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Method of Test for Aromatic Amines in Hair Dyes
Lo ¥ geff 0 Mask > 2 * > VL5 ¢ 4,4'-bi-o-toluidine & 29 5-78 = 1=t &
(738 Lrif & - )2t % °
2.tk 2 ARG I B R An A 47 B B3 & (liquid chromatograph/
tandem mass spectrometer, LC-MS/MS) & 47 2_ 3 % o
21, %%
201 jdn R A7 B TR
2.1.1.1. 33k @ 7 JFE 3+ i (electrospray ionization, ESI) -
2.1.1.2. %+7¢ + ZORBAX Eclipse XDB-C18 > 3.5 um» p f£2.1 mm x 5
cm s & e B o
2.1.2. 424 A 4= F ¥ (Ultrasonicator) -

22, R VPR L HEE T R AP KA S BERRAE S U 3 £ K (25%)105
FEpEE L 3 I RO R 25°CT £ 18 MQ - ecmiY ) g
4,4'-bi-o-toluidine % 29 538 44 pB * L& 5. o

23. BEZ 0

231 F &% :10mL% 20 mL -
2.3.2. i 34720.22 um » PTFEH B -

24, @#Fmz Ay

24.1 70.05%" pai3 .

B A20.5mL > 43 g5 -k ¢ = 1000 mL °
242 ¥Pp 2 U
P~ % -k (25%) 4 mL > 4c ? A& ¢ = 1000 mL -
25. BpEApis LB
251 #d4pA kA
FLB-fy fe4¢0.385 g > 14 7 0.05% 7 fLiz e % i€ = 1000 mL > SR
Wip > PR IS EARIRRA
252. #d4pia B 3
2.6. {R2 3 it 2 el :
B~4,4'-bi-o-toluidine % 29 578 $f e * L& & 2 10 mg > Haf e > ~ 4
VUEBGARAIRY X 210 mL o T ARE RR o ARG o TRt BB
FEEFERERZRE > UEFPR AR B RERR EHRER R
e R H Aot A - o
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R 3 > B1lg #Hre %-P-L’%‘:)\"I‘B’\/p”’élsmL,lzi&ﬂ/ﬂﬁ‘f
304 45 > £ J!_’:‘,ag",%\,fé '3:;2.:_120 mL > 4_//,%3—@//% ’ '—"F’I‘ﬁ/ﬂ °

FWR%RE R

HREEPthin 2 BB R L2 00 A~ e k178 BT H KRS >
TIlEEEE AT e ﬁ%ﬁuuﬂ%?/e«fé—w AR FFTREELEZ FEF
WopAp I e R DVEw 2 > FRTAHTENRIABEY L I mA N
2z £ (ppm) :

WY L Xmd N 5 P CxV

£ (ppm) = —
C:d LBy RMAFRZY & 5% 42 k& (ugmL)
Ve s T F 2 WA (ML)
M: 244tz £ 2(0)
AR K AT B B R A T iR EAS
R +7¢ + ZORBAX Eclipse XDB-C18 » 3.5 um » p j£2.1 mmx 5¢cm e
kA7 B R 2 30°C -
FHEARB IR CAREBR M T AEERE R AT

Time (min) A (%) B (%)
0—4 98 — 80 2 —20
4 —8 80 — 70 20 — 30
8 — 10 70 — 3 30 —» 97
10 —» 12 3—-3 97 — 97
12 —>12.5 3 — 98 97 — 2
12.5 —> 15 98 — 98 2—-2
# o 4p ik ¢ 0.5 mL/min o

A g 2ul o

£ g 7 & (Capillary voltage) : 2.50 KV -

#r 3 JhE A& (lon source temperature) : 150°C -

7% 3478 & (Desolvation temperature) : 500°C -

44 4 #8705 1# (Cone gas flow rate) : 30 L/hr -

7% 4347w i (Desolvation flow rate) : 800 L/hr -

BRS¢ 5 £ & R p(multiple reaction monitoring, MRM) - &+
¥~ 4548 7 /B (cone voltage) £ i dz it £ (collision energy)
dott k= o

