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Study of the testing method of specific aromatic amines derived from azo
compounds contained in textile products (2)
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TYVYRNE, MHER R R ORIl SN
RO 12 TH Y, WH T 3000 FEH LA AL < M &
NTwa, 7VEE, ZTofbEfEd T Vs
(N=N-) 2 LTBY, BHNOME, FEETEITD
s, HEBET I VEERT 5.

AEWEZ AT HRER OB 2 EHE2
FHE2HOYHEZ D LB A (LT [B4A] Ev)e) &°
P2THEIC—HEOE SN, FHEET I DI B, FEDBA
WXIFZFOBENPRMEIN T 52458 (DL 4
FEBET I V] Ewvde) 25 FrizlCEsICive shi.
COZEDNRLRBIIBNTH 7 VYEE &R OB
kil % ¥ 2 5 720 OB 217> TWw b,

NERL, HEWHZEHT HREMSOBIHIZES
B AT HA (B4R AEE 5534 5.) MEE]L
WORENT VB A, BBRIFMIIZ S - TlE, JIS L 1940-
1V (LT TJIS] &v9o) 2B, BENRET I~
DR Z o ENE L, JISISHE S Twv 2 mY
REqz L TWb I a2l T 5% E, RBEBEFIHE
MERTZZERDENT VS,

AKETIE, KL Y 7 LEE, MTBE =12 ]IS
POEHET L &G EBEFIHOWRIZ X 2 BIEROH
LEBE L7ze F72GC-MS JL O"HPLC & H v 72 il 72k

TZ\)O

2 FHik
21 HE ZEERRUHRESHRHERESE
PR LBV, b, PEEEERGRINEE, BiE1T
BHIO L B Y 50 pLICZEH L7z,
22 FEBERUVBIESRH
FiE - H A7 ux b7 g 7EEGHE (GC/MS) : BE
B2 oLBY
ks o~ 757 (HPLC) : HAY x —
% — X% Alliance2695
GC/MSHIE LM+ Y D& B
HPLCHIZESM: - 1oL B
2.3 ApnEYREER
MMER S A g, BN 2 7 ERIR IR L
THMLEREZ KD 5 5 (DUF TamEGRER 1] & v o),
T ORAAME S it % F A 720 eNPGRER (BAF [asin G
B2l L)) OMEETo 72,
2.3.1 FHINEYRELES 1
WX 10 pL/mL, SRAHEEIE5 mL, 5 Ewh
BEIX2 uL/mL & L, S5HOTREEE T 72, H5»
Lo L7z 7 = v BREAH 15 mLiC X%/ —)V2 mL
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BINA 7RO R B R A A d i L, B R
L7 GDOBIEERIT - 720
232 HRIMENREER 2
SEAREDME R S TR WRHERLY, (e ) 1.0
g% REHCH W72 IRMEIX10 pl/g, RAHE X 10
mL, HEERPEEIZ]L pg/mL & L, 2B OP17 5k
AT o720 WAHIISIMAEER AW A RIL, 520
O L7227 = VMR E 15 mL& A% /=2 mL%
MAT, B (R LR BROBIEZ 1T 720

3 BRRUEZE
3.1 ARINEMREER 1
PR 128 T JIS THUE § B IR Z K L o724
B (2,4-diaminoanisole (No.12) 4,4-diaminodiphenylether
(No.17), 4,4-methylendianiline (No.18), benzidine
(No.19), 4,4'-diaminodiphenylsulphyde (No.23),
3,3-dichlorobenzidine (No.24), 3,3'-dichloro-4,4'-
diaminodiphenylmethane (No.25)) 23&ho7z7z, 71
TR AT DR E T VA OTE N HE OGS E 4T 5720
9, 7T UIRBERROMmMBETIC X 2 BB L MRS

%1 HPLC BIES&H4

A7z, 70 TR L 727 = & BRRR Al 2 OS24 12
Mz, 70 CoKEH T—ERE MRS, KifrH o RIS
BEIIRA Y 7 =V R OINHR SRR 2 I R 7236
D EIER & KBS TRBRDOEAE 24T - 72556 DRI 2
W L7z ZOREE2ITIRT, MILHELEDIE % 70
CIRELZ LI L A HIPEEON FIER S, \ILERIC
WE L2 2EMIMIIH B LEZ NI,

