guobooobogoooooobd
gobooboogogo

od-1-0b=0odofn

Butan-1-yl acrylate
IUPAC U U n-Butyl prop-2-enoate
goooobodnobobOo0obooobOon
Acrylic acid butyl, Butyl acrylate

gooooooon

0
/”\/CH2
HSC/\/\O =

CAS U0 0 141-32-2
U0 odCHRO,

gooooooon

O0D0o0o0oooom 128.17
0000 000000000000 OO 128.0837
oooo -64.6°C ?
oooo 0.8986 2
ooooo 13.3~26.7 hPa (35.5~104°C) "
ooooQg 0 00.14 g/100mL (20°C)?
0 log Poy 2387
oooooono
oooQ
oooo oooog? 0o
ooooo® 0oooo
oooo v 000000 0LDsD 900 mg/kg

00000 O00LDLO 1700 mg/kg
000000 OLDsO 2000 mg/kg
00000000 00LDsO 550 mg/kg
00000000 00LDsO 853 mg/kg
00000000 LCsd2730ppmd 4 0 00
00000000 LDLO 135ppmd 6 0 0 O
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god-1-gb=g0gggdad scomgl00O0O0ODODDOOOO 40mL 00
OsomLO00000O0OOOO0O0O0O0O0OO0OODOOO0O0O00I1000wg/mL O
goooobbod
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gobobbotbooooobboooooobobbbooooooboobbd

goooooobooobbobooonb 40

oo 10egwetU OO 20mb o3 gooonbg
goobob3oorpmU 10000000000 OO0O0O0OOO0OO0OO0OODOO
gobob20mlggoloobobbgoodoibs3000 rpm 100000
goboobbbbgogooobbbudsomtdoooooboobnbuso
mLUOOO0O0O00O0O0O0O0O00O0000 200uL0000S0 mLO0O0OO0OOON0
gdaoopgmb)soopL 000000 oobOoOoooooobooboboogd

362



goooooobommg sg
gooobobbtbdoodb20milbb0bodooooooooonon
gobobbbooooooboobbooooooobobbd

good
geC/MSOOODOMmMIO 64
GC/MS OO0 U GCMS-QP2010 Ultral D O OO DO OO
ood UAQUATICOGL U0 O0odoon
60 m x 0.25 mm x 1.0 pm
goon 0 35°C (5min) — 10°C /min — 200°C (5min)
oogd oooooo
goooooo 0 He (2.5 mL/min)
goobobooogoogd gd2o00°C
oooooo [J200°C
ooogn 00000000 (ED
gooooo 070 eV
gooog 0 Selected Ion Monitoring (SIM)
ooooooo oo0oo-1-00=000000

O000miz55.00000mz56.0
O00000-dp
O000mz46.00 000 mMz64.0

gboobooboooobobma 7d

A U AQUAPT 5000J PLUSL GLO OO OO OO
TIAL T A—T1A gaog -100°C

oot 2mn OODOOOOOO 200°C
guooobboggd 150°ch

YEAT 00 8gM44mL U000

goo UAQUA-TRAPIOGLUO O OOOOU
guoooon 0] 100 kPa

gooog 0 150°C

guooobogd 0 150°C

guoooon 0 60°C

gooog gooog

gooog 0 10 min

gooog 0 40 mL/min
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guooooobn U 3 min

guooooobn U 20°C

guooooobn [J 40 mL/min

guoooobn ] 225°C

guoooobn U 8 min

gouooon 0J 20 mL
gooon
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U1 Ibrgoggoog oy

