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LC-MS/MS SENE KAz an R 22 BB
LCMSMS-669

WE: AXEYTERDEESNREEERERRIEHACONE ML & 22 FEEARFIN G &, HED RN
NRABSRME, HAp 21 MEAETIERRAESRG 1 o8, 16 min Seaili; FE TR NEELES — WER K
M 2 94, 11 min SEalliste 22 MBAMEFIEISERRESTENLEXR R R, NERHEN 0.2~15 ng/
mLo MAREIWAER ERINIHXER, HEEHES, BEENE. ZHERE. B, NI EZRFEL

7 B8 51 B9 XL P2 Y5 T 7S 3K o

XP2E): BEWREERE =SORFRE RS

Prbf e i mE I E R THHRAE L m. B
PrBfFIRIER AR, R TR IER, LURIF
BRI E RIMNEFT B RO FWRIPTRAEZM
RPN B85 BT 53 0 4 32 25 B BFG 551
b BRI A,

BIEREA AL M B DURIPRAIPR KRR
FEYCRYRIEL, 1B I BRI RESERKIHEF
RRMN, HE, HF LB ISR A EE R,
Fo, BB A EER EERIA RN
UK. FE 2015 Fhfit (R T 2RANEE) ME,
BrBf (Y SR E AR BB AR s AU % (WSE) FUETF
FEMRY 27 TUERBAIET 2Py, mEfERFHFLIRE
(FSE) BER, LR RERNREM,.

W SEE D
LIKEMER

7 B 551

[ B 5 P01 m o B3 B 57 BO A 75 5 8248 LC A
LC-MS/MS %o LCERNBAIRFIB EZEE T K. FATN,
AT mirminE s, mLEXEXNES, LA
BZHI “RIAE BRI G X T X LR 5,
FE LCMSMS X Eo# 1Tt — 2 BIE ML, 2019
F, BERORuEEERAH T (KrmH 3-LFE
1R 22 MR EFIRRN 5 0%) , FREIFNE 5.8
BEAN (T2 RAME) (2015 FhR) HOE,
TN AT X T 22 #E B F BRI LC 10
MF5 75 LCMSMS A& 755%.

AXZRERSB G AT E, BT LC-MS/
MS SEME s e 22 MR ERSTIRY 5%, %I EIRIR.
AR, BJ DUR G # 7 X 7 B 58 1 4 = 7 B 57 BY RO
s, EMMIENEED.

&1 KEWER

Fs RS AR E et CAS No. DT DTE
1 3- T EAERN 3-Benzylidene camphor 15087-24-8 CH,0 240.34
2 4- BRI EIEN 4-Methylbenzylidene camphor 36861-47-9 CisH0 254.38
3 ZXHR -3 Benzophenone-3 131-57-7 CiyH1,04 228.25
4 ZKEH -4 Benzophenone-4 4065-45-6 C1H 1,065 308.31

T S T A Alpha-(2-oxoborn-3-ylidene)-
5 T B S R TR il 56039-58-8  CyHy0.S 32041
W - ZE AR PR Bis-ethylhexyloxyphenol
6 ERE=I% methoxyphenyl triazine 187393-00-6  CsgHioN;Os 621.82
TERGECKE .
7 EEE RS Butyl methoxydibenzoylmethane 70356-09-1 CyoH5,04 3104
8 IR R R E AR S Camphor benzalkonium methosulfate 52793-97-2  CyH;NOSS 409.5
— =y =
9 —LRERHRERT Diethylamino hydroxybenzoy hexyl benzoate 302776-68-7  C,,H;,NO, 397.51