CL o AREERE T R AR THUBIHE T IR T2 A E G ﬁ%#ﬁ“,ﬁ% a7
(<100%) » % 3 = BFl4cT
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1044+ 5 A& (%) F ¥ 4° (%)
> 50 + 20
> 20~50 25
>10~20 + 30
<10 + 50
2. Vit RIER AT A GEEF 0 T RATR Y 2 REB > W T L 2
LIF o

il AR F L T E B A S o
2. WY T BRREEP T R A -
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Szabltﬁ, B. S., Jakab, P. P., Hegeds, J., Kirchkeszner, C., Petrovics, N., Nyiri,
Z., Bodai, Z., Rikker, T. and Eke, Z. 2021. Determination of 24 primary
aromatic amines in aqueous food simulants by combining solid phase extraction
and salting-out assisted liquid-liquid extraction with liquid chromatography
tandem mass spectrometry. Microchem. J. 164: 105927.
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& 2 =3
%= R 17 Bl3
| 390 4,4"-Bi-o-toluidine m/z213 > 180
1 00 200 3 00 4 00 5 00 6 00 7 00 8 00 © 00 10 0O 11 00
e | ’/"\' 3.3"-Dichlorobenzidine m/z254 > 180
1.00 2 00 3.00 4.00 5 00 600 7 .00 8 00 © 00 1000 11.00
o | °A'  3.3"-Dimethoxybenzidine m/z245 > 230
1.00 2 00 3.00 400 550 600 7.60 850 ©.00 1000 1100
e | 'f®  4,4"-Methylenedianiline m/z199 > 106
100 2 00 3 00 4 00 5 00 6 00 7 00 8 00 900 10 00 1100
v G 4.4'-Methylenedi-o-toluidine m/z227 > 120
1 00 200 3 00 4 00 S 00 6 00 7 00 8 OO0 9 00 10 00 1100
e | 4_4’-Methylene-bis(2-chloroaniline) °K° m/z267 > 231
1.00 200 300 400 500 6.00 7 00 800 ©00 1000 11.00
29 ' 44-Oxydianiline m/z201 > 108
100 200 3 00 400 5.0 600 7 00 800 © 00 10 00 1100
| 2" 4 4'-Thiodianiline m/z217 > 124
1 00 200 3 00 4 00 S 00 6 00 7 00 8 00 900 10 00 1100
‘O:] 'j\‘ o-Anisidine m/z 124 > 109
1.00 200 300 4.00 500 .00 7.00 8 00 900 1000 1100
| 4-Aminoazobenzene i m/z 198 > 77
1.00 200 300 4.00 500 6.00 7.00 800 9.00 10.00 1100
°%] Biphenyl-4-ylamine )? m/z 170 > 152
1 .00 200 3 00 4 00 5b0 6 00 7 00 8 00 900 10 00 1100
‘og_l 142 Benzidine m/z 185 > 168
100 200 3 00 4 00 5 00 6 00 7 00 8 00 900 10 00 11.00
o) ° /’C 1-Methoxy-2 . 4-diaminobenzene m/z 139 > 108
100 200 300 400 5 00 6 00 7 00 8 00 200 10 00 1100
- | o 6-Methoxy-m-toluidine m/z 138 > 123
100 200 = 300 400 500 600 700 800 > 900 1000 1100
‘°&] °'§{‘ 4-Methyl-m-phenylenediamine m/z 123 > 108
100 200 300 4 00 5 00 600 7 00 8 00 9 00 10 00 11.00
rooy s = s> 1-Naphthylamine m/z 144 > 127
- T50 =55 355 =55 =50 =55 7 50 555 S50 500 00
vooy «sv  2-Naphthylamine m/z 144 > 127
1 00 Z 0O 2 00 4 00 5 00 © 0O 7 00 CRS © 00 10 00 11 00
1o§_] 4-o0-Tolylazo-o-toluidine b m/z226 > 91
100 200 300 400 500 600 700 800 © 00 1000 1100
|og] 'i\' o-Toluidine m/z 108 > 91
L 100 200 300 4 00 500 600 7 00 800 200 1000 1100
100 33 2.4.5-Trimethylaniline m/z 136 > 121
21 R,
1.00 200 300 4.00 500 .00 7.00 8.00 .00 10.00 11.00
100 p-Chloro-o-toluidine 634 m/z142 > 107
@ x 1.00 200 300 g 400 500 6.00 > 7.00 = 8.00 K .00 = 1000 1100 %
10;)21 4-Chloroaniline K m/z 128 > 93
e 1.00 2.00 T 3.00 T 4.00 500 6.00 7.00 8.00 .00 1000 | 1100
1021 s74  5-Nitro-o-toluidine m/z 153 > 107
£ 1.00 200 300 4.00 500 6.00 7.00 8.00 900 1000 1100
100 322 1,5-Naphthalenediol m/z159 > 115
° ¥ 1.00 200 . 3.00 B 4.00 5.00 6.00 . 7.00 T 8.00 T g.00 10’00 1100
100 485 2 7-Naphthalenediol m/z 159 > 130
AT
° 1.00 200 3.00 a.00 5.00 6.00 7.00 8. 00 ©. 00 10’00 1100
100 18 ] 7-Naphthalenediol m/z 159 > 130
@ 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 ©.00 1000 11.00
100 s74 2 3_.Naphthalenediol m/z 159 > 113
e 1.00 2.00 3.00 4.00 5.00 6.00 7.00 .00 ©.00 1000 1100
100 809  ]-Naphthol m/z 145 > 127
i 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 ©.00 1000 1100
1033 i 2-Naphthol m/z 145 > 127
° v 100 ' 200 ' 300 ' 400 5.00 6.00 TT77.00 T 8.00 " .00 T"730co0 ' 1100 :

