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HEA 4515 8 A0 14 CDs/CC R R K BRI ARL . i — 203 2o 37 8 DR A BB R AR I RIS EAE K R AR 1Y FeSe
YA}, F T FeSe/CDs/CC Vil B2 2k M Ak 24 A% s, 311 F X 2 A 9 (XRD) . $3 4 Ha F 0 S35 (SEM)
X Rt HL T RETH(XPS) & fE it A HOGIH(EDS) S5 F Bl 7T T RAE . b= PERBIN IR 25 S 2R B, CDs 1 FeSe 1
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T PRI P Ui 1 kMR B 2 RGP R R M O R, R 43001 O 5477.80 1 1828.84 WA + (mmol/L) - e, K5 H FR K
0.11 pmol/L. tbAb, Z AL s A R R Pt THLRE ) . IR e M . EE MR RIS BLPE, X e 2L HRR T Ag R
RGN A bR IETACRAE 97.75%~103.129% 2 [A] .
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Nanosheet FeSe-based Electrochemical Sensor for Rapid
Detection of Trace Nitrite Ions in Fracturing Flowback Fluid
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Abstract A stable CDs/CC superhydrophilic substrate material with uniform anchoring sites was constructed
by growing carbon dots (CDs) containing oxygen functional groups on dielectric barrier discharge (DBD) -modified
flexible carbon cloth (CC) using a hydrothermal method. The FeSe/CDs/CC nitrite electrochemical sensor was further
constructed by growing flaky FeSe nanomaterials on this substrate by a simple and rapid microwave method, and was

characterised by X-ray diffraction (XRD) , scanning electron microscopy (SEM) , X-ray photoelectron spectroscopy
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(XPS) and energy dispersive spectrometer (EDS). The electrochemical performance results showed that the success-

ful modification of CDs and FeSe significantly improved the charge transfer resistance of CC. Under the optimal detec-
tion conditions, the oxidation peak current showed a good linear relationship with the nitrite concentration in the
ranges of 0.3—10 wmol/L and 10—1000 mmol/L, with the sensitivities of 5477.80 A * (mmol/L) * cm® and
1828.84 A+ (mmol/L) - ecm’, and the detection limit of 0.11 pmol/L, respectively. In addition, the sensor possessed
excellent immunity to interferences, long-term stability, repeatability and reproducibility, and the recoveries of
nitrite spiked in the fracture flowback fluid were in the range of 97.75%—103.12%.

Keywords FeSe/CDs/CC; Nitrite; Electrochemical sensor; Fracture flowback fluid

WAHPRAR T HAE SRR FR SR SO, A U PR AR B HIF R 3 [ e TR A\ L3RRI, 25 523k
F SRR H T R R 5 i ARG N, 2ok P S PR R 2 B/ AL 1 3 B A, BRI Hh A VS A 4
IKEE S 2 BRK AR HP AR SN R B A FR AR Hh s M AE T, SRR A S R G IR, & e &
PR A ARSI AR AR R T S R 1 X AR S RGO AR A LA R . i, B4
WA TAEFG L EIE | B B Eakik | SO MR IR IO S S N B ZRME SR
REIHEA . ABAL GE ARG I 7 128300 5 A7 AR JAS 15 B 5 AN (S RO AL 3 A Zp 55 [m) T, A3 5 IR A
D AR, TR AN PR R AR TS 0 B, AN AL~ A5 SR O TN DOAL BAR  , AR R AR T 4G 35
/NI HERE .

