ICS 65.020. 40
B 61

DB32

A I/ N — R - > B > S ;S

DB32/T XXXXX—2023

TR ASEM RN ER RN G &

AR TA S
M| 7’:3‘.‘[ /Z_E
Qual itative identification for graphene in modified fibers: integrated
method
(EkE )
2023-XX-XX X% 2023-XX-XX SEjf

AAEmTIZIEEEREE % fn



DB32/T XXXXX—2022

]l

A

ARSCAHZIEGB/T 1. 1-2020 (FrfEfb TAESM 513855 PRl SO S5 M AR SR R1 e

TR RS (S e N R PT REVE B o A ST (1 R AT A A AR R 51 & R 54T

AL L5 A SR IR AR A R R 3 23R IR 1

AR AL AT VT IR Ph B & e A MBS IO FU e (2 A0 B8 7 f o A 30 A R 0y (VT
71 ) BN EIER AR AE] . B R

A FEREN: XXX,



DB32/T XXXXX—2022

AP OEHEMREEERNTGE

1 SEE

RIARER T L e A SR IE AR R R TR, BLE R 2. ORI RAE XS AT 5 =
%o
AR E T R R6 T 4E . JRBE (PET) ZF4Esl P EL e R4 4k,

Ni

2 MetsIAxH

T HN AT A S A B R A AN AT D () LA H I 5] SO, ASUTE H R RRASE B A5
o FLRAEBIAR I SO, oA CREE A BE SR & H T A0

GB/T 2910. 6-2009/1S0 1833-6:2007 ZiZRfh E AT BNy KRRAFYE, JELH s 41 4
FRURAFYEBOR T RA A SRR G (IR SAEE2)

GB/T 30544. 13 Y KR ARiE FE13E > A8k KA K 4L

GB/T 30904 ToHLAL T/ d fRBYLE AT XFLRATHNE

GB/T 32871 FLEERRGNIAKE RALF: 2612

GB/T 33714 YKRFA HOKFR RSFIE 71 AR

GB/T 38114-2019 KEIA fsfmth kiR &8 B e e |00 12 e

3 ARIBMENX

GB/T 30544. 137 FL 5 FIAIE FE SUEH T A0
3.1

fi 5Bl graphene material, GM

FH A Sl B B S R HE BT A ORI 102 1 = 4 ARL R HLATAED
FEL ASEMEaRERERA S, WEASRG. ZEA8G.

2 S AGEE . AL, A B R RS A .

3 ASEEMEAAETEASA W, Bk, OB =4ergisia.

4 EEE10Z M —BAR 2 VA 5.

4 FIEHE

4.1 K5|RIE

W OB NERREW T YOS & B bertdh, PRS00, R 1B (AFM)
AXFHEATH (XRD) A SRIG MBS 5, SRPIWTEr 42 A7 2 A SR AR

4.2 F|EEN



DB32/T XXXXX—2022

EMNREE B, MR : 138 aiE P AN BGIE, 2. WS (AFM) B 535 —4ERFL,
3 EXRDE B F126°~27°T0 B {2 45 il I Bl 25 g - 06 55 K F2.3°, A ] DL e N 4 4k b & A SR G b
B,

4.3 %5IEE

TFAEIR

P dh AL 2

XRDRAE

1626™27° LW
W SRAT i e
HRT2.3

45

ENCEEREE
AHK = itk

B FfEpREHEMRERLERNRIZEE

AR b SRR LR BB E DI SEGIE: 2. BB (AFMD JLF 53 —HEH
1 XRD 1 26°~27 T 545 5 5 0 Y K 2,30, 4 P BLAIE A £ o &4 1 SRR
B

5 ASH

5.1 2 (AR) CAS:108-95-2;
5.2 DU Z%E (AR) CAS:79-34-5;

5.3 HR (64% 85%) CAS:64-19-6 B =9 L (88%) CAS:75-89-8;



DB32/T XXXXX—2022
5.4 Mz K: HL20 mLiKkaIK (0.880 g/mL) , MifkE 1 L.
5.5 S4bEE (AR) CAS: 7646-85-T;
5.6 RWRMOIFEHESRMwM I GFLERRSAKRT 220 nm)
57 =t R 1 emX1 cm;
5.8 EETIK;

5.9 HEF: 1F 2507300 PTCHH AT

6 N&E

6.1 B0l AI%E4H 50 mL DL EARFRES.OE, HORE# =15000 r/min;
6.2 FAMAE: mm IR =150 C;

6.3 RPds: BAUINPIRE =70 C;

6.4 HHIERE,

6.5 FIEIGIEAX: L GB/T 32871 BK;

6.6 JRTJIEAEE: WL GB/T 33714 F3K;

6.7 X WPHERATHML: 2 GB/T 30904 EK;

~

EMER A

7.1 HRWALE

711 WRHL 3g~5g A 4EREA E T S0 mL B OE S, M1 30mL~40mL 7). A VI KB 6 1,
WM FH 64%~85%H R (B 88% = LHE) s RAEWRMNERS (PET) 1, WH7— Mok AR my
WR IR G UREL 1D+ REVIE AT ELYERAYEN, 57— Mok RS ER &K
W (i 20: 68: 2) .