Bl ~ 2 LC-MS/MS % +74,4'-bi-o-toluid

Time (1min)

547 0 RTE

ine % 2978 = 1z & 2. MRMB) 3
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% - ~ 4,4-Bi-o-toluidine % 293F = v o 2 1R % E R #
55 P e R e R
(ng/mL)
1 4,4'-Bi-o-toluidine
2 3,3'-Dichlorobenzidine
3 3,3'-Dimethoxybenzidine
4 4,4'-Methylenedianiline 0.001~0.02
5 4,4'-Methylenedi-o-toluidine AR
6 4,4'-Methylene-bis(2-chloroaniline)
7 4,4'-Oxydianiline
8 4,4'-Thiodianiline
9 o-Anisidine
10 4-Aminoazobenzene
11 Biphenyl-4-ylamine
12 Benzidine
13 1-Methoxy-2,4-diaminobenzene
14 6-Methoxy-m-toluidine
. 0.01~0.2
15 4-Methyl-m-phenylenediamine
16 1-Naphthylamine
17 2-Naphthylamine
18 4-o0-Tolylazo-o-toluidine
19 o-Toluidine
20 2,4,5-Trimethylaniline
21 p-Chloro-o-toluidine
- 0.1~2
22 4-Chloroaniline
23 5-Nitro-o-toluidine
24 1,5-Naphthalenediol
25 2,7-Naphthalenediol 1~10
26 1,7-Naphthalenediol
27 2,3-Naphthalenediol
28 1-Naphthol
P 5~100
29 2-Naphthol
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4 = ~ 4,4'-Bi-o-toluidine % 2938 = #ie & 2. 5 & F B PN 28k TR &

i
. . e L VL
TR W e 629
1 44-Bi-o-toluidine esr o 122 0 o 002
2 3,3'-Dichlorobenzidine ESI* ;gj i 182* 2 3421 0.02
3 3,3'-Dimethoxybenzidine ESI* ;32 i igg* 18 ;g 0.02
4 44-Methylenedianiline ESI* gg . %36 36 é; 0.02
5 44-Methylenedi-o-toluidine ~ ESI* ;g; . ﬁg 26 ;‘21 0.02
e
7 44-Oxydianiline ESI* 281 i égg 32 2(2) 0.02
8  44-Thiodianiline esr o7 7 igg 20 %2 o0
9 o-Anisidine ESI oy égg 0 5 02
10  4-Aminoazobenzene ESI* igg i Ig; 26 ig 0.2
11 Biphenyl-4-ylamine ESI* i;g i 123* 30 gg 0.2
12 Benzidine ESI* 122 i igi* 54 ;2 0.2
13 1-Methoxy-2,4-diaminobenzene  ESI* 123 i igi* 14 12 0.2
14 6-Methoxy-m-toluidine ESI 122 i 132* 32 ;g 0.2
15  4-Methyl-m-phenylenediamine ESI 132 i %88* 30 ;(6) 0.2

ST g

%¥6F 0 2T7F
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PEF R W OPIHI SR T

£ & H)
5 % T I — ‘* f - iﬁf; fﬁ? LR
o W BSR4+ (mfz) > b ~ (nglg)
A ¥ 4 () V) &)
16 1-Naphthylamine ESI i:'j ; %?7* 24 gi 0.2
17 2-Naphthylamine ESI* ijj ; %?7* 24 gi 0.2
T
19 o-Toluidine ESI* 182 g 22 16 S0 02
o T BE w4
21 p-Chloro-o-toluidine ESIT 1o z ig; 30 22 2
22 4-Chloroaniline ESI* gg z fi’l 32 ié 2
23 5-Nitro-o-toluidine ESI* igg i 387* 28 12 20
24 1,5-Naphthalenediol ESI igg i Eﬁ 30 gg 20
25  27-Naphthalenediol ESI igg i igg 30 ig 20
26 1,7-Naphthalenediol ESI igg i igg* 30 ;2 20
27 2,3-Naphthalenediol ESI igg i i;g* 18 ig 20
28 1-Naphthol ESI* 1122 ; ;f 50 ;é 100
20 2-Naphthol ESI* 1122 ; iig 50 12 100
A
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