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ILALTERANEFHRIR2ER) BE
SO, %8 = ! 31 40.03 g/kg AT o
DAGLIERANEE - RR - -FEREAKE
kg4 s A ELAS0,% Y8 T3 40.1 g/kgbATF o

3 Zliun-]"fi }f\;ﬁ@%‘ﬁfﬁﬁ 73 ((ﬁ H'{éﬁ'i’%
R AGR KL E B EE) A
AS0O,7% 8 & i 40.04 g/kgbATF

4RI ERAREHHEREZESG A=
LSO, % ¥ = g 31 40.05 g/kg AT o

| Fﬁula ‘kﬁﬂl-/ﬁ ij 1 ° ,
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Obh — B ve B BR — 4R R, O — i B B

i—;" $945EDTA Na, or EDTA CaNa,

n R on ¥ 4

I A kb s 8.4t 3] A2

GokZ R o > A ZA0.10g/kgA T (A
RamEEI)

s EDTA Na2# sx &R db 50 i AT 54 78 #1465
BET & é\ﬁkEDTA CaNa2 -

P e TS 1 J




I—IC'DCCI-IE\ /CHECCJDH
N -CHy - CHy -

HOOCCH, CHyCOOH

Ethylenediaminetetraacetic acid
e (EDTA) chelates a metal ion
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E324 /

/‘o 7 172.140 AL

HMBP . 21CFR 172.150 0.02%

THBP ,(O?’L’\ 181.24 0.02%

SRRy OG 1%3%1.:1/ 0 0.02%

P 321/
zeapt-m D@ Ms.llo 0.02%
10 4-HR SQ;

FEEF S0
RaRNEBRE v ZASHILEHES

Food and Drug Administration

1 mg/kg

e (residue)
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/  + "OH Lipid radical

OOH

Lipid peroxide
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I 2 kg = e )

rmﬂ!ﬁﬁﬂﬂ-iﬁll$ﬁﬁ4lﬂﬂﬂl!l&ﬂ

SR - BIRMKGDEER - #4499 B S0k R e
HERINIE - FLUBEIRERTENES - MA - 24
EE7TsF10R24 A4 BHCEAEHT " SRESTES

MG, ALl HEERETEES AR 55
FTHEF R IEAR S - B REHShi Ak RIS BY
WWEﬁEE1ﬁiﬂ¥ﬁﬂiﬁﬁﬂim’mlﬁﬂj-j

-

BHA have
fects




i’ 0-1 ASIHEEETS

R 3 H -
K~ WElERr (BBIRATEY 10% )~ Sl 810 kg
B 160~180 kg
ALALTH] 1 1R e H s 20 kg
AACE - INREIE 2~5kg
T TR =5 7K ST 34 (dehy droacetic acid) 1~2 kg
BHA 5 BHT 100~500 g
£ 2 2
10~20 ¢
20¢
100 g
' MEAEF A (30 EHLT) 200 ¢ I
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HESEY TS kol LT
Dibutyl Hydroxy Toluene (BHT) ";‘:0"2-;’58,{;‘% :

IR B 0.05 g/kg >

2 | TAEEFRX ) %4 A 0.010 g/kg
Butyl Hydroxy Anisole ( BHA) B A& 0.40 kgL F -

10 | AR FEEAE B~ FLES R W 5
Propyl Gallate (PG) ¥ 40.10g/kg A F

13 | #=T4X&8 (TBHQ) B ~ JLES R W5 5 A & 50.20 g/kg A
Tertiary Butyl Hydroquinone

'Fo
Y1
) @EEEFER

CMrpa BRBENEER g = 5 SAIB0E S FN http://www.fda.gov.tw/
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EmPNMIBRAERIZEL 2 HEE

agmE | | 15 | i

N = N : =
T (miEt) e\ seEE | IRE
BHT 0.20 g/kg HMBP '\, O |
BHA | 0.20 g/kg THBP 7

Propyl

Gallate 0.10 g/kg

TBHQ 0.20 g/kg

NDGA | KEigH

AOAC Official Method 983.15
Phenolic Antioxidants

) FEEBF 0 in Oils, Fats, and Butter Oil
"D s i - N P
C ‘FDA RERNEBE sz AZ@EEEAELEN http://www.fda.gov.tw/