fie Al (CC) PRIV ER A RALEE M . ZEORE S M PR PE AR AU 32 B0, SRS Bl e HL AR
AALE, CC RT3 (5 P 1 43— 2865 7000 ke R B4Rk I 5 [t LA K 22 1) B3 il Ho, A3 A ) AT AR s 1k 22
Dy WA AE [, Mt & R AR S T ety T HA A a3 (HRTH CC HAE
S AR K M AN AL/ N R TR, T2y T AR Al AR B TR T, TR I 5 38 8000 T K ek vk
DL CC /KR TR R CC 5 MU RE B /R R 5. (36 B FH SR BRI VR X CC b7 2 K ek,
Zhang 5508 CC FRFREL Ry 3+ 1 HMRAN R M SR FR TR A 1A MR 25 1 T30 3 d, Liu Ff1H 6 mol/L il 2
12024 h, B CCoRK M EPE . 4 kO], B9 35 R R e 4 B B R DR [R1 AL 38, 40 Zhe
ZEVHT Long 25110 51 I 120 CREFR FIERBR AL HH 2 h, Zhang 25" Fll Dang 25" 1 mol/L #10. 5 mol/L i
PR P25 A B AL 2 vk S8 T BRAORE S K ek B . R S 2 A Sl B B AR et vk aT T CC AT ARG 5%
IKPE, BRI 25 i 2 B A B SEA S FIR AU, Sem B AR, HACPEMEE S, 5 ik
PR PRI A R TR . Ry Tk e A R A L Zha 557, Zhang FFUORIAE LitT 4y
SIF R PR - 4R AR . BREF4E R CC S mbhRMET L B T S B G 2 . E 2 A B el
FAVAEDAE 32 R T G v e, RIS R 1 F OB A A AR 1 . (R S TR B i BN S B AR Y
A B PUPERE , B SREARARH TR e RE , BRI HFEFIIR 2% . 5 DL Kb # 7
AR, A0 BB PSR (DBD ) 25 15—~ 1A b 3k PRH s v« REARAIR S e e S5 DL s i 2 Tz i 1
Hi e, AN, Lubis %2R F DBD £ ARTE 1.5 kV HLE T X G PE A A0 B 1 min B AT I 25 2008 R i K M
Mou %5 I DBD H AN TGP e R THIHEA s A 3, L 1A i /K M8 Sy 25K Mk . DBD AR I sk A
TAREEVE N FERD = A B AT BEAHT R A RHBIR . SR, SEAKIE A I3 51 2 5 i Je S A AL A 1)
PSR E N, BRI SIH S R IREE ), DBD SR RE I S M DL GRAIE , R UL e 22T
RIERA . TR H IS ke ik

Bk s (CDs ) HAMAEFAVHRFE, i+ RoT . AR A AE YA e | BERETEPE | i e T AR = 0%
AKEERT, Iy gE R FEEE S E R, TEH AL AR ISP T . A, B CDs T AR AL IR
AL B F AR ) b b B A R T AR SR SN . Ferreira 552" & 31 CDs 540K M EHZ
(1] B4 BB RS0 P ARG AR 5 R 2 ) P A 3, e B R D0 S ) A A M R RN A IR A9 A6z 1 PR (LOD) ).
TE CCEEJIE_ B AS [ 4 oK S5 R4 A LA i % A R 3 FEL A AL AL A B B MERE L A2 310G . Hirr, 3
P Jm it Y L BA ey iR S A C R T 200 fTERZ & maitk Y,
FeSe Fll FeSe, P H 18 (14 By~ 4p 1 I 28 5% 50 BUME T 45 32 QT ™. Song 35 2R K # i  lL 1 BU4: & il
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164 (Bi,Se,-FeSe,@C) & G A}, IF44 HAM U 7E B B Fo Al AT Sy £ Tt AR AT T PR A 2% A 1% s v Al
WRL. Zhe 2SR F— 2 K L TE 200 “CFALFT 12 h, 7ERYBR L PER CC F1AZR T FeSe 4K HE, |1 T
FeSe YK 55 CC Z [ URRIVEFH , 1A% AR R B0 K S5 A Ak PR R, o] S8 i RS R 5
ARSI . SRTT, A A SR AL AL R ) R R BB, BT B o R AN L [, T B A
KA CCIHT F TR K . Bt 2% &Rl a s Hae B K FeSe LKA R

AR SC I FH 43 €2, 125 3501 DBD 25 85 A AR W K CC AT et , il K BWEAE CC FAE K CDs, TE R
B 224 A OB R 7K M CDs/CC ZRPE RIS A ) 5 T RN & BT BLHEAE CDs/CC BRI AR K
FeSe, MIMAGHEE T FeSe/CDs/CC AR ER Fi AL 2= AR IR . 0 FRAE T BLUESE T HUAR I il &, SR AL
ITEVEAL T FeSe/CDs/CCAL BRI ERE , 0 12 Xt 2R HEW HO RS R ER 19 43 HT , BOAIE T FeSe/CDs/CC A%
SRR BR N FH B el A 7