000 IDL o0oad oooad IDLOODOO0O
(ng/mL) (g-wet) (mL) (ng/g-wet)
ooo-1-00=
0.00015 10 50 0.18
oooooo

oodooboooooomMmbL)DoooobogmaeL)O
goooboobobooMbLOO MQLOO 20000

U2 MDLOO MQLUOUOOOOO 104

goo goog MDL MQL

JH0 Hbb (g-wet) (mL) (ng/g-wet) (ng/g-wet)
ooo-1-00=
00 10 50 0.38 0.99
oooooo
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ijogoobooboobobooboobobooboobobboobooobo
gooboobooboobobuoobboobooboobbuooboon
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03 Iprgggog

ood Ooo-1-00=000000
OO0 (g-wet) 10.0
OOood (mL) 50.0
gO0D0O00 (ng/mL) 0.00100
0O 1(ng/mL) 0.000956
00 2(ng/mL) 0.000956
0O 3(ng/mL) 0.000980
U 4(ng/mL) 0.00101

g 5(ng/mL) 0.00101
00 6 (ng/mL) 0.000975
0O 7(ng/mL) 0.00106
000 (ng/mL) 0.0009934
000 (ng/mL) 0.0000379
IDL (ng/mL) * 0.00015
IDL O0O0O0OO0O (ng/g-wet) 0.18

S/N 8.1

CV (%) 3.8

*: IDL =t (n-1,0.05) X 641 X 2

0ooood (x1,000

1.25 55.00
56.00

19.676

mz550 0000

T~

m'z5600 0000

1.00

/ N iy SNy I WY N BN NV NI

l l
19.0 20.0 21.0

oo
=)

oo -

011 000-1-00=000000 IDL OO0 O (0.00100 ng/mL)
0000o0o0o0o0
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uooobD (x10,000)

7.5

5.0

25

oo -

- 46.00

n 64.00 . miz460 0O OO
-] A/
] mz640 0000
- ~/
16.5 H7D‘ ‘ ‘ ‘ H75‘ o ‘ HBD‘ ‘ ‘ ‘ H85‘ HQD

012 O00000-dIDLOOOO.100ngmL) DOOOOOOO
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gd 1o0MDL OO MQL O MIODODLDOOOOoooooboboboomonD 21
g3tobobogoooobo4bbgooooon

04 MDLOO MQLUOOD

ooooo goo-1-00=000000
0d Ooo
000 (g-wet) 10.0
OO0O000 (ng) 25.1
000000 (ng/g-wet) 2.51
0000 (mL) 50.0
DOO0D0D0D000 (nglg) <0.38
DO0O00D0 (ng/g-wet) <0.38
U0 1 (ng/g-wet) 2.17
U0 2 (ng/g-wet) 1.92
g 3 (ng/g-wet) 1.96
OO0 4 (ng/g-wet) 1.99
OO0 5 (ng/g-wet) 2.08
U0 6 (ng/g-wet) 2.01
U 7 (ng/g-wet) 2.03
U0 8 (ng/g-wet) 2.20
g (ng/g-wet) 2.048
OO000 (ng/g-wet) 0.0990
MDL (ng/g-wet) 0.38
MQL (ng/g-wet) *4 0.99
S/N O 15
CV (%) 4.8

* Dgbobooooboboboboboouboboboboooobon

(n=2)

* MDLOOOOOOOOOOOO0OO0OOD0O00000000000

00 (n=2)
*3: MDL =t (n-1, 0.05) X G,y X 2
*4: MQL =0, x 10
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g 2-1
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gob-1-od=t0dggdoMbLbuodgoooooon
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a0 miz460 OO0 O
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30 —]
= mz640 0000
20— I /
o 2
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82 O O

gooon
gooooooon
gobobbboooooob 3gugd

0ooo Hootot 0ooo ooooo
10.0 g-wet ERE 3000 rpm 10 O 00000 20mL
ooooo
20mL 3 O
oood 0O RN 0O
3000 rpm 10 U ooooQ 200 uL ooag
50 mL 50 mL
ooooogoo GC/MS-SIM
T U0 NaCl8g
ooooo

oOoo0oo00Od-d, 5.00ngd

U3 ggogoobooood
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gooon
goobob41000420000000000DDO s-10D0O0S20000

