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ARHF R AR A A % AR & AT B T 2% 4% (Liquid Chromatograph/Tandem Mass
Spectrometer, LC-MS/MS)Z& sz — i £+ Peik o Fr ik o T 5] BF - 47 1 SEE PR R AL b &% &,
Fka s AR & dk T IR AR TALIR(ESD) » % % F RE QA K (multiple reaction
monitoring, MRM){2 ] » T £ 16545 N TR HT © AB%E & 2 G » N il F 4%
B R AERAIRE 402 - 400 ppm (RARA] PR B LR MR L) » EATIER
HEZRAETHZR R - P e E 599.1 - 109.3% » 8 R 453G 3
6.89% ° & RE T ARHF 5 PTIE 5L 2 LC/MS/MS 7 ik =T vA M ik 5 4 B2 AL AE o 1842
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BRBCHERRIRLZ — - fEhES T E
ZBEA - — i E 3R AT HEIBR 1B T ALEE
o BRESMEERWRG ] - el R R
rnH B E - DA DA R S - (bhE
o BRI A GEE ST - EREK
RiR LR RE ~ 5 R EEERE OIS
AR - BREEES - RIRHARER LR
57 BN pigment) K G4kH(dye) + BEEF X AT S3 Bk
HERREREL - AERR BB S - R E
PAZK -~ BREOHFAR - REAFRE TS K
=R PUER R - R SR IR
FE KBRS T o JoRE R Rk vA T S
FEHCHVETE SR - BRI E A EE S &
FLIRERE SRR E ) o BIMER R 5 1A 38 4
YE - 2R SEBIR R R A SR E (Society
of Dyers and Colourists) k& 35 B #fi#% {122 i &

(American Association of Textile Chemists and
Colourists):[F] 17 2 Ykt 3£ 5[ (Color Index
Numbers, CI)" » 3% 154 A FLE B F AT L
53 PR AR Gkt 2 AL B2 A 1 B AR IR B T LARR
i - A1CI37000-39999 {8 A 44k Azo dyes)
CI75000-75999 % RARGLRL »+ C177000-77999HI
JB BB R - AR RIS
B RO B 2R R (e R A A
M BREHEEFEA RN Z SR KEZ
M R E @G E "B E RS E
# ) OB LA R FHEHE) - FHEl
R i AT {50 FH Y B 3R i oy B R AR - BLFE AR
¥ FrE LSRR 5 22 TRARIE
BRI A E ZALNE S, 5 B30 - RN IERE
FEFEIE (LR 5 BE4%E « IRAA &I AN
FZ ALt -

fbpi B R ES A2 EG
F o RARBRZLER S 5T HEE— Rk
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B o A 03 STRR R O T A R S O
ZRE TS g HI 28 (High Performance Liquid
Chromatograph-photodiode Array Detector,
LC-PAD)FF¥ff8 ~ N~ BESR ~ Bd bR
ORETOMNT - CRHEAEERIMR AT ROt R
GraZIRIL » {ELC-PDABEANE F A 5] B & 5
REOER - WAORD 25 REY RS
WP - s LA R i o e - HEEEMR S
SRR AT o I R MR AE R T R R
DA% 8 [ BS I (Multiple Reaction Monitoring,
MRM) R A DA Y 8 3% 70 i i
MRM B = B 5 BLEEE N - n]PEfREE T
B e E BN -

RNV g s R Ry Mo T 5 SV
BRI TR 2 AR AT ER IR R i - A]E
PR TR ACRE o B - DR DR 7E fiin o i A2 22
o

MFERTTE

— ~ 1RRERIR

At seta BEACTR R (L RE S B R A e
s S AEHES, © HEEHERE 120F T B iR
EREEE I BRE I EEakRg
IRsZ20F ~ FEH Al s a2 -