WIS, BEEOTRTHREIZ L B2 RS 5720, it
TR X B HIROREK 2T 720 TORERE K3
R o WO T HEEAHIGERICR E B L TWwiz,
R, WA ST oW 2B EI750 /min & ) D
LIZBW707 /min & L7z 703 /min LT TlE, £&To
PWE ORI JIS THE S 2 BIPERZ ER L 72012
LT, 707 /mini#8Tl¥, 24-diaminoanisole (No.12),
44'-diaminodiphenylether (No.17), 44-methylendianiline
(No.18), benzidine (No.19), 4,4-diaminodiphenylsulphyde
(No.23) 2SJISTHET L WHINERZ W2 S B oz &
O FHREIET ELE AT AL THICERTET
FIEFMMET L2 E 2 ON/z720, LT OMEIX70
i /min LL T CTI7 5 720

PN Agilent & Zorbax Eclipse
XDB-C18(4.6mm ¢ % 150mm,3.5um)

HSLGEE 32°C

R PDA
KE 240, 280, 305, 380nm
EAE 5uL
ZEIME A YoBEZIKFND L 0.68g ZKITAML
1000mL &L, SR IZAZ/—)L 150mL Z A0
A A1)
% EHE B A=)l
BEMEIE
B (53) ZEIHE A(%) #EIHE B(%)
0~275 100—5 0—95
27.5~30.0 5 95
30.0~30.5 5—100 95—0
30.5~40.0 100 0
iR
BEFE (99) FaE (mL/min)
0~27.5 0.6
27.5~30.0 0.6—2
30.0~31.5 2—0.6
31.5~40.0 0.6
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xK2 HFMEUNEER1 7 I EBEEEREER

B4R (%)
No. E% Kisto Kinpe ISEIE
RICBHE REEHF ’
(<R (S0
1 aniline 115 111 70
2 o-toluidine 117 109 50
3  2.4-dimethylaniline _
4 2,6—-dimethylaniline 86 9
5 o-anisidine 89 81 70
6  p—chloroaniline 90 84 70
7  2-methoxy—5-methylaniline 88 80 70
8  2,45-trimethylaniline 89 79 70
9  4-chloro—2—-methylaniline 90 81 70
10 1,4-phenylendiamine 6 0 -
11 2,4-diaminotoluene 57 42 50
12  2,4-diaminoanisole 11 13 20
13  2-naphthylamine 76 74 70
14 2-methyl-5—nitroaniline 0 0 -
15 4-aminobiphenyl 103 82 70
16 p-phenylazoaniline 2 3 -
17 4,4’ —diaminodiphenylether 57 54 70
18 4,4’ —methylendianiline 74 62 70
19  benzidine 71 62 70
20  2-methyl-4—(2—tolylazo)aniline 3 3 -
91 4.4’ -diamino-3,3" -
dimethyldiphenylmethane 84 73 70
22 3,3’ —dimethylbenzidine 85 76 70
23 4,4’ -diaminodiphenylsulphyde 72 Bb) 70
24 3,3’ —dichlorobenzidine 95 80 70
95 3,3" =dichloro—4,4" -
diaminodiphenylmethane 94 82 70
26 3,3’ —dimethoxybenzidine 89 78 70
RERL
%3 RIMEYNGEER1 B ERELEERER
EARE)
(n=5)
JIS b
N ES BUEE mHEE gy
70i#/min 70 /min
nE LT
1 aniline 113 124 70
2  o—toluidine 112 122 50
3  2,4-dimethylaniline _
4 2,6—dimethylaniline 80 ot
5 o—anisidine 82 90 70
6  p—chloroaniline 85 94 70
7  2-methoxy—5—-methylaniline 82 91 70
8 2,4 ,5-trimethylaniline 81 93 70
9  4-chloro—2-methylaniline 82 97 70
10 1,4-phenylendiamine 0 0 -
11 2,4-diaminotoluene 51 98 50
12 2,4-diaminoanisole 14 29 20
13  2-naphthylamine 73 92 70
14 2-methyl-5-nitroaniline 0 0 -
15  4-aminobiphenyl 84 97 70
16 p—phenylazoaniline 3 0 -
17 4,4’ —diaminodiphenylether 57 75 70
18 4,4’ -methylendianiline 63 717 70
19 benzidine 66 74 70
20  2-methyl-4-(2-tolylazo)aniline 3 0 -
21 4,4’ —~diamino-3,3" -
dimethyldiphenylmethane 75 95 70
22 3,3’ —dimethylbenzidine 78 91 70
23 4,4’ —diaminodiphenylsulphyde 61 71 70
24 3,3’ —dichlorobenzidine 84 95 70
25 3,3" —dichloro—4,4" -
diaminodiphenylmethane 82 96 70
26 3,3' —dimethoxybenzidine 86 87 70
RIERL
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3.2 AHNEYNEER 2

