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Textiles—Determination of prohibited or restricted dyestuffs—

Liquid chromatography-high resolution mass spectrometry method
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g m BRARBANNE RERIE-SOHRIE

ER:ERAXHHMARNAERLEE TENSSBRAW . AXXHHRIEHAA RN R 2
EREARERMELSNZEMBREER, FRIEFEERBXEARENFZMT

1 el

ARSI T R PO (8- 70 HE R 55 (LC-HRMS) M58 i 205 53 FhAR R F ekt 50
Jiik

AR E T 2 NG LG40 dh o
2 FEMsIRAxHt

BT AR R P A I S AR A 51 AL AR SR AN R SR e, HIUI 51 A

SO, A% H S B RRCA & T A SO AN HHR ST SO, iR (s fEBes)
EH A

GB/T 6682 73 Hi7 S5 % HI /K AUAg A58 77 12
3 ARNIBFEX
R T B E AR RE Lo
JRIE

SN

DL IE - K IS BN B BB AT IR AT DGR B, B EyE ARG, QIR uE, FOR (1 -
EHERIE (LC-HRMS) W%E, AMrikE .
5

7RI H

B RGN, BT RRFIS N b al. AKCNTF A GB/T 6682 FUAE I — K .
51 ¢l taika,
52 HIEE: fikal,
53 mkmE: At
54 Lg% Bikal.
55 HR: ik,
5.6 CLFEREIKET (5 mmol/L) : FREL 0.385 g LMR%: (5.4) HI/KIEME, ¥ # A 1000 mL A=,
K EZR
57  CPREGKIEI (5 mmol/L, & 0.01%MH M) : FREL 0.385 g L&k (5.4) MKW, A 100 pL
HER (5.5) , #EZE 1000 mL FEMF, HKER.
5.8 MERE-ZAIEM (1+1, R o SEARFNELE (5.3) FUKERE, RAFTEREBEER .
5.9 HWE-KEB (+1, AR o SR HEE (52) AUKER.
510  MERE-FEE-KIEHR (5+45+50, MRFRLELD © EHU S0 mL AkEE (5.3) . 450 mL FEE (5.2) | 500
mL 7K, B2,
511 53 MpgukbbriEit: JLFHSR A
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512 ARl A T : MERAPRIOE S GBI ARE &, PR S A B2V 790V AR I 1) RSO 280k P2 100 ~ 200
mg/L FIARERE VB . 1E-18°CUKFR B LRAE SR AE T AR SV A B0W N 12 41 H o

VE S0V R R AR A e VA AT, S A O P L R VAR
5.13 IREARAETR AW : HEMRBOE R HERE SR, e - EE- KA (5.10) BB IR E N
2 mg/L [PRAFRHE RV o 75-18°CUKFE HEYE ORAF 264, TR A b N A 8008 1A H -
5.14 RAIRE TAEEI: HRYE T ORI A A Ak o (8]0 F e - FR - KV (5.10) Bk, i
B RS IR TR A b AR . B BLAD .
6 NEEFIRE
6.1 VAL PR (LC-HRMS): Bt HLE 55 2 7K (ESD.
6.2 IKIBIRG % -
6.3 BEFEFEAIM: 40 mL WhERE CARIUMOIERFD.
6.4 HWTFRF: EE 0.01 g 0.1 mg.
6.5 TRSFLIENE: 0.22 pm, VIR LN .

7 DWHER
7.1 RAERIHIFFIERER

BURFRMERE S, BTRZ) 5 mm x 5 mm [IREF, TR2T. MEFFRE 1 g CRERZE 0.01 g) FEM T 40 mL
P (6.3) T, I 20 mL MERE-KIB-A VW (5.8), 95°C/KIGHEY (150 r/min) #2HL 60 min. 32
e e, AHEER, W EERHPRE-/KIEAER (5.9) FF 10 %, i 022 um #FLIEMEE, £F
A BRI
7.2 {XEENE
7.2.1 (UBHTEH

TR 45 RS P AR NS AR ok, DRI A T e AR A ) il 24, R TR 412
OGN B SE .

7.2.1.1 HHEGERYE

a) fi%HE: CAPCELL PAK UG120 Cis", 3 um, 2.0 mm x 100 mm, BAH>4#;
b) JishA: EE TR A A S mmol/L ZERHE /KN (% 0.01%FR) (5.7), B NZLAE (5.1);
FE TR AN S mmol/L ZFREKIEI (5.6), BNZIE (5.1). IE. HB 72U T v i AR
FAEE, LR 1;
¢) Mi#: 0.25 mL/min;
d) FFEARFA: 5 uL;
e) fid: 30 C.
x 1 BEBMAE T

i} H] /min TENAH A% s B/% A5 5
0 90 10 —
5.00 10 90 58
10.00 10 90 —

) CAPCELL PAK UG120 Cis il iy H A BB AR R BLNRT fh 4 . 45 X — (5 BN T I AR 1 3
FHAFIRRAZ S BT o AR E AR fh B A M R BRCR AT A A B4 207 i

2
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10.10 90 10 2k
15.00 90 10 —

7.2.1.2 BN PHRIEEHS

a) BTUR: HmES EUE
b) AR I AE TR, R,
o) AR —ZA4ad (Full Scan) + ZZHFRAMBIMES R (DDAD 8L Z 84 Ot 41 4

(DIA);
d) HARFE A2 LM% B
7.3 EMSH

£ 7.2.1 BGOSR N, & GURHR S R TR B i E g 2 DL S ¢ R C1 R
C.2, BURMLEDMIRIASE TR E T RER 25 S I B F10ER B, MR LI
R, AT ) S B S TP A AE XS N ZE IR ARl (1) FF V8 VR 1) Eo it e £ B I TR) 5 bbb o AR VA R
— 8 (FVHmZE/EL0.1 min AAD; (2) MR A misE S Fa s Hihs rmedb—
NPT, HFREMERE<S ppm CHFATEL/NT 200 B, & HERFE<l mDa); (3) FEMERT
o AL G S IE ) SIN=3 (U SRANEAERE &, Wil iE i 2068 5 ANESHHD .

