTH> I E2WEL TNDD,
ZOHETIE, —FmbiEk & FRICKICERE U idkh
7R MU EMA T 217> 2812, EEAlEL
THRUEZIIRUEDY R (PVPP) ZiFML TW5.
ZHUTE D, PVPP RIFIDKEIL 50 % LR ThHo7==
TS ADOEIREA, PVPP OFREMICE > T 71.4~
83.4% £TH LELE. ZokoiT, BHEE THit 2
ForBa, BRY NIV ZADREERZZ T =T ES
LDENENME TS Z Enhho Thb,

3 KOAEHEBICAWCERFRAZOF /A
R REZEDODITE

Watanabe 513, /KO AZEMHEEB &L THW &
HXFZaF /1 RRBEOOIEZRE L THBEY,
ZDHFEE, FEIDFA XLk 2K TIEE S i
L, GC/NH, 1 7 AT &> THEZ1T > 72 1T LC/
MS/MS TH#id % HiETH 5. AiETIE, BHOE
A1 0.01 mg/kg, 0.10 mg/kg, 1.00 mg/kg &725 KD
AT ZOF /A4 RREEZRMLUZRYREE—T >
WS, TRTCOXFAZIF /A RREHELEZDOREMD
BT II L T g ([ENER @ 71.2~122.3 %). FE
TARE, ARO KD ICHHAEZ W2k TlmE
AR TH > 72=F > ETLITDNTH BIFRIE
(83.56~121.7 %) ZRL TWBHTH5D. £/, Xiao
SId/KZ AL & U TR W INERAREE GEiRe
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JESRME T OB X 0 B E 25k st 275
i£) ITEX>T120°C, 10 MPa DT 7 HEO X F
ZaF /A RREEE D FFNSRERI <EUL 72
(% : 84.6~102.0 %) ZHMHEL TW5BY. Zhb
Dkl % E W20 Tk, BB D SPE ITX 2 KEH
ERNRE AT D201, R OERIC 2 B O A AL
RN Z2BENDHHENIHDODL S D H DA, WD
BWDT P ETLAEBOEFA T /A RREEZS
W TRINATREIR HTE LIRS TN 5.

4 8o Y (S

ZZETHMITILIEEDIE, BMPORAZIF /1R
REESFTIE, BRY MU I ANLEREL T
HIRIZBNT, XM ADEEEZTCT VT >
E S ADEINENMES /22 EWD-ENH > /= fAlHE
IEANOEB RN ORI, KOBZHHEE S L TRV
R R D, EEOR LRI N0, 5 iriEER
KDIEMICRD LW REBHFET . &I, ThT
NOXFZIF /A RREEORMEZRA T, KOEE
TEEEOGEWIITENS SN2 I IEORFEN RS
ns.
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BTasT

PR A AVE " S8

2N FHRANDESRZEDEA

1 U0 &®IC

BT A E UG (ESR, electron spin resonance) & 13,
FZST T 7 OEERET 2 &, 20 (RAE
F) BREDHEWMEA T 0T, TORA 7 OEER
PGS 2B R ZHMA L RETFIETHSD. ESRILET
WFAEH DT IV OB, TPV E OGS, Kk
HEBREZBNT 2 ZENARETHD. @i THhoks
IEREDHTT DIV EEREEERZLTWD, K
MTRESFMEOESR ZHWEY TV r— a3 i
DWTHRIEZ EITHIITT %

2 ESR (BFREVHIE) E&lE

B HEREMEILNS (EPR, electron paramagnetic resonance)

P EFHEILY (EMR, electron magnetic resonance) &
XN %8BT A E > FHIG (ESR, electron spin resonance)
L3, BmEBh YA OERERETSL, SO
(R ET) ZRDERIEA T 0T, TORA Y
O ZE RIS 2B R 2FALZREFIETH 5.
ESRIIBIFE, fb2f, WY, W Ep R UEER EkL
OBIBASNTHBD, EE, WIKhDOT 2 OF
12T P I)VEIRGERERED [§Y] 72720 T
5L, ALFERIRRAKIETD T PV AR, HKRED
(B 7REBEEZRRLZDICHHFHINTVS., KkH—
BRI A TN TWS ESR 7r H5HE, 9-10 GHz X-
N2 R) OHIPHOEBEEZHW TS, [ U#RLEZ
T 5 HIEICERSE AL (NMR, nuclear magnetic reso-
nance) NPV, THESIIKFE, KF, BFRRXLEOEKA
EEBBILTWSDICHLUTESR TIZEBFAE > &
BEILCWa, FEEHIZOWTIEMWE L BRKTDH 5.
ESREE, HHETCANETOFEZEEBHAI T
SME—DFETHD, ZORHHEMAIILIZITHES. FFiC
2 < DO TARHETFNEEL THD0, SULMRITIC
BRNETFHETHS.

3 ESRAIEDHEHESDTFNDILH

ESR % OB 1Z, A & /=M 4 72 SOR DR 2L
ZEBEOTZYY CTHENRER EZATH S, FIZIT
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B R

| Bibe® WERIG ZERIG HERG B ‘

ERx—h—
(REAEE)

1 SNFHRPTORLIES P HILRIE

SEHAS, WAL, BIEA(L, 5l5E, HEHEAREDK
TR PHNVHEEL TnEZENEL, TNHDK
JRBFE T ESRMENARETH D, B TOT TUr—
23 2T, R, ERAER E S DR HE
MELITHhNTNW5S.

ESR %I, T/ B oMMt —4 —%£T, Haky
A LA —)VDEREITD ENAEETH D, @ TH
B DL < ORISR A —4 —H D 0IdT L 0 LR
F—& —THBPEETH S, HILKIEBET L DEAE
M SONMTIHED DS, BHIAH], EEHORIR TR
AGEL, WO ESR HlE CIXBINNE2 B 56 H 5.

B THORL BRSO TT VIV EE R E %
Ri=LTHBO, BIATHBEHTIIHRPRIIE>TI DN
WIHET D, ZOTPNNEHKMELTTIDHIVES
NGS5, ERRERIRICO T P HIVAEEL T

5. B, B ERLIRBILIRIT S T2 VN
G LTHD, Szl <himgbal, JtLEAIcONT
HITPHINVDBEEMNS ESR 2 H WG N fETH 5
(M1, RETIIHKALBRESTTHEOESR Z2HWEY
TV — 3 DWW TRIEZ &N T 5.

4 BNFMHOESRT U —3»

4-1 FBRFIORE

BOICHBHORE%E ESR TRAIL 26255, 5
PHIIVBIBENIZ DL DD, TN ERSE LB
BRITCTH S, BRI EMA D ZETRAET ST
DHINBEEGD “Eomt L0 RL EEE S
. BBAIORKEEIHRLTH D, BN sHBrOK
OB HIUL, YA OB F TR ZZ5ES
HY, FORIGEEMA—F —ick> THIEFED R
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Signal

" ]III ’ ] Il
B

Magnetic Filed [mT]

N HaC_ CHy

e INY
c e *\ﬁ% Cs
H,C~ “CH, N

Y
N$N+2 \CI/

Z=

B2 AIBN D UVEBEHRODESRESFS A) RO Ial—
23r (B). AIBN ORFHEERGS P AIViEE (C)

5. A=%D EOKIEThIUT LI HIZ ESR
T2 ZENAEETH S.

B 2A 13 BA %A Al AIBN  (azobis (isobutyronitrile) ) @ k
I RHRIZ UV 24 L THE 58172 ESR AX7 ML
THhs. AIBNIZUVHFTZ I EITXH > TNNHEH
MUNEBHRSTHBELU - C (CHy .CN T VIV R
InBd (®20). ZDODAFIVERIZHEET SHSDOD%
fi7z/kEBFETF I=1/2) TE>TEBIZ7TRIIHHL
1D0EEZFRT I=1) TXoTENTNISHIT Zli z
DEL, 3 7X3=214 D ESR AR MILEEIE N
5. M2BIZRTIIal—3 a3 AR ML EXn—
HERLTWDIENGMND., BEAMETIEIZOI DN
IWHBEES P HIL ETa> CTRYU X —{L 2 el 5.

4-2 BERIS

31X MMA (methyl methacrylate) @ E & X s &
T % 72812 MMA I[ZBALAAI AIBN 2 i A C 50 °C T
UVEH L, ESRZBHEMLZHERETHD. K3ANUV
Hag 3 01%, HI3BAYUVHE 7 kil L7z & ED AN
7RV Thb. UVEHICE > TR 3CITRLZES
PANDERINDEEZEZSNTWS, BELTLIES
B 13 ADEENBREIS NN, BEAEDICONT
SRICHEIEN 70— RMEL TWERKIIZ 9 ADES
WAL U7z, ZHRUIREHORZE & & B iRy v —{bivitE
B, BEMEIME < 78> TRIEDIAA > b D EFEZ 5N
= 3CIZUV NI L > TRET D TP NIV E
RV,

RhEE 2022 12

UVEESI3SE | C
A ."Ir ll| S \\;"‘- et
w/\/

1! H CH3

> I

| L

E i R-C- C|: '

“ | B VoA A |

o ~ 3 L] { \. I,J f =

e R oV ~ ..'!l || i\ e H C|: o
| r| NWol/f
\ V O -CHs
' UVEER 753

!1:50 3 1;10 u'ao sa.nn !-5'}0 u:w 'I-l:SO

Magnetic Field (Gauss)

& 3 F';ﬁt | AIBN 223 MMA £/ —(C UV 2885 LT 3
DB A RUTHHE B) OESRAXRZ K. (€
MMA?Vﬁ»%E

H H
1 1
e G— C 8
- |
2B H
&= ﬂ
wi
aze 330 32 a3a 36 38 380 M2 44 346

Magnetic Filed [mT]

4 BRI BPO 2L AFLUE/I—ICUV #BEES
NZESR ARZ ML (A) R, v 2alb—>3> (B)
AF L 2T D H)V G E RPITORT.

%@ﬁU?—EéW&bTX%V&@W%E4AK%
T. AFL2E/I—ITHBHE LT MBPO (fert-butyl
peroxide) ZMIA /=il BHZ 50 °C TUVHS Lz &ED
ESR AR RV THB. TOAXRT MV a-, B-, o
m-, p- \HEG L= GEl 8 HOKFRICK > THFENS.
ZD5bH, 6EOKFTHEREMKT 2 RFRTITH
ALTWS?, M4BTy I al— a3 iRz rRy

4-3 ZEERS

R Y —ORFESOE QBRI S ESR MIE I A TH
5. BEEHI DCP (dicumyl peroxide) ZMET 2 &, 7
SNFFTIDIIN, TR T ) OBREATFINT D
TIIVBEL D, NS0T )L 4EDREA 750
RLECEERISHED. MBARRY 7oL i
DCPzZ& &£#, 150°C THEAL Z LS ITHB N
ESR ZXZ7 MV Z/RY. R TOEL > OKEFETH
BHEARIDCP I K> THIE AN I EIRL BT TN
NEEIE N, ZOERLE T PHIVERILENHET 5T

THRBRIBPED EEZ 5N 5Y.