Food and Drug Administration



#xaf: FERBRIOSH2A268
BXFHR AR F F10519001633%
M4 R 7 kL

E iR TR PRACBZIBBR I E—SEIHIE,
tTAEFYERBE—BEZEFEA—8 4%
RIE RS EEHETEER =+ 1k

O\/C) BRI
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HRKEZE BEZD

105 4 02 [ 26 HEF7 &5 1051900163 5F /N5 E
MOHWA0021.00

’?‘un':F ?l.‘ft’?‘-‘d—z*ﬁ%ﬁ‘f/i‘ gé \*Frﬁxjﬂ'
Method of Test for Antioxidants in Foods- Multiple Analysis

1. @R SE - AR EERNER B ~ JLBERANEmH P RART
% 7 &5 (propyl gallate, PG)% 11 %38 L AAL BI(SL3E R &
—)Z A5 o
2. WERTy K R AR B E IR LA F Uk A8 & A7 & (high performance liquid
chromatograph, HPLC)» #7 2 F 7% °

2.1. £ & :
2.1.1. &xokAE R Ak
2.1.1.1. #8548 24 1 5 (photodiode array detector) ©
2.1.1.2. B # % : Poroshell 120 EC-C18 » 2.7 pm > P 4&3 mm x 150
mm > 2, [F] & 5 e
2.1.13. 5 i ﬁﬂ i‘-?kﬁﬁ EL a‘){i % 38 # (SPEX SamplePrep 2010

A

&% ia@ F 80
!Sog!?}m?ﬂﬁ%ﬁ FN B2 REZERHILEREZEN http://www.fda.gov.tw/



EmPMIBERACRZZESNHE

BREZE

c EmPMENSFIEEI ZHPLC-DADZE R
WAE-

« BILC/MS/MS (ESI positive Ine>a/ﬁ
mode)EkGC/MS /3753 1T Bz i )

. EERAE Q F DA

C ‘FSA ﬁﬁﬁmgfﬂg B EARZMHINEMEZELN http://www.fda.gov.tw/
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.I

» SXURHETE
o RS - Y TiAGiE Y R #F(photodiode

array detector) -

* JEH%E : Poroshell 120 EC-C18 »2.7 wm > X3

mm x150 mm > BG[EI4K i

 =HEHSIEIRETT B . 10004p8nT) - -
[Fl&k i

+ JRiH5E(Shaker) - Q
o B[ M(Centrifuge) : 000 /LF DA

) & F a0
C 'FDA RERNEEE s ZASEILENEZE http://www.fda.gov.tw/

Food and Drug Administration




oIl 2% -

+ BRERZFHERFITEBTE | MR
Er ST

. PR - I 4
SALSHTREI T -\

Sorbent Quantity (g)
TR 51 1
ST = — 8 0.5

KBz 4
gL 1

) > BEE e
C/‘FDA BaRNERE s EASALENESIEH http://www.fda.gov.tw/

Food and Drug Administration
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IRERRZECH

» HPiE CHIS IR AR mEI100 mg » ifEHE
HE » LENEABRIGESZ10mL > {EE
*ﬁﬁi—%u \/&A 75/‘\'18 Cﬁ%%ﬁ‘f@ \

/

. P

PAS0% ZR5 7S ke

PG ~ THBP ~ TBHQ ~ ND B
DG fzBHT 0.25~20 ug@
ETHEHMBP1~20 pg/ fit:
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& ZRHBBIER KT IA ZRE T Ko ﬁlﬁﬁ@ﬁﬁﬁ%Zﬁﬁ
{LEETER , mBEAZERBERETRNIRAZNEAH
WHER , ET2E , TRAEKERDS &R Eﬁﬁ LEA
RERNRZIEE. *EHJ':‘EEFZ?@?&ZEH —gF,

ALEBEFAKS mLKERZEBE10 mL, , HIkSE R ’A\EY‘,':F ,

Xl ZEREA10mL, N
& R ENRBEEABRBRKAR.ZHE(85/ Y, RRE R

L BilBk: ZRE(50/50,vIv)e F 2R |, BAE%

B)MBJLL , A{EHPCHEE l|l§ B,

oﬁg%%rﬁmm M # %ﬁ
JO o
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o AFFVELBRILIA7000 psi ii?%ﬁ ,}JPLC%

2 WAE BT,
#45°C,

« #ERE Z 4 (autos
HEmEIL e

O\fo R
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10.5 - THBP
16.4 - NDGA

21.3-0G

Absorbance (mAU)
6.0 -
11.9 - TBHQ
18.2 - BHA
19.4 - 4-HR
29.8 - DG

12.6 - ETH
20.8 - HMBP
31.7 - BHT

—

=

1280 nm

_‘:=——

Retention Time (min)

