F
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A RER % Rtk S aRKRkRT2FR
aRd A ERM I I RETeRY PR RE S E
AR GH TR Ap AT R R R 23 TR R A7 4
Pro W oikTIR P 2 RE O RTAFEZBIEIEE | 2L T EG TG
2 LC/IMSIMS &7 T &£ FF > EAEFT 32/, 0 ¥ BT M
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o™ 210 HRE

AN N T AR E P

Loag* el MR ™ 2 ¥ > | L i’*%@'*%ﬁ%*‘ ;@”**? ~ TR i Ap
CR J??”??'[i izd & 5.¢ pLiE /Ww[ B 47 Rl
(benzoic acid) ~ & = - pi(sorbic | (benzoic acid) ~ & = TFﬁ”x(SOI’biC (FRENNE- §4)
acid) ~ 2 - J(ﬁ‘rri(dehydroacetic acid) ~ 2 -k rri(dehydroacetic oo
acid) ~ $r ¥ 7 i acid) ~ 25 % 7 ik ~H T E S
(p-hydroxybenzoic acid) ~ -k # iz | (p-hydroxybenzoic acid) ~ -k # & ) S IR
(salicylic acid)] % fin 2 F# A [4 | (salicylic acid)] 2 fiq %5 b B &[4 LC/MS/MS

"9 AL T A (methyl ¥2 ¥ 9 A9 fiz (methyl LR
p- hydroxybenzoate) ¥z % 9 B | p-hydroxybenzoate) ~ ¥t ¥ ¥ fit P i
 fg(ethyl p-hydroxybenzoate) ~ | ¢ fiz (ethyl p-hydroxybenzoate) - (e R £
e ﬁaﬂwﬁﬁaﬂsomvpyl HigFT ﬁxﬁwﬁﬁaosomvpyl e

p-hydroxybenzoate) ~ 433 ¥ 7 fi&
fi fia (propyl
p-hydroxybenzoate) ~ 433 ¥ ¥ fi&
% = 7 fia(secbutyl
p-hydroxybenzoate) ~ 433 ¥ 7 fi&
£ ~ pa(isobutyl
p-hydroxybenzoate) 2 ¥+33 ¥ ¥
fa ™ fia (butyl
p-hydroxybenzoate)] z. & % -

2. % iz M E B
%fiﬁ"i\"kﬁ-‘fﬁ AU
sz 4B & 47 & (high performance
liquid chromatograph, HPLC) »
tr2. 3% e

2.1, %% ¢

211 Fripip kT ik
2111 IRk iR
¥ 4 ® (photodiode array

detector) -

2112 k+7¢ + ACECI8-AR >
Sum> pjE46mmx25¢cm s g
a5 o

2.1.2. 3. % (Centrifuge) : #& &
¥ 1% 3500 rpm —“F’f °

213. & F5 #H & F B
(Ultrasonicator) -

2.14. #x 4 %% % (Distillation
apparatus) °
22%%'*?@@ 1
(CeHgO7 - HO) ~ ﬁ’;:_ 4

(NasCgHsOs - 2H20) z /E‘]Zn =

p-hydroxybenzoate) ~ ¥t 55 ¥ ? fi&
fi fia (propyl
p-hydroxybenzoate) ~ ¥t 53 ¥ ¥ fi&
% = 7 fig(secbutyl
p-hydroxybenzoate) ~ ¥t ¥5 ¥ ¥ fi&
£ ~ pa(isobutyl
p-hydroxybenzoate) % #+3 ¥ ¥
e i (butyl
p-hydroxybenzoate)] 2.

