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2. Experimental

BB CHEEY (Sigma-Aldrich) BXRUFER—A—XA—X b (k&) Z. UTOFEICE > THMABICAR UE Ul
ERfR (15-30 mg) &=, H=20/CHsOH/CHCIls = 1:1:2 (v/v/v) JEGRIE 10 mL THHE L. 2 mL GC )\A ZILICcAEU
FUJe, B SpeedVac ZAHWVWTCEREUSE Ul

FAld. LITD 2 BRFECHAEIMELE LT,
1) X bhFIE  MEOX (EUY i X h2)L77 = VIERER 20 mg/mL) 20 uL =&ML, 60° C T 60 7&K
2) YU)UE  MSTFA 80 uL Z#&mL. 60° C T 60 nERIk

GC BKU GCXGC F—HIF. RIICRIEEFHZANWCIELE U, 8FNET—70EF. ChromaTOF® V7 D
T 7 ZRVWCERL,. 1) BEFvUTJL—Y3ay, 2) E—2&t (FORUa1—v3arTF—4) . 3) NIST 2014 SKU
Wiley 10 S54 T7S5UZREWAXRT NUfELIEGRZTVE Ul

Table 1. Pegasus HRT GC-High Resolution TOFMS Conditions

Gas Chromatograph LECO GCxGC Quad Jet Thermal Modulator & MPS2 Autosampler

Injection TuL, A7V v k 20:1, 250°C (CI BEIA TV v h LX)

Carrier Gas He. 1.0 mL/min, &k

Column One Rxi-5 MS, 30 m x N££0.25 mm x f5/F0.25 um (Restek, Bellefonte, PA, USA)

Column Two Rxi-17SilMS, 0.9 m xN££0.25 mm x 5/£0.25 um (Restek, Bellefonte, PA, USA)

Temperature Program 65°C T 1 Z3fRF5#%. 10°C/min T 320°C £ THIRE L 6 Z3RFF
F2A =T EFEIA—T LY +5°C THili

Modulation 1 RE5HT : 0s

2 RIEHHT : 3's
HEV 2 L —H—
B2 —7

XY +15°C
Mass Spectrometer LECO Pegasus HRT
Transfer Line 300°C
lon Source Temperature 250°C (El); 200°C (Cl)
Acquisition Mode = fiEREE— K, R = 25,000 (FWHM)
lonization Mode El B3 L O/ FE7201E Cl (BRIEH A A ¥ 2 H5% NHs)
Mass Range (m/z) 35-510 (El); 60-1200 (Cl)
Acquisition Rate GC-HRT: 10 spectra/s; GCxGC-HRT: 200 spectra/s

3. Results and Discussion

BRECHEEY T TIVIC, EKER (D) BKU 18C TRAMAER U 23 BEONEIEEZRML. mb%. DiREE
25,000 (m/z = 219) TENMETDHAHRIZON MNITT 4 ——BDRERITRBREE DY (GC-HRT) [CXDALEL
feo ETHIC. BFAF4 /1 (BEl) BELIEZEA A /1L (Cl) ZHEHIEOEABENEA F MEFE. XRESTSU (NIST.
Wiley) ZBWEARY NUBLIERER, BEH5UIC 1 ppm KaDBBEREEE I 214 VICEDLKHFNARAEEEHIT
ET. BERSYDEEEOSVEFESHEZ{TU)E Uic,
S9@eET MU 12— 3> (High Resolution Deconvolution : HRD®) D#ER(E. M2([CRgBERmMEY T > 7LD
PIFA A o0 SIS A (AIC) ICRMENTWVET, R2(1C(F. RENFEBRDCDVT., EEYR. HF. FISER.
F—oBEE. BRUARIT NUELEZRUTCWVWET, CNSDEEYICIE. Bkl T8RS, 7= /8. #B5E 58, X
DUFV R, RTUAF RBSZENTVE Ulce NIST BEKD Wiley SA TS UICRTDANRY MUBLIERRDER. <N
SOIEEYECHITDFHELEIF 911/1000 TUT,
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®2. BEACHILYRORIRNESY

1 covvm weox s C7H1sNOsSi 446 1137387 934 20 s e Ci7HaaN20,Sia 1622 27497881 945
2 e o CsH2003Si2 491 715276 920 21 ex e C21H5706Sis 1629 3629958 840
3 osiamam aw CsH10sSi 588 236557 910 22 e oy C11H21NsSi; 1669 10309603 903
4 S amms) CgH1804Si2 598 982722 920 23 e ame Ca7HagN>Sia 1736 1858360 876
5 L ) C10H2403Siz 643 1061101 900 24 o s CagHagN20,5is 1746 35951466 835
6 iveiis om C12H2oNOsSi2 876 80877728 964 25 seoe G C1gH3sNO3Si3 1765 73102265 959
7 70 A Grvs) C12H30045i3 944 3040518 831 26 oonvion 6w Ca4He2065i6 1785 1068732 814
8 £ G C12H31NO3Si3 990 37929232 925 27 v o C14H2sN4 05513 1862 1355710 919
9 2Ltz (M) Ci3H33NOsSi3 1033 42516832 948 28 hts b G Ca4Heo06Sis 1950 5944599 912
10 crre o CuHyNO:SSi; 1220 15297318 825 29 sres Gy C14H29Ns0Si3 1972 1391280 911
11 soavraye Gms C11H23NOsSi; 1226 21054897¢ 928 30 xonss e CagH7aNaSis 2036 612262 907
12 e G Ci3H31NOsSi3 1233 73421702 957 31 i G CaoH3eN20,Sis 2066 30428930 927
13 oo G Ci3H33NOsSi3 1235 46969520 924 32 + (stMs) CaaHsoN3Sis 2103 1388814 940
18 arie G CuHuNO:SSis 1275 5484621 963 33 s rennim o C27Hg909PSi7 2287 2058184 943
15 n=re G C1aH3eN20,Si3 1358 5209095 908 34 s G CoaHasNsO4Sia 2470 14863948 953
6 - > s CisHasNOoSi, 1367 52692227 955 35 cui—x e C36Hgs0115ig 2493 6188006 939
17 seriom G C14H3sNOsSis 1371 97699927 866 36 iiomox e C36Has0115is 2590 77375142 961
18 raivx Gws C13H3oNo0sSis 1437 24267014 952 37 srsvv s CasHs3NsOsSis 2598 718577 804
19 soeevewm ame C1sHa106PSia 1567 5723912 905 38 sorsiiovim G CasHsaNsO7PSis |~ 2830 454839 887