FRCBs
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10 :Zig%&@ﬁﬁﬁ Diethylhexyl butamido triazone 154702-15-5  CuHgN-Os  766.00
11 e Disodium phenyl dibenzimidazole 144898 37.7 C,H.NNaOLS, 67657
12 FRE ERM = FEE )T Drometrizole trisiloxane 155633-54-8  C,,H3oN;05Si; 501.85
13 “EEPABAZECE Ethylhexyl dimethyl PABA 58817-053  CpHyiNO, 277.41
14 BREERAERCECE Ethylhexyl methoxycinnamate 5466-77-3 CysH,605 290.41
15 KiptR 2 BB Ethylhexyl triazone 118-60-5 C15H5,05 250.34
16 JEOE - 2-Phenylphenol 88122-99-0  CugHeeNgOs 823.1
17 EEENIES] Homosalate 118-56-9 C16H»0; 262.35
18 XHREERERRIEE Isoamyl p-methoxycinnamate 71617-10-2 CisH300; 248.32
9 EmEARTEE N ametyiouninono, 10397451 CuHN.O, 6589
20 LRV y N Octocrylene 6197-30-4 CysHyNO, 361.49
21 FERF KL EER 2-Phenylbenzimidazole-5-sulfonic acid 27503-81-7  Cy3H;oN,05S 274.3
2 W_ﬁﬁ:ﬁé_ﬁ’f 3’?7,7-% i’ﬁwZthheyrl]}/zl?gxeodt;?gﬁliy-l[ezr.];.)l}bls 00457-822  CyHuOsS,  562.69
- - hept-1-yl-methanesulfonic acid)

1.2 1428
AR RAZEBESRREEIL(N LC-30A 5 LCMS-8045 BXFB &A%, BAREN:
AgiTHlas . CBM-20A B SAN: DGU-20A,
WIRER . LC-30ADX2 Bnhi#EiFas: SIL-30AC
HEFE: CTO-20A PRt Mgs . LCMS-8045

BIE T FuL: LabSolutions Ver. 5.97

1.3 DiEH

BABSA 1. SR TIRERE R DRMLIOEEERES — 90 5h 21 FPEr BT B9t

BIEE: Shim-pack GISTC18 (50 mmx 2.1 mml.D., 2 um, %2 (L&) LRBHMBEREAE,

P/N:227-30001-02)
MoNAE: AFE-10 MM ZER5Z/KAR; B1E - FER
AT BREJERT, BABRIIIRE N 50%, flAZRE LR 2

FE 0 0.4 mL/min HEEZ: 2uL
& 45°C FEHEIC: BER (R —EF%O (RO)
RO EM R FEZ: 1% BBk =1: 1 RIBARK: K: BEE: 2. BRE

=1: 1: 1: 1 (& 1% HE)

®2 BERBER

Time(min) Module Command Value
3.00 £ B.Conc 50
5.00 £ B.Conc 100
13.00 R B.Conc 100
13.10 £ B.Conc 50

16.00 Controller Stop
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RAREM 2. EAETEE X HFKM IO — 59

B 3% #+: Shim-pack GIST C18 (50 mm x 2.1 mml.D.,2 um, $% (L&) LRBEMERANT,
P/N:227-30001-02)

REiE: AFE-10 mM ZER$R/KAR; B 18 - HES

ERAIC: BEME, BABYIIAIKEN 5%, MERERIEK 3

FER 0.2 mL/min HES: 2uL
R 45°C FEHREI: AER (R3) %O (RO)

RO BEWR: FEE: 1% Bk =1: 1 RIBEK: K. BEZ: ZB5. BRE
=1: 1: 1: 1 (& 1% EFE)

&3 BERBRIER

Time(min) Module Command Value

2.00 £ B.Conc 5
3.00 xR B.Conc 100
8.00 R B.Conc 100
8.10 £ B.Conc 5
11.00 Controller Stop

ik s

TR ¢ LCMS-8045 B ER: ESIH/- FIBYHE

BOBE: 4.0kV (+) , -3.0kV () ZHS: AS3.0L/min

FI2S: ®S 10.0 L/min MES: {S

EILEE: 300°C DL EE: 250°C

AR ZREEN (MRM) MPIEERRE : 400°C

HEREYE]: 3 ms FFREEYE: 10 ms

MRM 2% Tl& 4

X4 MRMivE#

~ = . JU = Q1 Pre Q3 Pre
No. a=x BFHA AIAE T BT Bias (V) CE (V) Bias (V)
N . 91.05* -17 -38 -15
1 3- T EER ESI 241.05
181.15 -17 -18 -18
105.00* -18 31 -17
2 4- BEF T EIERN ESI® 255.10
171.05 -13 -18 -16
151.00* -16 -20 -14
3 ZKER -3 ESI” 228.90
104.95 -16 -19 -18
. 211.00* 16 36 22
4 Z2KER -4 ESI 307.00
227.00 15 24 24
N 255.10* 16 33 18
5 L EAE s R ESI 319.00
211.05 16 46 22
i RN 404.00* 24 42 -19
6 - CECAXH ESI' 628.10

