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(1) HHERURE
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FLIasy (IMS), FFH A&V (DX) 1% SIGMA-ALDRICH 4, =2/ 7 73 I (SDD)., AL
TrEIARETY SMX), AAT 7P A T (SDMX) IEBIEAEFR, o T a ki
(ERFX). =7 U 2 A 27 F > (EPR) MM TER, 217 7% 2 FH U > (SQX) (L Riedel-de
Haén PESTANAL $ &4 L7,

FEVER - YRR AR O X 9 L, SR (TRSM) IS L CEEHERK (1000ppm) % 75
L7 (SQX ™7 500ppm)

S my vrarvaxWrr X uaxdHhov 20%0. IN NaOH
zruvuaxthrr I 7axtiv /80% A X ) — )L
ANT7IIV ANNTFE) A RN _

TAZTH oo ey, 2T % xyyy  |TERERUY

~r/uJA RN|FLriavy, =) I RXATF TER=FUL

2ATaA R |FEPRAES AR ) =)
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REFAY—/ F R~ T
R L S /yamato MODEL SA-31
A F v VT 4 B ENE DR /Kubota 8800 7Y
0—& Y —T R L—&— SRR R-124 Y
WHES R s O / B8 himac  CR15D
HPLC/Waters 18 600S BUAR > 7 717 BiA— R Y7 T — 996 W7 4 hZ A A4 — KT LA fHds
MS/Perkin Elmer Sciex Instruments #:# AP1100
HPLC DJIESAMEIL Table 1 ~ Table 2 (Z/x L7c, MS DHIFESMFIE Table 312, £7=, MS TEE
WA A% Table 4 1ZR Uiz, T LIIMEW) & XI5 WE % 43 Hﬁéﬁét \Z, FEmE O
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Table 1 HPLC Z&f4:

HPLCE:A4:

BT A Atlantis (2. 1mm X 150mm X 3 x m)
AR — RER CHCN : /K=10 : 90

TaBESAE Step gradient

ek 0.2mL/min

BT LEJE 40°C

AR 10 L

Table 2 AT w777V x bDOFM
Time/min  A#E (%) Bk (%) CiZ (%) D (%)

10 100 0 0 0
40 0 100 0 0
60 0 0 100 0
135 0 0 0 100
136 100 0 0 0
155 100 0 0 0
AE  CH,CN : /K : *F£=10:90:0. 05
Bt CH,CN : /K : ¥E£=20:80:0. 05
CiiX CH,CN : 7K : XE£=30:70:0.05
D% CH,CN : 7K : ¥E=70:30:0. 05
Table 3 MS Z&ff Table 4 LC/MS Tl &N D E/oA A
MS A L&Y Nt E A A4
Split 1/2 v7Fazax¥r 331 332.0
Tonization ESI, positive X/ 7uoXxH v 357 358.0
Gases Nebulizer (N2) 8 xTrmrvoXxH 359 360. 0
Current (N2) 10 $I7mxHv v 385 386. 0
Controls 1S 5500. 0 ANT 7 IOIT 278 279.0
Temperature 400. 0 ANT 7E) A RFT 280 281.0
OR 30,0  ANLTFIRARFIU 310 311.0
RING 260.0 ANT 7x ) FHY 300 301.0
Qo -10.0  FrIav 869 869. 6
1Q1 -11.0 =AY ) A Fv 914 936. 6
ST -18.0 FTExYALZI 392 393. 2
RO1 -10.9
DF -400. 0
CEM 2200. 0

TIC of +Q1: from ST-10ppm(SCAN)-2 16407 cps

24.22)
1667 -

1507 o ERFX

DNFX sa76
-] W
A CPFX\‘J
-] s

oo 7 SDD SDMX

o A SMMX \4“ ij

Intensity, cps

4,066 - 1368,
3751
3,066 -

20 40 60 80 100 120
Time, min

X2 AHH— K 10ppm @ MS d TIC




4 HERBAROFME

REBRIAK OB SOV TR, ATELICHEL D, /ey, P 7 7A8 86 5 b msiEymE
TAF AT, 7T 07 (k) OBFMEILT, BEEREZELILTL, Eo2&BA bl
INDDA A ANEBTEDIZIE, MOGFER AR END T ERDNoToD T, TXTOREHT
ST 10 {714 EED PBSO. 3m L #3RINT 5 = &L I12 L7,