[F] k% 12 28 16 %I DCP % F \» T ENB (5-ethylidene-
2-norbornene) % & & EPDM (ethylene propylene diene
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AEEE : 150°C

A
z
5
g
g

B

33‘40 33‘60 33‘80 34‘00 34‘20 34‘40 34‘60 3480

Magnetic Field (Gauss)
C
CHs R=CHy - G- CHy - R
CH;
n
FILFILTZAIL(R)

K5 150°C TZEHIDCP 254K 7OELVICUV AR
HLTHESNAZESR AR ML (A) RV, ¥2alb—
3> B)

ARY BV DORENT (C) IWRTTINFILT D HINITE> TH

C5.

A B

— RERGHE
160deg

T

4L R L F R

EPDM(ENB)
6 EPDM % 100°C 5 190 C FTMELAELEICHES
N ESR ARZ kb
BEEHIDCP &0 (A) KU/l (B). R THENLERIZ
W5 DOREI TSN TH Y, BAFIEAIRREEASNS.
FHR T ENTZESIZREEIA D OB O A TR SN, 86
SOSHR EZEZ5ND.

EPDM(ENB)+DCP

methylene linkage) T/ D4R St 2 B L 7= 2 [ 6A
IR, IREEZ 100°C 705 190 °C F TR 17
IHESR AXRT MV EBHMIL 2. gDz DCP %
EEXBWVWEPDM JLDHD AT ML (M 6B) HIR
. Wkl E D 100 °C OFETHZMEZ DD ESR
EEMEHEETN TS (M6 HhoMEk). sz
5 < EPDM itBHI & N DB LE LB HRDES & &
bbb, DCP zEDalkln s DA 150 °C mitk THDIE
SRENEN (K 6B P OEFHR). ZOEFHE ﬁ
KISk aEEEEbLNSE (WT7A). EEKGICE

EETHDILEMBT DD, ¥Ialb—Tars
fro/-ki%, MTBIIRIND LD, EHEIFEFE—H
LTHED, MICITRTEIBR DD HILOMAE
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A AH aq J
m:hmm.-m"lﬂ'{\ ||J“JI llf ‘fﬁ &Mwwﬂqb-

| experiment
|
1y

|
b W

A l /
I ./\"J(‘ H‘: Jn( ]'ﬂ I'J'I l"| j I( L'-‘.ihlu.\/\ Wy

[ | simulation

Signal

EPDM(ENB)+DCP

Magnetic Filed [mT]

s
: 36
: E‘“‘CH & .
L SCH-CH,
95% 5%

X7 ZEHBH DCPAYEPDMZMEAL /AL EICBELNT
ESR ARZ ML (A) R, >Zalb—3> (B)
Yal—yariEl O WKRTZDOITPHIDORETEH

Bl

DETHDZENRBINZ 1TELAEFCS, C8,CI
DALEDIFIFEME 70 b ik >T6 HIEHDARY
VISR, C4DTO kLo TEHIZTDIZ
NHETL, ISIEHEBOTPHIZCIDMETT DN
IVHTERLE N, AXRZ MLZEXOEMICL TWEY,
CDEDITHEBRIETEL ST P )L H ESR TR
AEECH DAY, HEO T D HIVIENET G L TV DS
DO, IO ERD. £, BB T
HELDITVHIIVICHEETL20LEDND .

4-4 HikxRib

AU —I1E, REER AR B MUk E
ML RIFENTHILER T, HEISEE S TR O
ESR CRBAMEINTVWE 7 TUr— 3> Thb.

4-4-1 *%1c

RUVIZFLOUVHILDOHIZK8IZRT. R T
FL2OXLy MZUV Z2BFLEZEZOAXT LD
ML ZRL TWS, UVIBEAETIZIE ESR A7 K

E\FM Wf %fm

M%Wv“‘"* _ L JM

SNAEZITHI PIAINZZhL
8 RUIFLUICUVEEHLEZLELBSN/ZESR AN
o MILDOERIZE L
UV BEEROICIVTF TP HIIVBENIEN, 0%, 7L
FIVT PHIVBEN S 7.

e e,

UVEZSTR]
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JVEBEE TN, UV RS & & 6ITE B8R
TNz BEEZEREMNC 1 ADOTO— KA
7 BVHEIIEN, ZD%, WANDFHEDSZES
UV RSB Nz, RIICBESN-ESIE
SOMEZRY gl&RD, BRESUEL TERL 2RIV
FFELIVNINERETED. TOBFEELEZT NI
1%, AR MV OBIERETHIEICEST, RULF
Lo eKRENBIEHRMANTHRELETILFILS DAL
EFRETES.

4-4-2 BF1{t

Mo OEL > FL > aR)v—DELLIZL >
TRAETDZIDPHINHREZRLEZDBDTHS. 200°C D
B TIZIZ & A EBSLITE Z L T, 300 °C
T2 ERFBPHLTPHINDIENALNZ. K9 D
FRICIEH] & 31T ESR O 53R EE IS 2 k7 A e )
I, 300°C TAAEDPEATND Z LRI NI

C-center radical

0.6
0.5
®
..
5 0.4 o*
= ..
2 o*
o3 »*
= ) 0 200deg
= -
W2 e ® 300deg
.““
o920
0.1 oo
PR 00OP00ER0000000)
0598208 BRER,, 00000E000000000000000000000
0
0 20 40 60 20 100 120
Time (min.)

M9 FOELYIFLraRUIT—%200C HLUL300°C
T 130 DMELI=EED ESR ARY MLDEBEBED

ZiE
PMMA
= z | !I||
= B Il
c & |
J\J"'.I' !
| I 3 S | .
= = "‘I||'I
g g w
|
Irr. 25kGy |
o e m  mm wm
Magnetic Filed (Gauss) Magnetic Filed {Gauss)
FKAIL
z = /
g [>§-——fﬂr —
= = J
bl r {
Irr. 25k Gy

I‘I:M.Jgr;;;ic FiIe‘J:EGuu;:]’ ‘]\dagn;;lr Filor.‘ln[.:’%auss;::

10 PMMA RUKRKIAIZ 25kGy DH > igZEBEIL /=
EEZEDESR AXT ML,

HSIETNE Z 2 VidiE & A EBIIE N7sny, R ESRE

SHBHEN T

RhEE 2022 12

4-4-3 MRS

10 iZ PMMA (polymethyl methacrylate) & K #& g
LDH < REE (25 kGy) ITXBHILDAXRYT MV
ERLEZHDOTHSD. PMMA TIEIH > TR Z2TS
&, UV RS, MMA E4KETH A 51 % PMMA
HEORENEHEINA. £z, RARIALTIE, v—
TifEE L, TU—RREFO2HEED T P HILHE
WMz TO0— RBEFIIBHREIES LA F
TIPUHIVHEKTHD, v —TREFEREPLT DN
IWEBDLNS.

4-4 LEHOFHE

AU —=IZ UV HEHFT 2 Bk DT hn
FETD, TOEDE DRI IT—IZIZHLERN<7ZD
WHRERS, B R ENGENTWD. filzE
HEZEATIEIE > — K7 2 2DLEEA (HALS,
hindered amine light stabilizers) 7272 < fiH> N TW 5.
HALS X, ZXBEFZ2EALTHBD, 50T 2 hILHE
HENZEZELTWS., K 11AZRY AFL 2 HALS %
0,0.5,1, 2,4 % A CTHIHZTT> =KD ESR 557
EZE/RT. HALS 0 % OBl CIZtHbick 2 EHEMN
FETFEREN TS, HALS O A- =it B Tid, HALS
BIJEUCTHALS O ZFZHKDOREENEI I N/
ZFOEEMEIXHALS ORICHHAI L TREL<AZ>TK

A B
S signa .
HALS sigmal HALS vs ESR signal int.{@ 30 min.)

\
IEREE

11 HALS #0,0.5,1,2,4 % SURUXFL ICUVE
HLEZEEDESRIESDESHEEZEL (A) RUUV
FR541% 30 12D ESRESME L HALS BEZ Ay
LTS T (B)

e

|

UVIEESfil ’ e C

UVigaTE

Time (bours}

HALS £ 5O ZEH O UV BEaT (A) & UV RS 4 B
fEl (B) ®ESRAXRZ ML
UV RSIGRTE ESR ER3EE 70y LT 57 (O).

K12
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5T EMyMmS,. K 11BIE HALS O & & ESRE 55
ETHERZIWEZT I T7THD. ZOXDICTESRIZ
HALS OERICHMND I EMHEETH 5.