1 SEIGERS

1.1 RXFI 5

CC MR R IR A BRA FIRME . 2 e . —/KFPBEIR . ANAREN (NaNo,) . + UK BEER A
B (Na,HPO,* 12H,0) . —/K Bz — & 4N (Na,HPO,*2H,0) . ZALH (KC1) . JRZE[CO(NH,),] . L/KFiRREE
(MgSO,-7H,0) . JUKAHERER [ Fe(NO,) ;- 9H,0 | ik FREM (Na,CO,) H LR fh 2 i AT PR mlH k. T
/K EE(CH,CH,0H) . i (CH,COCH,) | 757K b8k (FeCly-6H,0) | 1,2-N 5 fli#s (Se) . A A ALEN
(NaOH) . F AL (K,[Fe(CN), 1) . WARFALER (K [ Fe(CN) ) I MEIA 22 sk AE bR B 0y
F R H . Na,HPO,* 12H,0 1 Na,HPO, - 2H,0 il # T pH=5. 0~9. 0 i 0. 1 mol/L F i 2 £k 2% I i
(PBSMWE N SRR . It FGRI8  a il R alifb BV mT B M A

Thermo scientific Apreo 2C Tl H H T B H4EE (SEM ), HAZH/A ) ; K-ALPHA 7 X528 G B FiE
T (XPS) Al OXFORD ULTIM Max65 BIFEFEL (EDS) , 5 FEFEER KA H] 5 Rigaku Ultima TV 5 X- 526 A7
SHMU(XRD), HAHME/ ] s DBD-50 BIAE 2Tk, B at o5& 55 & AR A PR A /] 5 SDC-2008 B4 fil
FMEAL, 7227 B ks 25 A 2845 BR 2N &) ; Discover 2. 0 B0 A BUX , 2 INEFRG L 52 5 T (CME) 5
T6 B LA BT, b Al A S A PR TTAE A ] 5 CHI 760K B L fb 2 TS, , b AL AR
AR A AL R = AR AR R # CC BB Y CC AL (CC, 1 emX1 em) R TAE A,
Ag/AgCL(3 mol/L KC1) N Z: il , Pt A Ha il .
1.2 LIeiE
12,1 CCHTAE 1, CCAFEM 1 cmx1 em KPR/, MK FICK 2B . PN Z: 8 7K A 7
ML, SRIET 60 CTIEA . ¥ CC BT DBD U G 3 JFA & B HLE R 10 KV, JiCHL AT
N 8 kHz, L HL A 4 14 min DL K 25 S0 3 R 150 mL/min, 786 40F R 3647 CC 45 10 2% K el ik
AbFE
1.2.2 CDs/CC # AT R 8 % & FE25 mL M ZEHPANA0. 48 g £ & 0. 46 g — /KATHERR 1 10 mL 2%
WK, #8743 H0A 7 10 min; H528 DBD %8 5 TR BRS 19 CCA T N 289, BT 220 “CHEFR A 1
5 h, ¥ CDs/CC FHZEIR/K sk Z UG T2
1.2.3  FeSe/CDs/CC WA A 1By 4] & HRO. 45 g Z A LN 0. 24 g FeCly+6H,0 115 mL 1,2-9 —EER G
IR, FRCE E RIS 0. 03 gfifiky , i1 il I BRI 20 #4515, InA CDs/CC MR, 1
A A T 200 “CRUW 40 min J5 BUH (Scheme 1), FHICK Z B EEROR , T 60 CHET .
124 ®ACFN R % A BALERIN Y R AR R . SRR Ag/AgClLHR , XFHLI)
B, AR H AR R R A BEAR CC R 1 i CC5 I3 B AR M 0. 1 mol/L PBS 28 whis i Al & A
5.0 mmol/L[Fe(CN) > A9 0. 1 mol/L. KCI W . R FTEIR 2 (CV) ¥, FE A 1 mmol/L VA 2 £ 1)
0. 1 mol/L PBS Z& ik v, ¥ B iy B R 0. 6~1. 0V, F93 K 50 mV/s HEATINR . 52 T B AR I ity
T 11 SN 2 5 LA R S e i o7 DA R 5 AT, e e A il SRR B 5 LA 5 I A R 1 S 7 L
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Scheme 1 Preparation and electrochemical oxidation of nitrite of FeSe/CDs/CC electrode