— LR E RN

(LA L B R AR i Acid green 1~ beta-
Carotene * Solvent red 43 ~ Acid yellow 3 52 Acid
blue 745 ¥ B8 A YE i 7 1 H Sigma-Aldrich
(St. Louis, MO, USA) ; Acid yellow 11 »
Pigment blue 66 * D&C Red No. 30 Natural
orange 4% FHAZUE L ER % EFBOC Sciences
(Shirley, NY, USA) ; Pigment red 49 » Pigment
red 64:1 » Pigment red 57 » Pigment red 48 »
Pigment red 63:1 » Pigment orange 1352 Solvent
green 355 B FREYE 5L E5 B8 F Pure Chemistry
Scientific Inc. (Watertown, MA, USA) ; Natural

yellow 6%} A FIAE#E 5% H ChromaDex, Inc.
(Los Angeles, CA, USA) - H&#; « FHE K ZA
KIZER R EERF AR - I8 B Sigma-Aldrich ;
g 2~ ZNE - ZHFE - “HEDm
F @A ERALCHE » #i EH Merck (Darmstadt,
Germany) ° $f fH W (syringe filter)ER M
PTFEM'E » H 13 mm » FLI8%0.22 pm °

= RBERE

T M T AT B2 056 B 8 (Waters Acquity
UPLC » Waters Xevo TQ-S micro Detector,
Waters Milford, MA, USA)JE i o fifi 7k 855
(Milli-Q Waters. Purification System, Millipore
Corp, USA)figi#iE & 75 (Vortex Mixer Genie 2
Scientific Industries, Bohemia, NY, USA) °

g~ 737&

(e AR Bl
AN 1 8 F& AL b i B 2 B IR R AR ME AL 4 10
mg * FEHERGE » 43 B DLFR VYAl R Bl S
TSR - BEIRE30 8 - UL FHE
ongE ~ RN (7:2:1, vIVIBERER
210 mL » {ERFEERFTE(1000 pg/mL)
T4 CHFTE iR R - B R R G 2 5 A e T
WRG » LMHEGE - —HREAN
(7:2:1, vV TR - BEAEIEHEVAW -

(B R R B
1 1 87 LA i 0 SR AR HE R (1000 pg/mL)
53 BIACELE%0.01-5 pg/mLEK2-100 pg/mLit
SENR 2 AW S RE
EJRAETTIRE MR B -

EMaiR < 35
WMEE 2 migi1 g - KHERE - A
—FAEL AR R &L (7:2:1, viv)IETRLS
mLIES) » I IRE3058 - UL ZH
B R (7:2:1, vVIBTRERE
20 mL - ARUEAEETE - BRI -

(o) ) B e 2
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RS SR AT T i AT

T B IR RV RS 3 ul - T
ARG T ERBRE R - R TSI RFETT
T AR TR AR R AR AT 1S R e R
B 1 25 B A AE S - FEE g8
Lo W EEFCR iR S R

& (ppm) *

Rt & 2 & R ppm) =
C ¢ R RS s (32
(ng/mL)

V iR R E A Z iEE(mL)

M : BUR i ds 2 HE(g)

FE o AHE B R U MR N B ST
I TFREARRR T 5= 100%) - FEFfiEE— -

LC-MS/MSHIE B

WA EE T BITE R R Acquity

HSS T3 (1.8 um * A2.1 mm x 10 cm) °

B 10 mM FH RS 1A TR (LA K T B

pHZEEL/fE  BAEE(8:2, vV)IATRHEST

BEREEMEE(FR D) » il f50.4 mL/min © &

A Sy DU EERE (L% (Electrospray

ionization, ESI)#& Fr 2 5 [ JiE {5 =X

(MRM)AETT(EH] » FEAl%E 5 (capillary

&—  SERERIEHEETRERTEHEE

FE BT 5 (%) I (%)
> 50 + 20
> 20-50 + 25
> 10-20 + 30
<10 + 50
=TT BEPRIEM
5 (min) A (%) B (%)
0—3 90 — 40 10 — 60
36 40 — 0 60 — 100
6— 14 0—0 100 — 100
14— 14.5 0— 90 100 — 10
14.5 — 16 90 — 90 10 — 10