F7o. 2[EH OO BT Sy 3000 [EHA TIXSBEN S22 TIRAR - 72D T, 443 10000 [H]§E T
mLTHZ LT,

THBIED R ORI N EE T OT v F=FU L : K=40:60 0057 b=k UL : k=
10 : 90 IZEH L7z, Zhid, AZ U —FOMRICTE R=FU /L :K=140:60 M35 L,
X/ D=7 N 20N TH 5,

(B) H®ER
I ITEIR A A ki (selected ion monitoring/SIM) Z#¢f L. Table 4 [Z/R LIz =4 —
AF X0 ENZI e~ N T AL E—JHBERD, MEREENR LT,
a) AR SRR O IER
EWREZ 72 h=FVU L /K=10:90 THRL, 0.5, 0.25, 0.10, 0.05ppm DIEHEEHK %
YERT %, OppmZ 7 h=hU /L :K=10:90 95,
b) ~ MU v AREMROIERK
MR Z 72 h=FVU /b K=10:90 THMNL. 10, 5, 2, lppm DA K ¥ — REAERKT

e MU I ZADBEEMRT D720, RBREHK 190 o LICKEAZ o Z— 10 p LEZRML,

0.5, 0.25, 0.1, 0.05, Oppm O~ b~ U v 7 A EMAEERK Z LT 5, 7o ThH,

AERVEI 190 p L, 7B F=FU/:k=10:90% 10 p L & L7=,

3 RRLEER
(1) EMEOBEMES

EVE OVEBEEENC OV T, PDA THIE LR RAEZK 3 ICFE DT,

AHFIE T > T BB OWE 2 5t 3 DORINOEMH EEK S OFEBEFEZ Lo & —HIicif
HRIXROND OO, BAEOKREZIE, F/02, Y774l ~/a74 ROJETHY, -
ZNENDRFOHF TOBKMEIT, BB LZDFREIZHHIL TV,

~r7ua7A4 R, A7aA NI 1 OfEERN S HBEUKEREWZ ERTHIS T, Frlc=7"Y
J AT F TR BBUKERE N2 E R o Tz,

Fo. VLT 7HOANLT 7R NE e AT 7 X XY U v OWRBERENIARD CTHEEIL T
B, 7EM=RNUAEERN20% TIETBET 203, 26%LL EIZkb &, DBERKREECH D Z &
VLY SYIREoY

¥/ rACONWTIR, AF U= RERRTHRICE > T, A F o —27 038l Ak
=7 MELS BRDBIRN A biTe, 22T, &ERARIKEZRGTLIZE Z A, B 7 LT Inertsil
0DS-3 (GL A = 24 ZH L7284, 7 b= F U LK XM= 10:90:0. 05 23 i T >
7= (¥ 4),

LML RIS F/ BrOAX U H— RERET DO Atlantis Waters #:5) 2 H L7254
FHRRCTZ b= YLK : XHE=10:90:0.05 2H L= Z A, A Ao —7 RNBinT-,
ZIT, OO TARZ X — FOMmNKERETLIcE ZA, 7 M=FU L Kk=10:90 235
WTHo7= (K4),

X/ aNCONTUE ZDOE AT AL THRERA Y ¥ — ROFRIKPZEL LD T,
HEEEZHET D,
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2 Fs/or, HILI77EIORIRKRICRIFTIEE p HOEE

e p HOEEIZOWTIX, PDAE#EMEEE W TR 21T 72,

X/ur, 7RI, REHRNCIIZE LERNENS N8, 7T 07 (OK) BINomE
RN REETH T, FOEAL LT, ¥/, A7 7HE GICHBEHNE THHDT, p
HIZEINTWDED, &2 WITEREHRINTIEEIGER W L0 b WOFEN R AR TIER
N, VD 2 RE BN,

2T, KON VICY CEEkEE A A K (PBS) AL CREINEKREZRDIZLEZA, BEL
TN EEZSED Z ENTE, pHORELFHRD72DIZ, PBSOp HERB L, [BUEEZR DT
EZA, p HIZITREINWZ Enbhotz, DFED, S/, BT 7A0X, HOFEETT
1% p HORBIZ T 7au &Il L=,