FEAE=IR 136.00 22 54 22
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THERSE KPR

! i

g EEELmEE
A

o CZEEETmEE
FRS O

o CZECETHE
2120

L RECE

PO REEREE — M

12 FE M =R R

13 —HE PABA
ZECE
14 BRaEER
ZE B

15 IKIZER B B

16 ZECEZIE

17 R
A2 NER

18 S

o TEER-FH=M
HPURETEE

20 5155 S

21 EEFHURMER

R I R E TN

2 R

ESI”

ESI®

ESI®

ESI

ESI

ESI®

ESI”

ESI"

ESI”

ESI®

ESI

ESI”

ESI®

ESI”

ESI”

ESI®

311.05

298.05

398.35

766.35

314.00

502.10

278.35

291.35

251.20

823.25

261.15

249.20

660.00

362.20

275.20

562.95

161.10*
135.00
283.15%
240.15
149.20*
240.05
468.00"
654.20
234.15%
194.15
412.10%
396.10
151.05%
166.05
161.05*
179.05
139.10*
121.10
487.05*
599.15
93.00*
136.90
161.05*
179.05
336.10*
265.05
250.05*
232.05
194.05~
166.00
481.05*
399.10

-22
-22
-20
18
-15
-15
-8
-22
12
12
Y
26
-20
-20
11
21
-18
-20
-4
-4
30
19
-18
-18
-24
24
-19
19
-19
-19
-20
-20

-23
-23
-26
-33
=27
-31
-53

21
29
-18
-29
-30
-22
-18
-10

-23
-55
-52
27
18
-16

-28
-55
-12
-23
-32
-49
-23
-27

LCMSMS-669

-15
-12
-20
-20
-14
-24
-22
-32
24
17
21
-28
-14
-16
-16
-17
-13
-22
-24
-22
20
26
-15
-18
-15
-26
-25
-24
-18
-16
-22
-18

AP RTEBBF

1.4 A mnBY EC )

22 FhEA AT EARERR T E R BRERALBAHEY (iam 3- IWFEEME 22 7 57 gt

737E) PREERIEH 5, KIS UEYIREN 1000 ng/mL BYSRATEE R,
EEIERER: EHBINEEMHEE

HEREE Ko

FOERRZLECH]: LA 50% FRERK AN, FREERERE
500, 1000 ng/mL B9tRER, EHDH,

BT 10 mL BE#MF, ARE

N

JASE=

BEPRE RN 10 ug/mL BEE SR

FRFHERERE N 5. 100 200 50. 100. 200.
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1.5 el ET A

LCMSMS-669

REBERAGEBLEHN (e 3- WHFEERSE 22 #ERIEFIRR NS E) RFRFIIES £#TAE, B
T LCMSMS DT RBER D, BERFXNFaARER 50% REAAETIHITH-IHR,

B ER5TIE
2.1 22 TpR BRI B iEE

Q 241.05>91.05 (+) 481e5 Q255.10>105.00 (+) 119e6  Q228.90>151.00 (+) 6.17€5
£ RT=6017 ¢ RT=6328 , RT=4.679

. ] 6.0e5 -
4.0e5 - 1.0e6 ]

305 3 3FLEEM 755 ] 4-F BT TEEHM.0e5 - —KE-3
2.0e5 - 5.0e5 - ]

] ] 2065 -
1.0e5 4 \‘ 2.5e5 4 :
0.0e0 eI A 0.0eo:,|,_”|,,J”LI””_“ R S

55 60 65 70 55 60 65 70 40 45 50 55
Q307.005211.00 (-) 2.86e4 Q319.00>255.10 () 392¢5 Q 628.10>136.002 .82
RT=0.582 RT=0.832 RT=12.8

] . 305 - et e A ] e
2.0e4 —RE4 I TFERNER 2066 W-ZECERHTERE

) 2065 - ]
1.0e4 ; 1.0€

] 1.0e5 ’
00e0 et " N 0000 e 0.0 et A

05 10 05 10 15 12.012.513.013.5
Q311.05>161.10 (+) 70866  Q298.05>283.15 (+) 111e7  Q39835>149.20 (+) 181e7
,RT=6.770 , RT=0.685 ¢ RT=6490
6.0e6 - 1.0e7 - 15e7 ]