= BEEZBSEGH
Parameter Value
Capillary (kV) 2.90
Soure Temperatuure (C) 150
Desolvation Temperatuure ("C) 500
Desolvation gas flow (L/Hr) 800
Collsion Gas Flow (mL/min) 0.17

voltage) 2.90 kV * B+ JF(ion source)ft
FER150°C - VA BUR E (desolvation
temperature) 5 500°C » ¥ 5 BT =
(desolvation flow) 5800 L/Hr - filfi## 5 B8
(collision gas) & A » HifE2 HUIFE
(B)EIHCR e B
[ R E VS B R s e - IV
B HRYRIN0.2-400 ppm - 2 G 4 f
rn T R T R IR R A e FE A
TS et a'EE - KIS
SEEFI AR R BB ARE(CV%) » LA
S AT TR YL AT 7 ik BT S PR
% -
(T T
VI E - FER A B R REOEN
Microsoft Excel 20108 #EHETTEF & -
18T AL HE i €0 3R 4 1 3B B e H1)E 67 8
(r*)fHHMassLynx Workstation Software
Quantitative Analysis BB HTER B L -
(B EMmIR 5P G
BB ZZAEE] ¢ INAEER18FE1L
Rt EL SRR S IVATR - IRFTEE AL 2 R T5
25 BEORASH E B RSk B A LU (B
(Signal-to-noise ratio, S/N ratio) KA 107 i
RIREE - (ER iR E MR -
(NEBEZLE (matrix effect)ZFA5
FEEWEZIRES - 3 BIPA NI =T A
=i
1. EE#E {47 (Standard calibration curve,

by
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SCC) : [RIfEHEM#R Z BUF » I H A&
JEFE 550.01-100 pg/mL e
2. FE VLA A2 & 4% (Matrix calibration
curve, MCC) : HUZ% B & /R iz 4e
AIA R i A AR 550.01-100 pg/
mL °
3. BEERUE E AT
HEEE = MCCZRIFE-SCCZRIFE) /
SCCZRIFEX100% ©
(WL AT
MRHAATESHE 12T LE s - 53515
BB BRELF - SERmaRERE
IRsZ2tF ~ e s E 2 - #1718
LR B 2 s

TR EE AR

—  ZEUAE 2 REY

FR ARG 1 STEIERI Y 2 W LR I = R
K TEARHE LA ELA T 73 PR S ~ —H B
GHAE KR AR o AR i ZE AU
HHRET - A RIS R DIHES - —H B - —
FREETRRE,: — FR 2R &5 (7:2:1, vIv) IR E TR
FIMEMRA TR - AR B " H B nnf/
ZHR/E(7:2:1, vIVYRE AR E R R EUAT
[Ff » Pigmenet orange 13574 AFEATT &5 2 {0 I Rk P&
WA T2 {%Pigmenet orange 13L& HHEL
TPV RS » I HR R & 1 25 A T o 52 1k
Pigmenet orange 13VAMERE N [T HHE E k%
Hil > FRESFEID&C Red No. 30th A FH{IE
% FTINA R R Ena R IR R
AT I AU B S 7

= SR REIREY

R FRAERE T E R E(L 2 R
¥ T CORTECS UPLC C18" (1.6 um » &
2.1 mm x 10 cm) » ACQUITY UPLC HSS T3
(1.8 um » 1K2.1 mm x 10 cm) 2 Acquity BEH

Shield RP 18 (1.7 um * Af%2.1 mm x 10 cm) 5
3TEEATE FEAETT G - AR Acid yellow
N DIANFEEREAT » M A Rl A R 72
o WMPARZ R R iR A5 R AN e — P s
PAAcquity HSS T3 E LT A I I A iy
IF - FEFZETERERF RS RBRE - N+
Bt M e AL A i O Vi B PR B e -
ERS BT - R B M 2 pHIE P2
HERFEREEN - A LERERE TR
TEETEE - RIRET EpHE - BEIFHALIL0
mM F B S A REAT BRI ~ Itk R 3T AN
Al & <~ pHIEFEE - 735 FspH 3.5 ~ pH 6.2
pH QGEFT AT - A5 3EFIPigment red 49FH
e H AT SZpHEFZ BRI LARZE Y
REVIETEBIIE B 1+ Al S — FrRa% ik
S3AEpH OffR{E N 2 IE%E ~ ¥ iELy - HEE
feTt o El Eal R ERET - 32 E 10 mMFH EREL
IR LAZ/K T pHZE9 (FREIMHA) K LG R
FE(8:2, vIV)IE W (FLENFEB) » EFTHARE R » 1]
R 1643 # 5 1 8TH 5343 HT -