7z, K123 HALS 2 3 0@met2HE L72pl TH
5. UV HSET (4 12A) 131FE & A E ESRESI3EM
SN o7eh, UV 2T %5 & ESREENEIHEIE
n7= (X 12B). FEOENS ZDIEFE HALS ICHFEE
TRLEFROETTHLERAETES. ZOEFIF, K
FROMBBIFHE EPIL CRELSBD T ENMHRTE
(K12C). 2o &iF, BROHLRIRA, HALS IZ
£ TERMIZOZ> TMHEINTNS Z & Z&RT.
M 13 AR U X F L > B L UTPMMA IZ HALS
(TINUBIN123) Z#shnL, UV BE%17- 72RFdD ESR
AR MVERT. LB, UV IESHET, N UV R
% Th5, UVBHEHIZS HALS DESMEHEAIENT
W5, UVEEEICL > THALS DEEHREIIAEL
oz, ULinLU7e2is UV BREHZ & o T HALS Bist o

PS PMMA

UVERETET 4 o

uviagi® B B

B 13 HALSZ&OARUXFL > (PS) & PMMA @ UV B
a1 (LER) & UV (FEB) OESRANRZ ML

UV BBEHZI1C 3 AD 53 %2779 ESR E 523 il ko & B =
NTNnb,
A 30°( /\
foe i, N
\/ \/
o B 130°C n‘||
__________ — |
:u

42 \5(/ \

= g_; \/.I\o/;.n_.
> \H/‘x

14 E&{EBHLIEH IRGANX1010 %= 30 °C (A) KU 130°C

(B) THEEL/IEEICEAINS ESR AXT ML

30C TR 7z /—=IVhFA>, 130 C TR 7z /FI73Ph

BN, () 7z /=IVhFA+> (k) BXU7x

JFRIITINIV (H) DT VIV DOREE.
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ESREH (RUX—HROER) @FEHINTHEST

HALS 3B ZF W TWED Z ENnn5b. E50FK
ZR%E, RYUZFL BRI PMMA #£i2 3 AD(E

BOABRMINTWSA, KU ZFL > TIERIENIL < FE
A TH O, PMMA TR, MHRITENWE &
BoTna, ZOZEFHRY Y —HTOHALS OH)
PEDEWEIRT. HALS 5 F O E L PMMA H D
MENZ EZRLTND.

FERIC LT, BAEBFIEAIOFEM & TRETH 2. BEILEh
IEFIDES S UV BE-OMBIC X > T OV FAE 2R
Z9. 1413 30 °C B XX, 130 °C THEEAL B 1k
IRGANOX1010 IC UV L 72 &L ED AR ML TH
5. 30°C TIRER (&) KETHO, HEES R
w7 ZATO UV BETIE, BTOHEKICEDT ) —
WHFAI2ED ESR D 2 EFENEEISND. EED
R —HTRZIDOT /) —=IVHFF TR,
KEOERICL>TEHESNE T ) FIITPHILD 1
HREOGEFORGIKETEEIEI NS Z &01%0n. 130C
TRBRIREEE R0 7 2 ) F VTP HIVITERT %,
INTRDAF L P HOKFRFEZDDAY TR D
AEUHHEEG LB =EEH NSNS 5). 2
DIEFIF 130 °C TR UV BH 217072 < THESMRIT
Lo THIMEN, UVIRHT 2 Z &Itk > TEEMERR
HWKRKTD., ZOAXRTZ MLOEIRIZK 6 ® EPDM fnzt
FRICEHI S N AXRY DIV ERBRDIEIRTH D, ZDZ
L3 EPDM HICEEILBF (AN E EN TS Z & &2RE
5.

5 it A

AU —=RRFIZER I NS T 2RIV OGHED &L
H5DHE<, BHDESROFETIHBEHIN NI Y
T BLZWn, FOBEITE, RS ESR EP, AE
STy SENEERNEREERD. £, ESRA A—
DUTEERNDET YRV O A EAL R EET &
5. FEXESWTIEA > 14 2V ESRICK D MBEEH S &
FTbNTng, ZOETIZIZNS ESR O AHEIEIC
DNTHNT 3.

g

5.1 EfE5#% ESR (TRESR, time resolved ESR)

e i ESR RIS TERR T 2 T 2 )L DFmh
WG, L—Y—ERIAIETERE (s M5 ps) T
ESR G 2B T HFIETHS. ZOFIETRIWEGER
B NN ICBH S NS FEIE3INE &2 5.
15 13 B 44 TMDPO (diphenyl (2,4,6-trimethylbenzoyl)
phosphine oxide) @ L —+H —Hi4f 400 ns 2D ESR {55
ZR9. TMDPO IZHHFICL>T=ZD0 I I %
kT 5. U HILO DPO I IV U DDA E >
M 1/2 DO DDEFM, HH—HRHLD TMB 72
TIIVINSIE =R OEAE 0 DD 1 RKIZTE
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| | T™B- | |
‘ A I
"y ‘-\W‘w\,\,\__a'-‘(‘ My A k. ,.__‘.,..'\_\VN A PP A \\__ "Jkﬂﬂ-
B Q CHs Q CHy
ﬁ'éc CH3 L— n‘u + o C CH3
Q (”) 0 (g
CH3 CHy

Trimethylbenzoyl Diphenylphosphineoxide
(TMDPO) DPO- TMB-

15 BF#4%) TMDPO (Z 532 nm D/N)L R L —H — % BB &t
LT 400ns #ICEBEN/= ESR1ES (A)

DPO SV NIV POAE VICLD 2 KICESNHZL,

TMB 7 AN 1 ADEEZERL, & 3ADESRIEEMN

BHITN5., I OMEIL B) ITRT.

ENEHREN DY, BEETIHET2 2 TIIAILD
ARk, HERRE 2B S ICTIRET S22 EMWARETH D, H
W PHIVEERIGDERNCS ZOFEFHVW ST
37,

5.2 AREY IS v Tk

A NIy THEER, KeEREL, I 0HF
MM, TOEETIEIESR THEITZ Z &n
HEER T PN EZAE > N Ty TENCHES® T, M
I ESRIEE&2EMIT 5 HIETH 2. EfkiiTm
BOEFMTONINERETDHRIIBVWTD, I
BERETDHZEMTEDLDNBFOA TR, MEK
W ETHRAINS. hTy TINFET D HINIHEK
ZETH O ESRBEINEG IR, FhTy T
NI PNV E OB ERT 2DIZ, TP HIVDOFE
EBARETHS.

R L72R Y O E L > % EPDM Q448 KOG EIHE O
B%, ZEf§%1& L TDCP ZMA /=25, DCPHEKD TP
TIVIZBIHITE RN > 7z, £ DCP HAKDhNEFERIC
BWTHITPHIVZER N> ZHE DCP ©
FNEENE < ESR TIRAGNRBN-7ZEERA BN,
ZZTDCPIZAE >~ w 7K TTBNB (2,4,6-tri-tert-
butylnitrosobenzene) Z2NA 125 °C IZhE L 7= BRIz 8]
IN/ZESR AT ML &M 16 IT/RT. 16B IZ/RS
EOIZDCP IS X O T UINNAF T TP VAR
XN, STy sT /Sy, AFIVTTHI, V3L
TN A=)V RER SN, BT 72 ESR AT ML
MH 2HEOAFINS VAL (@, O) EPED7
WFF T2 (A) BERISN/=. ikl ESR &
2al—2a 0l vT g 2 INAELIE>TETH
D, TNENDOT PN DOHECEDHEITRET S
EMURETH D, M1I6BMIIal—a iRl Th

RhEE 2022 12

A
A r%%-& A
B o
r Methyl nitrosyl) : 67% @
Methyl (anilino) :32% O
L m =3 M

Signal

Cumpylooy 1% A

m b A “ e
Magnetic Filed [mT]

H, oH,

c
| 1
ol-to
C CH, o,
il Pizh 72
l on,
L =CmOs CH
i’ AFISITIL
O
o, on,
3 + 1
smmtosson M @-ﬁ- —on

o,
PELTRA=N

16 ZR{BHIDCPICAEY NS v 7H TTBNB % 1 % Ml x
T125°C TEBEN/ESRES A) R, ¥ 32
L—3r B)

DCPIX (O IRTEOICEMIIEI->TrIINAFT TP

HIVEEL, I8yt hT7 /2, AFIVITHI, 7 3)L

TN aA—=)LEEL 5.

0, IBADEBELE LS B L TWD I ENpH
%8,

5.3 ESRAA—=U24

MRI OF£IZ ESR HIFETH, BGAE I I ZHNWD
ZETAA—D IV TEBESRD ZENIRETHS.
A= 2T aAA )BT Fy S OWRICIO 1, 5
LD H ML I BN S ESR 28T 5 &, Ny
770y ary/aryA )N EELIENTES.
o707y A I EFGELET S ET, ESRA A—
DU EGDHENTES.

X 17 13HR U AF L > B L EPMMA IZ HALS Zi1A
B D ESR A A=Y > T &RY. AnkilokE

AT L PMMA

UVERET I

No data

17 RURFLUROPMMA O UV BEAT (L&) RO
BEts (FE&) ESRAA—2 2T

RUZFL 2O UV BSHHFTIO ESR FEI1FIEFITNE L, 1 A—

DTS s 7z
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) v

)
S4>E-H-ESR
RUT-RIGHE

18 SAVEZF—ESRDA *A—TH
RY Y — RSN Sk 2 — 51 > E=4 — ESRICHEEL,
SO DT P I)VIgEZE ) 7 IV A A TBHT 5.

SEFEZE4mm OMFEIRTEIN 5 mm TH5. PMMA
TIILIS AT T HALS R DE SR B 20 555
S5N7z. K17 T, #WREFER2 S UV & 30 77 B4 L
EEOT NI ERT. Wik s BB ET
HY, UVl 2kzEZ#HdT2ELEBbN5. H0O
PMMA Tlidalkl &k 5 HALS OEENEHHEI TN
Bh, KU ZXFL TR FTOEDEVGIC S 2 h L s
SN ZHUEARY ZAF L 2T HALS A3itEENER IS
UV ORI F—=0RET 2D EHNTNSDTIERn
MEEDOND., ZOXDITA A=V THGREED &
T, IVNINHMEREET S 2 ENTREE /2D, Hik
IREDKRE X OHBRIHK 5 Z ENTE .

