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Determination of residue amount of eleven kinds of azo dyestuffs in
printing/dyeing sludge by ASE-GC-MS
QIAN Chun-ping” , CHI Qin
(Ordos Vocational College, Ordos 017000, China)

Abstract: The residue contents of eleven kinds of azo dyestuffs in printing/dyeing sludge are determined by gas
chromatography mass spectrometry with accelerated solvent extraction. The results show that the residue amount of 11
kinds of azo dyestuffs shows good linear relationship in the range of 1.0-100.0 mg-L™",and the correlation coefficients
are greater than 0. 999, the recovery rate is in the array of 79. 8% —104.2% , the relative standard deviation is between
0.9% and 3. 4% ,and the detection limit is in the range of 0. 2—0. 5 mg-kg™'.This method has the advantages of simple
operation , high accuracy, high sensitivity and low detection limit, and can provide technical support for the incineration
and pollution control of printing/dyeing sludge.
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g/ mL ARERE R, 4°CIRAF

A GUEHE SR TAEW : FHIE O Fekbn HEfk
B8 W2 s o 2 I e MR B 430 R 1..0.5.0.,10. 0,
50.0.,100.0 pe/mL (4R & bk T 1E % W, 3
LTI
1.2 GC-MS £

A HP-5MS BB H:,30 mx0. 25 mmx
0.25 wm; dEAE O B, 250°C ; A IR 40 4R W
50.0°C , {5 1 min, LA 20°C/min (3 B T+ R 2
200°C , {4 ¥F 1 min, PL 10°C/min #Y 3 F T} R &
260°C , 1745 2 min; % 7 FER B E] . 3 min; B 1 IF I
J_E;23OOC; VO H T 75 . 150°C ; Jo R R O R .
280°C ; [T S AT G FEl .50 ~ 500 amu; HEAE T2 2007
PERE, A HE A 50 1y R Al | (Al
=99.99%) , it : 1. 0 mL/min; PERERE . 1 pL; HLES
T BB A EL B RE & . 85 eV WE Iy =K.
VEPEES T WD (SIM ) , BRRRIE B U 1 s,

£1 N AHEBERPEFEYRESR

e e

| FHEEF m/z
‘ CAS % Wi/ B
min m/z
RPN s 95-53-4  2.05 107.2 107.2:77.1:56.4:48.6

(100:21.3:18.7:11.9)

2,4-"HFE  95-68-1  3.21 121.3 121.3:106.3:86.4:43.7
e (100:24.4:17.3:6.5)

A-SABMENE 95-69-2  5.23 141.1 141.2:106.2:77.4:48.7
(100:23.4:19.2:8.3)

2-ZEME 91-59-8  5.47 143.2 143.2:115.1:71.2:46.3
(100:32.3:26.7:11.4)

S-RYFE-4RIH 16648-52-5 5.69 152.1 152.1:106.3:77.4:56.3
ENIl; (100:37.4:21.6:8.7)

A-FIEWTE 92-67-1  7.14 169.2 169.2:115.4:141.3:89.4
(100:27.6:11.7:9.4)

3,3 -4 91-94-1  7.98 252.4 252.4:218.9:127.6:94.5
e (100:21.3:18.7:8.9)

RIS G 1936-15-8 9.14 301.9 301.9:327.1:269.4:118.2
(100:21.3:18.7:8.9)

[ivdeiaAl 523-44-4 12.17 170.9 170.9:247.0:154.3:87.4
(100:27.4:19.1:8. 1)

gl 633-96-5 12.67 171.0 171.0:155.9:127.4:89.2
(100:46.1:34.2:9.7)

FRMEREIV 554-73-4 13.33  80.0 80.0:288.0:128.4:117.6
(100:27.8:21.2:7.6)
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EE XL SUEN G | e A TR DR J 75 U8, AR 3 283
AR AT ARE CI/T 2212005 ¢ Ik T 15 /K b B )35

37 HBFE 10 H

PRI T7 1) AT RAE I HER AR ICED YL T5 08 10 g
CREEEZE 0.1 mg) A HOA DN 8 70 3 G e,
A 20 mL F AT JE0E  7E 10 MPa JE J3 #1 125°C Y
SR, IR 10 min, S ZEE 10 min, JEHF 3 WK, 9K
J5 F 10 mL HVRERCT S wh gk 26 0 , I IR U
11 min, Y8 2 BUR, 45°C BEsE 26 &+,
1 mL FESRUT BEREVA AR , 22 0. 22 wm A LI IRk
UE IR AL GC-MS 4T,
1.4 FRAERERLH

5B 1.0.5.0,10.0,50. 0,100. 0 pg/mL B4
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G R v e IS
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BN o & 11 Rl E R B RO B, H
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4—2—FRRE 3 5S—5—TF T — 40 H R ; 6—4— B BE IR
7—3,3" - TR  8— PR G 9—MRMERE I
10— S 1 11—PRIERE IV
B 1 HP-5MS €4+ 11 #18 & 3R
BT A