2. &> RS E #&ﬁfﬁ
RIFEBAOREF EFHE UE
sz 4B K& 47 & (high performance
liquid chromatograph, HPLC) 4
Fr2 2 e

2.1, %%

211 Fripip Tk
2111 ¥ B k- EAEE g
¥ 4 ® (photodiode array

detector) -

2112 k47§ + ACECI8-AR >
Sum> p g 4.6 mmx25¢cm o &
o a5 o

2.1.2. . % (Centrifuge) : #& &
¥ 1% 3500 rpm ﬁ °

213. & F A & F B
(Ultrasonicator)
214, F A K %
apparatus)

22, E AT H - REFR
(CeHsO7 - HO) ~ & ’]";a::ﬁ’;:: 4
(NazCgHs07 - 2H,0) % /ﬁ} ﬁﬁii;’l

i (Distillation
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R 0 R i A - i
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HiEy f&b ﬁﬂ ¥ ffx
P fa > ¥Eg f&ﬁﬁﬂ‘ﬁ
"’i‘r;%v“‘ﬁq\ﬁ ﬁ‘rx;‘-‘i“
fin 2 ¥2g 5 7 - ﬁqﬁ%?’fﬂ
.
23, BEZ L
2.3.1. ZAg¥g 500 mL o
232, s g :50mLPP 1 F -
2.33. 7 £#5:50mL~100 mL ~
200 mL ~ 500 mL %2 1000 mL -
234, gt 34 e 045 um >
PVDF 1 % -

4, FHz AW

2.4.1.50% 7 f%i% %
U ERZE 2 BT ok 11 (Viv)
Z W BR G e
242.01N 3 5 it4 3% :
FEPEF 40400t d gk
A f3 = 100 mL -
24.3.5mM & ¥5 L ¥ 75 %
PR IFAL 7.0 g 2 R 7= 4
6.0g> 4 &3 -k f2 @ = 1000
mL - fe* R L4 g kg
10 & > R o
2.4.4. 15%FF p% R
i bl CNVERRIE S S S
f3% = 100 mL -
25 Bdpn R B
251 #&4pin A5 mM #&
WFREBZR -
252 B Apiaik B
e s 12 (viv)zt
B g1 R R
EER B 4pa % Bo
253. ##4pip ik C:
BT AE s 2 5mM R LS
et 1207 (VIVIV)Z_ v i)
A3 s o //,%ni—iﬁ //,% ,}‘%,,2 =

B~ iR

B REER AR
G T OERR TR ISEY R AP AT
B IR T A 25CF
Z18MQ-cm it b)) F 9 g~
S~ 2 OREER S HEF T
Fe kPR YU R A -
W F e g~ g3 © frx
AR igf&ﬁﬁn‘ﬁ
PRE T g {EFT ﬁx?—‘-"
fn 2 I F TR RERT R
23, BEZ L

2.3.1. FAp¥g 500 mL o

232, g :50mL-PP 4 -
2.3.3. % £¥5:50 mL~100 mL ~
200 mL ~ 500 mL %2 1000 mL -
234, gt 3 045 um -
PVDF 1 % -

24, #FH 2 HY

24.1.50% 7 f%3 7% -

YR E 4 g ok 11 (VV)
2GR G o

242.01N & 5 it 430 ¢
PG F 4040 1 43k
A fE% = 100 mL -

24.3.5mM & ¥k ¥ 75 %
FEPRAIFR 7.0 g 2 AT 4
6.0g> 143 #+ -k iz = 1000
mL - f* B 014 kA
10 & > Mm B o

2.4.4. 15%F % feid i

B EE B 1500 4 3 kR
f321 = 100 mL -

25 BdapinRr2 B

251 ## iz A5 MM &
FREBZR -

25.2. ##4pi5 % B

PP ppEe o 12 (viv)zot
BRG0P iR
EiEfEApa R B

253. ##4pin ik C:

U 2 2 5mM R
rirr,p,.z 1207 (VIviv)z vt )
LU IR //,ani—ﬁ//,@ //,%lni’ =




TAdapizir Co

254. #d-4pit iR D

PP AR 2 5 mM R R E B3 R
64 (VIv)Z v R 3t 1
e i g P i B IE A B4R IR
%D e

26. B2 peY

PR YR L i d ok
fa~ ¥ 3 7 BE Ry R R
&£ 950 mg - M A
A wl g 3100 mL 3 £5g7 0
01 N & § i“42:% 5 mL i3z
FEETER A & S 3]
ORARE R BT T O
Thac HEFT S fa o HEF
TRAD A HEFTRA fa
HEFUEY - T HEFT
P T fa R REF TR fa ¥t
e * R0 = 3 X 50 mg o A AEAE
o A W E Y 100 mL 7 # ¥R
¢ 50% T fR A R A R T
¥ (T5 PRl R AR R
T g b P AR R R R
£ 11 50%" FEA iR AL 0.25
~100 pg/mL » # iF{E8 A% o
27. iR AW

