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PREPARATION AND ANTIOXIDANT PROPERTIES OF

POLYPHENYLENE SULFIDE COMPOSITE MELT SPUN FIBERS

ABSTRACT

Polyphenylene sulfide (PPS) is a semi crystalline thermoplastic polymer
material with excellent chemical corrosion resistance, high temperature resistance,
mechanical properties, and high cost-effectiveness. It has broad application
prospects, but its poor oxidation resistance is the main factor limiting its service
life and scope of application. To address this bottleneck, this study focuses on
exploring and developing strategies for the antioxidant modification mechanism
of PPS. By constructing a new type of inorganic organic composite antioxidant,
the study systematically investigates its effects on the structure, thermal stability,
and antioxidant properties of PPS materials, aiming to provide theoretical support
and technical reference for the engineering application of high-performance PPS
materials. This study used chemical grafting method to combine oxidized graphite
(GO) with semi hindered phenolic organic antioxidant (sHP) to prepare inorganic
organic composite antioxidant GO-sHP. Then, it was combined with PPS by melt
blending method, and finally PPS composite fibers were prepared by melt
spinning process. The study aims to investigate the antioxidant properties of PPS
through methods such as microstructure characterization, thermal analysis,
mechanical testing, and oxidation experiments. The main research results are as
follows:

1. Successfully prepared GO-sHP composite antioxidant by loading sHP
onto GO layers through surface chemical grafting method. Thermogravimetric
analysis showed that the introduction of sHP significantly improved the thermal
stability of the composite antioxidant, with a residual content of 75% within the
testing temperature range, which was significantly higher than that of pure GO.
This structural design realizes the synergistic effect of inorganic carrier and
organic antioxidant groups, laying the foundation for subsequent PPS composite
modification.

2. Melt blend PPS with the prepared composite antioxidant to produce
PPSGHX composite material. GO-sHP is uniformly dispersed in the PPS matrix
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and has good compatibility with the resin interface. Composite antioxidants can
effectively inhibit interface defects and have both physical and chemical binding
effects. The addition of GO-sHP significantly increases the thermal
decomposition temperature of PPS composite materials, and the protective carbon
layer formed by its decomposition products delays the thermal oxidative
degradation process of the matrix. GO-sHP reduces the color change of the
material after heat treatment by inhibiting the oxidative cleavage of C-S bonds
and the binding of S/O elements in PPS molecular chains. At the same time, its
free radical capture ability effectively delays the oxidative crosslinking reaction,
and the oxidation induction period of the composite material is extended by more
than 30%. The inorganic components of GO increase the crystallinity of PPS
through heterogeneous nucleation, while the plasticizing effect of sHP partially
inhibits crystallization perfection. The competition between the two leads to a
trend of first increasing and then decreasing crystallinity.
3. Melt spinning the masterbatch prepared in the previous chapter to prepare
PPS composite melt spun fibers. The introduction of GO-sHP increases the melt
viscosity of the masterbatch. Under the same spinning parameters, the fiber line
density decreases by 15%-20%, the diameter distribution is more uniform, and the
surface is smooth and defect free. The fracture strength of composite fibers is
27%-35% higher than that of pure PPS, attributed to the GO-sHP heterogeneous
nucleation effect that enhances molecular chain orientation while restricting the
movement of amorphous segments. But the elongation at break decreases by
about 18% due to the densification of the crystalline structure. Under thermal
oxidation conditions, the fracture strength retention rate of composite fibers is
higher than that of pure PPS. GO-sHP reduces the rate of crystallinity decrease by
4% by inhibiting C-S bond breakage and oxidative crosslinking
Li Rongnan (Material and Chemical)
Supervised by Hu Chenggong

KEY WORDS: Polyphenylene sulfide (PPS), Organic inorganic composite
antioxidant, Oxidized graphite, Nanocomposite materials, Composite melt spun
fibers, Antioxidant properties
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RORIEMRE (PPS) A& RUIZRIEENE I BAT RIF A IEERER = 7> T AT KL
K 1-1 RoR XL S A1 - ORI e — SR B B AR SR, BRIk 70 1454,

HA I Rtk s,

B 1-1 BB (PPS) 4 Taii
Fig.1-1 The molecular structure formula for polyphenylene sulfide (PPS)[I]

H 0 Ta A BRI R, TRORBRBE I/ 2N A3 R 2 B & R 81, o, 95 & A
RO T TEERINITE S, MBI LN IR 10 TRERNE BRI, XM R G
HA @ EEN 0 7 H5T7, EHE itkse 2, Buoh, 27 2 AR R ILE o
R R, BT TR R R TR RER

e e spYanVas

(a) (b)

~
T

GQOQ

o N

Cl Cl Cl
(¢)
K 1-2 PPS [IAREAr T-450: (a) 281 PPS, (b) AZHEH PPS, (¢) 374t PSP

Fig.1-2 The molecular structures of PPS can be categorised into three distinct types: (a) linear
PPS, (b) cross-linked PPS, and (c) hyperbranched ppsi?!
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QUSRI R B R FH AT 5% . AZHRTY PPS T2 THEMRIE A 1 = 4ER 28 51, IR 5]
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Fig. 1-3 Different synthesis methods and application fields of PPS[*
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MAPERERHERE , HARA BRI 24T :