7.4 EEDH
7.4.1 BOEMZ

FRAEAG I 75 B, {5 bR vl AR M HEARE,  DARRvE LA U5 IR FE AR AR bR, DALYk e &
FH AT B 7 1 5 il B T RN AR bR, 2 iR v fh 2k
7.4.2 R@NZE

A5 B 3R, RAS 5 B WA B O o i (i PR T A o AR 0 A v o 2 1 40 ) 4l A
BGeREa,  FrIIEEIR R G i i SR S AE A 284G I ) s il 58 2o VB 2 P, R A 2 Y ] )
I AR N 5 94 P AT 3 241 RO R S TR AT 0 #T .
7.5 BRI

e ERFW i S = R A
8 ZRitE

WEE AR ek & X (D) . IPEERENR S A

X = (1

m

EVCLF
X PR ZERR A e & &, v 2w BT (mg/kg);
c MHE i AT B QORI L, SR A2 e 8T (mg/L);
4 UREE AR, AN 2=TE (mL);

m —— AR R, B8 (2.

9 EER. IWRFMBEE

9.1 EEIMR
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ATT VL E IRV E N 0.01~10 mg/kg, SRS LI D,
9.2 EYE

Z K E.
9.3 BEHEE

TE95% MBS KT, ER—ERE, HE—HEEMEHMERS, AR E T, T
oI R P 5K [ — e 0% A BB ST AT IR, SR A B R O ST R 2 SR ) A0 ZE (B N A KT IX
AN AR VA SME T 15%.

10 RIEIRSE

ISR 2D gy R IR P2
a) AT

b) FE SRR AR

o) KHAMAERFTTES

d) WHRLE R

e) AT A B AR S 4T s
) 5 H .
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M % A
(FSEM)
53 MEEPR A sl

& A1 S3IMREHLEYEXER

R FRRL Y | WY i i
Fg 7 FR el

HSC AR YL AR (C.I. No.) (CAS No.) afifig
1 4T 26 Acid Red 26 16150 3761-53-3 C1sH14N>0S:-2Na 70.0% FH
2 BRYEZL 114 Acid Red 114 23635 6459-94-5 C37H2sN4010S3-2Na FH
3 FRPE% 49 Acid Violet 49 1694-09-3 C39HaoN306S2'Na 90.5% FH
4 B 05 26 Basic Blue 26 2580-56-5 C33H3N3-HCL 73.0% FH
5 WPt 4 Basic Green 4 569-64-2 Ca3H24N,-HCI 94.0% FF
6 Tl 9 Basic Red 9 42500 569-61-9 CioH7N3-HCl1 94.5% FH
7 Bt 28 1 Basic Violet 1 8004-87-3 C24H27N3-HCI1 80.0% B
8 BREEE 3 Basic Violet 3 548-62-9 CasH2oN3 HCL 87.4% A i
9 Ttk 4% 14 Basic Violet 14 42510 632-99-5 C20H19N3-HCl 30.0% B
10 BE ST Basic Yellow2/ 492-80-8 C17H21N3 98.3% FH

AR 34 Solvent Yellow 34
11 B 38 Direct Black 38 30235 1937-37-7 C34H25Ns07S:-2Na 52.0% B
12 B 6 Direct Blue 6 22610 2602-46-2 C32H20N6O14S4-4Na / F
13 B 15 Direct Blue 15 2429-74-5 C34H24N¢016S4-4Na 44.0% FH
14 B 95 Direct Brown 95 16071-86-6 C31H;5CuNg0sS-2Na 80.5% FH i
15 B 28 Direct Red 28 22120 573-58-0 C32H2:N6O06S2-2Na 97.0% FH
16 Sy 1 Disperse Blue 1 64500 2475-45-8 C14H12N4O, 82.8% FH i
17 Sy ELE 3 Disperse Blue 3 61505 2475-46-9 C17H16N203 20.0% utt_ﬂ;?:;k
18 Sy 7 Disperse Blue 7 62500 3179-90-6 C1sHisN>O6 78.0% FH i
19 SYHLEE 26 Disperse Blue 26 63305 3860-23-7 Ci6H14N>04 100.0% B
20 56524-77-7 CisH12N204 MnE : 7K

3 HE 35 Disperse Blue 35 99.0%
21 56524-76-6 Ci6H14N204 =1:1
22 Iy BRI 102 Disperse Blue 102 11945 69766-79-6 CisH19N504S 100.0% B
23 SrHUE 106 Disperse Blue 106 111935 68516-81-4 C14H17N503S 99.0% B
24 B 124 Disperse Blue 124 111938 15141-18-1 C16H19N504S 99.0% B
25 SrEEE 1 Disperse Brown 1 11152 23355-64-8 Ci6H15CI3N4O4 94.7% FH
26 Iy HUE 1 Disperse Orange 1 11080 2581-69-3 CisH14N40, 96.0% A
27 Iy 3 Disperse Orange 3 11005 730-40-5 C12HioN4O; 90.0% FH
28 3 HE 11 Disperse Orange 11 60700 82-28-0 CisHiNO; 95.0% FH i
29 | 4hHHE 37/59/76 | Disperse Orange 37/59/76 11132 13301-61-6 Ci7Hi15C1aN502 96.0% FH i
30 I3 B 61 Disperse Orange 61 111355 55281-26-0 Ci17Hi15BNs0 99.0% FH i
31 I HRE 149 Disperse Orange 149 85136-74-9 C25Ha6N6O3 96.0% F i
32 Iylar 1 Disperse Red 1 11110 2872-52-8 C16H1sN4O3 95.0% B