271, R (R RAE)
FoF CRRZmMEAD S
bR OS5 g R
> 1 50%" ARiA R =% 3 100
mL>R3%#E 1044 5
IR g o PRt BRI
27.2. FP% ¢

MR RBTR 3% > 95 g0
WREALE 0 40~ 50% T %R R
50 mL-> 424 A4=F 30 A4
ts 12 50%7 fER R TF 3 100
mL > B~if € % B~j% > >+ 3500 rpm
B 10 A4 Bk iR SR
Wigts  PrpiR iR TERR o
2.7.3. K FEF Fhii
MRS 318 > X250
AR T BT EAHFLY o e r
15%F 7 a3k 15 mL ~ & i 4

b 4pin R Co

254, B 4pinie D

B9 i 2 5 mM R B B
64 (VIV)Z o BiR 5 R 0 1
Ta B g 0 P iR R TE R B AR
i# Do

26. B2 pW:

A A I AN
A SECIE I AN 4 Sl
T 5L 5 50mg > HFERL T
/%) B 2100 mL 7 £ Hg Y 0
01 N & % it4/3/% 5 mL 3%
[EIRE NS O & SN 2 2
PR ARRE R PR F TR
Y HEILE O o HE ¥
YR BEE T
HEFIMS - " HE¥e
R HEFORT M
Rt I & 5 50 mg o A AL
F_o A W E Y 100 mL 7 £ ¥
¢t 50% 7 fR ARG fET T
F o I E Pl FANEE R -
Tt oL P B AR H R R R
£ 00 50%7 fEip R AR L 0.25
~100 pg/mL » & (F{E 83 % o
2.7, iz AE

271, R (GE R )
FoF PR
FUR > PRMN 5 g MR
%0 12 50%7 FEi3 ik 2% 2 100
mL>/R3%>#% 10445
TR e 0 PRk TR R o
2.7.2. FPi%

MR RBTR 3 > 5 g
WREFLE 0 4~ 50% T IR R
50 mL > S42F 3= 30 ~ 45
s » 11 50%" fEis Rk 2 % 1 100
mL> B~3& § % B~% > >+ 3500 rpm
o 10 A4 Bt R SR
Wikis » P TR o
2.7.3. K FEF Fhyiz
iR 31 B 250>
HFEAL T BT FARFLY 0 e
15%:F 7 i3 ik 15 mL ~ & - 4




60 g # & 3+ -k 150 mL » -k
FEEAZ o E A& 10mL
—iﬁ)i‘figfguui’ “/] 490 mL >
3 gk F 3 500 mLo g
T eiB g ts 0 Primik ,Lmkg o
2.8. FHEHmE 7 BT
HREEPERZ EER R é' 10
uL o & BliE o~ B 2R 4 K 47 R
v kT iR RARA T
Tj‘*’u%i&éf%—ﬁi% e T iE R M 2.
il RS R R O
T]—-‘J- B —\: Fd v%ﬁ@éﬂ‘v:‘
7 £(g/kg)
v ﬁf?’?&" 2.z £ (g/kg)=

ERN 7
iﬁﬁw

te4g
CxVxF
M x1000

Cto o sk thin? &1
T A 2. )&E‘.(ug/mL)
VRS F 2 M (mL)
M AR E ()

D I»(*)