= BB RMER RS

R FEEFLC/MS/MSHEFT /34T » FIIFIE
EHE 1 (ESI) - $T¥EFEEZE BT K
TR R L R H 28 B SR EE
A DL = B AU RRAEMRMAE AT 947 o
PRE— YRR Q1) —Hr el T - A
ERVORRAR(Q2) M AR REI TR - EAEEY
HE TR R o RS = B TURRAR (Q3):E R &
ZEVEETETER - REIMLEY) 2 ERE
S REAS TS 2 —(f fx b 2 R+ 0= RS
R 1R E AR R R E VB R E &
T (quantitative ion) * FGER .2 F i€ MERE T
(qualitative ion) * Z L&Y Z MRM{HHIZ85]
JRER o ATTE U AR E T I T R B3
S3H7 + FIFIMRMERE = AT R 1 878 (LA o (L 3R
i 7 B =) -
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[2ZMEX STO_10 ppen NP A: 10 mM Ammonium Formate pe3. SHSS T3

B— - Acid yellow 11;2EA10 pg/mLABILIACQUITY HSS T3 (a) ~ CORTECS® C18" (b) ZACQUITY

1080%10_5T0_1 & MEM o 3 Charmels ESe
100 262 TIE [AcH Yellow 1)
7056
=TI
"
. JA
(1) 100 150 200 250 3w 3e) | &0 | e | &M | 5% &00 | && | 700 s &t &m . so0 | am 000 | 10 1103 1150
1080428 _5T0_1_1
00 "f
‘I
. ‘|
,‘ N o B .
() T80 2bo | 230 W 4% 4fd | <%0 8t 8% | &po | &80 | a0 T Abd | e em | am 1060
2l
It
2| it}
i
* |
00 "
o 103 o 1
Map 4 4 L 4 g e oAy
b T T e vans; e T . T T T T T T T T — Tine
(2" 15 15 zbo 230 I A% at0 | ef0 & | 8% &bo | &80 oo 18 abd | &E 0 em | 8% 1060 108 103 1180

BEH Shield RP 18 (c)BEiEa2 12 MRMEHTE

[Z2MIX STD_10 ppen " MF A: 10 mM Ammonium Formate pH3.5H5S TIACH

D00308_5TD_2
16

= WEN f 3 Cranneis E3-

45 TIC (Pigrmart Red 48]

21268
s
o
W
v = -
050 100 150 200 250 30 38 400 4% 500 550 B00 650 700 10 80 gm0 9m 95 000 105 110 1180
0B 10_ST0_2 x v
e e
|
|
[ ' -
[E) 100 150 200 250 30 380 400 4% 500 550 B00 650 700 10 80 gm0 9m 95 1000 105 1109 1180
0850 STO_1_2 rrets £5
am T (P a8
106 ‘ 11269
: \
| 4
. _ i} rrere Time
[E) 100 150 200 250 300 380 400 4% 500 550 E00 650 700 10 800 0 Em 80 95 1000 1051 1103 1180

B - Pigment red 49;2EZ &1 wg/mL LlpH 3.5 (a) * pH 6.2 (b) &pH 9 (c)ZEIHEAD T ZMRMEHTE
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=M~ {eiEREREZMRMEAIZE