7.1.2 KEOEET 60 °C~70 °CIRGZ #5175 2 h ~4 h, FATRESCE NI 4E T8 215k

7.1.3 BEEOE N E ML, LL 14500 rpm #5500 30 min ~60 min, 550 8] DA AE SREUL EREA
NHE, Bl RIS, EFMANSEENER RGO, EAEFEZET SO, BEE 3K

7.1.4 BLENE, LBREBE 6 8RS (PET) otk£F4eb 3 ik 1) 12 BiEW, A 2 mL~5 mL %
A, PRGNS, TSN A BIG T EOR, P ZREAS4ER A4 T) B BB, MASE
FEK, TEMREZMG IO, LB EE RER, A 2 mL~5 mL #20K, #R&EH5, TERINEIM
TSI EOR, R

7.2 FENIERIE

7.2 BUT.0 PG RE R BGOSR E AT e B, B R P 2R DU AR £ 07 R M R £ A DE
Js Fg 8 B SR MRS E T 70°C L AU T8 1h ~3hs ] DU 7ERE B EAT 22 IRDTRR TR il
wHEdh



DB32/T XXXXX—2022

7.2.2 CBAERE TR2 R TINR, 2% GB/T 40069-2021 58 ISO/TS 21356-1-2021(en), HAk
HRWT
a. WEBDGHEKSESH: f SOtk nBos B 8 488nm ~532nm, SRALESE 1.0%~5.0% (A
#it 10mW) , 7E 1000cm-1~3200cm-1 78 Fl A 3347334

F M8 GB/T 32871 4 2 Sl (N34T 7 2 e Ao B s o

W57 AFER =N FALE, THRRTE S0,

XPRE AT, B 8 B RO R

EHFE R 3 AS~10 NAFEAE BT, oSeiiZe, st A 47 SRR R I i 28 .
2.3 SEHIHHE:

MR T IERE i 2O 2R 85 1, THERF & ZRAEL S HM:

Mot/ 0 e e (1)

N Qo a0 o

A

M——i7 2O A W] G U (R R it o5 L
ti——Hz =2 G B A R G R
to—— e FE KR

AM>60%I],  WATCAEAT IR ) R AR A, 5 W BB N 2L AN & A SRR
7.3 REFNEMEIE

7.3.1 H—UMERAE R RZEREE, BRI, ERETE. FERNER.
7.3.2 B 7.0 SRR BORRAE o BE A B, BAR TR BURBRIRMLS R IRIN S . Bl AR
R ET 70 CCHA T84 H 2 T 1h~3h,
7.3.3 2% GB/T 33714 5{ ISO/TS 21356-1-2021(en), 7EJE T 17 R T4 =8 RIFE kAT 2047,
RS AR RHE R, — kB WIS ECETE 2 F~10 F .
7.3.4 ZERTHE:
JRF 77 ARG REAT IS, IR 4R R} & EEN:
NI /MO« o e e e e e e e e e e e e e e (2)

A

N—FF i B 4R R & L

m—— A ) T2 RS> 10 R it 20
mo—— AL LS FER IR (me>5)

BN>60%IS, WIFTHEATXRDRAL, 5 W ERHE N LA S A RIGHR . BB T S A
i RIS R

7.4 XRD FE{F

7.4 WU TSR EOR, 1F 80°C~90°CHIFREL FBWM1E IR MUREI L, A AR 4k
RN 3 SO L SR A AT 50 it S R B LT 70°CRUB AR T 1h-3h.

7.4.2 HPRERE T X BHEATH AT BCTHEAT IR, £E 25°~30°3E HE i, % 2deg/min, 135 XRD
Mk, EAAEIES% GB/T 30904 FK.

7.4.3 SERITH:

TFHEASELL D:
D=S/N oo (3)
A



DB32/T XXXXX—2022

D {5l

S SIS B

N KR U

4 D23 WP SATIIE LG, F BB E o TE U AT, X AT I s S TE 260~27°
TR G AT T KT 2,397, S g HE T4 o SRR, 75 U5 e T A A A
TEBRERE . I C 4 T SUIRE S IR 5

8 WIuiRE

G NG T A1 A 2

a)  MCARbRTE;

b) BB RE h AOVEAR A

o IEiR;