FER A K 4ITRT 5 44 -diaminodiphenylether (No.17),
4,4 -methylendianiline (No.18), benzidine (No.19),
44'-diaminodiphenylsulphyde (No.23), 33-dichlorobenzidine
(No.24), 3,3-dichloro-4,4’-diaminodiphenylmethane
(No.25) 2%, JISTHIET HEIERE Wz S G olze 7
T ADLOENERTHAH MTBE % 80 mL 2590 mL 2
L, R AL 72& 2 A, 44-diaminodiphenylether
(No0.17), 4.4-methylendianiline (No.18), benzidine
(No.19) OADHEME A2 S hhoize TNHD3Y
TiE, BmHEES70H /minBoOYE THIBERPENY
BThY, #I72WAELRTL, 7750058808
MEIELZEPFH LN LRSI NG, 5%, HITH
IMHE AN S FOREH 2T 2L &7 5,

x4 FHMEUREER2 BER

3.3 mERRHEER
3.3.1 GC/MS:BxE

WD ScanlED h—F VA F T ruax b T T A
(TIC) ZB1IC/R T o imMNEGRER2 (2 W 72 Brfk &
Scanilll 5 L 72 £ & A, 14-phenylendiamine (No.10),
2,4-diaminoanisole (No.12), 2-methyl-5-nitroaniline
(No.14), p-phenylazoaniline (No.16), 2-methyl-4-
(2-tolylazo) aniline (N0.20) LSO BEIIFHEMH O~ A
ANRT PVE—HT DI EWHERTE 720 MERTE W
24-diaminoanisole (No.12) & BHIILE 2320 % FEE (JIS
THAET 2 HILED20 %) Th Y, HRICIEAEMRE
TH 530 pg/mLAFENTWBEEEICBIT SETLELT
D EPERAE N2 Scan Ml TIXIREA R L 2D, <A
ARY PVO—HEMRET LI EPHETH o720 51k

B4R EE (%)
(n=2) %=
migy SELRE
No. MEL 703/ min AT ’
MTBE MTBE
80mL 90mL

1 aniline 116 119 70
2 o-toluidine 117 119 50
3  24-dimethylaniline _
4  2,6-dimethylaniline 87 %0
5 o—anisidine 87 91 70
6  p—chloroaniline 85 92 70
7  2-methoxy—5—methylaniline 89 92 70
8 2,4 5-trimethylaniline 88 91 70
9  4-chloro—2-methylaniline 80 90 70
10 1,4-phenylendiamine 27 32 -
11 2,4-diaminotoluene 75 77 50
12  2,4-diaminoanisole 21 21 20
13  2-naphthylamine 73 80 70
14 2-methyl-5-nitroaniline 0 0 -
15 4-aminobiphenyl 80 92 70
16 p—phenylazoaniline 0 0 -
17 4,4’ —diaminodiphenylether 53 54 70
18 4,4’ -methylendianiline 53 53 70
19  benzidine 56 59 70
20 2-methyl-4—-(2—tolylazo)aniline 0 0 -
21 4.4’ —diamino-3,3" —

dimethyldiphenylmethane 71 73 70
22 3,3’ —dimethylbenzidine 70 74 70
23 4,4’ —diaminodiphenylsulphyde 65 70 70
24 3,3’ —dichlorobenzidine 56 74 70
25 3,3" —dichloro—4,4" -

