B36E 2 PRI WA PR 5 BOR 2024 4 4 A

BHERFN SRERAZUERKPHEXLLSY

x| #, G KT,

, EW, AEF,AEE
(ARFTRIFREFHERENEZAAN AR, XZE 300192)

W E R4 A S EAH AL B K, SO S 6 R vk T K B 15 RS SRSk A Gl o AR %
A )5 348 0. 100 mg/L ~ 10. 0 mg/L {E B N R PE R4 o kA R4 0. 012 pg/L ~ 0. 038 pe/L, FRyUEF R 11 Y 2 45 5
B RSD Ky 1.0% ~ 7. 5% o XF SEBR /K REAS 2 A BT 82 v BE /KT 09 b el S5, 7 804 [ Wi R 2 78. 0% ~ 107%

KB AR AL Y 5 R FE I OB 95 Dk K

HE 4 %ES.0657.63 kAR E D B 34 S:1006-2009(2024) 02-0053-03

Determination of Nitrobenzene Compounds in Wastewater by Automatic Solid

Phase Extraction-Gas Chromatography-Mass Spectrometry
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Abstract ; Fifteen nitrobenzene compounds in wastewater were extracted by automatic solid phase and deter-
mined by gas chromatography-mass spectrometry ( GC-MS). By optimizing the test conditions, the method
had good linearity in the range of 0. 100 mg/L to 10.0 mg/L. The method detection limits were from 0.012 pg/L to
0. 038 wg/L. The RSDs of 11 measurements of standard solution were from 1. 0% to 7.5%. The average spiked

recoveries were from 78.0% to 107% when adding two mass concentration levels to practical samples.

Key words: Nitrobenzene compounds; Solid phase extraction; GC-MS; Industrial wastewater

TR R A YR YR A B TR R 5 2% T
ol e AU g R LA B B T K i A K ER B
HME R E AR5 o i, A R I A ) R, R —
KGFECRA BUR BB L R Ok R
WL IAA YT T R AE I/ [ M 4 B - A
k) (HI 648—2013) i 0 Bl 4 45 Tl % 7K
15 R RS A, R 35 A R M (3 T
FHATA I 2% , SR AR 2% R A 0, L 7 ) =2 45
VESME R 2K IR P 2 BRI R R . ORI iR
RALAY R E A - R ) (H) 716—
2014) 7B (03 4 B IR ] A0 0 G 4 S R 1R 4
Bk, TR Y R S Rk Ak e R 25 Y
Tl AR T VERE ) A B TR BE L AR
TR R S B4 T Ak i SR P YR TR A ORI [ A A
B, A U A A 5800 15 73k A ML) 8 o
KN T TS5 AL B IBUB, R AT M 2, ik
Ko R R A IO A LA 0l

FHAE S5 Ve e FE 28 T — 1A i 4 A 3l [ AR A2
BOCR ', nI A Ros > 925 N 5 TAF &, H A B
U R RE T L BEOE T ORHE R A 3R
AR 4 1 8l [ AR A% BB k0 Tl I K
oIS BRI R AR S 1, 45 R N

1 K5
L1 EZEZRBLRKA

Agilent 7890B—5975MSD % < AH {7, 1% — i 3% Ik
FHAX, HLB [& AR A AL (500 mg/6 mL) , 56 [6 Agi-
lent /A 7] ; ASPE Ultra %1 4 H zh [F A ZE B L B, P
ESE S /N

%5 B #9:2023-02- 16 ; 1&1T A #§ : 2024-02-28

E£MB: XRElE AR %E W% B W HE
(19YFZCSNO1330) ; 1 Je 2 4% 25 M BL A B JF ik A< BL B ol 55 2% 4 33
He 4 H (K-JBYWF-2019-QR03)

EE B X # (1983—) 20, RN, g LR, i, %

DN 8 7 P G B A B 5 L 5 K o A D S A



F3E B2l XU 45 4 [ 2 [ A A BCA BEH 0 5E RK T RS R e A Y 2024 4F 4 A
1000 mg/L 5 15 Fjfil§ LR A0 & W) iR & br i “or

UL LRI AR~ L R A )~ A PR i e .