05

04 b v =0.9519 x + 0.0001

R® =0.9998

Ho3
ﬂ
te
S
| 0.2
oy

0.1

0.0

0.0 0.1 0.2 0.3 0.4 05

TREL
00 (ngmL)-  (0.01)  (0.02) (0.03) (0.04) (0.05)

U4-1 O0d0o-1-go=00goooobbd
gooobnbnd 0.00100 ng/mLL 0.0500 ng/mL1

8.0
v =0.7659 x + 0.1827
6.0 R*=0.9995
A
g
bl
He 4.0
T
&
2.0
0.0
0 2 4 6 8 10
EEL

00 (ngmL)- (02) (04) (0.6) (0.8) (1.0

042 00O0O-1-00=0000000000
OO00000 0.0500 ng/mLO 1.00 ng/mL]
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gs-1 dggggoooooogogdd

000
ooooo
OngmiO SO0 DDDDDD-ED(ADS): HHUUD (A - H
(Cs/Cis) 00000-dp, (AYAis)
(C) 000000 (z 46)*
(M/z 55)

0 0 481 218270 0.00220
0.00100  0.0100 2809 210989 0.0133
0.00201  0.0201 4569 221818 0.0206
0.00502  0.0502 9954 212109 0.0469
0.0100 0.100 18274 197029 0.0927
0.0201 0.201 40234 213412 0.189
0.0502 0.502 101169 210937 0.480

*» 0O O0O0:0.100 ng/mL (Cis)

gs-2 dogoogoooboooodd

0oag
0oooo
gegmo 880 gopano.  0D000G) 000
(Cs /Cis) O00000-dp (AJAs)
(C) ooooono (/2 46)*
(M/z 55)

0 0 481 218270 0.00220
0.0502 0.502 101169 210937 0.480
0.100 1.00 190043 202609 0.938
0.201 2.01 378133 208341 1.82
0.502 5.02 901988 221786 4.07
1.00 10.0 1603577 204567 7.84

* 00000:0.100 ng/mL (Cy)
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gooooooooboboboo
goo-1-0o0=00000b0booboboo-d,obbooboon s5-10
5-220000

(x10,000)
ooooo D4.0{55.00

156.00
3.5

m/'z550 0000

307
257
2.0

e miz560 0000

1.0

0.5

—_— Y
oo - 180 185 19.0 19.5 20.0 205 21.0 215

0s-1 gdd-1-00=000000(0.0500ngmL)d0ddonoon

(x10,000)
oooooo § 1500
804 64.00
7.0*;

m'z4600 OO0 0O

6.0

5.0

e mz640 0000
™|

3.0
207

1.0

) T T T T I T T T T T T T T T I T T T T T T T k\\' T T T T T T T T T T T T T T T T T T T T T T T T T T
00 - 16.50 16.75 17.00 17.25 17.50 17.75 18.00 18.25 18.50 18.75 19.00

052 O00O0000-dp0.100ngm)0O0O0O0OOOO
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MDL(0.38 ng/g-wet) U OO UOOOOOOOOOOOO 70000

oooodd (x1,000)
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050 é m/z560 0 0N O
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goooooon
gobobbbutbgoouoobboooooobbbboooodob et
goboobobbdd s-10860 000

e Luogooy

000 0Doo 0000 000 000
000 0Doo

(g-wet) (ng) (ng/g-wet) (o) O (%)

10.0 ooo 2 <0.38 - -
0Doo

10.0 100 5 7.85 79 5.6
00000 10.0 ooo 2 <0.38 - -
00 10.0 100 5 9.23 92 3.7

10.0 ooo 2 <0.38 - -
oooo

10.0 100 5 9.34 93 6.8

000000 (x1,000)
55.00
20 56.00

mz550 0000

mzseD OO OO

0.5

n ‘*T"’”"’ T = e
20.0 21.0

m
o
!
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© |||
©
o

081 guooobobobooooooobn

000000 (x1,000)

_155.00 3
—156.00 <
0 - mzssooooo— |
30 —f
20 mzse0000E |
10 —f
] DA W A Y
oo - 18.0 19.0 20.0 21.0

