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UF LA 7V EBHDMREFmIL. %ﬁi@i&@%’%ﬂ‘kﬂ@?‘bi% WHEERAINTVRIFLAY
DIFITLAFVEMOERRBDICIEF. KEDRIGICESTS ﬁ@b@@“b“l&tgb\%")iﬁ“o Oy
Ur—ay/—hTld, 58 @ﬂ%*né BRABELTODRERMO—HEDBHLTERET S
HPLC-MS XV RZARN L £ 9. Agilent 1260 Infinity Il /N1 7w I\?)H""T/7’7% Feed FAE—
RTEALIZEE. YO TILDSERBETHIICEI D DHET. E—VDEASERINFLATLI
FEMH OB TIRIE 30 ppm il DERERY O H RIS 5 ppb XA TLT,



IEL®HIC

UF D L74>EM (LIB) 1&. —fRBEEERITOR—ZTILEFHEY
BREHETLEMEATNTVET, LOMENTESLAFEEBHOD
FFIE. ASAIARDF TY. LIB OMRICERIZIEELRERIT. B
R EZ DN TY . BRERIS. BRKEIEARIOARLIVTFULE
(BH—MIRHDIE LIPF) THERINTLET, ' TNE5DOMAIEK
DOFEERZITP IR TRET VBN SR B CEFRIICHHE
L&Y, Lich'oT. LIB ORI GIER XTI B70ICIE. TE/D
ENBRERYDRAENERICHDES,

IFLYh—Rx—h (EC) & TVIFILA—RR—FDEBEYHNE
REPICFEETZH5E. XTAVIN—D—RR—rIRELET (K
1o EC. PXFILHh—HREx—F (DMC). PIFI/IHh—ARx%—k (DEC)
EECBEMRBIE. AIZIE. IXFIL25VFFHAFTH I FH T —
k (DMDOHC. R =CHy) & ITFI 25-UAFHAFH U IAT—K
(DEDOHC. R = C,Hy) IR EINFET,
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o -C0, -2 RO \OJLO/\\/ 3R
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B 1. EC BLUPTIFIA—REZ—bDE5DF ) IX—H—RE—rDEM.
BEXH 4 DSHELTVET,

DTV =30/ — Tl — RN ERRAIR L T O DRERY)
ENBLTEEZY S HPLC-MS XVYREZBNLET, CODBEXV YR
ICl&. EC. DMC. DEC. DMDOHC. DEDOHC o fthic. B —h&8I7%:
BB CTH 2. TTFILAFILA—REZ—K (EMC) »7/OEL>h—
Rz—k (PC) HEENTVET, UF I LERDOTERHYDBIEIC
DVWTIE BEXE 2 BLU I EBRLTIET L,

RERH &
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1260 Infinity Il LC I&. XDEVa2— )L THERHLE LT

- Agilent 1260 Infinity | ZLF>7I)LR>T (G7104C)

— Agilent 1260 Infinity | N1 Uy RTILFH>TFS (G7167C)
- Agilent 1260 Infinity | RILFHZ LY —FEZXLZvE (G7116A)
- Agilent 1260 Infinity Il &1 4 —R7 L11&EH28 WR (G7115A)
~  Agilent InfinityLab LC/MSD iQ (G6160A)

h3L
Agilent InfinityLab Poroshell 120 EC-C18.2.1 X 250 mm.4 um (&8
mES 650750-902T)

YIhox7
Agilent OpenLab CDS UE'>a> 2.6 LI

B

BEBE et > 7ILAE LT Agilent InfinityLab 7 = kUL
(ACN) LC/MS A (Er&mES 5191-5101%) =@FAHL £ L1, BifiK
13, 0.22 um X>TL>a—RA > A=~y (Millipak) #23&L
7= Milli-Q Integral > 27 LTEIEL £ LTzo LC/MS L —ROFEIF.
VWR (ZI)LL>aByh R1Y) hERBEALE LT,