2.2 RIGEGRIERE
FIFH 414 (SCAN) m] SR XS H A5 4 10 i o
PE, RSG5 G5 5 F 15 (SIM) A A &4 o I R R
PR E T LA $E L SCAN FE A& I 45 5 i
TEPEMRHE | SIM A A RS0 225 58 o ot A A A0, DA T S R
ERYeys et 11 Fhf gk 0 25000 B AN s 1,
ELAR 11 FE AR IE B g 1 s, BT
TR 1 PR,
2.3 EEUAFIMIERE
FRIEAHAUAR S S B, 558 1 T BLRUT JElE | 2
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SR AR BB | G e S5 A [ i 0 A A
RHEBCR R, 25 5 3k 2 frn, & 2 ]
DIE Y, B AT SEEE | 2R B TR R ke,
S 5 A LI 3R] T8 A AR R S H, B
S HFEHCRAEAE 22 57, M A YL B B R B R
ANHEFFAR IR R« B BEBUT JE Bk (89. 6% ) > £ TR . ik
(85.3%) > e (78. 4% ) > A F 1E (75. 8% ) >N
Bl (72. 7% ) , Hor B RCT SEREXT 11 Rl S Ge k) 25
BR300 S BURAE 76. 4% ~ 101. 8% 22 |4, -1
PEHUERN 89. 6%, B ESEH BLBUT JEkE A ASE

A
F2 AEBEFEEEAHREREN M %

et e HERT B i} . it}

AR Sk 7 N Ak g
& R 84.1 81.4 51.7 71.3 68.5
TR RO 75.2 73.4  61.4  68.6 63.4
RS 87. 1 82. 1 67.3 76.3 76. 4
2-Z8 ) 9.2 9.6  83.3  79.2 78.6
THFESRH R 86. 1 83.5  73.4  74.8 76.2
B 86.5 83.2  68.4 73.8 75.4
AR 9.5 87.2  78.4  87.4 84.8
FRPERE 1 97. 4 92.3 82.4  75.6 83.7
FRPERS 1T 91.5 89. 1 77.8 84.9 78.4
FRPERS IV 97.4 9.2  78.2  85.8 80. 7
FRPERS G 87.2 85.3  77.4  84.7 67.7
THE 89.6 85.3  72.7  78.4 75.8

2.4 ASE [E3ZiKI6
TEHUAE O B (A) (2R MU T (B) | 22 B[]
(C) TEAXE(D)4 MHE, BIHHEER 4 KK
THERSS:, N3 3 PR, >R L (4%) IE38 itk
1T ASE ZERUAHAL , 3k 4 fios, & 4 Hha LU
*3 EXRBERKE

P FBURE/C ZERUES/MPa FERURE]/min PR KEL
TR

1 100 20 5 4
2 125 15 10 3
3 150 10 20 2
4 175 5 30 1
£4 L (4) EZRBEHH
kS A B C SR A %&m
R/ %
1 1 1 1 1 ABCD 712
2 1 2 2 2 AB,C,D, 88.7
3 1 3 3 3 AByC;D;  83.1
4 1 4 4 4 AB,Cy D, 76.3
5 2 1 2 3 A,BC,Dy  78.3

BB ASE-GC-MS SENEENL

SSRRM 11 IMBRLRKREBE - 207 -

6 2 2 1 1 A,B,C/ D,  88.7
7 2 3 3 2 A,B;C3D,  94.5
8 2 4 4 4 A,B,C,D, 87.9
9 3 1 3 4 A3B,C3D,  80.6
10 3 2 1 1 A3B,C D, 70.5
11 3 3 2 2 A;B;C,D,  87.4
12 3 4 4 3 A;B,C,D;  84.7
13 4 1 4 2 A,B,C,D, 83.4
14 4 2 1 1 A,B,C\D, 84.1
15 4 3 2 3 AyB;C,D;  81.4
16 4 4 3 4 A,B,C3D,  81.9
k, 0.813 0.799 . 838 0.851

0
k, 0.874 0.830 0.833 0.869
ks 0.808 0.866 0.839 0.785
0
0

ky 0.827 0.827 . 812  0.818
R 0.047 0.003 .026 0.084
RZE ER D>A>C>B

THEHE A,B;C,D,

F il ASE 2 BURCR R K/NIUF R D>A>C>B,
ASE £ BU it 2 18 A A,B,C, D, , BV ZE HUIE B R
125%C , Z£ U J1 8 10 MPa, % BUSHE] & 20 min, 1
IRECH 3K,
2.5 ZMLE EXRB TR

FEZS IR RE S s in— 250 11 Rl A gk
TR A PR UE TR W, #e Btk S5 A A7 2, 9
DIAR RV TR o 1 MR 32 (o) SR A | P IR 2 1 U THD
F(Cy) YAEBR, SMFRIE E &, il bn e th 2, 15
LMEmNE T R A G R A A RN R 5 R, W
KSATUEE, 11 FEAGEAE 1.0~ 100 mg/L
ENEA RIFMLH R, HERE(R) K
T0.999, LIEMELL (S/N=3) 18 5k kR,
11 iy 0 G Bt Y 7 ¥ K 1 BRAE 0.2~ 0.5 mg/kg
Z [,