4.-4 EENAG : A>S42 ESRE

LR Y —=MISHIZ T DHIVRISHEEZ > Tnhd
TEEFMLT, RUX—DEES A R EICESR 2
HARAR, F 51 > TESRIESZBMIL, D
[ EICEROHODISHA B ITTHhN TN 5. 18 13 closed-
loop ESR 7R U ¥ — Q8 7 0t XIS U 72 il & 7R
T RISFEhS —EEZ ESRICEAL, RIGKRICE X
NAH5ZFOAFTRIDPHINEEZSI—LIHITH 5.
I8 DESRIZTA1 > EZY—HIESNTHO, BhEit
FeEmoTnws, 70—-L7AEMN5 ESRIEFSZENT S
ZETUTINEA LMD T EEERT 5 2 &ATATkE
THo.

6 by I(C

ESR iEISRE A IRFE D CTHW SN TWE D, AR

SR —AX—2 URL:
www.Bruker.com

BE& AR —2 URL :
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https://www.bruker.com/ja/products-and-solutions/mr/epr-instruments.html

TIRZOHFTESFHENDIGHFIZDNWTHRARTE
7o B4 ESRIG/NEMEAHEA, B ERITH 45 A
BICHNWD ZENHREE B2 &S, READEA
BHEATND, BIZESTONHTIE, =S, 3E %
L& T DHIVKINNEE R BEZRZL THD, ESR
HEOEEET D KSR TOTIHIIVEHE 2 RK0NICH
HTE50HTHHD. —HT, KIBRTDOITPHIK
HIZ, #7227 MLEEIT 57201213 IR R
B, WL, BIERE R E RIS OINS A — 5 — OBt
ERRETH S, £z, FET DI EHERICKR
0, RENHLVWEASHD. L LAENS, ESRIT
13T 2 THIN L7 L IRBIE TR, TR BIcT 5
PIal—Ta EiEbRELTETCHD, KIS
2, BT BORRST, MOEESE TS ESRIE
NHWLN, BIDI E2MEHT 5.
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AZROIV AT, H502MEONREHEET 2
HHRERNIC % < DWE & — I
ENTV2. KEYOERTED DT I/ BOAKRE,
BERTS S WA R E T H 2720

o)
=D,

E+8BE D eTgE™ & Z DB EL iy

— ) —X3/5: EHBERILLE  AFROZHZX—

4B 5 —

&L T, FEAEH 2 HWZEE Rt 2T WETLE OB
H7sME 2 EB U2 TEMGEA k] VY &, 2h e
HIAZ AT ORTLEN SHIEE TEEHBEL /2
(%> 51 > EAHBEEA SPE-GC/MS ¥ 25 LY %
BT S,

HET D &N

, X

2 BEHRFEXEDRE

LC DHIEMZEME THS. LirL, ThsidzhTh

B WEEF>TWs/)H, L
ZT, ;#’Lb%aﬁ%ﬁﬂﬁ (A RF
>k, RUAFILT UL (TMS) 1k :

R e 1A%

LT, HRMEMEILFRICE LS,
STERREE L TS,
& - BEEO 8B 12
WY EHBOCOWMTEDZ LV HN SO THENTH
ETEERET, AR MV IA T T U R\
TR ST DIRERIT K 2 E AT AT e

L L7shis, (ko [FFEEL] Ol
HfE (WK BRI SOR D TR
MR EFELCHELITEDLL,
AMBOHEICE S TR TN D2 ZENH DD
AL ICRED B > o
B, AN SR OMNN BRI Z LD EL THlid 5
ZERTRABZEITRD, FOHNORRNELNKE

D, 51

MERTHD. F,

(2%

A=A TlE, AFROIT ZDH5HORNELEH
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ZBWT—HFIToH WA RS E AR (Raf ) OB 2 2 1ITRT.

EAHZ Z VR B DG A 238 aftfg (CX) & 487

M1) 52 CEZULDRA F U BEE (AX) D 2-IZho T
GCltLksr—% B, TNFNOBIENE DOEREIIT I FAET TR
ZDEIIK, TI M- A W< HEL TV,

£ 5 GC/MS O—F 5 HHZAt Stepl: 7 2 /M EAERZ ORI ZEMICErL
T, 7TIRCHEBELTWDTY I/ RE/FDT I /BBIEY
A FAICHEL TWBEM CXIZ, YA FAICHEL T

2%, WBIIIVRF IV EZ OIS 7 7 ZITHEL T

, EREE BEMHAXIT, A A S OMEEMICK D, EAHIC R
RS0, il BRI B. 2ok, RENCEENSEE (JUtRUR)
T CRIGMZE L,  SREEREOES A O HYEIBERCREENT, T

TEREIns.

Step2 : 7 b= MUK TEMIZHEEL TWDIE
1A MEPEETEVIKL, BRET 5.

Step 31 7 b MUV TEMICEGF L THWLKERE
WL, B SKERET 2.

Ba3

Step 4 @ FHEMRILEAE (A FFTI/BEUD VR
TMS H ] Methyl Silyl
o} NH, 3| NH—TMS
> < + IH;C—S;—%-
HO CHjy 9—"—'— 2 | TMS—0 CHy
B~ g s MSTFA FST2~2TMS
HO O A EH'; | o TMS—Q
I|-|3c_s:~—1- -
on T | CH ] 0-TMS
HO e TMS-O
U TEE MSTFA U E-3TMS

1 73/BEAHED TMS &

515



;
!

Ea BB B0

HBRABE RS EE ] Bik/ 153 BN/ 35 BOkL 19
SREEAMCINEE  COSHTSSLEm  SKOIRE | b ORRAtBEe.  OMAABEe  (BeARuLORE
ICERS EhRE B AIE) WEE(TMSIE)
I a3 A 3
@fﬁ;ﬂ e ©NH3-R @-&Z-NH}R e—- NH3-R @ms - @
%2@;@; @s}ooc-n @[—_)OOC-R @ J00C-R o‘ms S @
v v v v
AN A AAHEAN H20 ool
M2 ERFEHLEOEE
L, [PEUmecxE) BT, BT CTHEREEIEETS. T HEEH
. VAR F )L HEA MSTFA 12 & 0 #8AK( (TMS k) &
a . | | N A AR R ST S ) B & AT A 5
_g 60 ] T 5.
2w Step6 : TMSALL 727 3 /i & B Z NFH > T
2 - BRI SEHT 2. 2 ovitikE GC/MS THIET 5.
n 0% 0% Jees  GrE% HICEHIREE AT Step 3 DK & Step4 & 5
S B Rt W T DFBRCTH D, {ERIECIIRREERE OKRE) 1t—
BGLITMS  MPReITME  BLnaTMS  BTRSTMS  mOsaTVS e (16 B 2o TW B IE% 2 AL CIREMIC T &
Jrem— N R UV ERIKT 270 TRBREERRLFTTNS.
EO7E RN OMEERIT L HRETET TS, £
g 7o, PERIETIEA M2 AMKIZ 90 47, TMS {kIZ 30 43
i P THERIEL TOBA, KETHA M+ ALK 3
g “" | “ ‘ ‘ 5y, TMSABIC 1 43 & KIEIT KRR 2 58/ L T 5.
" KRIZT 2 - GHEEE - BEEOBRADOREFICDNT
. BB, MBEMEEO Y & h = b U IL-K DB & [H
1%

10% 50% 75% 90%

W’aler concentration

B Pyruvate-2TMS W Oxalic-2TMS = Maleic-2TMS B Succinic-2TMS
B Fumaric-2TMS = Malic-3TMS W Tartaric-4TM5 m Citric-4TMS
(¥ & AXEIHE]
20
1
100
g
Z 8
3
=3
: o
=
2 40
. I|
0 Il m-ll. ..... S
0.5% 1% F 10% 20% 50%
Water concentration —
W Xylose-4TMS B Arabinose-4TMS ® Rhamnose-4TMS ™ Fucose-4TMS

W Galactose-5TMS
B Maltose-8TMS

W Fructose2-5TMS
mSucrose-8TMS

W Fructosel-5TMS
W Glucose-5TMS

3 HHERROKRELERNOREFICONT

B Mannose-5TMS
W Lactose-8TMS

) ZEMIC3MERIET, BEAMPTHERMK

INEITY, 7 b 2EEARFT AT 5.
Step 5 : FEMA(LiLE (MSTFA) Z[EAHIC 1 73ME
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HANDRFFIZDNTENTND LS EFEHIT DN THAN
FREREK 3ITRT. VI /HECX, AHEEE AX I
DNWTIIKDBEIZ M NOET, BETDZENTND
7= —F, BEEE AXIZDOWTIZ20% YR RUJL
—KTREMICHEEFEENT, 1% 7= MY JL-KT
BRI NG Z ENHD o 2. WHOKOEEIL
KBOREEDITHMEEZD &EMOBFEKEMEER (|
) ICKORFEL TnWa EEZ NS, ZORREERIC
B2 PR R U720 20 % DAE O/KIEEE TR L,
ICEFITREF L2 W 1 % O/KIBETARTT 5.

3 Fro4 EHRFES SPE-GC/MS > R
T A

ATALER I [E MBI (SPE) 2 WA Z&EDAY v b

O—DICHNEREEZAEEL STV ENEIT oM

L. X5 =R 2 5 TR L2 B & O H

W 2BEATESL 251> SPE-GC > A5 L%ZH

W5 ZET, HiH/ By N7 B OREL - SBEAR NS
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Fomm————————

TTSPLM100& TS LY RERIGCMS

BEETEHBTONT D ZENHAEE B>, AT X
LITED, WSRO ITETHE LR > TWZE AL
DEFEP T RMTELZEER/NRICED, hOoYd T
I Z ETHBARREZ IR TR 2 EITKD, o
O EBLUOEBEENMELE ZITREOL > F1
> [ AR B AR (L SPE-GC/MS > A5 4 (X 4) 243
5.