Ho7I

BRELBHSOITFL>H—R%E—k (EC) >99 %, JOEL>H—
Rr—k (PC) 99.7 %. ¥ AFILA—HR%F—k (DMC) >99 %. TF/L
XF)IH—HRE—F (EMC) 99.9 %. JUXFIL 25-VAFHAFH D
FIT—F (DMDOHC) 98 %. P ITFILHh—HR=%—k (DEC) >99 %. ¥
IFIL25-VFFYAFH Y IFH T~ (DEDOHC) 98 %. HLUT
AaE)lLAa—mAR%x—k (DPC) 99 % IE. Merck (ZILL>aRyk, R1Y)
HBEALE LT EC. DMC. DEC (1:1:1. viv) HOEMI L —RD
TMAFGTILAOU V) F I LIEERSD Merck o AF L. BFERY
TN LTERLE LT

EC. PC. DMDOHC. DEDOHC (22Tl 10 ~ 10,000 ppb DEEET.
DEC. DMC. EMC IZ2W\ Tl 10 ~ 100,000 ppm DEET, RTD
BREMROESIEEVER L £ LT, WERZZEICIE DPC #FALE LT,
BMMAERANS, T TR TEEAXTOI/O-T Ry I
NTEO/S ZEIFTEEFATLI 22 Ly COEIRISDRER D
ERICERTHZCHNHBELE LTz ZOBREN QT U —ay
J—hOBMTLT,

MEEDETOHAFIIHETY



XYy FDRE

R1.7OYNTT7—%M4
NSA—=4 BREME
A) 0.1 % FE (FA) KBH
2l
B) 0.1 % B 7=t JILAR
e 0.4 mL/min
0% 2%B
245 2%B
- 1149 60%B
JSTITUR
1249 95%B
1493 95% B
1459 2%B
YT EA L 20 5
AR 1L
T4—RRE 1 20 yL/min
F—N—T4—RE8 350l
Feed 5T A Ta—RAE (S2) 1 K+2%ACN+0.1T % FA
PRI 1 150 pL S1
BaY74>3=Z>7 32
——RLEER (ST) KTERZRUL (11) T3
RE 40°C
19172 nm. UZ77L >0
uv
i F—8L—k 10 Hz
MS &t RETFATAFALE—RD SIM

F2.MSD RTL—F v NS TFILDOFTE

NFAX—=% RIE(E
1A VIR Agilent TLZ~OXTL—
X ITZAHED 35 psig
HZRE 300 °C
HRRE 10.0 L/min
FrESUERE +5,500 V

1WBEODE—TYNRIUNE | 3Hz

63 YIFIA—AR%x—k (DEC)

89 IFLYH—R%x—hk (EC)
91 IUXFIh—RR—K (DMC)

771 IFIXFILA—RE—k (EMC)

SIM 53l (m/2)

103 7OELYA—RF—F (PC). IXFIL 25

DHAFHAFH I IFT—F (DMDOHC)
17 SIFIL25-VAFHAFHYIFT—K
(DEDOHC)
147 »7agiLa—Kx—k (DPC)

TSTXRVIBE

70V

BRCER

— 7R BEKRAM D EC. DMC. DEC. EMC. PC O BEXY v R%RE
FHL T, PRERY) DMDOHC ¢ DEDOHC OAIEBITWE LR (R
No COXVYRIF, BNEE—UBREDBEERRIBET 2720100
InfinityLab Poroshell EC-C18 A5 LA%BRALFT, INTOILEMIE.
LC/MSD iQ > >ZI)LIUEMR MSD IC&DIEHINE LA, DR B
BOERMZE EIE270IC SIM E—RTRIELELI, IFETEA
IR OEEBRLL (M/2) 5. BEORBRTAEINTED, £
DFE MSD OFEIF Scan E—RTLEE (RLTLEEA) . SIEYD
BEHR m/z %=k 2 1IRLET,

2 13 7 BEAOOTNRYOEBIERINLZIRTD SIM kL —X
HERRRLE. FvU)TL—2av o FILONEHERZRLTVET,
BREARICIIERINTOWAVEELEY THS DPC ZREBIEAE
LTAMLELTZ BISRLIzFvUTL—> 3R> MCid ECL PC.
DMDOHC. DEDOHC A 1 ppm LALTEFNATLE LA, DMC.
DEC. EMC i& 1,000 ppm TEELTWE LT REME#EE, TARTOD
YT eFv TSR 1,000 ppm TR 7 LE LT