B, DR A AR ) s St E R N AR . ek, R CV MBS 2 M . I AR e e T T
PEA . #E0. 1 mol/L PBS G higs ¥ i 1 22 855 (- ) 15, e FLRTE B 0. 75~0. 95V, i 2 de A4
BT 5 7 S A AG I o, T XA SRR Y R A | oMY R L A H R (LOD) et T4t 45 s fb 24 M
YA TR . SR Ak 2238 W B (EIS)7E 5. 0 mmol/L[ Fe(CN), P A5 0. 1 mol/L KCLIAW H, 1% &M
EAE R 0. 01 Hz~10° Hz, TEHF B H R S50 MRS5S T T AR ) S PR RN ) i 7

2 GRS

2.1 ERRARIERA

B IE CDs 7E CC _F & 75 B A DA R AE R 34 50, XA B #R CC A CDs/CC 7E 25 A1 BE g
AT O A ER I . B 1A AT, B CC R L e E S . HIE1(B) AT,
CDs/CC S5# CCHI L AT B RN AT W 3OS S, KW CDs 78 CC F I A K B 415) . 34 F)
FHEE A FeSe YRR AI1E , HE T HE = A5 B B RS M A e B

08 3 42 it 7 RSB AN T R AR A B B SR sk P . B 1(C) ~(B) 43R AR BeHE#R CC L DBD el

(A) B)

© D) E)

L: 131.874 L: 47.520 L: 0.000
R: 131.474 R:47.133 R: 0.000
CA: 131.674 CA: 47327 CA: 0.000

Fig.1 Inverted fluorescence micrographs of bare CC(A) and CDs/CC(B), contact angles of
unmodified bare CC(C), DBD modified CC(D) and CDs/CC(E)
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CC N CDs/CC [l /N . WL, ARUCHERR CC Ak 131. 674°, FRILH BH B 15K P DBD 2
PE CC AFE M F 550 B B A, S 47.327°, 8 DBD gl ml fdf CC ik 35K 19 H 1 5 CDs/CC Y 3 K 1
E LRI, Bl b0, BRI AN . XIHHE TR K CDs JF7E CCRIET A T RS
AEREAI R ZEIL E R, (15 CCORK MG, 1M S 2, X FeSe M AE K HR AL T R A7 M 4l
(=

R T BB R AL T AR PERRE CC, CDs/CC Fl FeSe/CDs/CC HITESR . HFE 2 R 50, APl 4R
CC 1 CDs/CC RGN, BT AR T HES 3 A AE CDs/CC L[ FeSe I HTEAK Atk . (I EDS
FEREL M T ZAMAE R RICE oA . HE2(D) AL, BB C, 0, Fe, Se 4Flio %, HE+
Ao : C76.51%, 017.65%, Fe 3. 11%, Se 2. 71%. It4h, FIFH TEM-EDS B FHH AXF CDs/CC AR
TEEMATHEIE. HE2(D~K) AL B AEKCDsFCCERMBEAC, N, 00, HNEFHSA TN
2.08%, TE FeSe/CDs/CC HLH AR A H B N 2 A2 CDs RGTAR/IN(<10 nm) H & 1720, 884 K19 FeSe
BT R TR MU R0 T E SRR OCR I AE L. B 2(E)~(H) B, O, Fe,
Se LR E)IMAGTE CC Y, e 4E FAER FeSe/CDs/CC HL AR 3 il 75 .