diaminodiphenylmethane 66 77 70
26 3,3’ —dimethoxybenzidine 79 84 70

RIER
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&, MBS OB SO P LELEEZ SN b, KIZ,
l4-phenylendiamine (No.10) 1%, HEH" > Ty T & A
ERIENTES T, MLHOBRETHH SN TS
MM EmnwEEZ b/, 72, 2-methyl-5-nitroaniline
(No.14), p-phenylazoaniline (No.16), 2-methyl-4-
(2-tolylazo) aniline (N0.20) 1%, JISTHEINEKSED 5
NTWZWIETHY, FilETEITINGHEINGT:
O I NV EHENSI NG, &b, EERZRINLT
W WK BTALER L 721, JRHEMEIC 22 5 X ) IHEH#E
UMEScanllE L2k 25, &TOWE TR O
NAANRY MIVE =B B I ENPMRTE 72,
3.3.2 HPLCHEE
WESEMIRIOLBY BE LTz, BiERO 7 v~ b
75 LEK21ZRT s 2-methoxy-5-methylaniline (No.7)

v TUEE S5NS Scan Std 2ppm

L 3,3-dimethylbenzidine (No.22), 24-dimethylaniline
(No.3) & 2,6-dimethylaniline (No4), 2,4,5-trimethylaniline
(No.8) & 44-diamino-3,3-dimethyldiphenylmethane (No.21)
EE =2 D508 L o 7o PREFIER & T2 L C
WX AR Y PIVaRRERRL 72 25, 2-methoxy-5-methylaniline
(No7) & 33-dimethylbenzidine (N0.22), 24,5-trimethylaniline
(No8) & 44-diamino-33-dimethyldiphenylmethane (No.21)
X ZFNZFNHER T X 725 24-dimethylaniline (No.3) &
2,6-dimethylaniline (No4) (&, X FIVIE1HEDAHIEL
LRGSR THY, s ux b T T A LTOSHEDSHEE
7 b2, AT bV MR <, HERRAYEE L 205 720
G, BOMOBE R RESEGZEE T L5, E—2
DD 72D DOREZIT) 2 & EF b

POTHSL] TIO - 3540586 - 0
9,10« 15
30607 7.84 13¢
g 18,190
22¢
2o e, 214
208407 1o G 9.
20+
11 4o 16+
174 26+
24
106407 12+
234
o U AL |-
RT=-> 1000 1200 1490 1800 1000 200 200 2400 200 20

K1 2 ug/mLBEEEERDGC/MS 7O% ~5 5L (TIC)
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T T e o e L L e e e e e e e e S E e
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i N Ot B B Y B B |
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4

X2 10 ug/mLiEAEBEZRDOHPLC 707 Y Z 4 (A:240 nm, B:280 nm , C:305 nm , D:380 nm)
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4 F£E®

MAHER G 2 D 2 WIRINEPGRBR T, 7720560
R % 709% /min (900 pL/min) BLTFIC§ 52 &I
L0, JISTHE SN TS HIEE 208 4T TER
L7zo L2oL, #HERS 2 V723 mlGAER ik, 6
WEPNSOHEMZ#7- X3, 77 200 0oEHEE
WP LTYH, SWHPHEMEE W2 S oz F72,
HPLC DRI BT, Y= ASE % V) 558 & O
BT R TR OWED2LWED > 720 5k, BIRHED
MEHC & 2 WEEom b, RHEZRABTOEY -7 0
FEAWRRIC RS L9, BMETLTWwWZEET 5,

X ®

1) JIS L 1940-1 : 2019k 3 5 - 7 v s KISk O Ff 2
FEET I v OERTTE

2) A e, T, Mk RS Fidkab X, Wl
MEDS  MMEESICE TN T LA WHRORE
FEBET I ERBRE oM, WILRRES R v
& —4EH, 43, 125-133, 2019

3) BRMTES, NRFEE, KINESE, EHHEEH 7%
FHCHIR T 2 2MOREEFHEIRT I ¥ OB
% MR OGS, KB I e i 4k, 1,
8592, 2017

4) KFRHFZ  FEMGO T LW oREBRLE, HiH
Bl aRE Y v & —4EH, 19, 3751, 2016

5) FHEMZET, WFRILT, WIEAWE, SEARLL,
PHHGEW : BB EA EWE [ 7 LEw] ofle
ik oME, KoBEfAERENIE Y v & — ]
45, 3741, 2017

6) LA, FHERAER, AR R MR X O
B o7 VYR RO ET FET I v H O
W7o~ 797 4 —%& 7RI T %
Beas, T B S N A A A AR ZE T R, 132, 57
66, 2014

EILRREREE > 2 —FR

85



