MSTips No. 508
GC-TOFMS Application

(JEDLO Applications note MS

>

GCxGC-TOFMSIZ LA AL —IL—FERBD D/ 3—F 0

EER M HEE5HET (MS)

[IL®HIZ

BROELIEDCERELEDATIIL—N—EBR L. BERORAKPCREICEOIEELERD—DOTHI. BERPTDEREIUVATIL—
/\—ﬁ DOSWICIE. ARIORNTSTEESHTE (GC-MS) NEBRHINTNS, L. ChoDEA IEELDLEMI BRI TEY., HE

—RIEGC-MSAIETIERSDHEBRICIYETINEHLIEENHD. COLIIBT—RA T BFEMNZRTARYAIN ST —BEEHH
(GcXGc-MS)aEh\%E#’Em:— DEEICEMGEFELEIND,

GC-MSHGCXGC-MSERAWTERBREAD D EES N EITIMRIE. 7AUHELIZER MR (NIST) HNREBLTVWIEFA4 1 (E)) TRRAR
DRILSATS)—ERWENISTT—2A—X (DB) REICKYILEMRIEZTIEN—RINTH D, LA L. DBIZREHZDLEMIRESNDIE
BLHY. FNSIERMYPELLTHRDOND . FE R IXGC-MSPGCXGC-MSIZE T RMNYEBERTY ) 1—2av e LT . ARIORMN STEEESD
REERITERMEEN T (TOFMS) DT —42E . BBEE CEDIVRAARIMNLFAEHEAEHE-BBEERT TR (LUBARERN 2E8LE:
Y 7brJ 7 msFineAnalysis AIZBAFEL . 202242 —R LTz, 512, 2025 CANEE T DB LB ER L. GOxGCT —2ETHEE. A FH LAY
RFHgeZEELT=Ver. 3Z))—R LTz, RYITRII7IZIE KRB EMDOEBEX L FREITRIRIMLDODB (UT.AISAT35)—) ARSI TEY.
AR [CKYRELESFREREFATAIET. ARICRAMMEOBEXEHTETLIENTAEETH S,

ZITAMSTipsTIE, RIM AP -HELEDHRRALGEM -TXXANOBHEIN  ERLTEBEIEAER DEEEINITROAL —IIL—FRIE ST
RELTZo AYRRAR—R-EHTA YO (HS-SPME) THIH LT-EHK MR 5 % GCxGC-TOFMS [ZKYBIFEL. msFineAnalysis AIZKURHTLI-FERIZ
DWTHHRET 5,

KR

HBIZIEHROAL—IL—FFERAL. HF0.5 gB KUEBK3 mIERE20 mMLOANYRRAR—X/NA T JLIZE ALz (Figure 1), SHF ORTNELE
BELTIE. GCAA—MY 2T 5—HT2850T (HTARLE!) DSPMEE—FRZERAL. NI FILRDAYFRAR—RIZEFIIERERPEATTREL
fzo BIE X, ARYOTN STRITHEEE S HTEHIMS-T20006C (AREFH) &Y —TIJLED 2L —F—INSIGHT-Thermal (SepSolvett ) Z#H A
BbHHET-GCXGC-TOFMSY AT LATERLT= (Figure 2)o MSDAA VIRIZIXE/FIEXRAAAVEEFERAL, A4 EEELTIREEES LUV, VIRAFY
EEDBERAA UL (FI) FZFERALV:=, B5NT=GCXGC/EIRUFIT—4A(EmsFineAnalysis Al (BAEFE) ICT. MABITRUVABERFTEREL:,
Z DO M. TablelIZRY,

Table 1 Measurement condition

SPME

SPME fiber 50/30 um DVB/CAR/PDMS 20 mm (Merck)
Incubation 80 °C, 10 min

Extraction 80 °C, 15 min

Desorption 250 °C, 2 min

+ GCXGC
! L L \ ) - 1st: BPX5, 30 mx 0.25 mm, 0.25 pm,
= mi e g ! Column 2nd: Rxi17-SilMS, 3.4 mx 0.15 mm, 0.15 ym
s Inlet 250 °C, Split 10:1
“1_ @ : Oven 40 °C (2 min) — 4 °C/min — 250 °C (5.5 min)
2 Carrier flow He, 1.5 mL/min (Constant Flow)

Modulation 6 sec

i Ms
lon Source El/FI combination ion source
Figure 1 Sample Figure 2 JMS-T2000GC with HT2850T autosampler lonization El+: 70 eV, 300 A
and INSIGHT-Thermal modulator Fl+: FI Emitter (JEOL), -10 kV, 3 msec, 6 mA