IARTODITHRYIE. 14 DUURNICREFICHBESNE LTz SIM kL —
2lE. TR AV YR TCEREINIALEYDOFRE T3> 214
DIV RINTOHARRINET, BENICBELLTVWALIFVR. &
BEBIRMAD. EAELIEEGF T TARBICELRS I HILINEEZRL
el CIEFEBICMELEFT. EC. PC. LR DMDOHC & DEDOHC
&9 RT. DMC. DEC. EMC ®#7 1,000 5 WeEERLELTe D
7. EC. PC. DMDOHC. DEDOHC ®¥F+ 7L —>3>&HI% 0.01
~ 10 ppm & L. DMC. DEC. EMC ®F+JL—> 3 &FHEIE 10 ~
10,000 ppm &L &L7co EfEERIE. 1/x BEATITERSFNTIE
BLELTe RIICFYVIL—>a EREZL D, RILEYDOEET
BR (LOQ) C#EH TR (LOD) #RLTWET,



X104

SFOEILA—RRZ—k (IS)
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2. ERLIDITNRY ORI CE

R 3.7 EEOHIRERYDF v TL—2aviER, LOD © LOQ i S FFILD
BT (Fhen. /AZALARIILO 3EBL 10 E18) ICEDVWTEHLEL.

(A=Y EiRFEE (ppm) R? LOQ (ppm) LOD (ppm)
EC 0.01~10 0.999 0.147 0.044
PC 0.01~10 0.998 0.269 0.081
DMC 10 ~ 10,000 0.998 52 15
EMC 10 ~ 10,000 0.999 94 28
DMDOHC 0.01~10 0.996 0.011 0.003
DEC 10 ~ 10,000 0.999 31 9
DEDOHC 0.01~10 0.997 0.008 0.002
UFILAFVEMERRARE 3 BERORLTHMLELI. —EE

DY > ) EfRE7 ACN T 1:10 ¢ 1:100 (CHRLT. BEE
AICERALELT 100 % ACN DK SHBEAER DY > T ILIE. DHEEX
Yy REEAEEE (BIZIE. 2% ACN JGAR) HoRRLIRE. &
ATEE—DODEL T 7D7|\ﬁ774 DEBEIMMET I8N HD
£9. COMBEEFET 7. 1260 Infinity 1| N1 Ty RTILFH >
7>% Agilent Feed JFAE—RTERIELELTco COFAET—RTIE
TBIEDORNICH VTIERZISEATZCICKD E—=TDEAPTY
TNDTL =02 =73 LIS DR RYE DS LAY RISEBIEEY,

3 FLLWEBBRY Y TILODBERE R LET, TEMS

DMC. DEC I, 1:100 FH]RS>7IL| _Bwr@w/]ﬂLM§ﬂﬁ
Honxl7/z (B 3A), DMC & DEC . #n2n 326 £ 06 % &
405+ 05% CEETNELI EC YT FILIgFvUTL—>a 8

UF>2avs1L(5)

BICERLIEIANTD SIM 2 FL0oOT IS5 LERETR (1,000 ppm/1 ppm FvUTL—a 4> FIL)

& ERl>TW\Wefe®d, EETIEFHATLI, €D, BRRTD
EC /S—t>F7— k. DMC & DEC 0&5te 100% rpEE LTER
TN, 269 1.1 % TLTo PC & EMC W > 7L THRHTEEEA
Tl

110 HIRCTlE. TTITDEONREMY DMDOHC ¥ DEDOHC HiHE
HINTVEL. THIE. FUTIEBEEC KD B VWEBETEOITS
ZENTET DRI ELTEDHEEZSNET, DMDOHC DEE X
LOQ ki@ THNO. LOQ DH5ICHEH TS 0.007 ppm X LTHRES
WEY, DEDOHC (3 0.45 £ 0.03 ppm TEE T £ L7