GB/T XXXXX—XXXX

&x™ A1 (ED
asll FRRGS | S LN
o AFR A
IR S BE LR (CI.No.) (CAS No.) g
33 Iy 1 Disperse Red 11 62015 2872-48-2 CisH12N20;3 87.0% Gl
34 YR 17 Disperse Red 17 11210 3179-89-3 C17H20N404 99.0% I
35 IR 60 Disperse Red 60 17418-58-5 Ca20H13NO4 96.8% FH i
36 IrEer 151 Disperse Red 151 61968-47-6 C27H2sNs0sS 98.0% Hkhleﬂ(
37 Iy B 1 Disperse Yellow 1 10345 119-15-3 C12HsN30s 80.0% R
38 YR 3 Disperse Yellow 3 11855 2832-40-8 Ci5H1sN302 96.0% FA
39 Iy R 7 Disperse Yellow 7 6300-37-4 Ci9H16N4O 94.8% R
40 IYERTE 9 Disperse Yellow 9 10375 6373-73-5 Ci12H1oN4O4 96.0% R
41 Iy 23 Disperse Yellow 23 26070 6250-23-3 CisHisN4O 99.0% I
42 Ay EUEE 39 Disperse Yellow 39 12236-29-2 Ci7H16N20 99.5% FA
43 AR 39 Pisperse Yellow 39 56208-37-8 CisH1aN20> 99.4% FH i
BARY surrogate

44 DHFE 49 Disperse Yellow 49 6858-49-7 C2»H»N4O2 98.9% A
45 SR 56 Disperse Yellow 56 54077-16-6 C21H5N502 94.0% FA
46 B 56-F3E | Disperse Yellow 56-methyl 73287-67-9 C22H17Ns02 90.0% Httf:;k
47 TR 1 Solvent Yellow 1 11000 60-09-3 Ci2HiN; 99.1% R
48 T 2 Solvent Yellow 2 11020 60-11-7 Ci14H1sN3 99.5% R
49 B3 3 Solvent Yellow 3 11160 97-56-3 C14H1sN3 99.5% R
50 B 14 Solvent Yellow 14 842-07-9 CisH12N20 99.0% R
51 W 018112 Navy Blue 018112 118685-33-9 | C39HxCICIN;012S-2Na | 89.0% Gl
52 K BT Michler's Ketone 90-94-8 Ci17H20N20 99.0% FA T
53 KA Michler's Base 101-61-1 C17H2N, 98.9% I

TE: SRV T T RENS ) S A P AR S, RS R S G PR AR S A
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Mt & B
(FERME)
53 Fhsfef) LC-HRMS &3 & 42

B.1 —iRFAS#EZ: R=70000 (FWHM at m/z 200).

B.2 RO HEZER: R=17500 (FWHM at m/z 200).

B.3 —R2FEHETEE: m/z 150~1000,

B.4 R DIAFIESERE: FREEMO:75~205 m/z. 195~305 m/z\ 295~405 m/z. 395~505 m/z.
495~1000 m/z.

B.5 MiEHE: EETFERN3.5 kY, aBEFENA-2.9 kV.

B.6 iEFRHE (S-lens RF level): IEEBFRN A 50 V, ABEFERHA-50 V.

B.7 EMERE: 320 C,

B.8 #45 (N,) EA: 2.76 X 10° Pa (BJ 40 arb).

B.9 HEIS (N,) i&E: 3.33 L/min (BN 10 arb).

B.10 EH{SEE: 300 C.

B. 11 fli1E4E: SEEMIEIFSMEE (HCD),

B.12 FfiffERESE: 20%, 40%, 60% (Stepped NCE E&HEE).

B.13 —#4f3H (RIAEF) RERIWEO: 5 ppm.

B.14 Hfth@BERILEHSM*EB. 1,

D ek A B B FTA) S EUE4E Thermo UltiMate3000 Q Exactive Focus A €0 1% 5 70 R G 52 e, bk
I ARG R S OUR N TS, FHARW R E K, SRbs A 23X F) KA S A .
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F B.1 53 MERNIRERIE. AIRBETFRFYETFEFSH
2 i 5 TR o \ AR T o ‘ FEE o \ AT o ‘ FEE
B Yokt K i !‘EJ A& 5 12 A fgi@rﬁ% FEP T I%i@fﬁ‘i% FEP) R I%ﬁ%bﬁ% FEP T I%i@bﬁ%
(min)  m/z H m/z H m/z B m/z

1 Btk 4r 26 EST- 3.03 [CisH1407N2S2 ] 217.01267 [CoH506S2]> 136.47693 [CisHsO6N2S2]> 205.99174 [C10H507821> 150.47438
2 fRtEer 114 EST- 4.76 [C37H2s010NsS31> | 392.04893 [C10H507S2]1> 150.47438 [C1oH505S] 236.98632 [Ca6HisO3N3]> 268.55622
3 Bk 49 ESI* 4.08 [C3sH4206N3S2]* 712.25095 [CasHuN; T 340.18082 [C31H303N3S]* 526.21589 [C2aH2aN3] 354.19647
4 B 26 ESI* 5.61 [Cs3H3aN3] 470.25907 [C3:HasN3]* 454.22777 [CasHaiNo 349.16993 [CasHi7No]* 333.13863
5 Ttk 4% 4 ESI* 4.71 [CasHasNo]* 329.20123 [CaoHaiNo]* 313.16993 [CisHsNT* 208.11208 [C2HisNT 285.15120
6 g AN ESI* 3.51 [CioHisN3]* 288.14952 [CisHIN, ] 195.09167 [Ci2H1oN]* 168.08078 [CioH1sNo]* 271.12298
7 WS 1 ESI* 4.95 [CasHosN3]* 358.22777 [CasHaaN3]* 342.19647 [CisH17N2]* 237.13863 [C22H2N2]* 314.17775
8 BPELE 3 ESI* 5.21 [CasH30N3] 372.24342 [CaaHa6N3]* 356.21212 [Ci7HiN,]* 251.15428 [CasHaaNo ] 328.19340
9 R 14 ESI* 3.71 [C20H20N3]* 302.16517 [C1aH3N2]* 209.10732 [CisHiNo]* 195.09167 [C1sH N3] 286.13387
10 | Bik3s 2/9 5703 34 | ESIY 4.07 [Ci7H2N;]* 268.18082 [CoHiN,]* 147.09167 [CsHNT 122.09643 [CieH1sN3]* 252.14952
11 FH%E 38 ESI* 4.13 [C34H2807NoS2]* 738.15476 [CeH/N2]* 107.06037 [CsH/NT* 93.05730 [CsHNT* 80.04948
12 BRI 6 EST- 2.44 [C32H21014N6S4]> | 280.33383 [CioHsO7N2S2 164.98137 [C1oH504NLS] 248.99755 / /

