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Silyl derivatization GC-MS method toward multistage sized atmospheric

particle samples

- Insights into the analytical results of internal standard-

Fumikazu Ikemori

AWFFETIE, 2Btk Lo K&K 7306 (PMO.1, PMO.1-0.5, PMO0.5-1.0, PM1.0-2.5, PM2.5-
10, PM10<) (2% LINEEHEME Z NN L, ¥ U LRHERIL GC-MSIEIC KD Z D5 24T, ¥
B R D L OWIEM, FAXHEERZE, BEINERR S a2 g L7, R PM2.5 LU Ok
ERUINBLF, PM2.5 K0 b REWVKRIFZMRRL &5 &, HRRFTIEZ < ONEEYE D
HEME AL K0/ S <, E T FRHR AR 2 3 Rl K D K& S R DM R S 7.
K NIEMEY)E ORILHRIZOWT, UM T, —EOMEBEEZRNT 10% % B 57 L, B4t
TR RDIG B T2, Vanillin-ds X° 1,3,5-Benzene-2,4,6-ds-tricarboxylic acid [Z[FIILER DT 5D X 3
REpole. KRB FIZHOWTIE, 7va— A, 7T e N, £/ UV BN B 72T
BCThHoTDITRL, YANRAER Y VAR CEBIEEIEEDME ) o 7o, FFIT,
B3C,, Malic acid-"*Cy, 3-Hydroxyglutaric acid-ds, 1,3,5-Benzene-2,4,6-ds-tricarboxylic acid |& A3

Malonic acid-

M 30%LL FTH Y BFITEWERTH -

X C & IZ

AR, KA ORI IR E IR L 3Rk % 728 D 2 3
ROMBEVE R ORI & VK TEICH 0, BRELHED
TE D BTV DRI IRE (SPM) SO0 INRL-IR
WE (PM2.5) OBREEEZERRITEHIRoTND.
PM2.5 1%, KREHICEZEEL TS 2.5um L FO/NE 7R
BifThoHN, ZOREBDOERE LTE, HEJH
PEHH T 2 OB & 0 eFIRIRFE (EC) IREAZ Z 20
ETRELBILTWDE Z &, MBIELROERIZ LY
Wil A A IRENELD L TWE Z EREF6Nn5 D,
—F T, AHRFE (0C) ([ZoVTI 2010 ELLKE, 4F
EEMEDOREZEAR R HIT, 2 OB AR
DFFANLEEN TN D, OC DARE - FAETROHEE 21
HHEMOEER Sy (B N L—Y—mksy) & AV i-fig
MIRETHD 2. AN L —H—mksy ORIk 1
DRESIZEVERRDLZENFEINTNDZEND
D, BB LT KRERL R o #E - L —F—k
DEMET HZ L TRV KR OC OEFEMT 21T 2
LHEEZBND. LrL, ZHETPM2S 72 EORu

KA IZOWTIIAR b L —H— o DGR LD,
F 0 /N E W PMO. 1T RHLIRL 112 DWW TR B AR &
ATV S, PMO.1 D X 9 20 IR 1T, ZIRAEK
RIRBELIEL O T T HRLFRERTO T A ¥ 7 TV
72N OC 28, MRk FiziE 8k 7oz, #4v=
T =Xy ROBEFEHERE, BEEEH T 2O
HINZ & DRI FAA 8 7e v H BhHE HR SRR - 28 % < AFAE
LTWbEEZLND. 20D, RTEIOAH K
L= =R T ATV, ORI & R 5
Z LR RIS K B RAR ORI E N 5 T2 DI HE T
boHEEZLND. LnL, AN L—F—mooHl
EWCHND >V VFHERL GC-MS IEIZDNWT, %E
SIRRAHEE BN 2O NI HEW B Z RN L, % DRI
BERMER LI wmE L7, & 2 ORISR T, B8
OO TE DT )T T—2HWT, kil
£ U 7oA it ARE ORI EHZ DWW T, NI HEM R
ZPINL, ¥ UGHEMAR(E GC-MS JEIC X v NEEHEY)
B 2o U, R 2 & ORIEME BN R 2 bl L7z,

Ak



1. K] FRBOREE

PMO.1 % &kl TRBIRERL 1%, 4t R sRER
FHE Y 2 —E BBV T 2020 4F 12 A 18 BD
28 HIZMTC, T/ Y27 T —C 24~72 ], 40 L/min
THi%E L 72 (n=7) . PMO0.1, PM0.5-1.0, PM1.0-2.5, PM2.5-
10, PM10 & V) K& VR 134 5EHHE ARE R, PMO.1-
0.51F A7 L A (SUS) flifE -IZH4E L 7=, 723 PMO.1-
0512V — /7 ANZAFI2E D SUS N FTHL S h
723050 — KU v VICWITHE L7 9. HEZOR
BHI M £ TWERIRAF (-60C) L7z,
2. M AE

ST O FNETREHR 2 S EICLLFO & 91T~ 72 9.