— B \ —
o B BT ——me SN R ERER
" N Flom z
LTI ., ™ €V e
EVIBEF(m/z)
623 > 437* 26 0.2
. 5 = EST* 70
igment orange &l 623 > 250 46
537 > 444* 16 0.2
beta-Carot - ESI” 36
eta-Carotene FH B HH 537 > 119 40
419 > 313% 24 0.2
. . e BST* 56
olvent green FH L RE 419 > 401 26
263 > 206* 20 0.2
Pigment blue 66 —FIEE EST >0
igment blue FHEL o 263 > 234 28
377 > 206* 28 4
Pigmentred49 EST 48
igment re PR, 377 > 297 18
291 > 246* 14 4
Pigmentred 64:1 EST 26
igment re SEB -] 291 > 142 26
o o . 350 > 244% o 26 4
cid yellow = 352 > 259 38
385 > 187* 22 10
Pigmentred 57 FIEE EST 4
igment re S SB THL 385 > 170 26
419 > 203* 16 10
Pigment red 48 — ESI >0
igment re SEE-THIL) 419 > 139 30
421 > 187 28 10
Pigmentred 63:1 ~ —HI: EST 50
igment re SEE-THLT 421 > 269 20
Acid red 95 IR EST o 2 w0 i
cid re B 331 > 243 30
D&C Red No.30 —H% ESI' o 2 s "’
ed No. = 393 > 89 18
651 > 327* 12
Natural yellow 6 — EST 70 40
atural yellow PR L 651 > 283 13
Acid green 1 IR EST o 4 - 0
cid green e 252 > 80 32
- ) 355 > 286* 6
Acid yellow 11 = ESI 14 2
cid yellow FEs 355 > 222 40
648 > 78* 34
Solvent red 43 — EST 64 200
olvent re FH L A 648 > 523 38
. ) _ 421 > 341 28
Acid blue 74 FI ESI 54 200
421 > 261 36
379 > 335% 10
Natural 4 CHE EST 32 200
atural orange FH L nE A 379 > 291 12

* ERBET
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1081101_STD_1-4 FE:MRM of 2 channelsES+  1081005_STD_2 Fo MRM of 2 channsls ES- 1081021_STD_3 E13MRM of
Pigmentorange 13 52326> 437.039 Acid yellow 3_ 351.968 > 244,035 Matural yeliow & 851
1007 775 s23%e:004 100 230 812324003 1007 220
547372 154 262 3381 445
313.230 265136 321855

min et e min 0
1081101_STD_1-4 FE:MRM of 2 channelsES+  1081005_STD_2 Fo MRM of 2 channsls ES- 1081021_STD_3 E13MRM of
Figmentorangs 13 B2328= 250482 Acid yellow 3_ 351.968 > 259.115 Natursl yeliow 8 851
100 776 1414ei004 100 PE 1850e-003 1007 35

1246.827 75.081 1235314
1742 110,882

O T T T min
o

75 TEN TTA ’00 R7R RED R7R A 225 125 150 176 200 275 7R
1081023_STD_4 F5:MRM of 3 channels ES+ 1080920_STD_2 F13 MRM ‘f{; 3 ?éanne]lz.eEES; 1080310_STD_4 F5MRM of
b-Caroene 535533 > 444,324 Figmentred 57 5032 > 128. Acd green 1 2
1007 133 755520004 07) 2.7 135420004 1007 058
] 3445.015 11383.362
X 352,585 3626623
071
- [ 1 1 ;. 1
kb Ll L) LA RAER R Rl bl L) RALR L] REAES bk R D S B i i R Ry s ]