13 HEER 15 EST- 2.53 [C3aH25016N6Sa]>* | 300.34088 [CioHsO7N2S2 164.98137 [C1oH504NLS] 248.99755 / /

14 BPHF 95 ESI 3.58 [C31His09NsCuS]> | 356.50815 [CeH4O4NST 185.98665 [CioH120:N5] 314.09350 | [CsoHisO/NCuS]> | 334.51323
15 4T 28 ESI 3.48 [C32H2206N6S2]> 325.05266 [C10H603N2S] 234.01046 / / / /

16 SIHLE 1 ESI* 4.04 [Ci4H1202N4]* 268.09548 [Ci3H120N4]* 240.10056 [C1aH1002N5]* 252.07675 [CisHyON;s]* 223.07401
17 Sy HCEE 3 ESI* 4.62 [C17H1703N2]* 297.12337 [CisH02No ] 252.08933 [C16H1302N2]" 265.09715 [CisH11ONo]* 235.08659
18 Gy U 7 ESI* 4.23 [CisH1906N2]* 359.12376 [C1sH1104N2]* 283.07133 [C16H1405N2]* 314.08972 [C17H:505N2]* 327.09755
19 Iy B 26 ESI* 6.61 [C16H1504N2]" 299.10263 [CisH1204No ] 284.07916 [CisH1003Na]* 266.06859 [Ci4H1002N2]* 238.07368
20 SYHUIE 35a ESI* 5.99 [C1sH1304N2]* 285.08698 [C1aH1004N2]* 270.06351 / / / /
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& B.1 (8
i B IRE o ‘ AR T o ) FEE o ‘ AT o ) FEE
5 Gkl Bzt I 8] A B T2 A PRR T PR T2 R R PR T2 AR PRR T PR T2 It
(min)  m/z M m/z M m/z  m/z

21 430K 35b ESI* 6.79 [Ci6H1504N2]* 299.10263 [CisHi1204N2]* 284.07916 [CisHoO4NT* 267.05261 [Ci1sHoO3NT* 239.05769
22 L 102 EST* 4.77 [C15H2004N5ST* 366.12305 [C12H1sO2NT* 208.13321 [C1oH120N]* 162.09134 [CioHi13NT* 147.10425
23 SEE 106 ESI* 5.22 [C14H1303NsST* 336.11249 [C1iH16ON]* 178.12264 [CiiH180NT* 196.13321 [CioH12ONT* 162.09134
24 YOS 124 ESI* 6.00 [C16H2004NsS " 378.12305 [C13H2003N]" 238.14377 [CiiH1aNT* 160.11208 [C1iH16ON]* 178.12264
25 IIEER 1 ESI* 5.39 [Ci16H1604N4Cl3]" 433.02316 [C7HsNCIT* 153.02140 [C13HsO2N4Cl3]* 356.97074 [CsH20:N;3CLL )" 217.95186
26 SIEPE 1 ESI* 6.64 [CisHi502N4]* 319.11895 [CeH4O2N5]" 150.02980 [Ci2HuNT* 169.08860 [C12HoN,]* 181.07602
27 s 3 EST* 5.43 [Ci2H1102N4]* 243.08765 [CeH4O2N3]" 150.02980 [CsH4OT" 92.02567 [C12H1102N5]* 229.08458
28 TR 11 EST* 5.59 [Ci1sH1202NT* 238.08626 [C14HoOaNT* 223.06278 [C13HoON]* 195.06787 [CoHsONT* 160.03930
29 S ELRE 37/59/76 ESI* 6.39 [C17H1602N5Cl]* 392.06756 [Ci5sH1302N4Cla]* 351.04101 [C13HoO2N4Clo]* 323.00971 [CoHiINT* 133.08860
30 S EEE 61 ESI* 6.46 [C17H1602NsBra]* 481.96448 [CoH1102NT* 165.07843 [Ci15H1302N4Br]* 440.93793 [C15sH1402N4Br]* 361.02946
31 A3 HIRE 149 ESI* 7.29 [C25H2703N6]" 459.21392 [C22H1902Ng]* 399.15640 [C22H2103N6]* 417.16697 [CeHgN5]" 120.05562
32 LA 1 EST* 5.66 [C16H1903N4]* 315.14517 [CoHNT* 134.09643 [C13H1102N4]* 255.08765 [CeH4O2N;3]* 150.02980
33 JTERAL 11 ESI 4.69 [C1sH1103N2] 267.07752 [C14HsO3N2] 252.05404 [Ci3H703N] 225.04314 [C14HoO2N2 ] 237.06695
34 ELA 17 EST* 4.99 [C17H2104N4]* 345.15573 [C1oH14ONT* 164.10699 [CioH130N-]* 177.10224 [C14H1302N4]* 269.10330
35 ELAL 60 ESI* 6.71 [C20H1404N]* 332.09173 [C14HoOsNT* 239.05769 [C20H1203NT]* 314.08117 [C13HgOsNT* 226.04987
36 A3HLLL 151 ESI* 7.18 [C27H2605NsST" 532.16492 [C22HisON4]" 351.12408 [Ci6H100ON2]" 246.07876 [C25sH2203NsST* 472.14379
37 IEUE 1 ESI 4.96 [C12HsO0sNs] 274.04694 [C12HsO4N2] 244.04896 [C12HsO2N5] 226.06220 [CsH4O3N3] 166.02581
38 SrHLEE 3 ESI* 5.44 [CisH1602N3]* 270.12370 [CeH7N2]* 107.06037 [CsH10ONa]* 150.07876 [C7H3sON]* 122.06004
39 S 7 EST* 7.00 [Ci9H170N4]* 317.13969 [CeHsN2]* 105.04472 [CeH-O]" 95.04914 [C12HoN,]* 181.07062
40 S 9 ESI 5.03 [C12HoO4N4] 273.06293 [C12HsO2N3] 226.06220 [C12HgO3N3] 242.05711 [C12HoO2N2 ] 213.06695