ZDiD, TTrr7 (K) ITPBS ZMA D Z LN, fMEEEA2 5720, REHT L PBS &
mz %z ticliz,

B =F# (T74) TOREH

FEE 2 W BahE, KR OB %% 2 T, LC/MS O SIM &€& Y 7 FTH 5 Mac Quan %
AW TITo 72,

REAIL, MERERE~ N v 7 ZAREROBEZNZTFELVL DO, BARLH55003H 0, #xt
MREMAEERT L EIFH LN R olz, o, BT E O~ M v 7 ZARERRIZONT
BEZ N EOWMIO~ M) v 7 ARMERITRRITTERTHENI 2L TERNT
ERDnoTz, LENR-T, BEOBIEL, WET DI LiIc~ M) v 7 AREMREIERL.,
IRk TERTAHZEICTLT,

PHEY) DT, SIM DZENENOYE DRFFRFRNICIIEMBE O — 27 BN DGR T 5
ZETIT ol THED AN T EEZIT W EWEIX, v r ety ATy UIY
V. TFNIavy 2TV IRAITFU TXV AL DOSWE TH oz, LinL, EEICHTZ-
TIE, v hY o7 ZARERTHRIET D5 Z LICKVAIGETH D &l L 7=,

7 X OB ERET D & X OF RISV T,
SN 3 LAk Lizb &, fERIL Table 5 DL F0 | EREBFRN 0. 0lppm TR RNE Z
AhHHNTN, HUEE CILERTRETH T2,

Table 5 JEAEMH & 7 X S IALOTEEIRF (MS) DI

(A7 ppm)
e WA 7&%m‘ 7&<@W\ 7&&%%\ 7&%%\
i _ EEIRA | JEE | EERR | K | ERR | R | ESERA [ SR
A= R A= L A 0.01 [T727057 o001 [TLEURETL ocor |TIETSET] o.01 [TIETRRY
S At A% 0.01 0. 20 0.01 0. 10 0.01 0. 10 0.01 0. 05
e 0.01 0.1 0.01 0. 05 0.01 0. 05 0.01 0.1
I Taxh 0.01 - 0.01 — 0.01 — 0.01 —
ANT VIV 0. 02 0. 10 0.01 0. 10 0.01 0. 10 0.01 0. 10
Pz AbxT L] 001 0. 05 0.01 0. 02 0.01 0.02 0.01 0. 05
ANT 7V ARERT ] 0.01 0.1 0.01 0.2 0.01 0.2 0.01 0.2
ANT 77X /XU ] 0.02 (0. 1) % 0. 02 (0. 1) 3% 0.05 (0. 1) 3% 0.01 (0. 1) 3%
N ERRNED 0.01 1.0 0.01 0.1 0.01 0.1 0.01 1.5
TV I ATTF 0.01 (2) X 0.01 (0.1) | o0.01 (0.1) | o0.01 (2) X
el | TR AL 0. 04 0. 04 0. 04 0. 04 0.01 0. 04 0.01 0. 04

[=] IFEEOFRER L
¥ FOMMOFEEERILEIC R T 2 B % i



~ bV v ARERTT X B OWMEINEREZ KD (Table 6),

WNIAX 2 —F0.5ppmZ Il m LI L7 (B 7 VFRE 0. 1ppm) .

T H R, T X < OCRIXEIRESIE E A E50% L ETH o=, 7 X HEREE, 7 & IFg <k
50%LL FRW OnE BTz, =Y ) AT FATHONTIE, BENMEW =0, fiEHEIEOREZ O
WIR 2 NEETOTE h=F YL K=40:60 257 h=hF U/ :K=10: 90 |[CEE L=
LIZE o T, EUENRE LKL Role B2 b5,

Table 6 7 Z&EALOMENEE (%)

oE| WE 4 7 AN | 7 2 < Q| 7 2 AERRIE 7 Z iTlig
v Tuxtio 55. 0 51.5 38.9 33. 1
N EAE S A% 56. 4 54. 8 45. 4 44.3
TrazaXti 77.6 79.9 57.3 57.5
A 71.9 65. 3 50. 5 46. 4
ANT 7 VI 89. 1 91.9 80. 6 78.2