EEBEBICEDLKDFAAYBRUTSIAY MM I UEERAITDHIET. (LEYBEDZAMDENITOENK LI, Fl
AE P /BEO—EBICOVTERR m/z ESKUFE m/z 8%, DFAFTVBRIOTSITAY MM TV TEICTEDS
BRZERIICRUET . INSDT7Z/ERICHITHEERE (ppm) DHEHETHEF 0.72 ppm T U,

ChromaTOF [CKDT—FRISHIOT—YUEBY T MO I 7IE. ENFEESBEBEZHEIGDESIET. Dt
DFICIFRITTCHDBNMET IR 1—>r3> (HRD) ZXRBELERT, €DOHIELT. B3TIE. ChromaTOF 4LE
[CRD. HBHUCWIHRED XUES (D HKXU M 3C) MITRT 7Y (3TMS) BoBSNIcERZRLTVR
9, Peak True (FOVRUa1—r3vig) BEANT MUZ NIST 14 F—=IRX—XTRELIcETH, FHEH 7=/
B LT 933/1000 OEWLW—HEMNEONE Uiz, D #F#F. N30 R84, BIOIFBRHEICHERKTSD [M-
CeHaoNO=Si2]* 75X bOBERE(IL. ZNTN —0.39. —0.25. BKXU —0.83 ppm TULUT,

R3. BEBACHIEYHDT =/ BROERSBAERSR

JUT (3TMS) C11H29NO2SI3 893 MmOt 291.14974  291.15006 -1.09
U (3TMS) C12H31NO3SI3 990 [M-CaHoO2] " 204.12358 = 204.12344 0.68
AFFZ (2TMS) C11H27NO2SSiz 1220 m®t 293.12956  293.12955 0.00
574+v7OuY C11H23N03Sio 1226 MmO 27312096  273.1211 -0.50
(2TMS)
FZINSEVEE (3TMS)  C13H31NO4SI3 1233 MmOt 349.15586  349.15554 0.92
FI=F > (3TMS) C14H36N202Si3 1358 m®* 34820799  348.20791 0.22
TIPSV C15H27NO2SIn 1367 MCoH1 T 21810245 218.10271 -1.18
(2TMS)

[M-CaHe0a 19212014  192.1203 -0.86
SIS UE (3TMS)  C14H33N04SI3 1371 m®* 363.17114 363.17119 -0.13
F2)SFY (3TMS) C13H32N203Si3 1437 MmO 348.17121 348.17152 -0.89
FIWZF > (4TMS) C17H44N202Si4 1822 MOt 42024718 420.24744 060
Uy (4TMS) C18H46N202Si4 1746 MmOt 43426272 43426309 -0.84
FOYY (3TMS) C18H35N03SI3 1765 MGCioHis0s]T 21810243 21810271 -1.30

NUZRD7Y (3TMS)  CooH3eN202SI3 2066 [M-CeHaoNOSiz)t | 202.10449 20210465 -0.83
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R4, R—H—Z1 —Z MAEPICH T D GC-HRT 8K U GCXGC-HRT F—FRUBICBIF D ANRT MVELEX I7 DHBE. GCXGC [Ckb
BENIU—VIBART MUY, SATSUBLERI7ICKELESLTVET,

TIPSV (2TMS) C15H27N0O2Si2 812 916
2-FAFYITU hORY kB (4TMS) |C17H4205814 645 870
P25 (3TMS) C13H32N203Si3 784 945
LRIILTITY (3TMS) C15H3405Si3 805 881
F NSTAVBXTFIL C15H3002 933 942
+2U ~h—)LU (5TMS) CooH5205Si5 857 890
(E) -73=w hE& (3TMS) C15H3006Si3 768 910
JIF=> (3TMS) C14H34N203Si3 835 923
JULOUVE (4TMS) C15H4106PSi4 735 879

4. Conclusion

LECO Pegasus GC-HRT 4D & ChromaTOF V7 DT 7. XIMOZIAY Y T g EE THTT $
TEHDENEY—ILTT, EFA A/ (BE) BLOEREAF /1t (C) ZHHIEDLBICEDEHEE - SEERET—
FICKD. LEYDIRRD DEBEHDOEVREDARESEDEFT, AR TlE. Peak Find BZEBWD T ET.
BHELBEEY N v I Ath(CHAH T EKRIEHE. 1°C 8. BrUIHERLEYZDE - BECETHIEN
MENF U, 8IS, 2OV NI ST 4 —3BDRTTZENT S ET. GC-HRT 4D DT « A5/ NU — %88
KIBICE L. REYERD —20 70— (CBVTHED TIMEDEWVDITERE Chd C EHREINE LT,
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