GB/T XXXXX—XXXX

#z B.1 (&)

3 frEd RN BT YT BT
Fe Bkt - B (7] RN i G P T R Hit & TS T AR G PN T R Hit &

[N . " " " "

(min) M m/z ¥ m/z # m/z ¥ m/z

41 Iy EEE 23 ESI* 6.64 [CisHisON4]* 303.12404 [C6HsN2T* 105.04472 [CsH,0O]* 95.04914 [C12HoN,]* 181.07602
42 A EEE 39 ESI* 5.17 [C17H17ON2]* 265.13354 [C16H14ON2]* 250.11006 [C16H130N2] 249.10224 [C1sH10ONT 220.07569
43 | SrEREE 39 B | ESIY 5.62 [C1sHis02N,]" 291.11280 [CsHsON]* 130.02874 [C16H1102N2]* 263.08150 [C1sH10ONT 220.07569
44 B 49 ESI* 5.87 [C22H2302N4]* 375.18155 [C1sHeN5T* 238.13387 [Ci3HioN3]* 208.08692 [CoH1002NT 164.07061
45 rHELE 56 ESI* 591 [C21H1602N5]* 370.12985 [CsHeN3T* 120.05562 [CaHuNs]* 197.09475 [CsHeNT* 92.04948
46 ST S6-FIE | BSIT 6.52 [C22Hig0aNs]* 384.14550 [CsHeN3]* 120.05562 [CeHeNT* 92.04948 [Ci2HiNs]* 197.09475
47 syl ESI* 5.33 [C12H N3] 198.10257 [C6HsN2T* 105.04472 [C6H/NT 93.05730 [CeHs]* 77.03858
48 A3 2 ESI* 6.51 [C14H16N5]* 226.13387 [C6HsN2T* 105.04472 [CsHiNT 121.08860 [CsH1oNL]* 134.08385
49 W 3 ESI* 6.02 [CiaH16N3]* 226.13387 [C7HAT 91.05423 [C7HoNT 107.07295 [C7HoN, ] 121.07602
50 W 14 ESI* 6.88 [C16H130N2]* 249.10224 [CeH/NT* 93.05730 [C1oHsONT* 156.04439 [Ci6H 12N, 232.09950
51 FZEW 018112 ESI 5.09 [C39H23012N7CICIST> | 450.01150 | [CasHa0O12N7CICIST> | 442.49976 | [C3sH20010N7CICr]> | 410.51881 | [C3sHi3010N7CICIS]> | 404.97746
52 K EGH ESI* 5.54 [C17H210N]* 269.16484 [CoH10ONT* 148.07569 [Ci6H1sON2]" 254.14136 [C14sH12ON]* 210.09126
53 K B ESI* 6.48 [C17H23N,]* 255.18558 [C16H20N2]* 240.16210 [CisH1oN2]* 239.15428 [CraH1aN]* 196.11208

TE: RANES AR IAR S e BT (FE 7.2.1.2 M 2 BT A R 3R
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53 FhRAREA R LC-HRMS BB FRE GIEE

GB/T XXXXX—XXXX

RT: 3.07 -5.18 RT: 4.44 -6.87 RT: 3.67 -6.15
10 RT: 4.08 1003 RT: 5.61 10§ RT: 4.71
QE 90*: 90—
8 8 8l
o 7 @ 7! o 7
é 6 é 6 § 6
2 s 3 2 s
2 4 2 a 2 a4
& k] ]
3 3 3
20 2 2
1 1 1
O e T T T T 7 o T T T T
3.5 4.0 4.5 5.0 4.5 5.0 55 6.0 6.5 4.0 4.5 5.0 55 6.0
Time (min) Time (min) Time (min)
1. FR1%E%849 2. TR 26 3. WLk 4
Acid Violet 49 Basic Blue 26 Basic Green 4
RT: 2.53-4.70 SM: 7G RT: 3.99-6.17 RT: 4.17 -6.71
1023 RT: 3.52 10 RT: 4.95 10 RT: 5.21
9 E QE QE
80% 8 S| 8l =
g T g7 o7
2 502 35 3 5
£ w £ £
e = g @
30; 3 3
20% 20 20
10% 1 1
O T R —————— i — ‘ ‘ o o : ‘ ‘ 7 ‘
3.0 35 4.0 4.5 4.0 4.5 5.0 5.5 6.0 4.5 5.0 55 6.0 6.5
Time (min) Time (min) Time (min)
4. TRIELL 9 5. BRI 1 6. TS 3
Basic Red 9 Basic Violet 1 Basic Violet 3
RT: 2.79-4.85 RT: 1.72-6.93 RT: 3.17-5.25
103 RT: 3.71 mg RT: 4.07 10! RT: 4.13
9 E. 9 3 SE
8 = 8 8
@ 7 @ U @ 7
g s g LK
2 5 3 5 35
£ £ £
g g K
3 3 3
21 2 20
1 1 1
O—frrrrprreerrre LAk e T T O ey L e e L LA el MM At LM L ) Ll A e 0 LAk e T T LA A
3.0 35 4.0 45 2 3 4 5 6 35 4.0 45 5.0
Time (min) Time (min) Time (min)
7. W 14 8. WML 2R 34 9. E#:ME 38
Basic Violet 14 Basic Yellow 2 / Solvent Yellow 34 Direct Black 38
RT: 2.61-5.79 SM: 15G RT: 3.67 - 5.70 RT: 3.16 - 5.31
10? RT: 4.05 10 RT: 4.62 ﬂmi RT: 4.23
90; QE 90;
80; 8 8
s g7 o7
5 w0 L 56
2 507 E 2 s
5 407 5 4 3 4
I & &
30; 3 3
20% 20 20
10% 1 1
= . . ; - . : Ll L o R — ; L L
3.0 3.5 4.0 4.5 5.0 55 4.0 4.5 5.0 55 3.5 4.0 X 5.0
Time (min) Time (min) Time (min)
10. Z3#0iE 1 11, 4385 3 12. 7r80iE 7
Disperse Blue 1 Disperse Blue 3 Disperse Blue 7