Acq. Speed El: 50 Hz, FI: 25 Hz
m/z Range my/z 33 - 800
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GCxGC TICC
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Figure 3 GCxGC total ion current chromatogram (TICC)
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Figure 4 Expanded GCxGC TICC and mass spectra of ID: 0126, 0127
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ID: 0126, 0127 DI & fRHTHE R

Table 23 & UTable3IZ, ZNZID:01265 & UID: 0127 D EEMIERERT . ST OHKER. 1D:01261F1-Cyclohexene-1-carboxaldehyde,
4-(1-methylethyl)-. 1D:0127&Cinnamaldehyde, (E)-EHEFESINTz, MEBITEIE. EBREV I F UL ETRFEL-T—2EMELTHETTIL
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HIEF T B ET . D FRE—BICRETHIENAREL LD BB . BALE/NI—V BT O RIEL. R Tldisotope Matching, EIZST AV RAA>
RBEEE RO R ICoveragel RENTUVS, 5[, msFineAnalysis Al Ver. 3THzI[CHEEHIN-ADFRLaAVREEEIZKY . EHO S FR
BHINFETHIHEETL BMBFEEETLAEINOEIUIMFITL. RIBLURBEHEEBEMICIRTTS. 48, ADFHLIAAVFOHERIE. KRBT
HIM Score [%]ERTIN TS FERKIBEH A TL00%L%E5LHMEILINTIVS) , COARFHLAAVFICKYFEONFFU I IHEREHE
BIEHEABHEBIET. RERHIZ—DDRFRICRYAL ZEMNTTREE D,
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Table 2 Integrated analysis result ID: 0126

Elemental Composition of IM (m/z: 152.12033) Al Library | Integration Library Search
Calculated ik Isotope M Num. of Match S Lib. Rl ARI e
# Formula DBE Error p. Coverage Score . Adduct/Loss [#  Library Name CAS# Lib. Match o R Formula DBE Peak Coverage
m/z Matching structures Factor [iu] [iu] .
[mDa] [%] Factor (Lib.)

1-Cyclohexene-1-
carboxaldehyde, 4-

A0l C10H160 3.0 152.11957 0.76 0.78 100 99 5094 none LO1 (1-methylethyl)- 21391-98-0 mainlib 919 919 1276 22 C10H160 3.0 152 109 100
Cyclohexanone, 2-(2- 1257 (+

AO1 C10H160 3.0 152.11957 0.76 0.78 100 99 5094 none L27 methylpropylidene)- 43108-69-6 mainlib 735 735 68) 0 C10H160 3.0 152 67 100

A02 C8H14N3 3.5 152.11822 211 0.74 94 1] 3746

2-Cyclopenten-1-
one, 4-hydroxy-3-
methyl-2-(2- 1301 (+
LO5 propenyl)- 551-45-1 mainlib 774 796 68) 0 C9H1202 4.0 152 43 89

Table 3 Integrated analysis result ID: 0127

Library Search
Mass M Reverse . El Base
# Formula DBE alclated Error Isotop_e Coverage Score DR, i Adduct/Loss [#  Library Name CAS# Lib. M Match L_Ib' il A_Rl Formula DBE Peak Coverage
m/z Matching structures Factor [iu] [iu] .
[mDa] [%] Factor (Lib.)
Cinnamaldehyde,
A0l CO9H8O 6.0 132.05697 0.64 0.90 100 100 323 none LO1 (E)- 14371-10-9 mainlib 961 961 1270 28 C9H8O 6.0 132 131 100
2-Propenal, 3-
A01 C9H8O 6.0 132.05697 0.64 0.90 100 100 323 none LO3 phenyl- 104-55-2 mainlib 934 934 1274 24 C9H8O 6.0 132 131 100
3-Phenyl-2-propyn- 1300 (£
A01 C9H8O 6.0 132.05697 0.64 0.90 100 100 323 none L06 1-ol 1504-58-1 mainlib 847 847 88) 0 C9H8O 6.0 132 131 100
Tricyclo[3.3.1.0(2,8)] 1226 (+
A01 COH8O 6.0 132.05697 0.64 0.90 100 100 323 none L09 nona-3,6-dien-9-one  6006-24-2 mainlib 817 817 104) 0 C9H8O 6.0 132 78 100
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Figure 5 Integrated analysis flow
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1) A.kubo et al, Mass Spectrom., 2023, 12, A0120.
2) M. Ubukata et al, Rapid Commun Mass Spectrom., 2020, 34, e8820.
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