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AR € - BB ROE AT B R AR
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LCMSMS-672

BE: AXFARR=SWERFRAKAN, BT —HEREMMEREIRT 9 FREtFEBE2HNE
ke HERFH, IMMEANTSANEMEXRRY, MANH 264, 2, 4- ZHT EREBMIALT 168 75
AR PR 0.03 mg/kg, HEEEMRN 0.30 mg/kg. BHAL AN 2246, HiE M 300 A 425,
TEF 1010, WAWF] 1076 AR HEA 0.01 mg/kg, HAEEZMRA 0.10 mg/kg. tnEARESHE 6 5,
REBNEMEEREEME R, MIFEIWSEEF, SHOBKRLBEZRERIF. ZAHEEEHE, REES. 2
MRER, 888N R EZERME KRS GRPRatT a8,
KRR ZEERTRREAN mErF 'Rk

Al (Antioxidants) ZELIEESTREM TN AR
IR, ER—KEFEMRATMERE, MME FERF 20% (AN ZEHITRIBIR,
FREHENAMREN—EYR. RALTIEFEAR JIEEEZENNE, BERIEES, BEXS, N
mAIIFIARMEREEEREN, RERENEE  MEFR~.
MEMERICZF R AT BY IERfE AR X AT LAEK A CH A 50 = E AR AT & BB A (Y LCMS-
BmACER. BRRE, HRATE BEERRRY 8050, MulRIMRBIREUE, BT RMEMMEIK
ML F W, MELHEETRBIFNERTD, B  fled IMnadfEBannilsis, #elAR
RRENMAUFINAESHR B LEHBMIEINAR 2%,
FETTLR, RILFEEX B mEMRMELEmPnEa

W SLEE D
1.1 Y23 E
MEs: LCMS- 8050 B iFas: SIL-20AC XR
WikaR: LC-30ADX2 R CTO-16
BiE T{Euh: LabSolutions Ver. 4.5 BFIR: ESI
1.2 D&t
BABBIEFMF:
fB1%1E: XBridge BEH Shield RP18 Column, 50 mmx 2.1 mm I.D., 130A, 5 um
JnohiE: A8 10 mmol/L &bz, B1E FEz
FE: 0.5 mL/min HIFE: 0.5l
MR 40°C AT R
TG . A FBHIARE R 50%, B AEHIMERE N 50%, EREK 1
®1 BEXBNERER

Time(min) Module Command Value
0 E) B.Conc 50

15 £ B.Conc 90

3 £ B.Conc 90

3.1 £ B.Conc 100

10 £ B.Conc 100
10.1 £ B.Conc 50
13 £ B.Conc 50

13 =28 Stop
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Fig &4

BB ESI(-) &ESI(+)
ESTE: 3 L/min
ISR 5.0 L/min
EIORE: 300°C

PR ZRAET (MRM)

BEOBE: 45kV&-4.5kV

IIAESCERE © 400°C

DL/EE : 250°C

FIESFE: 5.0 L/min
MRM &%

WHE?2

&2 AT MRM 2

LCMSMS-672

No. e ESI(+/-)  BIAEF  F¥EF  QlPreBias(V) CE(V) Q3PreBias(V)

563.1 -46.0 -35.0 -22.0
1 & 1010 + 1194.7 675.3" -46.0 -42.0 -20.0
729.15 -46.0 -39.0 -28.0
475.3* -20.0 -2.0 -18.0
2 makFl 1076 + 548.45 419.2 -20.0 3.0 -16.0
148.95 -20.0 -5.0 -16.0
147 -24.0 -26.0 -16.0
3 mE 168 + 647.4 291" -24.0 -37.0 -15.0
347.1 -24.0 -28.0 -13.0
149.1 24.0 45.0 13.0