V

Element At(%)
© 76.51

(6} 17.65
Fe Sl

Counts

2.73

0 2 4 6 8 10 12 14
Energy/keV

FeSe/CDs/CC

o
: L ee—

X Element At(%)
C C 91
N 2.08
(0} 6.92

Counts

0 1 2 3 4
Energy/keV

Fig. 2 SEM images of unmodified bare carbon cloth(A), CDs/CC(B) and FeSe/CDs/CC(C), EDS spectra of
FeSe/CDs/CC(D), elemental mapping of FeSe/CDs/CC(E), O(F), Fe(G), Se(H), CDs/CC(I), N(J) and
EDS spectra of CDs/CC(K)

L XRD RALGGUE T 4 AR SR L R . A& 3(A) FR, 26. 167 (002) F143.92° (101) 4b Y
W U1 J8 F-r AR 0 (JCPDS#75-1621) YA AEAT STI6 2, HA K CDs JG - RBI ABSMYHIIT . 1L4b, 16.2°
(001), 28.76°(101), 37.64° (111) Fl 47. 52° (112) &b (A5 V1 J& F FeSe (JCPDS#85-0735) it 435 1IE AT
W2 SEUESE T FeSe MR H. Al RE#

K XPS 4347 T FeSe/CDs/CC HURATRH M . 4nE 3(B) fiizs,, HARA R & A C, O, Fe fllSe ot
F, SEDSERMAT. F3(C) R C, XPSEE, 284. 49, 285. 52 F1289. 00eV Ak KAt 4358 T C—C,
C—OH F1 COOH™ ; [& 3(D) N 0, XPS i [& , 532.25 F1530.9 eV &b i) 1% 43 5] V7 J& F C—OH FI
COOH™. X EBH/KIGEAE CC R4 K CDs il 5| A KBS AT REA], MK FeSe MEHEML T RATHH
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(A) —PDF#85-0735| [(B) © mc—c (D) mm c—OH
2  —PDF#75-1621 O1 ™ C—OH COOH

SFeSe/CDs/CC| COOH

F
w& CDs/CC o
A £ Baecc Ses

[ e e s I I 1 I 1 I I I I 1 I
10 20 30 40 50 60 70 80 800 600 400 200 0294 290 286 282 540 536 532 528

20/(°) Binding energy/eV Binding energy/eV Binding energy/eV

(E) 3 Fel, Q) ™ Sexs, | |G BB CC (H) =1 C—N
[ Fe3,,, sat. Seai, 1 CN N\ I N-H

== Fe3,,, = C—OH
[ Fe3,,, sat. COOH
[ Fe3y,, sat.
1 1 I 1 1 I 1 I I I 1 I 1 I I 1 1
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Fig. 3 X-Ray diffractograms of bare CC, CDs/CC, FeSe/CDs/CC(A), XPS full spectrum of FeSe/CDs/CC(B),
FeSe/CDs/CC fine spectrum of C,(C), O, (D), Fe,,(E), Se,,(F), and XPS spectra of CDs/CC electrodes

of C,(G), N,(H)

FKIENE . E3(E) K Fe, il , i Fe,, FlFe, BIZEERES N TI1. 0FIT725.05 eV, SR T Fe ™,
714.36, 718. S8 #1733. 15 eV ALHUE XA I8 T Fe™,, . Fe™, FIFe™, ATLRNE™" JLrp Fe  nl L
T Fer e TR BRAL I, [ 3(F) 2 Se, OEi, 56. 00 F155. 20 eV 1 24~ 73 5l & T Se,,
Ses,,, PUE , PIVERIRESE RGN 0. 8 eV, X SHRHEMLINECAEH W5, RIIINEIN S 4-2(Se™) . A5
ULHH FeSe/CDs/CC LM AT RLE il 45, 5 FiRRAELE R—5L.