] TEREE 7566 ENEILEERE —ZEEFRBRE
#0e6 “EFMERE, B 10675 EERCE
206 - 2506 - 5.066 - L
Y e UM S— 000 e

60 65 70 75 05 10 60 65 70
Q 766.35>468.00 (+) 1156  Q314.00>234.15 () 437¢4 Q 502.10>412.107.(35
RT=7.427 ¢RT=1677 LRT=8.808
10e6 3 4.0e4 5 5
7565 “ZESETH, ] RE=Eo6 045 SEIE L
€0 < ’ ] AT — :

: e : TREE=T 4 045

50e5 - 2.0e4 - :
2565 - 10e4 - 2.0 e 5
000 e A 000 b o.0de— T

65 70 75 80 0 1 2 3 8.0 8.5 9.0 9.5
Q 27835>151.05 (+) 80Te6 Q291.35>161.05 (+) 356e6  Q251.20>139.10 (+) 647e4

£ RT=6.808

] ] 8.0e4 ] n
1.07 Rk 761 306 ] 5 RT=6917

E —FE PABA : FEEREE 60e4- .
7.5€6 - 2006 ] — ] IKIHBRZE CEE
50e6 E ZECE ' ’ ZECHE 4.0e4 5
25€6 - k 1026 7 J 2.0e4 - k
00e0 eI 0.0eo',,,,,__,¥,m|,_, o.Oeo-',,.,I,,—,},_m_m

60 65 70 75 60 65 70 75 60 65 70 75
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Q 823.25>487.05 (+) 7.40e5 Q 261.15>93.00 () 1.02e4  Q249.20>161.05 (+) 252¢6
8.065 - RT=8.823 : RT=6.954 3.0e6 - RT=$.264

b 1.094—_ - Y
6.0e5 ZECEZBE ;5] e 2.0e6 XY B SR e

: b ’ = s
405 5,03 : BILER

] : 1.0e6 -
2065 - J 25e3 ] L
0060 el - 0060 AT Nlo i 0~090-........J--.----.---

85 K . 6.5 7.0 75 55 6.0 6.5 7.0
Q 660.00>336.10 (+) 491e4 Q 362.20>250.05 (+) 509e5 Q 275.20>194.05 (+) 2.18e5
,RT=11.238 RT=0486

] : 2.0e5 3

_ _ 8.0e5 - -
4.0e4 TEEW-EH ] :

6.0e5 - RT=6.618 1.5e5 -
THENEE : ‘ : e g K A

] 4065 BA 53 37 K 1.0e5 4 AERFF KRR
2.0e4 - TE#) g ] ]

- 2.0e5 - 5.0e4 -
0.0e0 e U 00e0 eI 000 et

105 110 115 120 60 65 70 75 025 050 075
Q562.95>481.05 (+) 5.17e4
RT=0.481
40e4 - —_
€4 WEZTERE

i —ERNIEER

2.0e4 -

0.0e0 -’
0.25

T
0.75

T
0.50

B 1 22 M5 MRM @3IZE (250 ng/mL)

2.2 @%’Iﬁ%ﬁ
R

LA TUNECHI % | BohIRUERS. ML EYIIRE X AR, EERNMLIR, HITLIERID,

22 MBI IEE REALM R, HXRHIIKTF 0995, URERMGKRERKRER 3 EERIEA T

BHOWPR, 22 FEAAEFIBI ERA 0.2~15 ng/mLo.

Area

| 1- 3- T E AR
]y =7013.853x-62469.54
6.0e6 -|R2 = 0.9988955 R =0.9994476

1 curve Fit: Default (Linear)
1| Weighting: Default (None)
4.0e6 - Zero: Default (Not Forced

2.0e6

0.0€0 4

T T T T
500
Conc. (ppm)

Area
I 11 RE IO TURERRER 3K

4.0e5 -] y=2899.6648x+2518.512

E Curve Fit: Default (Linear)
3.0e5 -| Weighting: Default (None)
°| Zero: Default (Not Force