4 BHA - 179.1
164.3* 10.0 33.0 16.0
. 219.25* 30.0 28.0 21.0

5 maE 264 219.15
203.25 30.0 27.0 19.0
. 194.2* 20.0 15.0 20.0

6 &5 300 357.25
179.2 11.0 23.0 16.0
. 163.05% 20.0 10.0 20.0

7 | 2246 339.2
147.1 20.0 40.0 13.0
) 177.05% 20.0 10.0 20.0

8 EMF 425 367.1
162.2 21.0 30.0 15.0
- 189.25* 12.0 20.0 17.0

9 2, 4 ZHT EXE 205.15
173.3 28.0 42.0 19.0

A TRTEEBT

13 ERRBECE

BEMAEUFIREDREHIN 1 mg/mL BIEER,

2%

|EEERMANFIEE R 20% (&

R 2=

RBFECHI R EENT 264, 2, 4- ZR T EEXBHATTAEMNF 168 KEH 0.03 pg/mL. 0.30 ug/mL. 1.5 ug/
mL. 3.0 pg/mL. 9 pg/mL . 15 pg/mL, & BHAC &M F 2246, &AM F 300, AN 425, |
1010, &M 1076 3KE A 0.01 ug/mL. 0.1 ug/mL. 0.5 ug/mL. 1.0 ug/mL. 3.0 pg/mL. 5.0 ug/mL B89

REVETIEAR, LD,
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1.4 mEn B &
%

73
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AN

B AR5
21 R REBIEE

H(BRL2ERIMVE Bl R LS O MmatFIEBEsNE) (ERELR 2021 Fhi)

LCMSMS-672

A —

%5 —7%o

BY 10 cm X 10 cm IR @, BIpRSEf

l

40°CMREF 3 R

L50mL B9 20% (ARRDER) ZEARSE,

l

i

EX1mLd

l

LC-MS/MS 7347

1 mIRIEREE

9 MR E L FIBAT AR R MRM BIEEIINE 2 Fis, BXEEMEREILE 3.

Q179.10>164.30 () 578e4 Q21915521925 () 105e6  Q357.25>19420 () 1.09e6
RT=1.370 RT=2043 RT=2.160
100.00 - 100.00 - 100.00 4
LA LT 300
i . ?)'L%L@é) |
HBA Ia ki 264
% | %- %-|
0.00 . . 000 T T T T T 000 T T ; R :
05 1.0 15 20 25 05 10 15 20 25 30 35 05 10 15 20 25 30 35 40
RT (min) RT (min) RT (min)
Q339.20>163.05 () RT2252 1.18eQ 367.10>177.05 (-) 72363 595e5  Q119470>729.15 (+) RT-3861 288e6
100.00 - 100,00 - 1 100.00 4
= e =] |
' 1K 2246 ' S 425 FEMH 1010
%- %- %-|
000 - T T T IR T —  000-t T T — T . . ——— 000t~ — . T T T T
05 10 15 20 25 30 35 40 05 10 15 20 25 30 35 40 20 25 30 35 40 45 50 55
RT (mit RT (min) RT (min)
Q54845>475.30 (+) RT-3998 1.27e Q 647.40>291.00 (+) RT=4120 633e6 Q205.15>189.25 (-) RT=4121 247e4
100.00 - 100.00 - 100.00 -
—_ e
, s 1076 | s 168 2,4- T B
%- % %]
000 = T ; T T . 000 - T T T T T T T 0.00 ST Ty ————————
20 25 30 35 40 45 50 55 25 30 35 40 45 50 55 60 30 35 40 a5 50 55
RT (mit RT (min) RT (min)

2 9 FMRAMTARAEAR MRM Bk E
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No.