BEmEFEP
Ennﬁ%ﬁﬂg Eni

Food and Drug Administration

EHNERES

35.0

&3l http://www.fda.gov.tw/




Spiked level
(glkg) . 0.4 0.2
i Recove \'/ Recove CcVv
V ki o | @ % |
PG 105.6, | 6. 90.7 6.3
. THBP 113.07 | 6.0 1.2 5.2
", TBHQ 117.3 | - _
ETH 105.8 9
NDGA™w.[ 110.7 5.6
BHA - 104.0 5.6
4- 109.1 6.4




gkZE BEZRD
- o
VAKIEY) TR S [E15&
(8/kg) Vislif= Vislif=
PG Y 53.3 45.6
0.01 38.9 67.5
0.01 61.3 18.0
0.04 116.6 53.8
0.01 99.9 59.5
BHA 0.01 13.3 13.7
. 4HR Y 12.4 23.2
. HMBP YV 16.7 30.9
. 0G  EEY 30.1 58.8
0.01 18.5 14.7

0.01 23.2 22.8




0‘4020141204L0Q #7 [modifie: L-10- UV_ViIe
ImAU

WVL:280 nm|
1 0&20141204L0Q #7 [modifie L-10- UV_VI 2 0&20141204L0Q #7 [modifie: L-10- UV_VI
0.204 T mAU WVL:280 nm| 7 ImAU WVL:280 nm|
PG- S/N ratio = 53.3
N N = 0.00 2 - THBP- S/N ratio = 67.5 150
AY N
R A HAE o
1.00q

TBHQ- S/N ratio = 61.3

0.50-
0.00
ETH- S/N
0.50-
T T T T - 1.004—— T T T T T |
.40 10.60 1080 1100 11.20 11.50 11.50 1180 1200 1220 1240 1260 1280 13.00
L-40- UV_Vi
WVL:280 nm|
20141204LOQ #7 [modifie L-10-
ETH- S/N ratio = 116.6 MAU UV_Vi 2.00-20141204L0Q #7 [modifier _L-10- uv_Vi
WVL:280 n Y mAU WVL:280 nmj

0.2004

0.100+

4-HR- S/N ratio = 12.4

0.000+

NDGA- S/N ratio = 99.9

0.100+

0.250. mir|
- T T T T T T
12.30 1250 1275 13.00 13.25 13.50 13.75 14.00

mi

T TG T T T T T il
16.00 16.13 16.25 '16.37 16.50 16.62 16.75 16,

T T T T T
19.37 1950 1962 19.75 19.87 20.00

0.50-

T T 0- T
1880 19.00 19.20 19.00 19.13

T T T
8.00 1820 1840 1860

2.00- 20141204L0C L-40- UV_VIE 20141204L0Q #7 [modifiel L-10-
7 mAU 'VL:280 mAU

W
OG- S/N ratig

0Q #7 [modifie_L-10- uv_Vie

0141204L0Q #7 [modifie L-10- UV_VI
mAU WVL:280 nm|

HMBP- S/N ratio\= OG- S/N ratio =

0.00+

mi
0.50— T T T T T T 1 05 T T T T T T
20.50 2080 2100 2120 2140 2160 2180 22.00 2100 2113 2125 2137 2150 2162 21.75 218

£ i@ £l 30

00 T T T T
31.00 3125 3 32.00 3225 325

30.25



20141204L0(
AU

0.100
0.000+

0.1004

0.200

min

0 T T T T T T
1230 1250 1275 1300 1325 1350 13.

S-40-

75 14.00

2.00-20141204L0C
“mau

WV
OG- SIN ratig

HMBP- S/N fratio|= 30.9

1.004

min

T T T T T T
2080 2100 2120 2140 2160 21

[

80 22.00

| &1

2.00.20141204L0Q #8 [modifie
B AU

S$-10.

