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fLd % (Quercetin) &~ > e AP 2 E R b2 8ps A+ 1R
WA S PR T T AZER R LGB L B AR
Pl o FLBATIEIEY o S MR FupE BT

377 0% A& G e Ap 5 P~(LLE) ~ H4p % P~(SPE) ~ Fl4p fic 5 B~
(SPME) ~ i 48 fc 5 B~(LPME) ~ 4 $¢;% 49 fc 5 B~(DLLME) % » 2 §_t
pE R kARG A B Bl4e SPME e el miTE b e
*AEB 0@ LPME hEBopr @ £ > RF a3 5 3> DLLME B &
FEFWBRERHE L RASRURAPMED ST E RF P A -
FPeeh 2 o v EFIRICHE - Pid ~ 3% M H{HRE
PERC s w e F Fioq FREE B T AFHRET ARSI
RAPMCF - RS 4THLL B h7 & o

BeR 2 % B~ 5mL 4% &5 & 4 ~ 50 uL 0.01M NaOH - 2z » 45°C-k
R 24482 150 F4er 350 UL AR (A TR S 50 UL L R (E

#)fe 150 UL BSTFA(#74 Y 22&]) » £ 3~ kP HF 5242 18 -

e F ks 10 2480 F g 0 TRE R F Y R

-ﬂ\:].

FPBedide o L RHELP 0 F A4 Ll i B 0 i1~ GC-MS
P r TR R 280°C ;s ARl B 120°C iadE 2 A 4hfs o M E 445 20

CAE o 4 3000C dF 7 A b 7R 2o



1-1 fA R 2 BHg R

Fof CHEP LR CRP R Mo F G AR

LB TPV B EN SRS BBl IR

R LS & L i RS S
B %o FE R A T i P 0 B FUR A - PR
R fofiil ~ FF]  FUR A FF 0 8 B SR ShIT Y o M
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FLg & e 473 2 X 3040 0 B 2k 4p ¢ 32 (HPLC) % ip] %

FLd 2 enz £ bldc2 &4 HPLC 2 020 A F A £ o
/g\‘E_SOJJ ’ﬁ %’Kla\q;‘fl‘lq* £vh kR R GE (UV)ixif'?,EJia G| de*
AEEeE keIl Ry 2.
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1-2-2 HIpH B~

F)4p Hc 3 B~ (soLid phase micro extraction - SPME) ¥ & 4p % B~
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ELLZAME - ZSHTE V- FRFRERERBEF B AT
BLFiTh FE N HEBAE D Gl FE s AHRF AR
THlgamil gr aefa FR - AREL D FRF ARSATE

A 2 B eha fol R FRlY AT Rt B AR 1 hE

BB o Rl R Ak B SR 0 4o A2 ()Y

10



—

{3355

HEE

Bl
THG
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% SPMEE{TFBenA 5 (%5 o b4 B & > L P B2 #

P 2% 20 A SPME 27 ek A 5447 e 0o

11



1-2-3 R Ap e 5 B3

/% 4 #& 3 B~i% (Liquid phase microextraction » LPME)E_— #& 7
a2 S 5V 5 32 1996 # d Jeannot & A Ao v TR E B | 4
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1-2-6 4 5B SR AP B

WA RO WF PO R 2470 2 e SO E BRI S
Boo BRI BATATR L EIRAPME B BT DL SR AP A E P
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S RE2RE

2-1-1 ¥ x.
ZE L R & V- %2
R ALfa Aesar AR
Hexadecane
Lge ALDRICH o
Pentadecane
FLA g ALDRICH .
Quercetin
"% LR oA
MethanoL
#= o e MACHEREY-NAGEL -
(# # BSTFA)
BistrifLuoro-acetamide
5 MERCK -
Acetone
Q5 a MERCK -

NaOH
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222 RE

F 48 ¢ k& » 17 ik (Gas chromatographic analLyzer/HP6890)
B+ & P % (Mass spectrometer detector/HP5973)

B B o 43 B (CORNING/PC-420D)

Mg g g (5-50 uL ; 50-200 pL ; 100-1000 pL)

Mg 3 54 (500 pL)

#i% 4 (10mL ~5mL)

e F Y,

s
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Z~F %k

-1 ¥ &pil

3-1-1 1000 ppm Quercetin fe
##=0.025 5 Quercetin 4v » 25 mL T E FLP o 4o » BT R T R