% C.1

FRRER BRI BT RERILE (EBFE)
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RT: 5,55 -7.70 RT: 5.49-6.74 RT: 5.42-8.20 SM: 15G
101 6.79 10 10? RT: 6.79
93 QE 90—
8 80; 8
g7 g 73 o7
g 8 RT: 6.61 g 60; 'g 8
< 5 < 50 2 5
54 5 407 54
E e 3 E
3 30; 3
2 20; 2
1 1
T T T T G: T T 1 T T T T T T T T T
6.0 6.5 7.0 75 5.6 5.8 6.0 6.2 6.4 6.6 5.5 6.0 6.5 7.0 7.5 8.0
Time (min) Time (min) Time (min)
13. 7y H 26 14, 5#iE 35a 15. 4yl 35b
Disperse Blue 26 Disperse Blue 35a Disperse Blue 35b
RT: 3.88 - 5.66 RT: 4.30 - 6.22 RT: 490-7.15
RT: 4.77 RT: 5.22 RT: 6.00
10! 10! 10
i e e
80; 8 atri
§ o] 36 s
2 507 2 s 2 507
5 2 5 5 407
e 3 e e 3
30; 3 30;
20; 2 20%
10% 1 1[)%
[ e e freeey O Frrrrrererreey proeepree T e Fr T T T T
4.0 4.5 5.0 5.5 4.5 5.0 55 6.0 5.0 55 6.0 6.5 7.0
Time (min) Time (min) Time (min)
16. 4y HiiE 102 17. 435 106 18. 7yl 124
Disperse Blue 102 Disperse Blue 106 Disperse Blue 124
RT: 4.42 - 6.66 RT: 5.66 - 7.77 RT: 4.35-6.64
10 RT: 5.39 103 RT: 6.64 10 RT: 5.43
8l E| 80; 8l
g7 g ™7 g7
LR 5 607 5o
EE 2 503 2 s
5 4 £ 403 5 4
e e e
3 30; 3
2 20; 2
1 103 \
Oy T T T T o T T L T o T T T T T
45 5.0 5.5 6.0 6.5 6.0 6.5 7.0 75 45 5.0 5.5 6.0 6.5
Time (min) Time (min) Time (min)
19. Jr ks 1 20. 43R 1 21. ST 3
Disperse Brown 1 Disperse Orange 1 Disperse Orange 3
RT: 4.85-6.64 RT: 5.43-7.44 RT: 5.43-7.44
mg RT: 5.59 100 RT: 6.39 1003 RT: 6.46
E 903 90—
8 E 80 8
© K © 70 ® 7
S & S 60 S e
é 5 é(g 50 é 5
E 4 E 40 é 4
E e e
3 30 3
2 20 2
1 10 1
e M LT S s s e O e e O b T
5.0 5.5 6.0 6.5 5.5 6.0 6.5 7.0 5.5 6.0 6.5 7.0
Time (min) Time (min) Time (min)
22. Sy 11 23. Sy H 37/59/76 24. S 61
Disperse Orange 11 Disperse Orange 37/59/76 Disperse Orange 61
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RT: 6.40 - 8.07 RT: 4.84 - 6.70 RT: 3.88 - 6.06
,moa RT:7.29 10 RT: 5.66 101 RT: 4.99
90= QE 93
80 8l E| 80;
S 60 S 6 s etri
§ 50 é 5 é 50%
5 g 5 40
e e e 3
30 3 30;
20 2 20;
10 1 10%
ey prer e T i OLreprrerprre prerr et T i :‘ e M e e T
6.5 7.0 7.5 8.0 5.0 5.5 6.0 6.5 4.0 45 5.0 5.5 6.0
Time (min) Time (min) Time (min)
25. Sy HRE 149 26. MHIAL 1 27. AL 17
Disperse Orange 149 Disperse Red 1 Disperse Red 17
RT: 487 -8.78 RT: 6.12-8.33 RT: 4.38 - 6.67
101 RT: 6.71 100 RT: 7.18 10 RT: 5.44
QE 903 93
80; 80; 8l E
. 7‘% o 70% g 7
é 60% é 60; é 6l
<‘§ 50% é 50% é 5
£ £ ol £
g 3 BN E
30; 30; 3
20% 20; 2
10% 10% 1
O: T T T T T T T T E T ™ L T o T T T T T
5.0 5.5 6.0 6.5 7.0 7.5 8.0 8.5 6.5 7.0 75 8.0 45 5.0 5.5 6.0 6.5
Time (min) Time (min) Time (min)
28. JrHERAL 60 29. JrHERAT 151 30. 7yl 3
Disperse Red 60 Disperse Red 151 Disperse Yellow 3
RT: 5.86 - 8.08 RT: 5.69 -7.70 RT: 4.08 - 6.33
100 RT: 7.00 1003 RT: 6.64 10 RT: 5.17
903 90; QE
80 8 8
® 70 © 7 @ 7
g 60 § 6 é 6
é 50 é 50 é 5
2 2 2
i 40 'z_‘T‘: 4 T 4
e e e
30 3 3
20 2 2
10 1 1
[ T T T T T 0T T T L T 0—r T T T T
6.0 6.5 7.0 7.5 8.0 6.0 6.5 7.0 7.5 45 5.0 5.5 6.0
Time (min) Time (min) Time (min)
31, S 7 32. JriREE 23 33. 73 39
Disperse Yellow 7 Disperse Yellow 23 Disperse Yellow 39
RT: 4.32-6.10 RT: 4.80 - 6.92 RT: 3.79-8.25
10 RT: 5.17 10 RT: 5.87 100 RT: 5.91
QE SE 903
8 E 8 80
W7 T o 70
§ 6 ‘E‘; 6 é 60
25 e £ w0
% 4 E 4 ‘_25 40
4 3 @ 3 4 20
2 o 20
1 1 10
Oy T LA LN [ R s i s L s et B L e L) R L e R ) M A Ay A A
4.5 5.0 55 6.0 5.0 55 6.0 6.5 4 5 6 7 8
Time (min) Time (min) Time (min)
AN Rk 1
34. JXHGR 39- B 35. SN 49 36. 4 HIHE 56
Disperse Yellow 39-surrogate Disperse Yellow 49 Disperse Yellow 56