UV_vi

7
3-5.353

WVL:280 nm

atio = 45.6

20141204L.0Q #8 [modifie.
AU

S-10-

NDGA- S/N ratio = 59.5

T T T
1600 1613 1625 16.37

T T T T
1650 16.62 16.75 16.8;

20141204LOQ #8 [modifier
mAU

0.5

mij

T T T T T T T
2100 2113 2125 21.37 2150 21.62 2175 2187 22.00

2,00.20141204L0Q #8 [modifie  S-10- w_vi
7 mAu WVL:280 nm|
1.50+
1.00]

THBP- S/N ratio = 38.9

T T T T
1060 1080 11.00 11.20

BHA- S/N ratio = 13.7

T T T T T T T
17.87 18.00 18.12 18.25 1837 1850 1862  18.80

S-10. uv_vie

WVL:280 nm|

12041.0Q #8 [modifie:

1.004 T
3100 31.25

T T T
5 3200 3225 3250

2 20141204L0Q #8 [modifie.  S-10- uv_vie
0% TmAu WVL280 nn
150
1.00
050]
TBHQ- S/N ratio = 18.0
0.00]
ETH- S/I
0504
mi
L T T T T T T T
1150 1180 1200 1220 1240 1260 1280 13.00
20141204LOQ #8 [modifier S-10- Uv_Vie
AU WVL:280 nm)

4-HR- S/N ratio = 23.3

mil

2.50-20141204LOQ #8 [modifie
mAU

T T T
1913 1925 1937

T T T T
1950 1962 19.75 19.87 20.0(

S-10- UV_Vie

WVL:280 nm|

=22.8

y 9.75 30.00 30.25 30
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#oKEE BEZD
LC/MS/MS MRM parameter
compouid | TocurrT | SES) o N\ DP (V) |CE (PUP2) (oV)| 1opieztion
PG 211 A 69/124 55 -21/-34 negative
TBHQ 165 149@98 . -30/-31 negative
l\:I'i'll-IBP 195 125I1"(%'§ - -28/-28 negative
ETH 218 174/1 Gb;I postive
|
BHT 219 203/1 séJ

BHA 179 | 164/148

oG 124/ negative

DG negative




PG
211/169

PG
211124

TBHQ
165/149

TBHQ
165/108

THBP
195/125

THBP
195/166

— W wrA

ETH
218/174

ETH
218/160

BHT

219/203

BHT

219/163

BHA

179/164

BHA

179/149

- 0G

‘ 281/124

281/169

E

DG
337/124

337/1 69

NDGA
301/122

NDGA

HMBP
2351217

i

HMBP
235/160

4-HR
193/149

4-HR
193/122

301/273 (200 mg/ kg)

— T P = S HIV 11%

41

w7 www.fda.gov.tw/



. ﬁ?ﬁf l:l::
. £ Time Temp.
7R —
1 40
10.5 230

megam 1250



s
%I:
i
N
0
P
i

GC/MS SIM £ ZE8E

1 ffmE 250 °C
fREEL SIM
Sovlent delay: 0-0.5 min
DeweII time: 0. 20 sec

165(91), 180(39)

BHT 205 145(15), 220(25) 220
TBHQ 123 151(61), 166(27) 166
ETH 202 174(65), 217(11) 217
HMBP 221 161(46), 236(23) 236
4HR 123 125(1), 136(1) 194
THBP 153 181(13), 196(27) 196

PG 170 153(124), 212(55) 212




4HR

Eth

/

)

O‘:Q

INGCIMS 17 ZE S A AR MR A S
(40 mg/kg) Z SIM/E 177 & 35

e R
RERNERE muEASHLENES

Food and Drug Administration

=i

=~

Il http://www.fda.gov.tw/



TE 2R (LOQ, mg/kg)

#REZE BEZRLD

Target NMIERACR ZRL 5 G E 457 2
LC/DAD | LC/MS/M GC/MS
BHT 20 X
BHA 10 O
PG 10 O
TBHQ 10 O
NDGA 10 O
HMBP 40 O
THBP 10 O
oG 10
DG 10 O
Ethoxyquin 40
4-HR 10 O

) ~ & & i@ ®l 80
C 'FDA RERNEBE sz AZ@EEEAELEN http://www.fda.gov.tw/

Food and Drug Administration
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l:ﬁﬂﬁ@(lﬁl HkFEH) :
- —HEES—fE
(:E_?E)

M=

)

AR ERESIRm
73 &ZE’%‘%F‘Q Bt}

TR (e/ke)
P (e Zul | @l | @
PG - THBP - TBHQ - NDGA - BHA
4-HR ~ OG » }ZDG 0.01 0.05 0.1
BHT 0.02 0.1 0.2
ETH FZHMBP 0.04 0.2 04
FEEF 0