082 Udoooooboboooooobion
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4,0%1.000)

155.00

P myzs5s0000
3.0 D\\\\\\$
zé nhS&]DD[]B\\\\\‘S

Ugo6 Juuobbooooouoobobboood

gooooon

goooobbboooooo7obod
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gobbgooooboooob-1-gd=0bu0ooobo7rugggoobgod
gobobbblrgooobboogd

g7 oooooooobogd

000 (%)
00 oooo

100 400 700 1000
000 7.85 ng/g 100 87 82 O
000 1.00 ng/mL O O 0 115

goboodooood

gooooobn 100gwet oo oo-1-00=0000000 250ng
gobobbodogobobbuoooob 20mb 0 3ggooonon
o300 rpmU 100 000000000000 S0 mL OOOOOOOO
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U8 togoogooooood-1-gd=00o0ooobudgggogn

goooo goooood

000
(ng/g)

g goog gog godd goo

(ng/g-wet) O 0O0OO%) (ng/g-wet) U0OOUO%)

ERERE

ooy <0.38 - <0.38 -

25.0 17.7 71 18.5 74

000000,

oo -

000000, oo

oo -

000000, g

oo -

[55.00 (1.00)
156.00 (1.00)

m'z550 0000
20] m'zse O OO0

T T T T T T T T T T T T T UM USSR PUSS AU
18.55 18.60 18.65 18.70 18.75 18.80 18.85 18.90 18.95 19.00 19.05 19.10 19.15 19.20 19.25 19.30 19.35 19.40 19.45

0o-1 dguouobobbouoooooooboogd

15035500 (1.00)

156.00 (1.00)

# mz550 0000
‘/

m'zse0 0000

T T T T T T T T T T T T T USRI T T T T T
18.55 18.60 18.65 18.70 18.75 18.80 18.85 18.90 18.95 19.00 19.05 19.10 19.15 19.20 19.25 19.30 19.35 19.40 19.45 19.50

D92 0O00OO00DO0D0O0O0O0OO-1-00=0000000000
(250ng/e)0 0000000

0755.00 (1.00)

B mz550 0000
| m/z560 0000 P

T T T T T T T T T T T T T T T T T T T
18.50 18.55 18.60 18.65 18.70 18.75 18.80 18.85 18.90 18.95 19.00 19.05 19.10 19.15 19.20 19.25 19.30 19.35 19.40 19.45 19.50

go3 duuobobougooooboobuogogogo
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000000 oo

1.75-55.00 (1.00)
156.00 (1.00)

mz550 0000

mizs60 0000

18.55 18.60 18.65 18.70 18.75 18.80 18.85 18.90 18.95 19.00 19.05 19.10 19.15 19.20 19.25 19.30 19.35 19.40 19.45 19.50

D94 0O00O00O0D0O00O0O0O0OCO-1-00=0000000000
(250ng/g)0 0000000
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god 100g-wet OO OOOOOO 500 0200000
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gobobbooooobbbogoooobobboooooon

gooo-1-ob=00o0o0obt 000000 -d; (100 ng/L)O

ooooo D(Xgé),oow

000000 (x100000)

.00 S 1.25-/46.00
5]  miz550 0000 o miz460 00 00O
] / 1.00
mizs60 0000 075
050 mz640 0000
0.255
 —— —RT:19.690 ] _ RT:17.662
oo - ‘719‘.57 ‘ 26.0 ‘ ‘ 20.5 oo - 17.0‘ T 17‘.5 T 18‘.0‘ C 18.5
0 10-1 0O00-1-00=000000000G0.0ngL)OO0OOOON
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2.5 ]