RXHM

CAS =

REZBYIE]
(min)

g A~ W N
=t
ﬁ_ﬂj
[
=
w
o
(@)

6 A 1010

7 s 1076
ma sl 168
2,4- ZRUT EEE

O o

Butylated hydroxyanisole
2,6-Di-tert-butyl-4-methylphenol
4,4'-Thiobis(6-tert-butyl-m-cresol)
2,2'-Methylenebis(6-tert-butyl-4-methylphenol)

2,2

-Methlyene bis(4-ethly-6-tert-butylphenol)

Pentaerythritol tetrakis(3-(3,5-di-tert-butyl-4-
hydroxyphenyl)propionate)

2,4-Di-tert-butylphenol

Octadecyl 3-(3,5-di-tert-butyl-4-hydroxyphenyl)propionate
Tris(2,4-ditert-butylphenyl) phosphite

25013-16-5
128-37-0
96-69-5
119-47-1
88-24-4

6683-19-8

2082-79-3
31570-04-4
96-76-4

1.370
2.043
2.160
2.252
2.362

3.861

3.998
4.120
4.121

2.2 ZMESEHE

2R 1.3 Bt A &R E AT

Area

BHA

y = 86339.85x - 3385.521

R2 =0.9991362 R = 0.9995680

25e5 -

23654
Curve Fit: Default (Linear)
2065 4 \eighting: Default (None)

Zero: Default (Not Forced)

NN

AR

Area
456
4.0e6

35¢6

{instzed

{R? = 09992206 R = 0.9996102

| Curve Fit: Default (Linear)

] Zero: Default (Not Forced)

FISRUEMZLIE R RRY, AMEMERRIRART 0.995, MLALSRINTE 3.

y = 515638.9x + 44078.51

Weighting: Default (None)

Area
45e6 ]

4.0e6 ]

35e6

L& BIRDIRE MR AR, BIRYIE EAR NN, UM AS
LNEFERBRRBO TR 4. Firo

HUEAAHI300

1y = 1479656x + 1374.084

R2 = 0.9984148 R = 0.9992071

1 Curve Fit: Default (Linear)
| Weighting: Default (None)
7 Zero: Default (Not Forced)

AR R L ,

1.8¢5 306
3066 4 1
15e5 ] 25¢6
25€6 T
1365 1 2066 ]
20e6 6]
1.0e5 1 1
1 15€6
7508 1566 ] ]
50e4 1026—; 1.0e6 E
25e4 5065 ] 5.0e5
0.0e0 u T T 0.0e0 3 T o T T T 0.0e0 1 T T — T T
00 05 10 15 20 25 30 2 4 6 8 00 05 10 15 20 25 30
Conc. (ppm) Conc. (ppm) Conc. (ppm)
Area Area Area
506 yismtI2246 2826 3 L1425 1167 J HEULHI010
4se6]Y = 1620747x - 46577.93 2506y = 886636.5x + 335.3474 1y = 3559766x + 146374.6
*0IR2 = 0.9994860 R = 0.9997430 1R = 09997315 R = 0.9998658 10e74R2 = 0.9997188 R = 0.9998594
4066 Curve Fit: Default (Linear) 23%63 Curve Fit: Default (Linear) 9066 Curve Fit: Default (Linear)
Weighting: Default (None) 20e6 | Weighting: Default (None) 8.0e6 | Weighting: Default (None)
3.5€6 1 Zero: Default (Not Forced) 4Zero: Default (Not Forced) " ] Zero: Default (Not Forced)
18¢6 ] 7.0e6
30e6 ] 1 1
15¢6 6.0e6 ]
25e6 1 1
13e6 5.0e6
2.0e6 ] ] F
1.0e6 40e6 -]
1563 755 soes-f
10e6 4 50e5 20e6
5.0e5 25e5 1066 ]
00e0 9% T 0060 4 — . — . —— . 00e0 4 . ———— .
00 05 10 15 20 25 30 00 05 10 15 20 25 30 00 05 10 15 20 25 30
Conc. (ppm) Conc. (ppm) Conc. (ppm)
Area Area Area
5006 ] FUEAHH1076 3.0e7  figdk168 {2.4- —fmnm
y = 1634699x + 57931.30 28e7 1Y = 3223530x + 506063.5 9.0e4 Y = 10472.53x + 407.2627
4.5e6-R? = 09998663 R = 0.9999332 1R2 = 09977166 R = 0.9988576 JR2 = 0.9990905 R = 0.9995452
25e74 !
40e6] Curve Fit: Default (Linear) " Curve Fit: Default (Linear) 8044 Curve Fit: Default (Linear)
Weighting: Default (None) 23e7 4 Weighting: Default (None) 0e4 | Weighting: Default (None)
35e6 ] Zero: Default (Not Forced) 207 Fero: Default (Not Forced) 4 Zero: Default (Not Forced)
3066 1 sg.f 60e4 ]
2506 ] 15¢74 5.0e4
2006 ] 13&7—; o 4094-;
1.0e7 4 1
15¢6 ] 1 304
7.5e6 !
1.0e6 F 20e4
5006 1
5065 2506 1.0e4 4
00e0 ¥ — 00e0 3 : 0060 § . .
00 05 10 15 20 25 30 2 4 6 8 2 4 6 8
Conc. (ppm) Conc. (ppm) Conc. (ppm)
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E4 REBMLEK
No. fam Rofes WRER  mam AR FRE
1 BHA y=86339.85x-3385.521 0.9996 89.2-100.9 0.003 0.01
2 ma 264 y=515638.9x+44078.51 0.9996 83.2-102.9 0.01 0.03
3 &L 300 y=1479656x+1374.084 0.9992 86.0-106.3 0.003 0.01
4 AT 2246 y=1620747x-46577.93 0.9997 88.2-106.2 0.003 0.01
5 AN 425 y=886636.5x+335.3474 0.9999 92.7-107.9 0.003 0.01
6 mEki 1010 y=3559766x+146374.6 0.9999 85.5-102.6 0.003 0.01
7 mEki 1076 y=1634699x+57931.30 0.9999 92.8-106.3 0.003 0.01
8 Akl 168 y=3223530x+506063.5 0.9989 97.5-105.4 0.003 0.01
9 2,4- T EXE y=10472.53x+407.2627 0.9995 97.5-106.1 0.01 0.03
23IEEMER