ST, BBDAMAE HSy, SUSM#EIZ3 >0 o b
D1 2% Hnz, ZREHINIEEDE 2N LicA Y
AU B VR 20 uL AEINL, $itE, AX J—L L
Vrmu X Z o OEAEE (1:2, 6mL) Mz, 204
[ E A L7z, B A 2 mL /0L, “EHRIRA)
THZE L72#%, NO-BE A (hUAF LT IUL) FU T
nAue7E b7 IR (BSTFA) &7 nvwu U ATy
Z v (TMCS) DEARIE (BSTFA+1%TMCS, ¥ —=
N AT R) 40 uL, BV D2 (FEHEE) % 10
ul Mz, 70° C T 1 BEREPEMEU 72, BV T 14,
FIRIZ S UL EE LIREE T2k, A VA7 520
Z 100 L M Z AR U 7=, AE¥ER & LC, PIEHEYE
W UTeA Y A7 2 U UHR 10 pL 38 L OBER CHIE I
FAWT AR EIR G VAR 2 RN L, ZEFRWA CHzE L
7et%, REKFEEOMHIE & FEkIZ > Uk, fEnv T
WU, EERIZOWTIE, 74— ~OWEREIC
k27 v~ MREORD MRS SN0, BEHR THR
BHRERICH W, PREIVBWVIRELS 3 DR

(100, 200, 400ng) L7=. AIKIZHOWT, MU T
WEMHM AT A7 v~ k77 7' E B8 (GC-MS/MS,
GCMS-TQ8040 NX (Shimadzu)) % T Multiple
Reaction Monitoring (MRM) <&— R CHNAEHEY'E Ol
TE % 1T->7=. Collision-induced dissociation (CID) # A
T TR RN NEEYE, e
ZMRM E— RCRELIL NI T va "I A—X

(FVH—=HAF D mlz, 70X T bAF D m/z
BLOCID =x v ¥—) 2K 1ITRT.
3. EUREDEEFZE

i B L 7 (2mL) 120k, B L= NEE
YEMVE DK 6.7TuL B END 2 LIT7e 5. FEHERIZIZ 10
uL ZRML7Z0T, 7 e~ hOEBE TR TE S X
I, RREBONIEERE D 7 v~ s OmfEEE 10
uL H7- 0 ICHR LT, TOVME (AreaAv), FEHE(R

£ (SD), fHXMEYEFZE (RSD) B L OB DFHIZ
-
&1 MRME—FTERELEIFSZVDVa Y
IND A—4

MRM Transitions parameter

Quantitative Transition Qualitative Transition

Name Precursor>Product CE Precursor>Product ~ CE

311.20>73.10 24
208.20>120.10 9
338.20>104.10 15
374.40>261.30 12
227.10>212.10 9
211.10>121.10 12
132.10>76.00 12
235.10>73.10 24
251.10>73.10 27
163.10>73.10 24
249.10>73.10 24
354.20>73.10 24
299.10>73.10 30
225.10>106.10 15
414.20>193.20 36

Erythritol-d 5 208.10>147.10 6
Mannitok-d g 323.20>133.10 12
338.20>73.10 27
374.40>166.00 12
212.10>194.10 9
239.10>75.10 24
344.50>76.10 24
235.10>147.10 9
251.10>147.10 9
267.20>147.10 12
236.10>73.10 24
263.10>73.10 24
299.10>147.10 12
299.10>225.10 18
414.20>73.20 30

Levoglucosan—” Cs
Cholesterol-d 5
Vanillin-d 3
Ketopinic acid
Palmitic acid-d 3,
Malonic acid-"" C>
Succinic acid-d «
Pentaedionic acid-d 5
Malic acid-" €
3-Hydroxyglutaric acid-d s
Phthalic acid-d «
Terephthalic acid-d 4
1.3,5-Benzene-2,4,6-d ;-tricarboxylic acid
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Name Area Av SD RSD (%)
Erythritol-d 4 1707287 85729 5.0
Mannitol-d g 2387258 104948 4.4

Levoglucosan-" Cs 1940686 67036 35
Cholesterol-d s 87976 4549 52
Vanillin-d 3 2456331 261783 10.7
Ketopinic acid 579923 69040 11.9
Palmitic acid-d 3; 3749575 63460 1.7
Malonic acid-" € 1003876 141271 14.1
Succinic acid-d 4 4630539 170183 3.7
Pentaedionic acid-d s 3797291 103430 2.7
Malic acid-" C 2293658 134700 5.9
3-Hydroxyglutaric acid-d s 760855 27957 3.7
Phthalic acid-d 4 2772562 35970 1.3
Terephthalic acid-d « 6975815 127990 1.8
1,3,5-Benzene-2,4,6-d 3 -tricarboxylic acid 1027904 95387 9.3
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K3 NEEVEOHMFEIEM L DHE
xt1R#ERZE (RSD)