Sy itk — 2SR S KA A AR K CDs AT 5| A SR BRI, X CDs/CC HUBR I C, FH N, iHE4T T 430540
. WE3(G) iR, 285.2 eV ARIEXT A C—N22 ) & 3(H) H 398. 8 F1400. 0 eV 4k I I & F C—N Fl
N—H"™, HILIEBAE K CDs RS IA T2 H el , X5 CDs/CC AR TEM-EDS 25— 3.
2.2 FeSe/CDs/CC IR HIEBIL 14 BE

Kl 4(A) 7R H TR CC, CDs/CC Fil FeSe/CDs/CC HLHZ #E 0. 1 mol/L. KC1 5 5 mmol/L[Fe (CN) |7 1R
BRI CVE. AL, 5 CCHILL, CDs/CC HLM AN FeSe/CDs/CC HL A HLAT 45 w8 (1) 48 Ak 1 Ha 37 A
W JFIEEHLIR , 2B CDs/CC HL Al FeSe/CDs/CC HLAR X VA R EL e P L S A B A28 30% . iX2h T
TECC EAK CDs 9 T CC AR, SUIETF £ KM CDs/CC MR AT I F i 42 4K FeSe, fHHL

8 40
(A) (B) —— Bare CC
6 —— CDs/CC
4+ 30 —— FeSe/CDs/CC
< 2l
£ L
T 0 g 20
E b
& & 10 |-
4+ —Bare CC
—CDs/CC
6 — FeSe/CDs/CC 0}
_8 | | 1 1 | 1 1 1 1 1
0.2 0 0.2 0.4 0.6 0 10 20 30 40
Potential/V(vs. Ag/AgCl) Z'IQ

Fig.4 CVs(A) and EIS spectra(B) of different electrodes
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WARAT T F & NG PEAL S . AL A BHA I 1 AT DUSRAE WA L 1) i 15 s W BEL, BELBC 181 9 258 4
FORHE PR ZY W, R RN Z s 1, RCE AR, RO B A
VERTERRD. B 4(B) s T AR AR 14 4 28 O Re 1], A i 4006 5008 75 21 4 CC ra At . CDs/CC AR
FeSe/CDs/CC HL M () HL T 5585 H B2 51 23. 08, 11. 36 F1116. 52 O, RBIAAXT T#E CC, 4K CDs il FeSe
Jo SRR | AR PR R PR REAS AT, AR T R L RAE S AR . (HAEXT CDs/CC HLAR A
BHM 7, FeSe/CDs/CC FHATLIE A FTHE A, W AR IR KR AE K FeSe Ja (4540 B BEAR A, ifi 52 350 i BH
N
2.3 FEfi# i pH XF FeSe/CDs/CC FEAL M BE R B2

ST (H) W A e R ) 7 BB R TR0 pHL, AN R A b2 AL RO R 2
DRt , SR T AR 27 A S A R B, VSV A TR B ko Fl A 2 A DU EL AT F 852 . Q] 5 (A) B
TES A 1 mmol/L A ER 19 0. 1 mol/L PBS 2% phifs Wi h k4T T AN pH 4514 F (pH=5.0, 6.0, 7.0,
8.0, 9.0)y CVINIA. WK 5(B) N, MFNEAERER & /T, FeSe/CDs/CC MK HL LG pH AU KM
LG RGN AR, #E pH=7. O B iR B 0 . SCORRUAERRMEA B, NOLIH B 7 0] LU AR A%
NO;FHE F, MidL i i T 5= B iG PE Y B 2. NOSH AL e — A s il i B, Zemdiisriss ™
JF T = 23 B 1E NOSHL AR RN, AT FEAR T CV ISt o S v B0 24 pH>7. OB, i Tl 51,
PR W (L R IR R AR, BELAS T S A R AR A0 AT B2 . DL, A pH=7. O AV IR P X NOS I HEA 740 #T
iRl

1.0
(A) — pHS5.0 0751 B)
08  — pHOO
— pH7.0 0.60 |- I e
< gl  —_pHBO < =
£ E 0451
g 04r E
2 E 030F
02 F
015
0 -
1 1 1 1 1 O
06 07 08 09 10 50 60 70 80 90
Potential/V(vs. Ag/AgCl) pH

Fig. 5 CV curves of FeSe/CDs/CC electrodes at different pH values(A) and line graphs of oxidation

peak current values corresponding to different pH values(B)