¥R 1.3 P BEHIE. P = RERERR, XF0.03 ug/mL. 1.5 ug/mL. 9.0 ug/mL (&7 264, 2,

4- ZT EXEBFET 168) « 0.01 pg/mL. 0.5 ug/mL. 3.0 ug/mL (BHA. &b 2246, HE L
300 FUEALT 425, FLREMFT 1010, TR 1076) ELHITF 6 R, ERDN A ERENEMIEERRNEE 4.
£5RRBA: (REEETIEIAY RSD% /T 1.0% FMIEEFIRY RSD% 39/)VF 10.0%, HEEEMRYF, NBHEEE R

HEBIE S,
=5 TEWNR
No. & £EFRSD (%) REEFE RSD (%)
1 BHA 7.95 0.86
2 mMELF 264 6.83 0.94
3 &L 300 8.97 0.36
4 maEF 2246 498 0.38
5 mE N 425 9.32 0.36
6 & 1010 7.16 0.38
7 a5 1076 3.73 0.079
8 AL 168 6.74 0.070
9 2,4- —T EXE 2.81 0.072
2.4 IATEIR S

R 14 ZBPHIEFRANFER, = DKFIFRREN TR 6 Fim. MAERER: SKFRIIARREW

SRTE 82.69 ~ 109.62% i8], HENREMRZE RSD% 7£ 0.15~6.25% Z (&,
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5.,0(x100,000)
450
40
35

3.0

254

2.0+

0.5

0.0 T T T T T T T T \
1.0 15 20 2.5 3.0 35 4.0 45 5.0 55 min

4 HFmiEE

4-59(1 ,000,000)

4.04

-]
35- ©
30- ~
25-
© AN
1'5:’me—
i N A
1.0 AN {\
i |§Qr o
05- /,“ \_ l \
0.0 . . . . . . J ‘ ' . !
1.0 15 2.0 25 3.0 35 4.0 45 5.0 55 min