3-1 WREEREDLEE

PERIEY EARFED B2 X 51RT. /EREE, itk
BRAY =)=k OOk L THB/BRY 287 L,
KIZKZBIL AY J —)b—7k&E 7 OOR) L E5EES
% Z LI X DU BE TRUKEME (A% ) —)L—7KH)
EHKMEME (ZoaRIVAM) T TIET 5. &
LT, ZOHEAKMEMEEZTODASY J —)-KEXBE
GRILTF 22— 7) WL, UERMEEO B —B

m GERE
i 50 mg
#0 ; MeOH/H,0/CHCI; 1000pL
| IR& St (37T, 3093)

]
[
[ ®i537 (1600rpm, 4°C, 353) IH s

|
43ER : EiBF 600pL 1 Ry

Al EBRIK 300pL

#0518 (1600rpm, 4°C, 353) ]

(2 M
S3ER : Ei8dr 400pL (MeOH/7KOiEH) 0.5 1S
HE RS (1600rcf, 4C) |

S R ik
| EiEEEIR (—6% : 1605R) | 17 wemm

— ESmREEEERM
ARFPE/EUS AR 1000
| Ss@itRG (30°C, 90%3) |

A B AN : MSTFA S0uL ﬁ*

| Hm@aeEs (37°C, 304 | 1t
|
[Eom# (1600 ref, 45, 39) | 3 1M
: b JSAT —
SYER : i@ 100pL — JIATIL MSEAR
B GC/MS < SEALUL (RTUw k 25:1) | BtHl 4pgily

SPL-M100& EiRHRIGCMS
4 A4 EHEFERE SPE-GC/MS > X T A

T TCHAEHAR U CHUKEE S 5. 2 OBREIZA b+
ST IV/EY P UEIRERML T 90 4 EE SRR
I (A NF k) I8, T, MSTFA 2L T
30 rMRBEMALIR (TMSAE) S8, N1 7KL
BZT, GCMSiZty hLTGC/MSIZ 1 uL#EA (R
JYUw h25:1) THIEL TWS.

TR LT, F T4 CEHFEEERL SPE-GC/MS
HiE, WkBEK-7E' N NUJLTHIHY/BRSY N7 L,
FDLFENATIVITBLEAT, AZATALITEY b
9%, ZORIZEMHFLEMR I EEZOUENSWEE T
SHHTTS. HEFUHEOEERR, EMHEz27E =k
UIKTIA>TaazZ7L, k2 40 ul %51,
BEMICAMEET, ZOEET7 M MUK T
L, #7122 MUV EERS E CREMNZBIKT
5. FLTC, ARNFITI/EY D UEK FEAKL
ME) FEMICERIET, WEHRmENT 2 B -

m RE
¥l 50 mg
00 : H,O0/ACN 1000pL

[EE S (G7°C, 30%) |
| 04188 (1600rpm, 4°C, 353) |
|
SR : ki 25001
mu 8K 250pL

ﬂ i‘_*[?l JL (i)

HECEY FUTAY— MRIERTET !

1 wel

20 wsm

S ~ERBSE{ESPE-GC/MS
SPL-M100

i e
A
40pL

Bl 25ug48X

5 EREEFEDLE
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B ThIUL 3 oM, FEEESOHEEI 15 0, 7
BREETWA NF LT D, KIT MSTFA % [ AH
1 4MERSIET, B THERELZTY, BB
WEE TMS{td 5. 2L T, TOEMI—K v IIZ
Z—RIVEERL, TOEE=Z—KRILZEGCEALK
HALT, AFYCTHEREHEZBBSERDS
GC/MS NZ DR E 2EEAL, 27Uy ~1:50
THIET 5.

32 FAUSAVEBRFERLELIRTADAY Y
1) BTALEERE R O KiE 7 ke

PERF T O MR TRIC 20 BRI 2 B9 % DIk
L, ARIETIIEMFERLEICELD 15~30 43 & KiExn
FEfRERBEL .
2) HHEZORHLEE N SHE £ TE2HEME

PERTE TIZIR DI B HAS LI /2 & D& TR & g X
TTHIMET2DIEEL <, REAOBMOREZREDY
A7 oH 5. AT EMEFEREERATS 2 &I
X0, JEMIEEZEHBLT S LN TEL. ZRICK
D, NZEANTYFEEBL, oHkEEzEA LTS
EMTER. £z, ARV —Y OEBEDEET, FHijc
BEORSEA— N v P2y RULTBE, BN
17 G 2AS 257052k y FLEIES —7 >
RABAY— SV DFETROT, BIKOROMEZLE
DOYZZBEBEL DD, BHELOMESESNS.

3) FERZXEETIHIKOR S

PERBZZ VR Rz EDNRIEMME 2O FR< 720
WHIH/BRSY 2N RICA Y /=) —sk&E 7 oaR)V AT
W EIC X 2 K8 (B 217> TWwaay, ARiKTH
FhEf LI K 2 EAEH OvE TR T U 'Y RERE
LTWa. 20/, FEEZLHEET S HHEETH
H/BRY 7 QA THHE TRICBWTHE b &/ 5.
4) FEEIEH T

KT GC-MS OIERMIE TH 271D Koz e
DIEA A OB EMICRF R THRETE 5729,
TEARIRITILN, EEOHREERL, A>T F > ABE
EMASNG. F7o HESERIC L0 I L — 2 b
LT 6 LT <72 5.

5) fitskik & ol U TR

AR AT L TIRBEHT2R1ICEMICZ— RV &2 EE
L, S8R5 GCIEBEATS. Zhicky,
GCIZIEASIN D AR EZ DT Z &N TE, fEk
FEITHN6 BREOGBESTNIRERDS. 8B,
AN EN L <50, EMHMETHELTHWDO
T, GC-MS N\DO{HENDEII DTN

6) FHEMRL THS GCIEAE TORRMA—E
PEHRTFEINH & < 2R Z T 572010 —FITH
BRELTHS, GCIZty hg 5. Larlians, 1
ATOHET ST EIRDZDT, FEAKLLTHS GC
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THET 2 E TORMMBREORENEZ L I2EL<RD,
ZOM, NA TIVHTOFERENHETLZD,
BARMELZHONNRLIZ0 &, HIENSYE DI
BN D>, KT AT A TIRFBEEREN S GCITHE
AT BETCORMPBRIKEZ EIC—ETH D20, FElK
LD EICE DR 22 51 5.

) MR EREE O R #AL

GC THIE L TW 2 IR OBKDRTULEE 2+ — )N —
5w 7UTUET 5 Z &T, GC OHEIEY 1 7 )VERT,
NBRMNER N ETTD &M TE 5.

8) HiHEZMET D ETE, EONNES
AIETIENA 7V OB U 7= fll R O —5F (20~
50 ul) UERL7aWe=w, R0 otz 2D x £
NATINVTIHETDIENTED. 20D, APICH
DM TES.

o Bl

4-1 7 /B - G4
KIATLERNWT, AUL>YDT - Y bh - TAD
T AREBEO-FoNETY, KR ET o
7~ BT O0—%2K 6 1R

HHEME - 22N O REY O £ 100~200 g 1T
R4 T A A& MA CTHAERPELREIE Uiz, 20k
10g ZHMWML, K10mL &7 M= RUJL20mL 2
MAIRE S Hhss, HLTBEL, RS >N T &1 7.
Z® EEZE 500 ul pELL, Y2 = RUJL 500Ul %
Mz, EESIELDEEL, ISIHRY N7 2o
KEAEFT DU D LR T pHAE L, NA7IVICEL,
K AF LT RLT=.
RETHONERTL >V OHEHRREICLDE—
MAEEOHEHAEEZE LITRT. 7 B AEEBEED
BAfiskE R 2S00/ ARICK 2 &B O SCAN ~—
NAF> O NI ITLERKTITRT. &ilkns
BoNRAOE—7BRBLU0ES BIF CTH o 7z,
HRBM SR EINZRO O — 7 HGE K 8 125
T, RULVYTICEYaUEE, M MNIETVEYI
g, SOOIV I UVEBNEEDIEN-BRNICASN
THD, SEIORERMNS B EHEI QRS D& W HREIC
HETE.