2.4 FeSe/CDs/CC FB %3l flE& £h B FB AL F i E

3 CV LN T FeSe/CDs/CC BN 75 REMEAL WK AR LR . 1 6(A) KW, FeSe/CDs/CC HLMLAE A
1 mmol/L EASIE£R 114 0. 1 mol/L PBS A 5t v HY B T BH S 1% BH AR 06, T 76 K & A R £5 19 0. 1 mol/L PBS
A5 P N JG B 5 5 4R A0 S5 B, 3% 22 B FeSe/CDs/CC BN I iR Eh A 5 ML AE T . S TR
WEHL R AR EIOSE , X T 4R CC . CDs/CC 5 FeSe/CDs/CC ZEARIRAN 5t IV Al Rk A H i i 17 . (& 6(A)
SR, B CCHM N CDs/CC HLR A HL R AAE 4K T FeSe/CDs/CC, #H FeSe/CDs/CC HLM A4 R AL L fE
B X EZIH N F CDs B33 1 R K F FeSe 3 K TG ME R TR, PRI BMREIAE F LR T H 14
R, MOASERER AT LS 5 2 (A0 T s 25 A, A Ak e St i B

FEA R 43348 (10~100 mV/s) T, BF5E T WASERERTE FeSe/CDs/CC E AR . & 6(B) fir
7, BGOSR A AL A R AR IE RS, WEHL IR R N, AR A S
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Fig.6 CV curves of different electrodes with and without added nitrite(A), CV curves of FeSe/CDs/CC
electrodes with different scanning rates(B), linear plot of oxidation peak current values versus the
square root of scanning rate(C), linear plot of oxidation peak potential versus the logarithm of the
scanning rate(D), CV plots of the FeSe/CDs/CC electrodes at different nitrite concentrations in the
CYV plots(E) and linear plot of oxidation peak current value versus nitrite concentration(F)
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WFR®,

FeSe/CDs/CC+NO,; —> [FeSe/CDs/CC(NO; )] (3)
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E6(E) 7R~ T 7E 50 mV/s F3 N IAA R W AHBRER I FeSe/CDs/CC HLM Y CV & . AT IL, %4k
WA L A7 R B R 0 L {142 i o IV A T 5 Yk B8 P 38 RT3 . 1 6 (1) S8 7 AT 068 L 1L -5 IV g i s vk
S R 2R, R TR v=0. 434x+0. 181, R>=0. 997, H1ILATHEH] , FeSe/CDs/CC Hi Mk fE4SE
T P4 Ve P85 T P o SIS P AT R A T M ARSI
2.5 FHEFWIE
251 REUE.AMEEEAR B R # - R T FeSe/CDs/CC MR I RBUEE | L3 Bl Ak
HRR . ESCEHRT T 0. 75~0. 95 VAN im L Hx L S VR A, B AR S 0 ST A R 3k e e FE A
HLH . AP 7(A) 7R, HLIE RO 2 Bl AMITHL e ) TR, (2SS s 0. 85 VI, 2B

Chem. J. Chinese Universities, 2025, 46(11), 20250140 20250140(46/49)



Jd B3 s Ky ¥R
Eu CHEMICAL JOURNAL OF CHINESE UNIVERSITIES

A A MR T, S RRAIR T A R R e A I A M L TR L, S A R ARG DN S B o
0.85 VAELESEAT. E7(B) BN, KA it e LAk B T DA 3 2] /55 e B A D0 S0 i e 85 P A

it~ 1) 4 S I ) B FEBYERIEAR , 1 7 (B) A L s IR B /08RG e e 1, R P il L
AR R GE S . B 7(C) B, WAYERER I EEFE 0. 3~10 pumol/L Y Bl P B9 £R % 7 F2 A y=5477. 80x+
50. 453, R*=0.991, XI5 A4 R 8% 4 5477. 80 pA. mmol/L. em’; &1 7(D) i, I ANER 54 & 7E 10~1000
wmol/L 315 Bl If B £ 1 7 F2 47 y=1828. 84x+126. 70, R>=0. 994, %13} 1 53 f)% 4 1828. 84 wA * (mmol/L) +
cm’. FeSe/CDs/CCVAYERERL AR LOD 2 0. 11 mol/L(S/N=3) , 13 B FH T4 IV A iR £k 14 FeSe/CDs/
CC HLAb A5 s ELas 3 R A L IRAAG 1 R BRI IR M