4 HELE;

e) IMAMERMSEA, . 5,
£) W B R E

g SIUEREF K

hy  wIeA . B,



DB32/T XXXXX—2022

Mt & A
(BERMEFRO
FYfEp A BB ORI EE ST

A1 JRIE

PG — MR T IR SN B RAE T B JUHO R FRAR BB . BRAIKAT R AR
RIBR-BRILAN SR S, X FPRD R S A B R A O AR AL, AR 5 B S0 TEA I 2 . Rt 80
R — R RALBRAA R 58K TR o JURE R AN BRI 063, AT DURRHE FH S RFAE e 58 0 W2 75 A e
MBHFAE

TCRBE A SR IR 2O A P 06, GIETE1580em T, S Misp? ALK A5 TR FRIRS): 2D
W 7E2700cm YA, J9XUR J-HEIREy B0, TN S R ECE AR, BEEEEIE N, 2D A
Hosl, WEREIETE . BRItz Ah, HEhEEAFIERT, 7 sS8)@ AH & il thif 7 /EDIE, 5sp Lk
Ko

FEASCAE A, E M B 8 e P T YR B AR AR, RIS GUEAAERT, AT YO EH
sp AL PELE F TR AS KL o

A2 BERRSTIER

= J21B 02

1 2001
1 1004
1 0004
9001
800+
700+
600+
500+
4001 | | [ \‘
3001 | |

2001 [
1001 w/ W
/‘ &\h e M\%Ww/ ’“'\Kr

Qpomimman’ i e Al A s~ a

1000 1500 2000 2500 3000

— <—1345.6
<—1607.2

Intensity (counts)

<—2676.3

Raman shift (cm™)

A1 BRELRZ 6 LTHE R IZERRV A H
R BB S TEE]



Intensity (counts)

457

107

(=]

707
651

551

351
301

20]
“‘ N ‘\

i e
57 W

1000 1500 2000 2500 3000

= J22B 02

<=—1589.1

= <—1354.7
== <-2712.6

| N

| |
\ } m 1 w' VV]JW‘ \Hﬂ‘ |
i Mw”f iy WﬂmeuFWW“‘WWMM MWWW" L '%MWMMJWM

Raman shift (cm™)

A 2. CRLAUEDIREEABHEMEEV RN SiEE

DB32/T XXXXX—2022

BIAVRIA 202 P AP 2T 4 b SR B s PR R 2ot 18], 2 R BB G, IER 9 A4 RR A4

K.



DB32/T XXXXX—2022

Mt % B
(BRI
SR AEHEITIR I

B.1 JRiE

FLFEXT T Y T A7 AE 1A S0 P S HEAT SR WL Al FEAR v, X DR D — T3 T A SR AE 2T 4k (R I S %
A7, W] RERE R M) BE R E B A s T T A S SRR (RZD , HIRIEARMK, FE
HMES L. P LA AUR A S84 5 TR B W7 1 R AL

B.2 HMAMMIFFMRLER

AR AT ALV BV, A ETHEATIRB LA S, 7670 SRR & O S UL BB
b I AF ) BT AP RALARE R ik SR R FE AR FE (5 6, AT P BT A 75
ARy R

B.1. HEIEM a MR FNEMIRE



DB32/T XXXXX—2022

=
t5n|
il
i
SR TR
| S
fid ]
a | |
! Jisss
| | A
| Vi
| 4
S T
i R s iy
.
: h‘ IIHH [ i

B.2. #&IfFm b HEF B RRE

B. 3. #AIFm ¢ MR TN BHIRE

MRIEISO/TS 80004-2:2015 (en) H*nanoparticle”fM“nanoplate” & X : #& R ~F N9 A R ~F I3
LA ERGK T, BRI ERL . A SO — 2P B s AR ) RS R A RS 1065 B2 LA oK
AR FH R ) RS R E R B R BRG], I R rldE i R 77 B
BRIl e HHE P

KIB. I BLAUFE falARME], BB SET ZEHE, tHEN T LSRR 2 BT, BIR
FH#5e R s 1) RS S5 0 a) RST AR R o FEIB. 1 i R S8 1 5 5 RO ZE 34K, A Iv) i 2 94 nm, BEZALE
KT10, mICLAEANGarr kL. BB, 29 HURRE SbIIARMIE, R S7E TSR IMRS, 4R EARE, &
TR, Ha KR R RS R T1000 nm, e KRR RS N100 no/e Ay, (HEA/NT-100 nm, PRIUBAEAEL K
F10, ATCLNE N —4Eftkl. FEB. SN HL AL S IARMPE, HF 55 7E TAPMES B B 5 A B i B4 1E, &
TR A RS NT00 nm/i gy, SRR RS A130 nnT 140 nm, BEHLL/ANT10, DRk 4 & G ATARM
RO AT LA GE HoB A i 3 —4ERHE