1081023_STD_4 F5:MRM of3 channels ES+ 1080920_STD_2 F13 MRM 3.‘; aggrunr;eeg.g‘s— 1080310_ST F5MRM of
b-Carotens 538,538 > 105.113 Figmentred 57 5.032 > 169.811 ;
1007 1133 578320004 107] 227 £3722:004 1007 058
6727773 2351567
45812 . 837.812 0
071
; ) 1
in O e min 0l R e ERRR R e
180 200 220 240 280 230 300 0E0 0TE 100 128 1fn
1081008_STD_1-2 F3:MPM of 3 channels ES+1080920 STD 2 F14 MRM of 3 channels, ES- -
. Solventgreen 3 419213 > 313.041 " Figment r=d 42 413,032 » 203.gzs 1080823 STD 2 FIOMRM of
714 838124008 1007 258 5827e+004 1004 Acid yellow 11 54
= 378082 = 11437000
D R e MIREEESnasss nmnsy ey o s LI, NSNS S 8 > Jh
R EERaznas
1081008_STD_1-2 F3:MPM of 3 channels ES+1080820 STD 2 F14 MRM of 3 channels,ES- -
1004 Solventgraen 3 413213> 40115 Pigment red 43 419032 > 139,054 1080828 STD 2 FIOMRM of
7.14 5.603e+008 258 26152+004 100 e
34358652 1837 550
. 4232 310 231.767
0 T T T min T R e in ol
650 6. 230 2. 280 300 320 340 8 am MM
1081030_STD_4 F2Z:MPM of 3 channels ES4080820_STD_3 F18:MRM of 3 channels,ES-
1004 Pigment blus 65 262576 > 20 - Pigmentred 83 421096 > 187028 1080903_STD_ 2 FITMRM of
3.57 2630e+00. 100 245 54572:004  1pp Solventred43_ &
1585575 3502.882 207
255333 255533 5005.867
2] 25585
253
e e mn R
R RAREE s L S e
1081030_STD_4 FZ:MRM of3 channels E5-1080320_STD 3 F15MRM of 3 channets,ES-
1004 Pigment blus 88 W2576> 23458 Pigmentr=d 83_ 421036285083 1080303 STD 2 FITMRM of
3.9 1583=2+00 745 4515+ 004 Solvent red 43_564(
23 100 e
1422123 2953.576 <
1662.375 2035.526
2] 235487
e
325 350 375 400 4325 450 4 125 180 175 200 725 2E) T A BARRN SRR L
100 125 150
1081005 STD 4 F7 MRM of 3 channels £5- 1081102_STD_5 F2:MRM of 2 channels ES + N
-7 Pigmentred 64 290,968 > 246.585 g Redno30 393.104 > 152971 1080910_STD 2
o0 259 53=+004 7.16 417324004 g Natural orange 4
5160.509 288
125.147 ges.2e
. 218.002
e e et e e min 5 L
T e e
1081005 STD 4 F7 MRM of 3 channels £5- 1081102_STD_5 F2:MRM of 2 channels ES + N N
- Figmentred 64 2301363 > 141885 g Red no 30 393.104> 89,156 1080310_STD 2 FIZMRM <
108 7.99 355720004 717 343324004 g Matursl orange 4 3
2635.318 i
125036 411.033
57443
E T S~ AL AR “A mn O g2 700 770 740 76D ™ o Lk LA R WARAY AL wABL] R LALRE AL
= < : - 1.50 200 250 3.00 H
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PO ~ IR RAR YL