IETEE N

3-1-2 25%° g3 E%# R

B~500 T &5 > 4o r 125mL T iR o AdedZ AR T R oA
i

3-1-3 10 ppm Quercetin

B~ 1 mL 1000 ppm Quercetin 4r 3] 100 mL T_& ¥y > 4 » 25% "7
i A I B I -

3-1-4 5 ppm Quercetin

B~ 12.5 mL 10 ppm Quercetin “c 3] 25 mL Z_& g > 4 » 25% 7
R A I B A A

3-1-5 2.5 ppm Quercetin

P~ 6.25 mL 10 ppm Quercetin 4c 3] 25 mL Z_& g > f4c » 25%°

ﬁf’vﬁﬂr@«féi B4 > T Z‘L,Aq\;}'ﬁ.’i,_jf o
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3-1-6 1 ppm Quercetin

B~ 2.5mL 10 ppm Quercetin 4 3| 25 mL % & #3 > fx4r » 25% 7 f%
gL Tl I L P -

3-1-7 0.1 ppm Quercetin

B~ 0.25 mL 10 ppm Quercetin 4c 3] 25 mL = _& 57 > 4 » 25% "7

Rl %3 % ¥ AT o

3-1-8 A $cEBR 2 jTL 1B

12 1000~250 pL #c# v g s P~ 350 YL 3 Ak (& FT3)4e » & &Y
#0120 100~50 pL pcE s g B~ 5Q UL+ 2w (S B ) A xR L
£ 12 500 UL M8 i1 445 150 uL BSTFA(FT 4 1 288)4c » 20 &

il’lq:tl o
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3-2 REH TH R

3-2-1 R EBIAL

R
1.4 & MSD -~ GC ~ 7 "2 _F OFF(M 1)k i
2UFERERE (Lt 4R) > bt 2e(d i)
3.7 k= GC power : ON.

A Fog RERIFL 0 A 30 PE A (L/4) B

Bl T 44 1 3.5 KG/CM®
S.iedk g MR FLA R4
6.GC 4 (conL1l) — (fLow) > #AVET flLow

2% ik 1.0 mL/min
7. 4= computer—power : ON

# ([ GC/MS Instrument#l ) #4= > i& » GC/MS 2 44 w

R MSD :

1.Check : Vent vaLve—clLose("g FF 4+ 5 BE) » % 38 Feep £ F £45 »
GC &_% on- iz oven % & 4c #3840 —off> & temperature & 7+ &% 8 >
Carrier gas—on(fLow %7 77 3k T 2_Jnik)

2.4 [view]menu—:%£ diagnostic/vacuum ControL
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3.d [view]menu—iE pump down
4.3 % $& 1 —F MSD 2 i B B —cLick[OK] % & & &7 » (¥ 5 3]
10 4~ 4&)

5.3 & #& 7 —F GC/MS insterface heater 3 GC Ovee = = {6 —
cLick[OK]
6.% % $£ 1 —okeytotrn {s » A2 3 B 4 Bis T

M MSD :

1.GC #na 5 B dipla > "8 3 30°C(* B 4 18)

2.MSD : view—Digannostic/ vacuum ControL—[vacuum]menu &
Vent— % &4 o o7 o & Rdp T BB

3.1 GC

4.8 7 H(L )

S.l T M
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3-2-2 GC/MS i it
A bt e g splitless #5758 ¥ 41 5 DB-5MS(& & 30 M p j£.0.25
mm & 025um) » ~ v § & 280°C; 42458 B 120°C MdF 2 4

& (s

-

MR A4 200CH R 0 ¥ 300°C A T A dRiE TRl e

=

Y EME T

!

S

i K s Lmb/mins 7 £ 4 1 £.50.0 ~750.0 m/z
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3-3 % %4

3-3-1 NaOH * &2 %%

Pob A s iEE o & 4o~ 5mL 10 ppm R ER > T A W4 ~
OuL ~30pL ~50uL ~ 70 uL ~ 100 uL #7 0.01 M NaOH » #z » 45
Cke #E 2082 18 4o r SHLE BRI Z 72 1328 > 22K
P D A 482 18 0 1 4000 rpm 2 A 48R 1T ARG 0 B F T~ R
P ST okip 10 A4 0 FORE Y B e F o P Mo B

RN B D & RS P R LA LUL A B

3-3-2 5 B-HAKE2 * 2L R %

Lo AeE PR iR pe 2 1 350 Ul [ pr (4 o)) ~ 50 uL X B~
A(# W 5+ = 50uL ~100 pL g + 7 *= 50 pL ~ 100 pL)4= 150
UL BSTFA(i=# it 28%))B 4 £ gro s 4 > & 4e » 5mL 10 ppm 1%
B2 2 40~ 50 UL 0.0IM NaOH > * » 45°C k¥ # % 2 242
0 de r RATE BRI Z T VER o kP T 5 B2 (S
r2 4000 rpm 2 & 48 TR o R EF o TR P BT RIE 10 A
40 EURE T B g F 0 B e F 0 SRR B 01

dOARFLY o % AR A B4 B 1L #rE E B A~ GC-MS ¥ o
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3-3-3 A Mt E2 R %