DB32/T XXXXX—2022

Mt % C
(BERMEFR)
AU A EHEIXSTEITH

Cc.1 JRif

XSFFHERATH AT (XRD) 2R FH X R 75 AR 5t b IR AT S RS BEA TP R S5 A AT B R, e iliE &
T RAEASBIGEA R JZ R . 0 R FEERNHE SRS . ARIEAT FAs A
2dsin 0 =nA ... (4)

A
d——Z R, BACNGK (nm)
0— AT, BACAIE (rad) ;
RS L
A—XI 2R, BACHAPK (nm) .
MR R MBI )ZE R (0.335 nm) , SiG kg AT LATHE A S E IR (002) HEZ AL
B NAE260 270,
—DHh, AR AR A UnT DL R ok R
Lc=0.89 A /Bcos 0 ... (5)

N

s

Le——an bR, BACHEPK (nm)
A——XBHERP K, BARYPK (nm)

B (002) fiThIgeIgss, RACAIE (rad) ;
0—AT9H, SACNINE (rad)

AR R AR il T M RS K L, WIEB. 1R,

Al i
.’.
e 2L Al

B.4. B C.1 A0 s =

HRPEGB/T 40069-20215 X, 1 selfidt bl b A S8IG I ESCR B 102, BiLe A K TF3. 35 nm, K bA]
PLB R AREE (002) {755 N oK T2. 30, TExrdiiZk250™ 30050 [l P 36 L BE 04 Bl 0 I

C.2 HBEEEHIDTER



Counts

DB32/T XXXXX—2022

15 -
141
13—-
12—-
11—-

104

T T T T T T
25.0 255 26.0 26.5 27.0 27.5 28.0

2theta (°)

B. 5. C.2 BRAUFES A B9 XRD [BiE

200

150

100

50

-50 T T T T g T T T T
25.0 255 26.0 26.5 27.0 27.5 28.0

2theta (°)

B. 6. C.3 HEIfFm B HY XRD [Eli%



DB32/T XXXXX—2022

2000

1500

1000

Counts

500

. . — . .
25.0 25.5 26.0 26.5 27.0 275 28.0
2theta (°)

B.7. C.4 BRAVFES C Y XRD EliE

KIC. 27C. 4N = REAF AL FE i F SUBIXRD P, FT LA B, C. 2B IRIE, LGSR0, 1560, A
P ErAE26° M I TG W 8 W AT SR04 22 0 B8 K 2. 307 C. 37 BUARAG AN/IMITIT I, R TH LA e EL S R B
HA5 S 5 2. 4, IRTFERIES, C A B ATHIE, [ 260 i TE W) S il

TR I 55K 2. 307,




	前  言
	纤维中石墨烯材料定性鉴别方法
	1　 范围
	2　 规范性引用文件
	3　 术语和定义
	3.1

	4　 方法概要
	4.1　 鉴别原理
	4.2　 判定原则
	4.3　 鉴别流程

	5　 试剂与材料
	5.1　 苯酚（AR）CAS:108-95-2；
	5.2　 四氯乙烷（AR）CAS:79-34-5；
	5.3　 甲酸（64%~85%）CAS:64-19-6 或三氟乙醇（88%）CAS:75-89-8；
	5.4　 稀氨水：取20 mL浓氨水（0.880 g/mL），稀释至1 L。
	5.5　 氯化锌（AR）CAS：7646-85-7；
	5.6　 聚四氟乙烯膜或聚偏氟乙烯膜（孔径尺寸不大于220 nm）；
	5.7　 云母片：尺寸1 cm×1 cm；
	5.8　 去离子水；
	5.9　 硅片：在25o~30o内无明显衍射峰。

	6　 仪器
	6.1　 离心机：可容纳50 mL以上体积离心管，最大转速≥15000 r/min；
	6.2　 真空烘箱：最高加热温度≥150 ℃；
	6.3　 振荡器：最低加热温度≥70 ℃；
	6.4　 抽滤装置；
	6.5　 拉曼光谱仪：满足GB/T 32871要求；
	6.6　 原子力显微镜：满足GB/T 33714要求；
	6.7　 X射线衍射仪：满足GB/T 30904要求；

	7　 定性鉴别方法
	7.1　 样品预处理
	7.1.1　 称取3g~5g纤维样品置于50 mL离心管中，加入30mL~40mL溶剂。聚合物基体为聚酰胺6的，溶剂一般选用64%~85%甲酸（或88%三氟乙醇）；聚合物基体为聚酯（PET）的，溶剂一般选用苯酚/四氯乙烷混合溶液（质量比1:1）；聚合物基体为再生纤维素纤维的，溶剂一般选用甲酸/氯化锌混合水溶液（质量比20：68：2）。
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