C.1 (&)
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RT: 4.87 -8.78 RT: 4.29-6.77 RT: 553 -7.72
10E RT: 6.52 10 RT: 5.33 1003 RT: 6.51
9 3 QE 90*:
80; 80; 807
§ 60% é 60; -é 60
2 50 3 503 2 50
= 407 5 40} 5 w0
e 7 e 3 e
30; 30; 30
20% 20; 20
10% 10% 10
= o Frre T
5‘.0 5‘.5 6‘.0 E‘.S 7‘.0 7‘.5 8‘.0 8‘.5 4.‘5 5‘.0 5.‘5 6.‘0 6.‘5 6‘.0 6.‘5 7.0 7‘.5
Time (min) Time (min) Time (min)
N VR X
37. sr LR 56-F 4k 38. WA 1 39. WA 2
Disperse Yellow 56-methyl Solvent Yellow 1 Solvent Yellow 2
RT: 5.14-7.21 RT: 5.89-8.23 RT: 3.69-7.92
10 6.51 10 RT: 6.88 101 RT: 5.54
o QE QE
8 8 E 8
@ 7 © 7 © 7
é 6 § 6 § 6
% E RT: 6.02 % 5 % 5
2 4 2 4 2 4
] S &
3 3 3
2 2 2
1 1 1
O e e T T T T T T T B T
55 6.0 6.5 7.0 6.0 6.5 7.0 7.5 8.0 4 5 6
Time (min) Time (min) Time (min)
40. ¥ 3 41. BRI 14 42. KIKHER
Solvent Yellow 3 Solvent Yellow 14 Michler's Ketone
RT: 4.35-9.00
101 RT: 6.48
-
8l
® 7!
§ 6
3 s
£
]
3
2(
1
O e e L s L L
5 6 7 8
Time (min)
43. KR
Michler's Base
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RT: 2.05-4.16 RT: 3.66 - 5.81 RT: 1.39-3.47
101 RT: 3.03 1003 RT: 4.76 100 RT: 2.44
QE 90; 9
8 80; 8l
87 g ] 87
LR 5 603 56
35 2 505 3 5
5 4 5 40 5 4
e e 3 ]
3 30; 3
20 20% 2
1 10% 1
eI I e 0 e e O
25 3.0 3.5 4.0 4.0 45 5.0 5.5 1.5 2.0 25 3.0
Time (min) Time (min) Time (min)
44. EME4126 45, FtE4 114 46. HEWE 6
Acid Red 26 Acid Red 114 Direct Blue 6
RT: 1.52-3.70 RT: 2.53-4.68 RT: 2.53-4.68
10 RT: 2.53 1003 RT: 3.58 10 RT: 3.48
QE 90; QE
8t 8 8t E
® K @ 7 ® K
5 o g6 5 o
2 s 25 2 s
2 a 2 4 2 a
k] ] k]
3 3 3
2 2 2
1 1 1
o T i ey T e ¥ e i O ey T T ; T T T
2.0 25 3.0 3.5 3.0 3.5 4.0 4.5 3.0 3.5 4.0 4.5
Time (min) Time (min) Time (min)
47. H¥EE 15 48. BL¥EFR 95 49. B4 28
Direct Blue 15 Direct Brown 95 Direct Red 28
RT: 3.64 - 5.87 RT: 3.98-6.19 RT: 3.98-6.19
1023 RT: 4.69 1003 RT: 4.96 10 RT: 5.03
o E 90: 9
8 807 8l
© 7 © 70 © 7
-‘.E 6 -‘.E 60- -‘.E 6!
é 5( é 50 é 5(
E 4 ':_% 40 % 4
g g g
3 30 3
20 20 2(
1 10 1
[} T AL L L s (A I A Ll L 0 LA LA Lt T T T L s s L L Wl L L e L e S M L i
4.0 45 5.0 55 4.0 4.5 5.0 5.5 6.0 4.0 45 5.0 55 6.0
Time (min) Time (min) Time (min)
50. 4rHERAT 11 51. M 1 52. srEREE 9
Disperse Red 11 Disperse Yellow 1 Disperse Yellow 9
RT: 4.03-6.17
10 RT: 5.09
-
8
@ 7
5 6
2 s
24
&
3
20
1
e i i B b s L e
4.5 5.0 55 6.0
Time (min)
53. WGZEE 018112
Navy Blue 018112
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Ff & D
(ZERHE)
EEMR
F D.1 53 MEARNEER
e okl e 2 Skl B