I EY O P 90. 0 84. 4 79. 2 71.3
ANT 7 A RF v 86. 1 73.6 88. 1 54. 2
ANT 7% ) FH Y v 76. 4 63. 3 145. 6 30. 6

B R 58. 1 90. 7 55. 8 57. 1
Y ) AT TF 23.8 0.5 4.7 0.0

e | TR RAHE 79.7 43.3 48.2 34. 4

KT ARERIED AV T 7% ) % H ) id~ M) v 7 ZRBERNRER

FEHZ DWW T LC/MS TR ZITo 7R, EE FIR, MY ORE, [BIERET, 47 L b
BT HRERTILZ2 0,

T, RREE, BIRPEDY LC/MS K0 & BT LT LC/MS/MS TRINER, KM DB % fat LT,
Z DL, HPLC D438 7 0% YMC-Pack Pro CI8 Z#fEH L7223, AX X — ROHREIZT & b=
KUJL:k=40:60 AL TH, ¥/ 00D — 7 RICIBEN D o =D T, F iR TR %
TER=RUJL:K=140:60IZEE LT,

LC/MS/MS CTHIE L7z [FlUZE % Table 7128 L7z, 7 Z RO BN T—E 60% 5 OWE N RS
nNob00, 72O, < OA, BRI T 77.7 ~ 114% & BRAFRfERA S bz,
AHEZOWTIE, REFIE L TT7 XD MRM (multiple reaction monitoring) D F ¥ — b
R 5ITR LTS, KHEMORBIIR LN o7, TOMD 3 FRALIZ DOV T G MY O BT R
LR o T,



Table 7 7 X FHBALOBEIULER (%) &ERRF (LC/MS/MS)

bor| WE 4 EEE:DEHBFX mass range | 7 # &g | 7 % < ORI 7 2 BibEiEE| 7 2 ihig
VA= A=k R 0.01 332.2/288. 3 80. 2 7.7 82.6 61.8

N E S 0.0l [358.2/82.2 102 104 14| 92.4
zruaxr 0.01 360. 2/316. 3 98.7 90. 9 99.7 88.5
Yoo 0.01 386.2/342. 3 84.9 82.3 86. 5 69.0
ANT 7 II 0.01 279.1/92. 2 86. 7 99.1 108 79.9

I AT 7 ) A XY 0.01 281.1/156. 2 84.9 89. 4 100 80. 1
' ANVT 7 A NF 0.01 311.1/156. 2 98. 6 98.0 101 90. 3
AT 7 )XY 0.01 301.1/156. 2 96. 1 81.2 93. 8 73.1

o FIIav 0.01 869.6/174. 3 91.9 110 96. 4 102
TN ) ATF 0.01 936. 5/490. 4 81.0 94. 3 113 79. 3

| TR A A 0.01 373.2/147.0 91.0 98.5 86. 7 62.6

SERRRIT T Z 4 Ham
AN
TABIETR

YABERB  CH,CN
75 xy NEE BIE1% (Imin) —15min-99% (5min) —1% (10min)

B X(C of +MRM (22 pairs): 270 1/82.2 amu from Sample 3 (10) of POG1S wiff (Turbo Spray)

Intensity, cps
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TSBEIRA 0. 05% X8

Max. 1.0e4 ops. |
fi

1 2 3 a
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° 10
Time, min

o XIC of

Intensity, cps

19

i

2.0e4

18ed
1.4e4

1.2e4

SRFX

8000.0 ERFX

6000.0
DNFX

\
4000.0 \
\
20000 CPF WA

Y

SDD

T™S

R

f +MRM (22 pairs): 279.1/2.2 amu from Sample 30 (K-0) of POB15 wiff (Turbo Spray)

NN Rt D
493,552 582 683, 7.627.75 808 931 hd

k
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i
§
1

1

EPR

}
|
|

LQJ;(H 12381262 13341418 N 1560

Max. 80.0 cps

1 2 3 4 5
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L] 10
Time, min
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X5 AKX ZH—TF0.0lppm & 7 % B MS/MS (MRM) o kriig