2,065 4

1.0e5

0.0e0

JR2=0.9992375 R=0.9996187

—
200

—
400
Conc. (ppm)
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Area Area
6067 1y~ baoerat sesmne s N e e IR
; R2=10.9981210 R =0.9990601 |R2=0.9984749 R =0.9992372
.| Curve Fit: Default (Linear) -| Curve Fit: Default (Linear)
40e7 ] g Deteut (None 1087 g beteut e
2007 : 5.0e6—:
00O M ———— . 00O —— :
0 500 0 500
Conc. (ppm) Conc. (ppm)
2 MEFIRERLE (B8)
R5 22 MEEAFIRERLESE
No. e ﬁ'g%;f MEERS T RER ERE (%) (’fﬁnﬁ%
1 3- FIEIER 5~1000 0.9994 1/C 89~106 2
2 4- AR EIEN 5~1000 0.9989 1/C 89~108 2
3 KA -3 5~1000 0.9995 1/C 93~109 2
4 K -4 25~1000 0.9995 1/C 95~103 15
5 T EEAGEEL 5~500 0.9977 1/C 88~107 0.2
6 W - ZECEEMRAFE=E 5~500 0.9966 1/C 88~111 2
7 TEHAGE - KAEFERR 5~1000 0.9990 1/C 91~108 0.2
8 ETp e Kz S 5~500 0.9992 1/C 93~105 02
9 CZERFPREERROE 5~500 0.9989 1/C 89~108 0.2
10 —ZHECETRRE =R 5~500 0.9967 1/C 88~108 0.2
11 FE TR RKOL TURE RS — 4K 5~500 0.9996 1/C 89~107 0.5
12 T e ey o 5~1000 0.9992 1/C 92~106 0.2
13 —EE PABA ZE T 5~500 0.9988 1/C 89~106 0.2
14 RaERNERCECE 5~500 0.9995 1/C 93~107 0.2
15 KRR Z BB 10~1000 0.9994 1/C 87~108 5
16 ZE D E =05 5~1000 0.9997 1/C 91~107 0.5
17 R 25~1000 0.9987 1/C 91~105 10
18 SRR PR BB 5~1000 0.9991 1/C 93~106 2
19 TEEW-FHZWENEETER 5500 0.9983 1/C 92~109 0.5
20 ERva 5~1000 0.9987 1/C 93~110 0.2
21 FERH KWL IERL 5~1000 0.9998 1/C 92~108 0.5
22 ST I A AR R 25~1000 0.9994 1/C 94~109 15
23EEM

XF 100 ng/mLBEGIEBRRESLDINT 6K, HEEEM. FRIUKG6, 22 MESYBIRERE RSD A
0.03~0.32%, UI£@EFR RSD /9 1.63%~5.44%, EEEM RF,
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F6 22FFAEFIEEELER (n=6)

- {REG B8] I&EFR A {REG B8] IE AR

No. et RSD, % RSD, % O teEy RSD, % RSD, %
1 3- T EEmM 0.04 1.96 12 FREERI = hE R T 0.16 1.93
2 4 BETEIER 0.03 276 13 —HE PABA ZE TS 0.07 293
3 — % -3 0.22 387 14 RERRERZ RO 0.06 455
4 —KH -4 0.25 246 15 KpEZ B 2 0.07 469
5 T LSRR 0.23 303 16 7 B O R = 0.14 231
6 W-ZEOEXBHEEEE=E 011 354 17 SIS 0.14 534
7 TEESE _RKBRERR 0.11 5.44 18 X A S B R B T B 0.14 2.38
8 ISR S TR R S 0.32 207 19 (ZFE- 2’;’%@”&%@ TR 04 313
9 —ZESETEEEFXEROE 008 28 20 B3 T 0.06 3.79
10 Z—ZECETHRRE=ER 0.13 422 21 RELIR TR MRS L 0.24 4.54
11 RE TR PO ES — 50 0.12 1.63 22 D B == B S =1 b 0.22 3.2

2.4 AN RE

BRIR b IR H AT, 28R 1.5 AT A TR, HRPREEASENIRRIBHRT. miFmepARmnR
B 250 10 mg/kg 2 MAKFERNMRE, §NKFEE 3R, #ITIREINENEZE XL, RT7THLKRER,
22 M EYIBIFIYEIUE T 81.3%~108%, MEXAMERET 1.31%~7.12%,