*5 SMSEE ERAEEEREIRHR (n=6)

- LI S— *Haé% Hr B/

(mg-L.7") BR (mgl™h)
SRR 1.0~100 y=5.18x10°x+168.7 0.998 0.5
2,4-"HEIERE  1.0~100 y=4.36x10°x+187.4 0.9997 0.2
RN 1.0~100  y=3.81x10°x+218.4 0.9997 0.2
2-Z 1L0~100 y=2.54x10°x+218.6 0.9998 0.3
S-AHE-SBFERE  1.0~100  y=2.15x10°%x+276.3 0.9996 0.5
AR 1.0~100 y=5.71x10°x+154.6 0.998 0.2
3,3-THBEE 1.0~100 y=1.42x10*+171.3 0.9998 0.3
FRIEHET L0~100 y=1.74x10°x+108.2 0.998 0.5
[izdassl| 1.0~100  y=2.14x10*x+112.8 0.999 0.3
TRV 1.0~100 y=2.78x10*x+216.7 0.9998 0.2

MRS G 1.0~100  y=2.46x10*x+315.2 0.9997 0.3
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2.6 MIRERESEEE
PAZS 3BT 3 APER YL 5 U8 4 ) dces L AIG 3
ATV B AKCOT B nbs i S 56 e B R e Ak 45 14
HATIGE 25/ NEK 6 R, MR 6 ATLIE s
[ 3Ky 79. 8% ~104. 2% ,RSD 4 0.9% ~3. 4% .,
6 MREWESHEZE (n=6)

bt EURSUE L EEIE2  EDRSIE

AR (mg* [ RSD/ [alik RSD/ [alit RSD/
ke’ Fw % F% % TN %

RIEIE N L.O 8.2 31 8.4 26 8L7 26
5.0 90.2 3.4 8.2 2.9 101.4 2.6
100.0 79.8 2.7 97.8 3.1 953 2.8

2,4~ HIEIERE L.O 934 1.8 9.5 23 958 25
5.0 89.7 2.3 957 2.1 910 2.4
100.0 941 12 953 23 9.5 19

4G R FR R LO 953 1.5 935 11 9.7 21
5.0 91.8 2.5 953 1.7 983 2.4
100.0 957 2.3 8.3 23 8.4 1.2

2-Z5h% LO 9.2 2.1 %7 22 9.7 23
5.0 8.4 1.8 925 18 1042 3.4
100.0 923 1.7 9.5 17 9.7 17

S—AEL-SR A LO 8.4 23 950 20 9.2 28
50.0 93.6 L8 9.5 23 9.8 3.1
100.0 8.4 12 947 18 952 0.9

4G LR LO 925 26 9.2 16 9%5 18
5.0 9.6 3.1 9.1 19 987 23
100.0 947 2.2 926 21 91 21

3,3 - SRR LO 8.2 26 9.3 1.4 94 23
50.0 9.7 2.4 926 26 9.8 11
1000 93.2 1.8 9%4.8 27 953 17

FRMAEL LO 9.4 1.9 9.6 24 926 1.8
50.0 9.4 16 9.8 18 1012 2.3
100.0 9.5 2.4 9.4 19 98 1.2

[ivdegis| LO 924 20 %7 29 9.1 15
5.0 9.7 1.8 9.4 20 %5 21

100,00 9.6 23 958 3.1 9.4 23

FRTEREIV LO 8.4 15 8.2 14 927 21
50.0 8.7 26 9.1 26 9.6 1.8

1000 926 3.1 9.6 1.9 943 16

FRMERE G L0 8.2 22 953 28 9.6 21
50.0 9.3 2.6 8.7 24 8.2 17

1000 94.7 2.1 957 23 948 23

2.7 SEBREEmRAIRET

BEMLLEHR 10 BRI A EN SIS ke il , 4% L
RO A EAT I E . S5 2R R, 10 B i,
90% A ity RS H 5 A 1 SR, G 2R A R

E37HE 10 B

HE 24— HIEIR A ) i m b 435. 2 me/kg,3,3'-
TGRS AR 38 100% , = B H AT EN L5 R
HAETE — 8 MR UG RE , PREE OR3P 4T B W 3 1) i
XiF BN YL 5 YR B8R K i Yl va TAE R AT B B

3 #it

SR N S 5 700 A6 BUHE ST T AR €8 T Tk
(GC—-MS) Mz EpYLy5 I b 11 il S e b ok BE
gL AR IEICRAE 79. 8% ~ 104. 2% 22 7], RSD
TE0.9%~3. 4% Z 8] K i FR7E 0.2~ 0.5 mg/kg Z
], 2O E R D MERR R R U S K
HHRRAG, WT R ER G5 YR 35 458 B i Je B ih T AE$R At A
WHEAR SR
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