JEOL MS Data Sheet BAEFHRAE4H
MSEEI1=vwk MST7FVFr—Savdi—7

- BEVEDLE  SFRBRES IL—T
M I I pS Tel : (042) 528-3340 WwWW.jeol.co.jp

No._ 7155 (S,09/09)

JMS-Q1000GC Mk I Application Data

R RICKDTTILE S AFILO T

TRILEED AF )L (DMF) (3, REDREDOYI7—DHAEH| Chemical Formula: CsHsOs
ELTALLR, AMEAANDEEEENBESINTLSEENE CAS: 624497 o
THAH(Fig.1.)o BIMNIZHUNTIE, 2009 £ 5 HLYDMF #&5EH 95
TS OB AL T HRE % (2000/251/EC) BAEES SN, N N

COFEBICENT, B RPD DMF BEELT. 0.1 mg/kg (ppm)ET
DEEHNROHLNTNDIEN D, DMF OE R FREIEE 0.1 mg/kg ©
MAENUTTHIDEND D, Fig.1. Structure of DMF
ABARERIZEWNTIE, BEFTERRFTHLIN., SEROFAICKYRFISNLATEEENH S,

ZZT.45[E.Q1000GC MkIZFL=DMF DEENHTEICEN T, BIEMEEICLSATNEDREE
T EERBOREICLIERMEER M- ERXMEEELTHIC DMF ZHML-EREEFHH DA
EIZFHEUNELHEZELI-DTRNT 5.

= Table 1. Mesurement conditions of GC/MS

<AE> Column ZB-1 30m (Length), 0.25 mm (I.D.), 1.0 ¢ m (d.f)
Table 1 [Z GC/MS &% 9, Oven 40 °C (1min)-10 °C/min-280 °C (1 min)
. _ e e e Inlet Temp. 250 °C
BECHAWEFZERMIE. DMF Column Flow (Mode) |1.0 mL/min (Constant Flow)

(99.0 %Ll E)EAXHUBEIZT 1 Inlet mode Pulsed Splitless

Pulsed Press. 207 KPa

mg/mL (1000 ppm) D 1RLE R &% YERL |lnjecton Volume _[1 L
lonization Energy 70 eV

L/\ %o)iﬁ\ A#‘U-yigy%(:-cﬁﬁﬁkéﬁ,‘](: IOniZatiOn Current 100 uA
ZIRL A Blank. 1.2. 3. 10. 30. Ion Source Temp. 210 °C

GCITF Temp. 250 °C
50. 100, 300, 500 ng/mL(ppb)DIZ4EF |Detector Voltage  |-1200 V.
SIM Channnel m/z 85, 113 (250 ms each)

REFEL-,
<HERLER>

Fig.2.1Z DMF 1 ng/mL(ppb)® SIM VBT rJ 5 L%ERT , Fig.2.1ZR 9 &1, Peak to Peak TS/N 36.7
ERIFEEETH 1=

RIZ.Fig.3120~500 ng/mL EFTHOEHBEDHEEREZRT . Fig. 3.DREMDHEMFZRIIL. R=0.9998 &3E
BICRIFLGEREERTH -,

Table 2.1Z1&. 1 ng/mL & 2 ng/mL @ 5 BLEHTRIEICH (THEEBEDHREZRT , Table 21T R £IIZ.
HIZCV%T 5% A THDILERER LT,

E5I2, GC/MS TRIEL-RIEEBETHS Ing/mL DIZ#RE (S.D.)EALT. GC/MS &5 H TIRIE

(S.D.x3)EROI-FER. HEICKDHEE TRIEIL 0.1 ng/mL ERIFTH>T=,

Table 2. The cofficient of variation ( C.V. ) value of DMF

Concentration (ng/mL) 0 Detection Limit

#1 #2 #3 #4 5| Averaee| SD. CVk (S.D. % 3, ppb)
1ng/mL| 0.94 0.98 0.94 0.96 0.91 0.94 0.03 28 0.1
2ng/mL| 213 2.22 2.08 2.00 2.11 2.11 0.08 3.7 -
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Fig.2. SIM chromatogram of DMF( 1 1 g, m/z 113) Fig.3. Calibration curve of DMF
RIZ 3 EEDOH (LZHHE . RUTZXTIL, #8) [ DMF %
AL, ANEURERERZ 1T o=, ANIMNEUGGRERDIR 1% Fig.4 Cloth (0.1 @)
IZRT, BHEEILf 1 g( $93cm A)H1=Y 100 ng THDH_¢t%E with DMF 100 ppb 20 ¢ L
ZEL. SEITFLUNGERERELT, L. IVILEBIAEENTL
HOTERDEDZE 0.1 g ALY, DMF #248;5i% 100 ng/mL (ppb) . Hexane 5l