Pr3 A iR 0§ e SmL10 ppm AR AR 0 5L )4

50 uL 0.01 M NaOH » % » 45°C k¥ #% 2 2482 15 » 4 » A 4g

EPBoH 2 f74 122 (100 pL ~ 150 uL 2 200 pl) 0 % » ok ¢ $53F

5442z 14> 120 4000rpm2 A 4B A 0 BE R REN P B
Fokis 10 A48 > LK RE P B o P g g v

BN B RALY ¥ R LB DL AR B

> GC-MS # -

3-3-4 X33t FRERZRE
Pe3 L HeesF g o & 4o 5mL 10 ppm R E ko 3 4o ~ B0 L
0.0l MNaOH » & %] &% ~35C ~45C ~55C* Fp kg ¥ k¥
B 2482 18 v x AATEBRZ A IV RE] > kP BT
S Aadsz ts o 104000 rpm2 A 4R (AL 0 B E T R P i

Fokis 10 A48 LR Y O F o P Bgpe g v

2

i
\4

RipBedi e » 0 RHLY > % e g 154 B Ll 7 5% 0 1

» GC-MS *# -
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3-3-5 5Bz jmditE BRREFLR%

P25l e p o & 4o r 5 mL 10 ppm R 2R 4R T 4e ~ B0 UL
0.0l MNaOH » 3z » 45°C kP # 8 2 2452 18 » 4c » S HE B
A E A DL A TR Y 2w 510 4 452 {80 12 4000 rpm
2 gBEFHS  RF R R Y B EKE 10 448 B RE
e g g o B g g Y B IV B o X RHL Y

b R a4 B LpL 4T F B o it~ GC-MS ¢ o

3-3-6 MM % ERIETIL R %

Bb5mL k& % (0.1 ppm -~ 0.5ppm -~ 1ppm~ 2.5 ppm ~ 5 ppm %
10 ppm) ik & 4 50 uL 0.01 M NaOH > #x » 45°C-k*® # % 2 2 45
ER R IRNAS FE - PO I L= | RSP L -4 (N WA R S
11 4000 rpm 2 & 4838 T AL 0 R F 0 TR Y 2Tk 10 4
8 0 R Y B Be E  Bed B p Y R BIN BT

KORFLP o * e g T 84~ Lyl ArfEE B o i GC-MS ¢ o
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P4 ~ B RN

4-1 RSV GC/IMS qﬁf

Abundance

TIC: TEST185.D
4500000 4 16.64

4000000 +
3500000 4
3000000 +

2500000

2000000 +

1500000 -+

1000000

500000 -

0 T T T e e e e e
11/5012.0012.5013.0013.5014.0014.5015.0015.5016.0016.5017.0017.50

Time-->

A bundance

Scan 706 (16.627 min): TEST185.D

1200000 ]
1150000 7
1100000 7
1050000 7
1000000 7

950000 ]

900000 7

850000 4

800000 I

750000 4

700000 4

650000 4

600000 4 73

550000 4

500000 4

450000 7

400000 4

350000 4

300000

250000 4 2o

200000 4

150000 4

100000 4 ‘

50000 4 - 487 p ‘.

o ‘ | 11514‘7 Lo 251281 323354385‘41“" 4‘5‘“7‘ i 52“9“““ “‘?“89"1“7‘ L 121
50 100 150 200 250 300 350 400 450 500 55 0 600 65 0 700

m /z-->
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4-2 RBE2 %%

4-2-1NaOH * 2. 2 % 2 %

NaOH
F?JE, T £ OpL fE | 30ouL | MEE | SOuL | AEEE | TouL | MEE | 100uL
TEST157|166409356[TEST156|241845292|TEST154|289073442| TEST163|230678112|TEST160[{194105478
AREA [TEST158]|155602886[TEST159|310986259|TEST155|284710063|TEST162(422559812|TEST161{195209174
R 166409356 276415776 286891753 326618962 194657326
S 6239118.4 34570483 2181689.5 95940850 551848
CV% 3.3559 12.507 0.7605 29.374 0.2835
350000000
300000000
250000000
é 200000000
<< 150000000
100000000
50000000
0 1 1 1
0 30ul 50ul 70ul 100ul
B, F &