W

4 45

4-2 ¥EE

MR ZEMH LTy b PUIILEIRE L OKREZ
T THSEMICAm LT, BEZEHEICRIFS k.
ZLTC TR BMUIILTHAKL, Z0ORFEALH
AR TYI/EY D UER EEMICERLT
A CTHABEMCROS S ETA FF ML (K 9) L.
T 0%, FEREIE MSTFA ZEHICER LT, [H
R TRHEEML R S ® T TMS L L 7=

BRI BRI IS S ISR E ORI A RS2 5 DAL
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[ RS A 771 A& ]

BT REFL00~200 g [CRSAPA 2%

DOZTHAE P
(#ehi)

AVEHEER 10 g ARESEHPRULER

| 5% % 10 mL
FiRES
|— %H0 ACN 20 mL

&St 10 min
1

ECarREE 3500 rpm, 3 min
]

SyHE dhi EEE 500 pL
I— il ACN 500 pL
&S (37 °C, 1 min)
|

Lot 14000 rpm, 3 min

Hnth EER

X 6

I— 7hl 0.1N NaOH n

(A >S4 2 EREFHSHE]

Automation

JATI
|— qF13a=

ACN-7K(1/1)
| Flash-SPE ACXs |

— AR[RIE] ik LR 50 pL HE
— #E® ACN-2K(1/1)

— BiZK ACN

— &8 ANITIY/UTY

| BUBESBAMERIS XM+ AL, 3 min |

— =8 MSTFA-MLI>(3/1)
| BUREEWALRSS TMSIE, 1 min |

E BLTY
GC/MS 27wk 1:50

AL T O — (7 X/ B/ FHEER)

K1 KETHEONLKRD LY DDOBEHGAEICLS E— I EREOBIRE

No. 534 Ul U2 U3 U4 U5 U6 Ave. RSD., %
2 | Alanine-2TMS 2,705,765 2,625243| 2,661,635| 2,613,090 2,563,111| 2522,121| 2615161 25
3 | Oxalic acid-2TMS 21,958,314|21,851,090 | 21,894,348 22,511,436 21,642,163 | 21,152,779 |21,835,022| 2.0
5 | Malonic acid-2TMS 548.802| 512489| 526,249| 519043| 526,234| 560,334| 532192 3.5
6 | Valine-2TMS 4,606,428| 4,497,232| 4,519,964| 4,488,579| 4,370,621| 4,330,268| 4,468,849 2.3
8 | Leucine-2TMS 3,949,838| 3,823,120 3,869,338| 3,815,906| 3,775,518 3,506,105| 3,789,971| 4.0
9 | Isoleucine-2TMS 3,815,850 | 3,746,055| 3,773,535 3,748,879| 3,647,235| 3,642,443| 3,729,000| 1.9
10 | Proline-2TMS 722,955 701,361| 703,837| 693,309 677,892| 656,913 692711| 3.3
11 | Glycine-3TMS 311,795 300,133| 304,260| 291,269| 293,179| 271,290| 295321| 4.7
13 | Succinic acid-2TMS 686,713| 683,285 686,428| 692,873 682757 675948| 684667 0.8
14 | Fumaric acid-2TMS 142,760| 142,743| 148,768| 147,353| 140,625| 139,958| 143701 2.5
15 | Serine-3TMS 3,965,989| 3,691,721| 3,774,761| 3,724,560| 3,590,127 3,663,876| 3,735172| 3.4
16 | Threonine-3TMS 602,931| 560,277| 568,682 558021 542283| 550,970| 563861| 3.7
17 | Malic acid-3TMS 1,584,318| 1,575,211| 1,591,829| 1,609,113| 1,555,666 1,566,658| 1,580,466| 1.2
19 | Aspartic acid-3TMS 4,528,602| 4,434,587| 4,423,349| 4,546,915| 4,327,986 | 4,393,956| 4442,566| 1.9
20 | Methionine-2TMS 53,844|  57,581|  57,174|  46,740|  55391| 50,128 53476 8.0
22 | GABA-3TMS 442631| 435615 443665 423,246 417,886| 397,142| 426698 4.2
24 | Threonic acid-4TMS 111,636 103,963 109,708| 112,379| 106450 117,600| 110,289 4.3
25 | Ketoglutaric acid-MO-2TMS 4,372 4,620 5,300 5,080 4,489 4590 4742\ 7.7
26 | Glutamic acid-3TMS 4,609,844| 4,600,117| 4,559,014| 4,622,500| 4,452,911| 4,616,932| 4,576,886 14
27 | Phenylalanine-2TMS 1,525,816 1,487,573| 1,505,821| 1,508,921| 1,441,017| 1,419,540| 1,481,448 2.8
29 | Asparagine-3TMS 1,993,942| 1,800,771| 1,838,868| 1,826,318| 1,806,007 1,968,777| 1,872,447 4.6
30 | Putrescine-4TMS 100,127|  90,218| 92,879 94574  87,116| 79290 90,701 7.8
31 | Shikimic acid-4TMS 23,913 20,946  22909| 22,988  21,733|  20,749|  22206| 5.7
32 | Citric acid-4TMS 480,734| 471479 470472| 476,376 461,721| 453838| 469,103 2.1
34 | Adenine-2TMS 32,888 28552  26,642| 27,283  25239| 24364 27495 110
35 | Lysine-4TMS 1,086,746| 1,036,401| 1,065,106| 1,021,094| 1,015,699| 926,104| 1,025192| 54
36 | Histidine-3TMS 309,715| 305531| 314,436 317,818| 296,923| 287,021| 305241 3.8
37 | Tyrosine-3TMS 3,660,407 | 3,522,793| 3,549,047 3,567,762| 3,463,739| 3,332,989| 3,516,123 3.1
40 | Tryptophan-3TMS 138,662| 133,594| 136,100| 134,166| 131,844| 134.228| 134766 17
43 | Adenosine-4TMS 54,504| 52,592  57,398| 54370 52,774 51431| 53845 3.9
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TAGEER, REISSE R 4 11 A S RO — LAY VKD
BEk, 72 B % GC/MS THRIE T 512135 U LEES, p.100 (2017).

. . . 4) K. Yamamoto, M. Taniguchi, T. Nakahara, Y. Ito, R. Sasano
LA SHETHD, TOTRICEL DY ’ SUet ’ ’ :
AR CEBREEETH D, TOLRICE < O] E. Fukusaki : /. Biosci. Biveng., 132, 599 (2021).

CHMZRSL TN L VEMSEMMUEICEDT 5 m=gmp mEES EYBE— JAEE (Bunsk),
NS ERIICKET S EMTS . S 5ICTOEME 2022, 286.

ER(LEEF > 51 > SPE-GC/MS > 25 I & QR4 6) O. Fichn, J. Kopka, R. N. Trethewey, L. Willmitzer : Anal.
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<8 E— (Ryoichi Sasano)
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p.54 (2015).
2) E. Takeo, R. Sasano, S. Shimma, T. Bamba, E. Fukusaki : J.
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DL ETHIHE &2 RS 7R EMEAVNS WEEE A R W &
ZIRY.

Omwange SIZH IR TU T 1 DfEEE=S 1
T ERB BEIEY T A OB &2 SO RmN
Aok, £/, L5 KEIZESIKENITE >
THIESN, 71138 4 EOLRE TR 20 ReRIFFE N
fR7=3, TD% 48 IR FE TIX KMEA 20 % LI 40 %
KD S N DML EIRRETH D Z ENbnro 7z,

AR HTTIE,  IRERIE =D ORI 7o ik K B
iz ZORMIZ DO EEEZ R L. £h
TIY N ERT 2, ATP ORKEENTH 5
REs, HEEEFOS M, 1RO %ERLTVWS
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N7ZARERE M 2 S ORI DO =D DI D T — % &l H
BOELILETADHEERDEISEZSI UL I TES
ZEMWRIN. ABERIVAOKIZEETET S Z
EDVATREZR H AR MTE D DR E MBI E H TH %
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DA TE 5.

1) K. Omwange, Y. Saito, D. Riza, H. Zichen, M. Kuramoto,
K. Shiraga, Y. Ogawa, N. Kondo, T. Suzuki : Spectrochim. Acta,
Part4,276,121209 (2022).
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1) A. Wang, D. P. Abrahamsson, T. Jiang, M. Wang, R. Morello-

Frosch, J. S. Park, M. Sirota, T J. Woodruff : Environ. Sci. Technol.,

55,5037 (2021).

2) D.P. Abrahamsson, A. Wang, T. Jiang, M. Wang, A. Siddharth,
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Sci. Technol., 55 (15), 10542 (2021).
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%, 2 HH, 3 HEFHOF 4 BT Tirok. +4
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w L7285, BSIWNRPNETH 2720, FHERMIITT
7 A2 DHBHRGTHGITER L TEET 5450 O hHE
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BIH

FRUZR< SHEOZERRIZ, BET 2708 R
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—7, 2 2HE® 9 A 15 BT, MILKSAIE
A+HREERLEESER—ILICBNT, REoRER, I
N EREZHHREET o 72, REX%, &Mk, 2M
EWREK, AARFHK GEEIEICET ICXk3¥aEZH
AL, ZEGEADOZINEL 140 BT,
A THIETOEARRKIZ 150 B TH > 7= HEHIGEN
e, BEXD T TRESHICAEDRN I L%
BEOHL EWF%. — 5T, ¥2EZERHEO T T
EORAERBIIMOMED T 1 THIEID D TL
<, BMFICE>TIIERITH LD

4 MREBTRE SrFareif—

RAY —RLEFE UYL THRERS (16 h+%5
WETR2) 2EMLE. RAY—2BI3=HE & N
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13663 THo/.

5 EF L E

SEBEFREE LT, HERAY—FRITHT 5%
TEREZTO . ZOETRAY—ITE, BBUR
30 FUTORARB EEFHAFITLS 181 hDFHE
NHUAEN. WIHIZERKRAZFEAZRIBROE Y > 3
ST, ¥R 2HHIRBEBRKRAG O Y > a i TT
bz, ZFOREPLELEBREEDEEBICKS
BIERBAE DR, 20 H2ETRAY —HITRHL
EAKTRICHITEARATHRZHE L. BTFRA
5 — NI S Mo 1220, BEEDHLZITIERE
RERNBH-OEHDEHREIND. HEFRAY —EHOHE
HIZIRNWIZWEFHREFEDO S LB L BT
2w, ZEHZFRILTFTO®@ED THD (WHIE) - HPEKR
(RBRANER), Prised)ZE G, BREMT (LK),
BAARTEE (RERR), PEMEEEMG (KBRANNIR), H)II9Eme
BEAR), PHEE UK, mEE GETX),
MZEH LK), REER EER), NHOER (B
R), HHEE BEIEKR), ANET @EER), HME
B (FEILR), MNEZE (FILK), HEFEK (HEMEE
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HIE (BER), BAKE BIRK).
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WO TSN FO%, 2023 FERETFE D 83 [H
INEERRAEITEEE TH 2EMIEFK (FiLX)
MHERAE—FNH ol Tiz, 2023 FEFETEDE
T2HERDOETEERTHLFHMK (BAK) 152
E—F 2R We &EIZ, hEESZEE O i
FC (ILUOR) Mok DRENH D, BARDD BITH
ZHCK. BRBATRSE 720, SMFINS VSR
JEOBaEEL A THBHETHRLL /.

