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Table 1. Measurement and analysis conditions

GC-HRMS

JMS-T2000GC (JEOL Ltd.)

NMR

JNM-ECZ 600 (JEOL Ltd.)

GCinlet mode
GCinlet temperature
GC Column

GC Oven

Carrier gas

MS lonization

MS Monitor ion range

Analysis software

Split 50:1

280 °C

ZB-5MS, 30m x 0.25mm, 0.25um (Phenomenex Inc.)
50°C (1min) =20°C/min -300°C (5min)

He, 1.0mL/min

El+:70eV, 300pA

Fl+:-10kV, 40mA

m/z 10-800

msFineAnalysis Al (JEOL Ltd.)

Proton observed frequency

Probe

Method

Analysis software

600MHz
ROYALPROBE™ HFX (JEOL Ltd.)

14, 19F, 13C{1H,19F} ,
1H-13C HSQC, H-13C HMBC

NMR software Delta 5.3.3 (JEOL Ltd.)
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Figure 1. TICCs (top: El, bottom: Fl)
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Compound (ID: 001, RT: 910 min, Area: 10802610, Height: 4365467, Link: v, IM (m/2): 309.13360)
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Molecular Check: I (ID: 001, RT: 9.12 min, Formula: C17 H18 F3 N 0)
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Figure 2. The msFineAnalysis Al results
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Figure 3. NMR spectra
Left: 1°F spectrum(top), *H spectrum(middle), 13C{*H, 1°F} (bottom)
Right: HSQC (top), HMBC (bottom)
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Position 13C / ppm 1H / ppm Jec/ Hz
1 121.6 35
2 127.3 7.55 6
3 116.6 7.06
4 161.1 13 12
5 116.6 7.06
14 T
6 127.3 7.55 6
7 77.9 5.55 15 16
8 38.3 1.91/2.10
9 48.1 2.56
10 36.6 2.27
11 141.6
- 265 " HMBC correlations: »~ ™
13 129.1 7.35
14 128.1 7.27
15 129.1 7.35
16 126.5 7.41
17 125.0 271

Figure 4. Chemical sift table and HMBC correlations on the chemical structure
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1. JMS-T2000GC with EI/FI and msFineAnalysis Al

* Confirm the sample is consisted from mixture or unique compound.
* Estimate chemical formula from exact mass of the molecular ion.
_ m. * Check the isotope pattern matching and El fragment ions pattern matching.
CF J'_ 14 Check the DBE.
| * Predict the chemical structure.
e ——

G 2. INM-ECZ600 with ROYALPROBE™ HFX
* Measure each detectable element of estimated chemical formula.
2 Narrow down the predict compounds while assigning NMR spectra.
* Determine the skeletal structure and functional groups.
* Check the enantiomeric purity.

Figure 5. Measurement and analysis procedures of synthetic compounds
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