i8] 4-2-1 NaOH *

B L =~ Ik

]
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4-2-2 3Rz * T2 R%E S
n-HD £ 50uL £ 100pL
Arep | TEST2LL | 78726505 | TEST205 | 89565801
TEST212 |109570452 | TEST206 | 69402284
ERD 94148479 79484043
S 15421974 10081759
CV% 16.380481 12.684003
n-PD M 50uL i 100pL
Arep | TEST213 | 102748440 | TEST209 | 66041704
TEST214 | 89611299 | TEST210 | 70422930
ER 96179870 68232317
S 6568570.5 2190613
CV% 6.829465 3.2105212
120000000
100000000 |
80000000 |
< B
= 60000000 n-HD
= B 1-PD
40000000 T
20000000 T

0

50ul
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4-2-3 72 CERLRKESE

BSTFA | i § 100pL £ 150pL £ 200pL
TEST171 | 11484481 | TEST173 |131517929 | TEST175| 91250349
AREA | TEST172 | 137510770 | TEST174 | 141321126 | TEST176 | 118124994
TEST177 | 143489373 | TEST178 | 160516296
Ty 97494875 144451784 104687672
S 60867489 12043728 13437322
CV% 62.431475 8.3375421 12.83563
160000000
140000000
120000000
_ 100000000
=~ 80000000
~ 60000000
40000000
20000000
0 . .
100uL 150uL 200uL.
2, F %

] 4-2-3 BSTFA *

B =~ Ik

i
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4-2-4 52 7 " F RBERLRHRE S

TR 1t €, :%t I i 35C i 45°C it €, 55C

TEST145|66755884 | TEST144 | 21104213 [TEST143|166409356{TEST142| 17699358

AREA [TEST149|50846052 | TEST151 |115945081|TEST147|155602886|TEST146| 94147796

TEST150{116396543

ERE 58300968 68524647 161006121 76081232

S 7954916 47420434 5403235 42269643

CV% 13.528546 69.202011 3355919 55.55857
180000000
160000000
140000000
120000000
< 100000000
% 80000000
60000000
40000000
20000000

0 . . .
ESL 35 45 55

Bl 4-2-4 P8 B2 £ 15

32




4-2-5 B2

LR RERE LRSS

min i 2min i 5min i 10min ¥, | 15min
TEST182132052890[ TEST173|131517929| TEST184 |146119990| TEST186 (44472223
AREA |TESTI183(25580539| TEST174(141321126| TEST185 [182436506| TEST187(55762120
TEST178]160516296
Ty 28816715 144451784 164278248 50117172
S 3236176 12043728 18158258 5644948
CV% 11.2302 8.33754 11.0534 11.2635
180000000
160000000
140000000
120000000 r
é 100000000
% 80000000 |
60000000 [
40000000 |
20000000 f
0 . . .
2min Smin 10min 15min

B 4-2-5 ZB-pERF 2 L 15 B
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4-2-6 REM R Ak S

PPM 5 3 2 1 0.5 0.2
255492 | 131175 | 76503 | 46379 | 16822 5848
AREA | 130529 | 87280 | 69129 | 38836 | 15860 8625
114686 | 86755 | 51711 | 30165 | 26063 7907
Ty 1669023 | 101736.7 | 65781 | 38460 | 19581.67 | 7460
S 62975.38 | 20817.15 | 10394.47 | 6624.675 | 4599.791 | 1176.942
CV% | 37.73187 | 204618 | 15.80164 | 17.22484 | 23.4903 | 15.7767
180000
160000
140000 F y =32849x + 2599
120000 F R*=0.9989
5 100000 f
% 80000 t
60000
40000
20000
0 . . . . .
0 1 2 3 4 5 6

Bl 4-2-6 SUMBE TR
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I~

5-1 NaOH * £ 2.9 %
1995 B 4-2-1 <0 & EBAEF 0 ¥ 25 S 0L~ 30 uL ~ 50
ML~70 pL~2100 pL 2. NaOH * € 2. 7 % 5% % » 70 pL 22 % % 2 £ 2>
B A fx o @ 50l Bk BdF > B F g 50puL £ 52 NaOH

*EIEEFFH

5-2 ¥Rz £2 A%
1R B 4-2-2 chE GEBE T 0 S0 pL L T 4 ehE Bk kL R
Yo Bk R L > F R LA g LEBH A L
eh® B A SO UL chE Bk BodF o Fp P SR 0E 2 L S kR (F L F B

Ao 50puL T E EBRY § L2 EFR % o
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