7T 5 Y
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12, Z<OSIMENHHMEZZATHD Z EOERNE
EHEWET. BT, ERRERN TN, BNE D
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ST HEE DXL ON

HAGE TR EHEL TOWDHEE, “pH A—4" & “pH A—
& —" ZRFEL THENTLUEY, HOROTEREGIHNHEER
DHZTNFIZNDTEIBENTL & D5

FUSCEOHT, [FFE - FAFETHEON D NESHENLE> T
KiLIND I Lz “RiLON" EEVET. kE ZoL57
HrLONZL, WXONETIDNDOEEDBBDTIEHD EEA
L, RIEDEETTF vy 7dLT<NDDT, Kl TIH
K-l &l olcln s FRDBWAEBNET. —7,
INETHILTHS TOWRHTHEOEFRSE®RNLD->TL
Fokla, WhWwd “SIHEOERRLON NEELES
3, HMERTLONEIETE Lo EEREWNEDS> T2 E-
WET.

MEEDOERPCERELEASHMIIHKLY TN, KEMTE,
EBRA 72 I S OB 2R, ERNTOHLIED D H o 72,
BLENSDEEND - 72, FROBLERICEDE R,
HEOREDH A EEALNE, RENBTSNDTL L0,
BIAE, WEROR—I AT hEe “TUCANIAY, V—h—
W EESTWEDE “Y—R—)l, UXANIAU" ITE
D, EBRNBREECEDELDOTY FidhELics
FVHIILLKDETWERAN). £ EMT IR
Cartier DWFFRIE “HIVF 1 7 T2, 804ENRETIET I
AFBEBOFHFITEN “HIINTF " N—BHTLRZ Zhid,
Cartier IS HAIENZ R LIZBRIZ VT« L7 EFFRT %
K20, FMERABETNTM S 20 EEbNTVET.
EHICREETT T > RTIE, ORI BIFHROEEAUIZLIES
DET.

FEEMBH B THEITRNTLUENE LAY, R, A8
ST DORLONICHEEZRL £7.

WER DT DAFNL, WEHEOMHMTEIND ZENLNTT
A, OB, BHRORLONALIEULITEZD Y. A,
T R)VF— 3 W #OE X #53 #113.  Energy Dispersive X-Ray
Fluorescence Spectrometry T 2%, WEFED XKLD& LTI,
EDX, EDS, EDXRF 72 EMH D, FsiT X > Tid EDXRFS
ERTIEDHVET. FBELE T T AT IEDIEHRIC
ICP-AES (ICP-Atomic Emission Spectroscopy) & ICP-OES (ICP-
Optical Emission Spectroscopy) 738 % D H [Alk DN & BNE T,
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DD BERLPNE, HEO pH A—F" & “pH A—
&—" OERFTLONEFIEFRLLEE>TIWERVWET. Mz
BOTHEBBNEL, ZIWVW-oRBONITEILT20hH LN
FHAN, HETHMOMBERDT, BN TLEATARE
THETESRDITB>TWEET. —F, INheBiFLT5
£57%, FROBOUTHENED> TLE>ZRRLONDY
&, PUEENLEITIRD Y.

FUY>7Iantilhy, fhofin s L <Mz
(LHFESNZ) SFEZEZES AMIMELIATVDSTL LI,
AV EAOEIR, [0k 57 Eid "BEE THd] LBA
5N, WEOSEEHICH "BEME" LI TWELE —
F, TIEETHRENAESZEZHTIE, BEBETIERS “Hn
" LRI TWEd. JISZ 8103 [FHUIAHFE! TH, LAl
FREEEANEOW S L L ThE LA, BlIfER “Sn
" OANHELINTVWET. FWEETIE, FL<hTEENZ&
HIE I N0 HHER “outlier” 72D T, EEMITH “SrifE”
DB REDITEBNET. TIE, “WEME™ &S HEN
EoNE<EolhEnd 2RI EIFRL, ERFEOD
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CGEREERM) | OBGTIRICIE, Wind “EEE” &0»S HiElk
HOEEA).

AIEICEIE L 2R ON & LT, oHEOEEEICET 5

FBOAEBIEL LI ERNET.

SHEOEEEZFEMT 27200 REE, KENTIT 2 M
BHOET., —DAnMEOFEEEIEHMEDE NzkD),
B —DRAMEDIESDETY. HHEOESDEE, 46
HH KE WEHE S, precsion)” EWHHBTERLEY. —
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“EE (trueness)” MHWSLNDXIITARVELEZ. I
25, HICHENED 720 TI L, Bb7AaRMRIE, Eff
I EHBEOKBIMDEICLS N>DT, IEMIE2HEICRAS
ZEE TABDEZITANDZENTEELE L HEZZ
2, BELHEOmMEDRAMESERTHBDOLLT, #Hikic
FEMEST CWOHENERINSEDICRDE LR “IEf
ST WS HEEMEA, A AR U TEKRIEDS RS
EWD HEBNHZITEMEI NS TNETTHSE & > SR
LTLEWVWET. Lad, 0O “WHEI" IR T 2HEEIC
accuracy Zffi 5 KD IT/a > 72729, TISIRENEL S KD
R0 EL .

INTAFBEORLONTHEE 2D DIE, HEFLHATFED
MICRHEDOITNNEL D ZETY. 45%b, HBEORNELRDOK
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T EEORNEEOYUGTHEEIZRRD £, HEOWASH
CBL T, EHNSEROY v 77— bR EITE S EHN
E

B%IC, KON THRTHARWVEEE—D. P DEE
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ARRICHGTE L T U3 0" EE->TLEVWET. HL,

ShAEE 2022 12



RAVERET "IN o TWes, ®EERLS, #HHFD
O GEFD &= TR ES N
UBRAf R A - BREERLATE hEFRE)

L g TaA— g —]
2 2

HhE DU E SRR Z K D

AAZH LS 2PEMEE SR T, 20 O F i
P RMOBERRET S ZEEEMNIC, FHRITHRELTUT
DEMFEHEZFEMEL TOET. HrIUE O &K T I 3R
RETOLEBIT, LHREORENZRTDHELELLT [
EPUESR LA Fe I —] 2R5E0 THEL THE
I [HEMESAOEEE T IS —] 13, oKX &
B30, B I ADKESTBBML, HEFEMRECFELL
B ICREEARZRITHONTBED £

2020 FE 5 O 20 F KRR IHERIC KD, BRAzA X2 b
AL - EWCR 0, AR THEFEI S - TR &
WERBP IS EMAHRED LITLATR <720 TH SRR T
L7z, LU, ZAEFOERZIZED 2021 F5YE—RTO
BHAETCIZd 0 X975 2021 4 3 AT 2021 4R L R i DGR BT
= - PEMESEGHEES (RBREHY - aREFEE), W
46 HITEE 27 M EWESCGER L H T2 2 - — GEHR
HT - ANEERESEA) RO ITON, DI EAITE T 254w
FHEOFEREF A LATHRT LI ENTEELE.

AEITASTC, 528 ETEME L E T I —
% AR K H AR - Edward G. Nagato SeE EERO 2 £ & 52
THEREFELT UE—FTROOEINMET S ENTE
Tl ZmERE, #E37 4, BE 124, —fR2HLERD,
R, 72TV P TA Y b= RO/ R - 2
(Cambridge Isotope Laboratories, Dr. Paris Ning) {2 & % NMR
o ZREGEE O I BT 0% BIRKRFADOANTF 2R
X —% )37 1 1§+ (Dr. Hemanth Noothalapati) 12X % 7 <
DOPEERFIT K D AR A A — 2 2 URATICEI T A 0H5E, BiR
KFEDF WL (Dr. Park Jayeong) 1C K DBEA P71 F#
DIERICET MR OVWTIHEN D D Z L7z FENSIIE
EOFEERN 13 DD, A=Y BRBITHMNTGRENTD
NELE ZOEERETEERLNS 1 4T OMEUN
B ENE L ARETIRRESTES A GEERBEHE L
72, B R TIREEE A (HOKREEARRR?) NZESNE
L. AEDZHEBISHOIRIIHEL T, BHTES
ZEVELE.

E5IT, AFE, PEMESTIORE /81 N2 FUTHIIK
¥ GEHBENETREAERELT, AXDTLERE 714
RIMN20224 9 A 14H UK~9 A 16 H (&) 3 HMH,
ITNTOHETHESNE L. a0F T 1 )L X DERE L
PEAITCTH S e EWVWA, £ ORI AE < ' 1000 442
LEOBMENRH ORISR T LE L. £, ETRERO®
HEEISHEEOAAN ML EFRHZZH SN, FREEL
FRZEERFERD TIEET L. WO EL THHRW DR %%
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2 EIITREBENET L. FROBRKICDOEELTL, &
WTAFECTIMET S TETY.

KA, O30 R RS S IR S 4, HIDKGRE
RRET LI T COMNEmBMEZER S, FFRNRGRNT
En L5 nGEmElETENTE, R E—FE> TH0 %
7.

iy

UBtRY EREE,
*

HRY HOBE)

2022 Ik O b T 57 « — BRI ERE

(At ARSI L ERRA I O N T 57 ¢ —F% RS A
(LC3) 13, 2018 FEXD [k o~ b7 57 1« —Fl¢iE
PE] ORREF¥EEMIBAL, S FHOAFIZ 8 ARHEMEEL
THEHE N FE 21T o /2. WIH IR S Nz R OHEEEICD
&, 2022 Rk O~ MY T T 4 —RIEEERERES (9
H 12 H) TH#ELKR FHAFK (BARZEH) HEO
[Edfk 7 0~ ~ 2757 TRIROTAR ¥ —X| (FiE#H :
AADKER) 2Ky Ox N7 57 ¢ —RFE S 5 S
ELUTHEE U 2022 EE LCRBE 6 BILNEERES (9
H29H) IZBWT, REREREZEEXD Efank Ladks
REFEL, INEKRRAL.