&7 22 BRI IIAR IR AR E E LR (n=3)

NoO ey HERRE IIRE Y [olE ESXTIRERE

' - (mg/kg) (mg/kg) (%) RSD%
2.5 101 3.14

1 3- FILEAER N.D.
10 92.1 5.41
2.5 88.3 459

2 4- AR EAZR N.D.
10 89.9 3.57
2.5 98.3 131

3 ZRER -3 N.D.
10 99.6 2.17
2.5 103 2.33

4 ZIREE -4 N.D.
10 104 2.89
N 2.5 81.6 3.58

5 L B4 SR N.D.
10 83.4 472
- e 2.5 81.7 7.11

6 W-ZEBEEaEXMEaAE =% N.D.
10 82.3 5.06
N R 2.5 87.4 413

7 TEREGE_FKARERR N.D.
10 86.1 331
- 2.5 103 2.51

8 BT 5L R E R R Eh N.D.
10 102 2.73
o o 2.5 98.1 2.11

9 TR RFRBHERXRHR O N.D.

10 99.3 2.64
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10

11

12

13

14

15

16

17

18

19

20

21

22

TR COE T MR E = R

=1

FE TIRFFORML IO RREREE — 5H

FREp P = FE Sk

—HE PABA ZEDEE

RaEERERIECHE

KRB

ZECE =R

fi=n}

EARHIES

W EREENER R

TPREN - KA —MEANRAET
£

B5RIIM

RERFFORMLREFR

D0 S 122 B~ S =¥

N.D.

N.D.

N.D.

N.D.

N.D.

N.D.

N.D.

N.D.

N.D.

N.D.

N.D.

N.D.

2.5
10
2.5
10
2.5
10
2.5
10
2.5
10
2.5
10
2.5
10
2.5
10
2.5
10
2.5
10
2.5
10
2.5
10
2.5
10

81.9
82.6
92.8
101
81.3
83.1
102
108
92.3
95.4
101
103
85.5
89.7
86.4
87.4
91.4
102
80.7
84.6
914
92.7
85.1
89.2
95.1
102

LCMSMS-669

534
4.79
497
3.56
6.94
531
4.29
3.02
3.92
4.01
4.42
481
3.05
3.51
6.73
7.12
3.95
2.22
6.35
3.82
577
3.66
5.83
3.61
4.47
3.85

A N.D. /KK Ho

2.5 SPRiF amllis
BN a8 L PR SEA B ARRE, 28R 1.5 BURT S ARG EANIK. MINERINEK 8, MMirmpyEiEE
WNE 3. Bl 4 P WiE R BLBRSTIARSE 5 an SN AR T .
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22500000
] Q 398.35>149.20 (+) 5.34e6
] RT=6.497
20000000 14 _ 9
17500000 - 4066
15000000 2,06 -
12500000f 0030
R Q29135516105 (+)  9.84e6
10000000 - Rrc e
7500000 E
] 7.586—: 14
5000000 - 9 5,066 -
2500000 - 2506
05 L 0.0e0 - JL
] 5 6 8
T T T T [ ] N
0.0 25 5.0 7.5 10.0 12.5 15.0 min
3 EAFEBERIUR TIC BB HEARF MRM GiEE
30000000 14 Q29135516105 (+) 131e7
£RT=6810
25000000 14
10e7 ]
20000000 - :
] 5.0€6 -
15000000 - ]
10000000 0060
; 5 6 7 8
5000000 - {
o] |
00 25  g50 75 100 125 150 mn
4 HAABIREVE TIC BIEEMQH BT MRM &5 E
+ 8 SLFREES AR BAIEFM LS
o I EY) ~ a8 WENERBEFEELL AFRETCE EREFFEEL
FREM T es HENEFT (ma/kg) (%) (%) (%)
I 9 B R RPEERRRR O 68.1 2.16 1.08-3.24 2.20
o 14 FReaEnER o Ol 408.8 70.35 56.28 - 84.42 75.15

hatiits 14 RaENERIEDE 560.3 70.35 56.28 - 84.42 70.47
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L

AR T — M ER B REERRAE GG BB FUE A MONE R E LY 22 MEpIETI 28755 7
FZRERAmEEEERAMH (Wmh 3- WFEERSF 22 MBAFIBRNEE) o BT ERBM MR
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