1 Fatk4r 26 1 28 SO 11 0.2
2 ke 114 1 29 SR 37/59/76 0.1
3 TR 49 0.5 30 IR 61 0.4
4 TPEE 26 0.2 31 SYHIRE 149 0.02
5 T PESE 4 0.2 32 IIHRAL 1 0.04
6 BPELT 9 0.04 33 JrHIAL 11 0.4
7 Bt 1 0.02 34 AYERLT 17 0.04
8 TP 3 0.02 35 SYHERAT 60 0.02
9 Tl 55 14 0.02 36 IYBRAT 151 0.04
10 B 2/ R B 34 0.02 37 Iy B 1 0.02
11 LR 38 1 38 I 3 0.04
12 HIEWE 6 10 39 Iy 7 0.04
13 EAEHE 15 10 40 I 9 0.1
14 ELHERR 95 2 41 I 23 0.1
15 HRA 28 0.4 42 SYHEE 39 0.01
16 S 1 10 43 Iy B 39 B 0.05
17 SYELE 3 0.2 44 SYHILEE 49 0.04
18 SR 7 0.4 45 S 56 0.02
19 Sy HEUE 26 2 46 Sy HUEE 56-F L 0.02
20 S 352 1 47 TS 1 0.04
21 SR 35b 1 48 T3 2 0.01
22 SrHCE 102 0.1 49 T 3 0.02
23 SrHCE 106 0.02 50 T 14 0.05
24 SrELE 124 0.01 51 WIS 018112 0.2
25 Iy HUE 1 0.02 52 K IKHEH 0.02
26 Iy HUE 1 0.4 53 PNENTY 0.02
27 Iy HIUE 3 0.2
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Mt ® E
(BRI
B

TEAARAG . AR A 3EAT 25 mg/kg. 50 mg/kg. 100 mg/kg =AM AP BN I0 RIS SR 56: . B
IrHOHE 49 BRIETE 20 OKIRER, JERAGEHRIEIEA T 62% ~ 120% 2 17].

TEMERE - KA 9SCCHNRIREUFAE TS, 2B 49 2 RATR 0 AL B o fife o analieAs e 43 |l 49,
ALERERE - KR 70°CIMAASE R A T AT 2 o

FEMERE -7KVER 95CCIMPIRILEAE T, BE s 2 2 K AT Fe AL B i, A2 BOK IRB . drial A
HBEE T 2 BRI, AT ERERE- KR S0°CIN R L 2% 1 R kAT &l
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	前言
	纺织品 禁限用染料的测定 液相色谱-高分辨质谱法
	警示：使用本文件的人员应有正规实验室工作的实践经验。本文件并未指出所有可能的安全问题。使用者有责任采
	1 范围
	2 规范性引用文件
	3 术语和定义
	4 原理
	5 试剂和材料
	除另有说明外，所用试剂均为分析纯。水为符合GB/T 6682规定的一级水。
	5.1  乙腈：色谱纯。
	5.2  甲醇：色谱纯。
	5.3  吡啶：优级纯。
	5.4  乙酸铵：色谱纯。
	5.5  甲酸：色谱纯。
	5.6  乙酸铵水溶液（5 mmol/L）：称取0.385 g乙酸铵（5.4）用水溶解，转移至100
	5.7  乙酸铵水溶液（5 mmol/L，含0.01%甲酸）：称取0.385 g乙酸铵（5.4）用水
	5.8  吡啶-水溶液（1+1，体积比）：等体积的吡啶（5.3）和水互溶，保存于棕色玻璃瓶中。
	5.9  甲醇-水溶液（1+1，体积比）：等体积的甲醇（5.2）和水互溶。
	5.10  吡啶-甲醇-水溶液（5+45+50，体积比）：量取50 mL吡啶（5.3）、450 mL
	5.11  53种染料标准品：见附录A。
	5.12  标准储备溶液：准确称取适量染料标准品，用附录A所列溶剂溶解配制成有效浓度为100 ~ 2
	注：如使用前发现标准储备溶液有固体析出，在室温下静置或超声使其充分溶解。
	5.13  混合标准中间溶液：准确移取适量标准储备溶液，用吡啶-甲醇-水溶液（5.10）配置成浓度为
	5.14  混合标准工作溶液：根据需要将混合标准中间溶液用吡啶-甲醇-水溶液（5.10）逐级稀释，配

	6 仪器和设备
	6.1  液相色谱-高分辨质谱仪（LC-HRMS）：配电喷雾离子源（ESI）。
	6.2  水浴振荡器。
	6.3  玻璃样品瓶：40 mL带旋盖（有聚四氟乙烯垫片）。
	6.4  电子天平：感量 0.01 g和0.1 mg。
	6.5  微孔滤膜：0.22 μm，聚四氟乙烯。

	7 分析步骤
	7.1  试样的制备和提取
	7.2  仪器测定
	7.2.1  仪器分析条件
	由于测试结果与所使用的仪器和条件有关，因此不可能给出仪器分析的普遍参数，采用下列参数已被证明对测试是
	7.2.1.1 液相色谱条件
	7.2.1.2 高分辨质谱条件
	7.3 定性分析
	7.4 定量分析
	7.4.1 校准曲线
	7.4.2 试液测定
	7.5 空白试验
	8 结果计算
	9 定量限、回收率和精密度
	9.1 定量限
	9.2 回收率
	    参见附录E。
	9.3 精密度
	10 试验报告