1818 (R Z IR AR - ST (SRR
AN FEEE B =R e E R R
IREEE - HE R ETE0.995 DL F A%k
T e

i~ BREWE 2T

ALt B E R - B E(LEYTREs
THETaNaR - EEEENE - B HES
EEWE  DUEE A A A BRI R B 8%
AR RRFLALELE 0 E - A0S S e (MY
SR A HI0-20%) » Al R REE T8 - HEE
(B 5 AT H120-50% ) Bs@ 2 (4 7R B HI>50%)
FBEE - QLA AR B VTR SR 2K 5 AR
EERRE - REHMEGRETISEAREN T2
B RER/NA £+ 9.1% » WFR TR -

KA~ 18IE{LiERBRRIEEEE R EEXETE

N ER KR ER MG

DUs 22 H BB ROR 2 AT =GR
Bz - Rl st bt R AR EE S - HIRE
HE T 20.2 - 400 ppmZ [ - EURREHIL g -
MERETE » 15 mLAmEER - DUTRAH = AT BB
FLAT PR 1SEE 2 EIERT1R99.1 -
109.3% » % F{Z#(coefficient of variation, CV)
B/NR6.89% - HIFEREUR - K iIEREA
RIF R B8 3N -

T« EEMR S

REtEMEL 2T REEHRK
SEERFE - Bz EEBRS BR0.2 ~ 4
10 ~ 4052200 pg/g » A0FPY -

N~ mE A sERiER

S GRS misi SRR o
Pigment orange 13 0.01-0.1 y =133072x +4526.9 y = 128876x + 4662.5 -3.2
beta-Carotene 0.01-0.1 y=232717x + 52431 y=241128x +414.86 -3.6
Solvent green 3 0.01-0.1 y=1455992.49 x - 1117.49  y=1434720.53 x —91.55 -1.5
Pigment blue 66 0.01-0.1 y =25608x + 527.56 y =24567x + 548.42 -4.1
Pigment red 49 0.2-2 y=3121.2x +290.72 y =3379.8x + 194.04 83
Pigment red 64:1 0.2-2 y =4576.6x +439.46 y =4995x + 369.55 9.1
Acid yellow 3 0.2-2 y = 1488.8x — 38.709 y = 1495.9x — 41.348 0.5
Pigment red 57 0.5-5 y =2687.3x + 381.05 y =2734.3x + 400.65 1.7
Pigment red 48 0.5-5 y=13291.4x + 718.62 y =3307.1x + 789.55 0.5
Pigment red 63:1 0.5-5 y =1320.3x +236.99 y=1321.9x +248.72 0.1
Acid red 95 0.5-5 y=713.4x +55.36 y =728.67x + 65.48 2.1
D&C Red No. 30 0.5-5 y=610.2x +95.15 y = 645.28x + 81.885 5.7
Natural yellow 6 2-20 y =1698.6x —31.56 y = 1724.8x—4.09 1.5
Acid green 1 10-100 y =247.62x — 723.43 y =242.86x — 535.55 -1.9
Acid yellow 11 10-100 y =32.784x — 92.65 y =29.962x —31.573 -8.6
Solvent red 43 10-100 y=131.62x + 607.58 y =134.25x + 619.06 2.0
Acid blue 74 10-100 y =308.14x + 887.76 y =322.62x + 624.68 4.7
Natural orange 4 10-100 y=17.577x - 23.31 y=17.887x—-21.79 1.8
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. FRE ECR Ve, AR FUCEs CV
(ppm) (%) (%) (ppm) (%) (%)
Pigment orange 13 0.2 102.2 5.59 Pigment red 63:1 10 100.3 1.52
0.5 100.2 1.07 40 100.4 5.14
beta-Carotene 0.2 101.2 3.60 Acid red 95 10 100.3 0.59
0.5 99.6 0.70 40 100.6 5.10
Solvent green 3 0.2 103.2 5.11 D&C red No. 30 10 100.0 0.79
0.5 100.8 2.73 40 100.5 0.29
Pigment blue 66 0.2 102.0 5.44 Natural yellow 6 40 100.8 0.67
0.5 100.3 2.90 100 100.5 1.46
Pigment red 49 4 101.1 4.46 Acid green 1 200 104.9 5.23
10 100.8 425 400 100.1 0.92
Pigment red 64:1 4 100.4 2.85 Acid yellow 11 200 102.3 1.87
10 100.6 2.93 400 99.1 3.62
Acid yellow 3 4 100.9 432 Solvent red 43 200 102.1 6.89
10 99.5 3.86 400 101.1 1.57
Pigment red 57 10 109.3 1.59 Acid blue 74 200 99.6 4.43
40 104.8 1.21 400 100.5 3.70
Pigment red 48 10 99.5 1.39 Natural orange 4 200 101.8 2.54
40 101.4 4.89 400 100.6 1.81
*SHAE R AR AETTSEE » n=15
=t mMERRZIREEER « BRAMERRIRERFER
et iR R e A AT FE L R U RES
SA001 EE RER R
SA002 [BYE RETR PN s
SA003 SRS A RER Kbt
SA004 BESE il AT A H
SA005 IR AT At
SA006 IR RIETR EN s
SA007 T RER R
SA008 FEHH Pigment red 57 T HjPigment red 57
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Establishment of Analytical Method for Banned and
Restricted Dyes in Cosmetics

SHIN-HAO CHEN, SHOU-CHIEH HUANG, YA-MIN KAO,
SU-HSIANG TSENG AND DER-YUAN WANG

Division of Research and Analysis, TFDA

ABSTRACT

A simple and fast method was developed for simultancous determination of 18 dyes in cosmetics
by liquid chromatography/tandem mass spectrometry (LC-MS/MS). The analysis could be accomplished
within 16 min by employing electrospray ionization (ESI) with the multiple reaction monitoring (MRM)
mode for detection. The recoveries were assayed to be form 99.1% to 109.3%, by spiking multiple
concentrations levels of standards ranging between 0.2 and 400 ppm in lip gloss samples. Intraday and
interday precisions (relative standard deviations) were all less than 6.89%. The results validated that the
LC-MS/MS method was a fast and quantitative technique readily used for simultaneous determination of

dyes in cosmetics.

Key words: LC-MS/MS, dyes in cosmetics