EBREAROBRELT(EYIaL— 3720, FERLTVAV—ES
DY TIVEBBENACTILICAN, 40°C TRELE L, 1 BE%. —

EEDY > TILEHFEL T, ACN T 1:10 & 1:100 ICFERL. REpIEHE
BZNATLTHLE LTz LWV FILTRE SN SRYIE
TAT, FELTEW YV AL THREINELT, DMC & DEC 4.
307+x12% 397 £1.5% £L\5. HDINEVWLANLTEESN
FlLico INHOEUEIE. BRARDO—EENT TICHBRLTWSIEERL
TWET, EC IFBEFyUIL—2aVBRRE%R EEID L7, DMC &
DEC DL AJLIFT TICEN o /e SEIGEEDHETE IS ThNELA
TLfco MY TH S DMDOHC ¥ DEDOHC D8I L ZFERIC
EINLTHED, £2h 12.3 £ 0.04 ppm & 32.6 £ 0.03 ppm L EE
INELI K4 1F. FILLWH YT ILe, ANLREETT7 BERGEL
U TNICE T, BREIBBRMD COBRERMOEEERLTL
F9,
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B 3.1:100 (A) & 1:10 (B) ICHRLI-BRAEY O TILODEHER, JOTNISLAIE. TANTOF v TL =3V BADTHRYD SIM S I FILe =05 L%
RLTWEY, EClEFvUIL—> 3 El% LR/ /cOEETIEFBATLY .,



mEC DMC M DEC m DMDOHC m DEDOHC
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B 4. AL REZHTTT7 BREMRE LR OBRRAD OTERE N=23),
EC. DMC. DEC ®&|d/¥—+ > r5&R. DMDOHC. DEDOHC & ppm &R T,

DMDOHC & DEDOHC (m/z 103 ¥ 117) OEEIZER L SIM &
TFIE BBRBUTVavAALICBVWTESRZE—o%RLEL
feo CNEDDITNERY TEZ R I SNI-BEBBAELLIE. 12020
PDFAFITIFHR INSOBEBREBIEICRFENB TS IX I MERL
TWET, LI oT AL RENMNF Y Y FILICEET 28O —
21, DMDOHC & DEDOHC YRL 7T X rEHBLTWSA]
BEENABVWEEZSNET, LC/MS ZF v U XAV YRICKE XML %
MMITH Y TIL DR DDITIE. BN OHEE D F-1 A >h m/z
239, 253, 281. 295 TEHINELTco cNEDEEBMILIE. LIB
BRRORKNADBERDE L THRESN TWA AU IT—KEEE
CoHe(CH,),(COs); (n=2. 3. 5. 6) DILFERIEESLTVET, *2D
4R IZ DMDOHC ¥ DEDOHC B T#bh. LiPF, FETFICE
WT. EC xE2n2hn 2 B8BD DMC £72ld DEC L DRIGICE DR T
n%9, DMC ¢ DEC OmA %= BOBM A Tld. EC. DMC. DEC D3
ERIGICED. BMOA ) dA—REZ—rHERINZEFEINET,
7e12 L BYIRsRIbEYH R W BESND A ) IV —H—HRER—
FORERPEEIFRMTCIEFLATLI,
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COTTVT—23> /= TRBNALTVWAXYYyRZFRALT. UFILA
1A VBMERBDOEERD B LUODRERMZEEL F LT Agilent
InfinityLab Poroshell 120 EC-C18 AZL%EATZZLIZED. IA
TORITRYE 14 DURICDBEL. BNIicE— R D RAEZIS
B ENTETE LT, Agilent 1260 Infinity I| N1 T Uy RTILFHF VT
% Feed FAET—RTIRMETZICICED. BBAEOT VTV (Fik
BTN ZRJL) ICERTZE—IDEANEE I E LTz, Agilent
LC/MSD iQ ZEAT 3 CICED. DITHRYID SIM >0+ )L D%
ENBEZZIVVIICLZBREBREDAREICADE Lo TERD
DEHTRIE 0.04 ~ 28 ppm TLEH. DREMY) DMDOHC &
DEDOHC & 1 #7 ppb OETHRHTETHLILIOXVYRIF. BRIELA
MOAFOIREICIGU T, ToRZ2NBMEFNEECLOICER IR
TEEY,
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