(A) —075V (B) 3 1000 pmol/L,
Lor — 080V 2000 <yl 3
— 085V Y = %
08 — 090V § 100 S| 600 pmol/
< — 095V g 1500 5L
£ o6} 2 e, .
g 8 1000 200 600 1000
£ 04l E Time/s 200 umol/L
© ’ r——-——F_- © 70 pmol/L
| 500
02 “: ____________
0 I I I I L O—L_I____I___I____‘I I 1
100 200 300 400 500 600 700 250 500 750 1000 1250 1500
Time/s Time/s
105 = () 2000 - (D)
90 - 1500 -
< 3
§ 5 g 1000 -
5 y=5477.80x+50.453 S 1y=1828.84x+126.70
60 - 500
l.
0 | 1 1 | | 1 0 I 1 1 1 |
0 0.002 0.004 0.006 0.008 0.010 0 0.25 0.50 0.75 1.00
Concentration/(mmol-L-") Concentration/(mmol-L-")

Fig.7 Current response of FeSe/CDs/CC with continuous addition of 0. 1 mmol/L nitrite in the range of
0. 75—0. 95 V(A), plot of current response of FeSe/CDs/CC electrode to nitrite(B), linear plots of
the response current values versus nitrite concentration(C, D)

Inset: partial enlarged images.
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Fig. 8 Interference immunity of FeSe/CDs/CC electrodes(A), reproducibility(B), repeatability(C), stability(D)

I HL TS 51 95. 44% , 3] FeSe/CDs/CC HLML A 1 S i ga e 1k
2.6 [EZIRHERKHIAHES LRI E

R B UIE FeSe/CDs/CC HL AR 1 52 b b A, ZEDLAR B 2544 f F 1 25 19 FeSe/CDs/CC HL B X &
ZLRHEE VAT TAGIN , 2GR HEROF e VAT TAL B . A0 1 B, SR HEVR Hh IV Bl R 8 (4 in o 1]
WCRAE97. 75%~103. 12% 2 [1], RSD ¥/NF 1. 3%. i8R EFR(GBS5009. 33-2016) HLAE B 43 MG TA X
FEMIERT T, A5 RS b A R A R I B R V6. RIREE SRR, ik EE 1 FeSe/
CDs/CC L Ab 2 A% IR FLA 4 e PR RS DK 88 R ] Sk, XF S Bkt i A A HoA B R ml 5k

Table 1 Electrochemical and spectrophotometric detection of nitrite in fracturing flowback fluid

UV-Vis/ Detected by our Added/ Found/ RSD(%)
Sample . Recovery(%)
(mol - L") method/(pmol - L™") (pmol - L") (pmol - L") (n=3)

Fracturing flowback Fluid 0.47 0.49 10 10.37 98.80 1.27

0.47 0.49 20 20.04 97.75 0.83

0.47 0.49 25 26.27 103.12 0.65
A
3 & 8

FIFE IS Y DBD £ AR 5K CCHFA Tl , T4 G /K kA K CDs 15 BRI 511 CDs/CC
LI, R T YA AR A, 5 e AR TE — 2 & BT FeSe/CDs/CC HUM A KL, ) R Ml 45 45
T A A B R O R A A R L T R AR R A IR R A A R T Y R AR fh 2
LI , A EIS HPTHSAIOUE T I AR i B riBH , 22 H FeSe/CDs/CC X AiF R AL HAT 8 51
HI A2 A IS P I e B T35 % . LT CDs Fl FeSe RO EIVE T , 245 I8 gs HoA v R0 | sedets:
JEFE MK LOD. [FBF A FRB I PTTHerk . R . EBUE AR IR e PR S A, Ae A R 23R HEW
iF, HAAR B3 Ry 97. 75%~103. 12%, 1t B i) 45 (1) FeSe/CDs/CC HL Ak 27 A% 8% i 225 1R K 1 i
.
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