Mk ax s 57« —F#FEE] &3, ZOREICHET
DTS 2RI, THARICBI WA O NI T 7 4 —D%
JBIZEST, BHMREAN SHEREMRN S > - @D 5N
2HbDEFT] EERINTWS., BEESHER-Z &
Wik 7 o~ k757 TRIROTAR U —X| OREHHOD
WEZELL IR

kiR 7 0~ k257 TRI ROTAR > U — X1, 1976 4
WCHARSHTHER B BARSAW) S LEmLe, HRYo bk
U ANy RLs 7ORo &Rk 7 o< s 27 5 7 4 — (HPLC)
AR TThHD. Thbbt, NEE GOuL) O3 DR
Ay B2 120 EAICRBET S ZEICX> T, #00 L DMEER
ZRIA L —BRER E WD S 2 TIVIRIEBNC & %2 ATHEIC
LRz S®D (K128, Lird, K3 EMHZE =
DEDITHEBEN DRI D 2 ENTEL0, WIZRYNS
ZEBLKEBIEMEATAD I EMND, @EOKEE DX Z AThE
EL7 MERZ D VBRI NG Ly T OBR 2 T ICBAT
L i O izd 0, Efd TRIROTAR I MU Ty
REWVS BT — 7 IR & @Bl L <Lz k> TH
FINZODTH%. TOMEEL, EOWETREMERE &R &
D AKORETH S, iyl dfirtiizE Cip T A 2

ot

b s

h
120" 240 360° TRI ROTAR VD% 152 —2r
L >< \ / >< \ /
b >
o F 1 \ >< / \ X Lt

7
~wF2

A
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B 1 TRIROTARV DR, W51/ —>
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R XK Z T REE L TH D, AR A —1— - T
Rt OEM #4659 572 &, R ICHAD HPLC AR > 7
O OEmE 2R L. ZD%, TRIROTAR-II (1979 4),
a2 a—%—#li#l®o TRI ROTAR-IIT (1980 4F), TN 5D
R TEMARNTE L AT T %5 TRIROTAR SR-1 (1982
££) KO TRI ROTAR SR-2 (1982 4F) ZfKT, X 5IT/A
b+ & AX—Z %[>/ TRI ROTAR-V (1983 4£), TRI
ROTAR-VI (1984 4F) D klin&fiE, T O &K - 78
BIEE 1982411, #2270 HPLCHEL T, TRI
ROTAR &H U 3w K& L 72 FAMILIC-300 78 B &
N7=AY, AREFEKETERMEMEO 1 > 2 )7L - )
P—F « 7R FROy T A2 MEn o & i 2 %
ETOEMEO D THB T+ R 100 DZEITH -

ZOOEEREZFMM LR > 7 &L TiE TRI ROTAR
NHFHTHY, LI TORMRSTELTHHIEROBDO L O
RV ERICEEN TNz, 2 U — X R Td 5 TRI ROTAR-
VIIZBWTIE, WERIEMS &L T, 0.5 mL/min L TIEEE
fED+1 %, 0.5 mL/min PL'F TlE+0.008 mL/min, #HEk%E
XELT, +0.5% £/713+0.003 mL/min ® 5 5 K E W,
EWSHREEE DD, EHEEAKIZ O N T TORREICKELSEH
L7 51T, Y2 TIVIBBREIRICK 2B ERREEB S &
ZEME, RTEO/NSRIIRRN S L, NEOHMWH S A
EEALZEII/0E#REks7 O M7 I 7AFRSETY
AR HEBL =

DLE, #F U= — 7 InER B R & 2 O FE L 7 A i 12,
ELWEIZ O NI 7 ¢ —FHFEEICET DO ERES
nr.

BB, BEMEEICYUZ->EDIE, UTO104THD (O
Hl: ZAR) : Ess GV —), EARE GEHIE), K
sk (LT FFHIBY—ER), fBH #H (HARRHRE,
RERIER (7oL by /nv—), MMEERE (BRED),
BT CGRLUY—Ft¥—), OFF B GUTERIA
%), WK (Feaotit 4 —), = EEA (BEREY—
E ).

k7O N7 57« —E8H%s - ZEE $F/ %)

*

2022 4EFE CERI # O~ R 57 —0 e

AEIZ, (W) BAGHH R ERRIEZ 0< b7 57« — 5%
Mk LCH) 2 krax N7 57 ¢ —ZFIH LU 7=HF%E
S CER IR BT E IR G 9 5] LRETIEY
THO, (=D W EFAMF IR (Chemicals Evaluation
and Research Institute, Japan, CERD) D17 %15 T 2018 X
DIAZRGL T2, 2022 FEIE, AFE 8 AKRHEHRE
U CRElE OB NZE21To 7. WA TIiRE SN mdH
OHEFENE, MAEMEEEIIC, BERRS (2022 4 9 4
10 H) TH# LR, FeE e EFIE Bhik N9k i Ad AT i st i
g OGRS TR (EEE R JEE RSB IE Ao BTk
J5iT - BEERIQ) R EmMH S U GEL L. 2022 £
Wk O b7 57 ¢~ ARW 6 FILREERES (9
H29 H) BT, #EEZERLD BRI N LR ZET
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i LR, MERAORENIERITRR S Nz, MEROU
FEREARANS, BRI E B AR O HIE 1L B SHERE BT B
W] THS. LIF, REDHR Lo F-WSE RS O
ERNT %,

1. HbAlc AIEEDFZE LAREADER
1.1 Z2E% HbAle HHMIERE (KO40 %) OBI%E

HbAlc 13, HERIK DB W EBICHBIT 2T, 1980 4
RICHPLC IZ X 5 HEHEBEBMN LI NI I LITKDERIKRTIA
<fEDONDXDITEo7h, WEMDIEBEMENRKENENS
BN H -7z, TOREO—DE LT, HAEE TR ER
HbAlc EARLER HbAle DHEENAT/r Th D T EAHRHES
NTWiz, KO40 i£Tld, 2R ToENEEETHIELAME
051 A > 284171 7 I TSKgel SP- NPR (Nf% 4.6 mm, K& 35
mm, R —) ZHW, 44 TLEMHbAlc & KL E M
HbAlc 2 BUFICHEET 5 2 ST U 72, 4T o JE 41
£V, ZHRAEDEEMD 2 LER HbAlc DRIENHREE 12D,
HRRBIG I BV 2 B OFHE, $EHRBA T ) —=> Tk
RE S EHERFRICP N TE S DR EZEIT LT ENTE =,
1.2 2% HbAle JEMERIEE OMERE

FRIBIFZEZRICBNT, ZERM HbAle O /2 % Bt/ iz H
FELT, KO40EERUFRIRATREE 2 100 mm & L7z K
I AEMW, 50 73 TLER HbAle 2 HEEE 3 % KO500 %
MBI SN MBKIE, KO500 kO MEREAE, FEAIL~D
ME 21TV, ZORES KO500 #id, HAREKEFESBRIUH
AREIRFER D ERT, AHO HbAlc TSI 2 FEH
HAERIEEE L SN 2ICE > 2. BIE, KO500 %13 7
DOMMERE MR TEAINTE O, MEBERIE, TOMREIE
DD, BEEOME, SERHEENOHEFZTo>T
5.

1.3 HbAlc DFEHE(LIEE)

MG RIS, [ HAE RGP RGEEEEEMNEE 2],
[ H A< b PR F Bl PR R B R ORE ML IC BT 5 R B,
[EE R LR JRMD ] OZFE & LT HbAle OFEHE
{EIGEICH#E > TW 2. BIfE, BIEERZED K OHRHZED 72N
AL S 72 HbALc MR 5 N2 KD IR o 7hy, F DFEHE
{EIZ ST B BT 50 B 2 S B L 72

2. LC/MS&#R W=7 a7IIT7ZY (GA) BEEDOHEREE

BELES)

LC/MS Z W= GAHIEZEDFE 217> /2. GA IS8 RIE
BEIRE CH O, HEHEEELLTROVETY 71 =571 —IC
£ % HPLC i PBREM RSN TV DY, WihblbEs
WCEMT S NEEYEIC K DRENRINTWRERN > 2. £
ZC, HUEHIEIRE U TR TE 5 &5 AIllE fE i (b R
BT 2R DMEEOBIEZIT > /2. GA OE= SRS E AT
MTINTI>D525 LD Lys ThcZ LZEMAL, 525 1%
BOARNTF R BHERTF R, JEEHERTF R) Z2KIED
HEL, LC/MS ZlNDRTF Ry EXFkzlllETRE
L, MEMZ SIHEMARTERRT S GARIEZEE L. £
7o, THARBRECZSPERFEEIEEEMEZAS] © [GAD
BT O 7 M oCsmL, S8 S I E
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kLT3,

3. BELOT IS T 4 —HABHKESNDOEM

MG KIE, 1993 FICAMARKR R DEE BERBITHIEL
=it ER, BENEESONEAR, o EEIRTSEER
O, ROEE MR EEBEETT> (&R, £z, LC-&LC/
MS-DAYs, LC & LC/MS 57 / 75, EHEHREZEEL
T, DOEBICEFICED ERL TE 2.

DIk, MRS TIROERMT,  FINER BRI E
) aNESZ/OE > (HbAle) D4rHrik - S - 4
B, KON, RS Rl AL EE & 53 85y T O BH JE T
E, OQEEBEWEM ; HFE - MHERLR EOUFBRDFREEML
TOMFHBRE, ODMER ; YRR A O B EES
7, KU, ERBRAEEREEE RMD T ORRR S
HHEELERELELIGITES> TS, 20X, MEEET
ERV OBl 4T O SRR AL D S35 1 JeBRE C, AR
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