2_05 m/z560 0000 4-0*;

mze4D OO0 0O

—RT:19.368 RT:17.006

T - —— ——————
oo - 19.25 19.50 19.75

— I e —
20.00 oo- 17.00 17.25 17.50 17.75 18.00

0 10-2 s00puL/SOmLO0O0O000O0O0OO0OOO

gooooo <x51é>,(%>o> = gooooo (}ié)g,é)oo) -
J56.00 gy mzssuipon 2516400 S
7.5+ T
] ] miz460 0000
1.00
, 0oo ; o
507 0.75
] 050] mz640 0 0 0 O
2.5 ‘ 1
] . 0.25]
1~ RT:19.680 RT:17.636
o ] T ’A T o
00 - 190 19.5 20.0 20.5 Ood- 170 175 18.0 185

0 10-3 200upl/somLO00000O0O0O0OO0O0O
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UbB-62400 00 0O0OODOODOOOO

gogootoobgoboooboo-1-go=0bbgbuogobougougn
gobobbbtboooooooobbbooooobobbbooon 1200
UBogoddoboDn Agilentl] DB-624] 60 m x 0.25 mm, 0.50 pm[1] 00 O 0O O
goboobboobbgoboboobooobbooboobobooobd
gobooboboogoooooo

OOooO0oOoQ  (x10,000)
4.0 —95.00
-56.00

mz550 0000

30

20

—
oo - 17.0 175 18.0

12 0DoO0-1-00=0000000.0500ngmL) 00000000
UDB-624 000U

DDDDDD4 (x1,000)

455.00

356.00
357

30
25
20
15

10 mzsooooo

0.5

m/z550 0000

= i e =T T ‘ AX T '/7\\ — T T T T = ‘\ = ————r — — T — — — ——
0o 175 18.0 185 19.0 195 200

U113 dobbobbgdgooobB-6240 000
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gooooboooob 120000

gooooobD 100gwet oo o-1-00=000000 100ng U
goboblrzgooobbbgooooobbbgooooobbbog 9
gooobb 1zobbgdogooon 2% budgaoon

oot 120000
g gad oo boog bodgd
oo

000
(g-wet) (ng) (ng/g-wet) (%) (%)
10.0 0Doo 2 <0.38 - -
0Doo
10.0 100 3 2.68 27 12

gooooooon
goggoboboboodooooobbooo-1-ob=0b0bboooogon
goggbobobbodoooooooobobooboW
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Butan-1-yl acrylate

This method provides procedures for the determination of butan-1-yl acrylate in biological
samples by purge and trap coupled to gas chromatography/mass spectrometry with
selected ion monitoring (purge trap -GC/MS-SIM). A sample (10.0 g) is extracted by
homogenizing for 3 min and ultrasonication for 10 min with 20 mL of methanol, and
centrifuged at 3000 rpm for 10 min after each extraction. Then, two extracts are
combined. The volume of methanol extract is fixed to 50 mL with methanol. A 200 pL
aliquot of methanol extract is fixed to 50 mL with purified water. Finally, 5.00 ng of
butyl acetate-d;; as an internal standard is added to 50 mL of the sample. Then a vial
containing 8 g of NaCl is filled with the sample. Five milliliter of the solution is
analyzed by purge trap -GC/MS-SIM.

The instrument detection limit (IDL) of butan-1-yl acrylate is 0.18 ng/g-wet. The method
detection limit (MDL) and method quantification limit (MQL) of butan-1-yl acrylate are
0.38 ng/g-wet and 0.99 ng/g-wet, respectively. The average of recoveries (n=5) from
100 ng butan-1-yl acrylate added to samples was 79%, and the relative standard deviation
was 5.6%.

. . L . . Ultrasonic
Biological Sample | Homogenization [ Centrifugation ] extraction
10.0 g-wet methanol 20 mL 3000 rpm, 10 min ~ methanol 20 mL
3 min 10 min
\* Centrifugation — Making up volume Aliquot Making up volume
3000 rpm, 10 min 50 mL, methanol 200 pL 50 mL,
pure water

Purge-Trap GC/MS-SIM

T SmL
Solting-out

NaCl 8 g
internal standard
butyl acetate-d;;  5.00 ng
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