5. AR 1.5 pg/mL ## @i E
(1. BHA 2. n& 057 264 3. HiE 7300 4. WA 2246 5. @571 425 6. &L F 1010 7. FELFI 1076 8.
MEWF 168 9. 2,4- T EEE)

*6 MFamIlfRsRIEER

PERIREE hoAz otz R
No HE" (ug/mL) 20 0 =0 0 =0 0
Bl %  RSD%  [EIKE%  RSD%  EIRZE%  RSD%
1 BHA N.D. 98.93 0.15 99.26 6.25 99.11 161
2 2,4- ZRT BEXE N.D. 103.68 1.06 82.69 4.19 96.60 2.06
3 A 300 N.D. 97.58 1.08 108.69 5.23 107.45 1.48
4 A 264 N.D. 93.62 2.88 102.88 4.51 97.73 3.56
5 AT 2246 N.D. 86.96 3.68 103.14 3.29 98.58 0.43
6 AT 425 N.D. 101.84 1.94 100.48 5.22 98.51 0.54
7 AW 1010 N.D. 98.84 3.05 103.88 1.15 103.32 1.93
8 AL 1076 N.D. 105.48 2.45 108.73 4.88 100.94 1.35
9 AT 168 N.D. 100.15 0.44 109.62 1.64 109.29 0.69
N.D.: RILAKKH,
&5F:

(1]: &5 264, 2, 4- ZRT EXEMENF 168 REN 0.03 ug/mL, HR¥F 0.01 pg/mL;
[2]: ;A5 264, 2, 4- —RT ERBAMITANT 168 IIAFREN 1.5 ug/mL, HEN 0.5 ug/mL;
(3]: A 264, 2, 4- ZRT EREATAMWT 168 IIRAREN 9.0 ug/mL, HEHN 3.0 ug/mL.
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W 452

AR A B2 ATH LCMS-8050 =B MR RREKAN, 2R (BERZX2ExRME BmEMm e kdl@m 9
MITENFIRENNEY (EREIR 2021 Fik) £I%, B 7 BmEMaRRE&EP 9 MinatfhiT®
ERNEF %, ERKA, JIALT 264, 2, 4- ZWNT EXEBA AL 168 7 0.03~15 pg/mL R ESTEA
BEPEMEXRBY, SAEDMERRIIFIAER] 0.995 UL, HEREREA 0.03 mg/kg, HEEEMRA 0.30 mg/
kgo BHA. &ML 2246, AT 300, FEMFI 425, &AM 1010, H&E A 1076 7£ 0.1~5.0 ug/mL
RECENZSEDEGUERARY, SHEPEXRRHUIFIXT] 0.995 UL, HEKHRRE 0.01 mg/kg, HEEER
790.10 mg/kgo ; BEEMLEF, XF0.03 ug/mL FEMLF 264, 2, 4- ZWT EEXBHATTALT 168) « 0.01
ug/mL (BHA. & 1b5T 2246, b5 300, AW 425, &ML 1010. AL 1076) HARAERRK
BEHE 6 5, O FIAELFIRERTEAI RSD 7£ 0.07%~0.94% AYSEE, IEEFIAY RSD 7£ 2.81%~9.32% HISEHE,
NEEEERY, MARERSEH, MMARER: AT 264, 2, 4- TR T EXEMITELT] 168 MFHRE D
779 0.03 ug/mL. 1.5 ug/mL. 9.0 ug/mL, EE251790.01 ug/mL. 0.5 pg/mlL. 3.0 ug/mL; HFmBLEEM
PREIWE SR TE 82.69%~109.62% BISEEZ 8], RSD% 7£ 0.15~6.25% 28], ZESBINNIERERT. %5
ZEEREFE, sEBEMRNEmERME LG RPRnErTIEE,

BENAT

BREEWER(PE)ARRASE - 2P0

Shimadzu (China) Co., LTD. — Analytical Applications Center

Email: sshzyan@shimadzu.com.cn Tel:86(21)34193996 http://www.shimadzu.com.cn