DR R D A S R R PR Y

60 g % 2 -+ -k 150 mL > w2 -k
*i’;f: FAEZ. o R L A% 10 mL
2 i B fc f 45 % K 490 mL s
M3 sk y 3 500 mLo o g
@Eﬁﬁﬁ’%&ﬁﬁﬁ%%°
28. FIHEHKE 7 BRI E
HREEDHRRE Jfﬂ-g’/pni’%' 10
pL > A w3~ iR Ap & 47 R
P R AR E R AT
Rt e g AR TR G 00 1 2
AF R ST Bl R
1 P E RO E SR e

L A 2. 7 £ (g/ky) :
ﬁ%ﬂrwﬁwwﬁi@mh
CxVxF
M><1000

RS R RERRY R
ﬁffﬁf' JE B (ug/mL)
VoA 2F 2 WA (mL)
M et £ 2(0)

;Ih%_. N ,J—(*)
#.ﬁﬁﬁuﬁﬁﬁﬁW%’u

ﬂL CF VR E  H R B | HEF R B B B
- 3 - 3

REP A AR HETOE | REpAH A3E HAETOR

ZEEE 2 iEEE

iy e g 15215 0.9077 iy e g 15215  0.9077

u u

fa fia

$i¥v g 16617  0.8311 $i ¥ v g 16617  0.8311
 fia ° fia

Hrzye g 18020 0.7664 Hraye g 18020 0.7664

£ 7 fia £ fa

¥y e e 180.20 0.7664 ¥z ¥ e e 180.20 0.7664

i 7

gre¥ o g 10423 07111 grew o g 10423 07111

¥ 7 fq %= 7 fia

Hraye o 19423 07111 Hiaye g 19423 07111
27 g £ 7 fa

grex o g 10423 07111 grew o g 10423 07111

” Pa 7 fa

Hagom 13812 1 Wi xo g 13812 1

B it dp & 37 p) g 24

K +7¢ + ACE C18-AR > 5 um »
miE46mmx25cm e

#F & 4ponig - 1 mL/min o
%’H/? l'+ (S

k- jmprE s EB LR 230
nm (K~ 3?22 kE

B i AP A AT R RE
%17 # : ACE C18-AR » 5 um >
4.6 mmx25cm e

#F & Fponig - 1 mL/min o
)é]ﬂﬁ/? S S E
koML IR AR 230
nm ki~ FT 23 kpp




fa) ~ 256 nm (¥ ¥ ¢ e 2 H fig
#)% 260 nm (2 = YHpg) -
HEApBR CAREBR T A
F R EHR AT

) ~ 256 nm (¥t % ¢ fe 3 H Ay
5)% 260nm (& = fEE)
HEARB R D AREBR T 7]
EERETERE AT

R (min) A (%) B (%) R (min) A (%) B (%)
0—>5 78—73 2227 0—>5 78—73 2227
5—20 73—>63 2737 5520 73—63 27—37
20— 50 63 —33 37 —67 20— 50 63 —33 37 —>67
5065 33578 67—>22 5065 33578 67—>22

R 7R g 2 2 R 45 R g i 2

Ko ARSI R AR 230 | k- AL B £ 230

MK TR Ak nm CkAA - F 0 A 4 kg

fa)~256 nm (¥ % 7 L)% 260 fa)~256 nm (= F 7 )2 260

nm (& = % &) - nm (e :~lfﬁﬁfr§)o

B Apisir CCiR o B ApiaiR tCiR o

R A7 iRl iE i+ 3 R TRl 2 iE i+ 30

k- R R LR 256 | k- fmAEE A B L A £ 256

nm (41"1' E ﬁ&ﬁq é%‘_)

ﬁiﬁ#ﬁ/p * DR o

ot b ﬁi?‘]?‘;ﬁfi/’a\ﬁ% ‘ipif‘
TR Y 2 RE K TS

Pl EEE o

il MRk D E R ORR
2 T B9 5 0.029/Kg; fadE
Bk Az 2 s 5 0 0.005
g/kg -

2. iz & 5P 297 7
P TR EF zlfa?/z B3%E
Wag 2 F TR DR 2
Rpp R AT e

3. Mg AR R TR EOF E R
(LC/MS/MS) i& {7 /g 33 pF » H
LC/IMSIMS 2. % & & J& 18 B
(multiple reaction monitoring,
MRM)HC5S %% ikt 4 -
4. 3 +# 2 2 LC/IMS/MS &
FRER > AL T
5. ALY} B PR
o p 7485 -