RSD (%)
Name PMO0.1 PMO0.1-0.5 PMO0.5-1.0 PM1.0-2.5 PM2.5-10 PMI10<
Erythritol-d 5 8.9 3.8 5.6 5.8 6.0 4.9
Mannitol-d s 6.1 52 8.1 73 13.4 12.0
Levoglucosan-" C' 37 56 57 57 5.4 3.7
Cholesterol-d 5 8.4 8.5 10.1 10.2 12.8 8.5
Vanillin-d 3 16.0 15.5 25.8 18.0 16.8 11.4
Ketopinic acid 5.6 9.6 14.2 7.9 21.9 11.8
Palmitic acid-d 3; 52 7.5 85 8.6 6.7 3.6
Malonic acid-" C 915 50.0 482 56.7 1274 91.0
Succinic acid-d 4 33 4.8 6.9 6.0 30.2 285
Pentaedionic acid-d 5.1 5.6 6.5 5.7 16.2 16.1
Malic acid-" Cs 63 9.6 17.0 13.0 44 316
3-Hydroxyglutaric acid-d s 4.7 9.0 10.6 10.0 64.2 52.7
Phthalic acid-d 5.7 7.8 93 12.6 372 226
Terephthalic acid-d 4 4.0 6.7 8.0 9.2 22.0 13.7
1,3,5-Benzene-2.4,6-d ;-tricarboxylic acid 15.4 17.7 17.2 275 100.1 96.3
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LV ZORNEIT o7, FNEEDEORIEMS LD
ZDIEXHDE ZFHATRER, HIRLFIZEIN L 72 AR
YEMVE OPIEM L E v /&<, £72 RSD 1%
PUNRLFRI R W REL RDBERMA RO, NEEHEY
BENTNOEINEEFH L= & 25, Malonic acid-
BC T T R TORL A THEULERIME o 7o, MR
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Name PMO.1 PMO0.1-0.5 PMO0.5-1.0 PM1.0-2.5 PM2.5-10 PM10<

Erythritol-d s 82 + 1.3 82 + 3.1 80 + 4.5 88 + 5.1 94 + 5.7 90 + 4.4

Mannitol-d s 90 + 5.5 86 + 4.5 89 + 7.2 95 + 6.9 83 + 11.2 88 + 10.6

Levoglucosan—” Cs 92 + 3.4 88 + 4.9 92 + 5.2 94 + 5.3 92 + 5.0 88 + 3.3

Cholesterol-d 5 9% + 8.1 89 + 7.6 98 + 9.9 100 + 10.2 102 + 13.0 89 + 7.5

Vanillin-d 3 86 + 13.7 73 + 11.4 88 + 22.7 88 + 15.9 87 + 14.6 73 + 8.3

Ketopinic acid 9% + 5.4 85 + 8.2 92 + 13.0 9% + 7.6 87 + 19.2 86 + 10.1

Palmitic acid-d 3; 99 + 5.2 88 + 6.6 98 + 8.3 101 + 8.7 9% + 6.4 91 + 3.3

Malonic acid—]3C3 11 + 9.8 30 + 15.2 22 + 10.8 16 + 9.2 6.8 + 8.7 15 + 14.0

Succinic acid-d 4 95 + 3.1 89 + 4.3 95 + 6.6 95 + 5.7 62 + 18.8 63 + 18.1

Pentaedionic acid-d 5 98 + 5.0 92 + 5.2 98 + 6.4 99 + 5.6 7 + 124 78 + 125

Malic acid—” Cy 63 + 4.0 49 + 4.7 72 + 12.3 53 + 6.8 25 + 11.1 28 + 8.9

3-Hydroxyglutaric acid-d 5 83 + 3.9 71 + 6.4 85 + 9.0 80 + 7.9 27 + 17.3 28 + 14.9

Phthalic acid-d 4 84 + 48 77 + 6.0 88 + 8.2 84 + 10.5 40 + 14.9 49 + 11.1

Terephthalic acid-d « 89 + 3.6 81 + 5.5 91 + 7.3 90 + 8.3 63 + 139 67 + 9.3

1,3,5-Benzene-2.4.,6-d ; -tricarboxylic acid 77 + 11.8 62 + 11.0 88 + 15.1 74 4+ 20.2 89 + 89 13 + 128
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