R - U KRR SRR 9 e

RO R 2,6- R - Sl o || [ [

SRR 2,4 CROERE 2 4-CRERE S A | \. ol

SRR 24,6 SRR R A L A t L‘,LJJUkdt;,._,wwaUUM”Wt‘“““

% 100 mg/L. 1 1-98-2-F 2 BEC 4% 100 mg/L o
7.5 9.0 10.5 12.0 13.5 15.0 16.5 18.0

A EE R —d F1 100 mg/ T 1) Uil 35628 (37 77 o HH
P ), 42 2 ARG A0 B s
1.2 #HBRELHTLE

P MR AR R SR AR KRR, K RE IV T I R RE
I I 25 B K A R AR EAE A WIAE BT K
A 80 g FACEL R AR &l FEMRESS T 4 C
TGV, T d S AR, 40 d PSS RS AT o

B2 Ll B KR i, FH R 2 7 i 5 & 48Tk
AW R pH A R R PR, iIn A 6. 0 mL YR
12,0 pL BRI IR AT . 4 A B B A
B B P MR B KR L D A A RO/ A R
A T DR ke B0 R R A 4 AR WO 1 R
J¥: 5.0 mL G0 B BE TV AL A, 5. 0 mL HH
AL IO 5. 0 mL 4l K O 5 AR PR T AT b
AR FREARR R 1.0 L, L 5. 0 mL/min B 3% 1%
S238 3 A U B UK 20 min, 8 E A 2K ERUH:
FH 10 mL S0 H B - R (PR FR LGSR 3 1) TR G 3 i
LA 2.0 mL/min {9 12 6 B0 A o 5 B B TR 48 21 41 vk
AP EARZE 0.5 mL, il A 20.0 L N FRBREE R,
FHZE@WEESRZ 1.0 mL, R4,
1.3 BEEH

o35 4 O HP - 5MS 7 %5 F 41 45 A (30 m x
0.25 mm x 0.25 pm) , # S 0 w4 2, #EAE FR
JEh 250 C AN b A EFEAR AR 1.0 wL, £E
Tt B4R i 50 °C L PR FE 2 ming L 10 °C/min T
%200 °C,{44F 1 min; L 15 °C/min THE Z 270 C
PR4F Smin, FEFE R 1.0 mL/min, L 3% 5 HLES
U5 (ED) 8 T B 230 °C L, HL BB &0 70 eV
TR B o 280 °C, Kl R 4 7 X o SIM, %5 74
FEIR Ay 3 min, PFRIEE I .

2 #BR5TR
2.1 mMsH
15 AR B S AL B W AE 18 min P15 B4 47 (14 i
Lo BRCR 1. 00 mg/L 1 15 Fhig A4S G PR
AR ER WA B Ui UL 1, B S EOLER 1,
_os4

t/ min

I—fHBEIR-d5(SS); 2—MHHEA; 3—4B—ASBEHIOR ; 4—i] g HEHI oK

S—XT-AHEEH 2R 6—[H]-AH LSRN T—XT-HEEGER; 8—4B-fidk

A 90— 1-TR-2-FHFER(1S); 10—Xf-MFEA; 11—fil-— Ao
12—2,6- " fHHER; 13—48- A 14—24- ZREBEHIOR; 15—

24-TRHBEGUR; 163 4- RN 17246 = AHEEH R, 18—
HAEREIEIE (SS)

Bl MEFEALEUNEBEFIR

Fig. 1  Total ion flow of nitrobenzene compounds
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Table 1 Method effectiveness verification results
e EHE T m/s EET m/e 2 b )y HXRB KB p/(pg- L) RSD/%
[T 93 92,94 y=4.96x+0. 049 0. 998 7 0. 026 7.5
AR—Fil e F 127 129,128 y=1.74x+0. 031 0.998 1 0.017 4.9
[l —fif§ 2 HY 2% 127 129,128 y=8.63x-0. 182 0.998 0 0. 023 2.1
Xof— i i 2 127 129,128 y=6.52x+0. 121 0.998 8 0. 031 4.6
i) — il e 4 2 173 171,65 y=1.30x-0. 002 0.998 8 0. 028 2.0
Xof — i i A R 138 65,92 y=4.07x-0. 043 0.998 3 0.013 1.9
LISTE S5 195 197,198 y=4.90x-0. 071 0. 998 2 0. 034 1.8
K= 161 163,165 y=1.24x+0. 012 0.998 8 0. 038 1.0
i) — i 138 92,65 y=1.41x-0. 025 0.998 3 0.016 2.5
2,6 - FILGE 195 197,199 y=2.66x+0. 001 0.998 6 0.019 2.1
45—l 172 126,174 y=1.18x-0. 012 0.999 0 0.014 4.8
2,4 - OR 138 108,65 y=1.98x-0.013 0.998 5 0.013 3.1
2,4 - Ry E K 172 172,42 y=1.11x+0. 032 0.998 9 0.012 3.6
3,4 - RYFL P 124 176,206 y=1.51x+0.011 0.999 3 0.015 3.8
2,4,6- =l R 252 222,250 y=1.32x-0. 002 0.998 6 0.016 2.9
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Table 2 Results of recovery test
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ARl B R — 0.95 95.0 1.62 81.0 2,4,6 =1 1.88 2.69 81.0 3.82 97.0
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