#20uL%E MICEERMLUIz, ST . HAICEENIEREIE
2ng THY. EFREEELLTIX 20 ng/g &72%, TNEAFTHY
5mL (22U TRE R SH% AT 30 SRHEE LT, |

RIZ, Z QR RL BESE SR TE 10mL HEBEITHL. Concentration for 1 mL
BRAATICBOTEBETL., ImL ZBEERLLT, under nitroaen aas stream
GCIMS BIFELT=, 1285 . BRI LA BIRMEHED A& . &N |
[ZDUNT. 5 BT IRIEET 1, GC/MS

Fig 5.12&fmRARIZETS m/iz 113 D SIM YO 5E R,
Fig.5.1ZR ¥ £512, DMF A& SN d R TAEICIEXFRM A5 (T Fig.4. Preparation Procedure

Ultrasonic extraction for 30 min

<, BiFhE—omIkTH 1=,
i 3FELHEDMEINES Table 3 [TRLIz. 2 TOHRBEIZENTE., EUEIL 90~115% LA THY . B
RHEIZDWTEH CV%T 6 %LU THoT=,

[Cloth 1 (Chemical Fiber)] [Cloth 2 (Polyester)] [Cloth 3 (Cotton)]
T100% 100% 100%
S/IN 74.6 (Peak to Peak) S/IN 85.9 (Peak to Peak) S/IN 87.9 (Peak to Peak)
296 (R.M.S.) 276 (R.M.S.) 308 (R.M.S.)
50% 50%
W“‘“\‘““““\““““‘\“““‘ O’U“‘\““““‘\““““‘\““““‘\“““‘ O%“"\““““‘\“‘“““\““““‘\“““‘
R.T--> 11:40  11:50  12:00  12:10 R.T--> 11:40  11:50  12:00  12:10 R.T--> 11:40  11:50  12:00  12:10

Fig.5. SIM chromatogram of Cloth samples ( m/z 113)
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RI, ed#d 3 EEZ Fig. 4 [TRI MHBREZTL. XKERE1 mZAIEL. Fig.3.0RERZEZANTE

ELEHE (pg/uD [2&Y, 5 B ICE 1T H1F#EFZE (S.D.) &R 1= (Table 3.) ,

FOIEXRE(S.DIZ 10 EL. RREETHD 1 mLPDERNEEZRHI=EZA, Clouth 1 (3 0.92 ng.
Clouth 2 [% 1.18 ng. Clouth 3 [ZDUL\TIX 1.11 ng THoT=, MHLI-HHAK L 0.1g THEZENL. FNE
homBEOEE TRIEIX. Table 3.1Z5RF K3, Clouth 1 (& 9.2 ng/g. Clouth 2 (& 11.8 ng/g. Clouth 3
[ZDULTIE 1.1 ng/g &Y 3FEFELTITEWLWTKROLNLEE TRIETHS 100 ng/g DI 1/10 LBIFT

»Hot=,

Table 3. Recovery

rate and Reproducibility of DMF

Quantification Limit

#1 #2 #3 #4 #5 Average S.D. CV% (SD.x 10, ng/g)

. .. |Quantfication ( ng/mL) 20 1.9 20 2.0 2.2 20 0.1 9.2

Clouth 1(Chemical Fib 46
outh 1(Chemical Fiber e e %) 99.0 96.4 993 | 1016 | 1085 | 1009 46 -
Quantfication ( ng/mL) 2.1 2.0 2.3 2.1 2.2 2.1 0.1 11.8

Clouth 2 (Polyest 56
outh 2 (Polyester) 1o = Rate (%) 1033 | 980 | 1132 | 1036 | 1094 | 1055 59 -
Quantfication ( ng/mL) 2.1 2.2 22 2.2 2.0 22 0.1 11.1

Clouth 3 ( Cott 5.1
outh 3 (Cotton) 1o Rate (%) 1071 | 1114 | 1123 | 1116 | 991 1083 55 -

<FED>

BEHERICKARINEDORETEL T, BEAIZH 0.1 9122 ng ® DMF &ML, —ENDEERIEICK
BHEUNEDRHET o=, TDHRE 3 BEDHLTITHALT, 90~115 %DEIRETHY ., SEBEL-F
ZOBEML3 BEOHICHNT.CVHTE BUNERIFTH Iz, £z, COFEICHITEEETIRIEIC
HLTH, ROON TSR TRIETHS 0.1 mg/kg (100 ng/g)D#3 1/10 LFEEICRIFTH 1=,

SEIE. BEBICHISHEMT HIETRILEZA., CORMLIEEE, IVILBARICBELWTEDLETETH
HIENEAFTED,