ST X

Lp %5 ¢ - 2015 - et #%
% 31f% 2 330-334 F - £ R
Bt gk e A0 Pk

2. Kishi, H. and Yamada, T. 2007.
Simultaneous determination of
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e

nm (¥ % " f&ﬁa%‘?)
7%@"#5/‘9/& D% -

il Mg SR 2 R I R R
z. 2 B &5 5 0.02 g/kg s fig 5E

P Az, 2 & &3 5 0.005
a/kg -

2. a'ﬂ;}ﬁr%,é 2307 ¥ (7
Fg’ﬁ%l‘]\i-*} ifﬁ/z"f' 3%

W T F PR e o ﬁﬁ’x 3
]\ﬁ ﬁ’xi/v*’?"
3. “5&"’44 éég;fg%; (RN

o g A -
A R I i
(LC/MS/MS) i& 7 & 3 pe > H
LC/MSIMS 2. % & F J& i Pl
(multiple reaction monitoring,
MRM)#23¢ %% S Bcderig % o

2. Kishi, H. and Yamada, T. 2007.
Simultaneous determination of
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A FURS 2O FRZRAPRITE BE RS LR R P Sk
84 o A
4 %iJ# SR+ (Miz) > if %E T SR+ (Mfz)> if %f
) argsmy | ST EE | apaamn [SFNE
(V) | (eV) V) | (V)
¥R ESI 121 > 77 40 | -15 — — |
Gk ESI 113 > 95 21 | 15 113 > 67 21 | 21
3 K prps ESI* 169 > 85 42 | 27 169 > 127 42 | 18
Wi ¥ v @ ESI 137 > 93 27 | -16 137 > 65 -27 | -40
Ky e ESI 137 > 93 27 | -26 137 > 65 27 | -41
W ¥ @Y i ESI 151 > 92 -37 | -29 151 > 136 -37 | -20
Wi ¥ 9 e iy ESI 165 > 92 -30 | -31 165 > 137 -30 | -18
HEEF RAD b ESI 179 > 92 -38 | -32 179 > 137 -38 | -19
HEF TR g ESI 179 > 92 -38 | -32 179 > 137 -38 | -20
Heg ¥y - " fig| ESI 193 > 92 -39 | -32 193 > 136 -39 | -22
HrEF TR o ESI 193 > 92 -39 | -32 193 > 136 -39 | -21
HEEF TR A ESI 193 > 92 -39 | -32 193 > 136 -39 | -21
-

bR REA R BT 2RE 0 RIS L 2 Rk
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1273 KAz eip 178 B H&R S £F BRI Sk

44 TS H
2 4 4 EERT s > |0 | s > |27 [
s L TR EE o TR | g
A P dg =+ (/) A 1 &=+ (mfz)
(V) | (eV) V) | (V)
i ESI 121 > 77 40 | -15 — N
Gk ESI 113 > 95 21 | 15 113 > 67 21 | 21
3 K prps ESI* 169 > 85 42 | 27 169 > 127 42 | 18
Wi ¥ v @ ESI 137 > 93 27 | -16 137 > 65 -27 | -40
Ky e ESI 137 > 93 27 | -26 137 > 65 27 | -41
W ¥ @Y i ESI 151 > 92 37 | -29 151 > 136 -37 | -20
Wi ¥ 9 e iy ESI 165 > 92 -30 | -31 165 > 137 -30 | -18
HAEFT"REP by ESI 179 > 92 -38 | -32 179 > 137 -38 | -19
HEF TR g ESI 179 > 92 -38 | -32 179 > 137 -38 | -20
HEFo Y- T f | ESI 193 > 92 -39 | -32 193 > 136 -39 | -22
HrEF TR o ESI 193 > 92 -39 | -32 193 > 136 -39 | -21
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