A

C/‘[%A RERNEEE s = A Z WIS AT LEN http://www.fda.gov.tw/

Food and Drug Administration



A B C D
PG 1 1 1 0.997
THBP 0.998 1 1 0.994
TBHQ 1 1 1 0.993
NDGA 0.999 1 1 0.999
BHA 0.9999 1 1 1
4HR 1 1 1
oG 1 1 1
DG 1 1 1
BHT 1 1 1
ETH 0.999 1 1
HMBP 0.999 1 1
GEIERIER

\I
bopBRENEEE



PG- BB EZA U HTELET 2 Rl el it

AE -
day 1 day2 day3

PG 0.01 g/kg-E 81 110.6% | 103.4% | 114.4% | ‘FH{A | 110.8%
FiIPG 0.01 g/kg-EE 152 114.7% | 109.6% | 112.2% | fE#E#= | 4.1%
0.01g/kg-HHHE ZRE5EE| 3.60% | 5.78% | 1.97%
NIPG 0.05 g/kg-E 1 96.7% | 96.3% | 91.5% | Fi9{H | 95.4%
JRlIIPG 0.05 g/kg-E 52 94.7% | 99.6% | 93.9% | R | 28% |
0.05 g/kg-H IS =R E7EE | 2.16% | 3.32% | 2.64%
FhIPG 0.1 g/kg-EEFE1L 88.9% | 89.8% | 85.8% | “Fi{H | 86.7%
SFNIPG 0.1 g/kg-EEHE?2 85.5% | 86.3% | 84.2% | fEAEE | 2.2%
0.1g/kg-HAME =R ETME | 3.95% | 4.02% | 1.86%

g 98.5% | 97.5% | 97.0%

R 11.7% 8.6% 13.2%

o, mEEE
C/‘FDA RERNERE s ZASMILEHESEN http://www.fda.gov.tw/

Food and Drug Administration
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100

80

60

40

20

A BCDABUCDABU CDABU CDABU CDABT CDABTU CDASBUCTUD A'B A"B C D

\5 PG THBP TBHQ NDGA BHA 4HR 0OG DG  BHT ETH HMBP
C/‘FDA RERVERE sl = ASMILEAFTLEN http://www.fda.gov.tw/

Food and Drug Administration




160 -

140 -

120 R R e R s s N

100 -

80 -

60 -

40 -

20 -

0 -

ABCDABCDABCDABCDABTCDABTCDABT CDABT CDABT CDABT CDABTCD

). PG THBP TBHQ NDGA BHA 4HR 0OG DG BHT ETH HMBP
C/‘fsA RERNEEE s = A Z WIS AT LEN http://www.fda.gov.tw/

Food and Drug Administration
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100

80

60

40

20

(it I
|| !HH I | ’! i |

A BCDABCDABCDABCDABCDABT CDABT CDABT CDABT CDASBT CDABTCD

O\; PG THBP TBHQ NDGA BHA 4HR BHT ETH HMBP
ARBRVNEEE sz A=@iiEnEs EEﬂ http //www fda.gov.tw/

Food and Drug Administration

0 .



A gl LY

A BCDABCDABUCDABU CDABT CDABTU CDABTCDAUBTCTD A™E : A™B C D

5 PG THBP TBHQ NDGA BHA 4HR 0OG DG BHT ETH HMBP
C/‘FDA RERVERE sl = ASMILEAFTLEN http://www.fda.gov.tw/

Food and Drug Administration



35 4

30 A

25 A

20 A

15 A

10 -

0 -

A BCDABCDABCDABTCDASBT CDABT CDABTCDAEB

). PG THBP TBHQ NDGA BHA 4HR 0OG DG BHT ETH HMBP
C/‘fsA RERNEEE s = A Z WIS AT LEN http://www.fda.gov.tw/

Food and Drug Administration



[

A BCDABCDABTCDABT CDA ABT CDABTU CDASBTU CDA®

O\; PG THBP TBHQ NDGA BHA 4HR OG DG BHT ETH HMBP
C/‘fsA RERNEEE s = A Z WIS AT LEN http://www.fda.gov.tw/

Food and Drug Administration
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EKkEE BEZD
20154F.11 H FAPAS proficiency test 20122

. ﬁ%jjnw%ﬁilé . - BHTEPGEE
e FAPASZEEE - \
. WS BB R “
|1Z] =2 (mg/kg)
BHA 67 61 72.13 -0.3
BHT 65 56 22.45 -1.2 Vv
PG 36 31 45.67 -1.0

Y1 U
O\b CEEREL

C/‘FDA RERENEHEE s ZASEEEHTLEN http://www.fda.gov.tw/

Food and Drug Administration
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