(1) i #AEgE

PPS & —F A0 e e MR AR, %A BRI AR Y BT 280-290 °C, X
—HE R E S T REZEATERIN TR RSV R TS, PPS 4-4E 13 il
IR E R 400 °C, SE 4 IR E R T 700 °C, HAE BRI G RE R I 50% LBk
WA, SZIGFREH, PPS 4RI AE 180-200 °C KR B Vu PN & MR AL, HAE HAM B I
PR ATk 240 oCl,

(2) J1%1kRe

W T SRR R 7 TS5 P A e RERINIPEE e, Fin EH &R, BItREE
R IR, R EENUIERRTEAR S T8 1-1 . AN, XFPAF4Ep bl RIE R
ISR E M, i TR ARG A, HEG AR 2 %aE . X MRE 4
FARFIEAE PPS £F4E7E OR4e T HE BER RIS, Ji L HE A0 S A o TRk

% 1-1 PPS £P4EI R B 5 e 5
Tab. 1-1 The following text presents a summary of the main mechanical property parameters of PPS fibres!!?

W2 o fE W R [ i 2R AT RER 4t s RF et
(cN/dtex) 1% /% (65%RH) 1% THERPCAD 1%
3.8~4.3 25~35 0.2~0.4 37 55~65 57

(3) i s g ik ik

PPS 4 AL R b2 Aa g, RIMELE 200 °CHIEHR AT, AL W A
BUEFR = AL, (Rl E A U0 R AR R T i Tk A PR g, AR T SR DU 9 £ M (PTFED
FIPL AT RL. SRR M, PPS £F4EFEMNum Lo N IRE4Esy RAFpTERE, XONHAEM BTG
BT REP N SR 1T FE QR 1,

SRIMT,  PPS £FYE S Sl (B &l IRSE) MSREALPERT GRITIR . IRAHIR . Ik
IR MPTIERZE . XA G YRl LOE X SR A 1 k- S BE AT Mooy, (LA iR
PERAL T R - 3R 12 TEASIH T PPS 2R YEAE A R 2 I IR 52 T RO B Tk P e DR 5 2
i, IXEEEHE TS UL T RORHE RS E A SR B R AR E PR AL

R 1-2 PPS £FHER R AL 7 it P 0]

Tab. 1-2 The following essay will explore the chemical resistance of PPS fibres!!3]

Reasil o ORFF A /%
& FR 100
10%Eh R 100
48%i iR 100
WRIEIR 95
W IR 100
10%E E AL 100
20%= A AN 100
A 100
IR s 100
A 100
—RM O 100
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B3¢ 1-2 PPS £1YE TR A6 2 b B P R L1)

Continuation Tab.1-2 Chemical corrosion Resistance of PPS fibers

57 DR IR /%
VU 3R 2 M 100
FOR 90
THE GEE) 100
10%FiF 1% 75

(4) FHAMERE
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ik £ 24 1) SR FR B0 33%, 2 — M RIF BRI . 425 T KIRE, PPS Ak # i
FESRET SOx~ COz Fll HoS AT BE SR, AR IERTEMBUEEMIRMWE . XFRZ
REME A AR 4 S RS KA e, W35 PR 55 7= AR B A 5 IR BE o B/ E R 22, PPS
YR FE P A AR IS IS, TR Y AR e R GR Y, HEA BRI
ZMRLE) B BRI B Sk 590 °C, iR 1 HAEH MU IR N I 22 .

(5) HifkRE

RRBRE (PPS) A& —FL R AL R, RN IERE T TH A &SI,
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ML LGAR, fEB. BBEETIEE 7T ZHRRH. KRR, PPS EAFE
AT IR R FERRE AR R, IR AR A R AU B P SR AL T AT FE LR

(6) HAhM:RE

PPS 4RI AR R L STRE M, MR se R TR R RSHEE, XM
PR IE T R EK RN 5. 5150, ek BA RIFIMNERGE ), JHE
BT EMLEEMER. PPS £EE FDA INAT—Fh2e 4. LHMWPIE, ] LLEEEH
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2k RE! o,
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SER R AT, T S-S IR R IR R NAE AR L. BRI T, SRS AT RO A
RN ERE, 4> 7RI INVE T 2R . SIS IBORIR 2K 22 [ B 4 i B R k8 223
NIEE NP RS 78 1 PPS 7 280-330 °C T I #VEAAT A, A I VA (A1 38 AR 3R 1,2,4-
SRR I, R EIADRI N ESE M [ PR . AR R EE AR, 7R T iRk
BN RIS M AL s AT & 5 5 NPER A FAS AL &0 98 PPS A28, R IR E
HIE 200 °CHI MR URACER,  HACTHCRE 5 B B B 45 s i Ik, el B 7 e R A2 i
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A, EIEE RN T, B0 T8, PSR IEEE, A T T2 7K
Wi BARRIEE AT LU ST T PPS BB AHAIIS AR BAAL, I A AL 38 5 35 4 5 . 1
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FE—E S , MR BERT SRR B A IR 45 AT A H A B R IS E R, £ — & iR BT A,
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] 1-4 PPS #2022
Fig. 1-4 PPS thermal crosslinking process[20'22]
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it

1.3.2 BERTB AU FALIERENIEM R
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TFRIZMEARSG; PR N R AE S TIEXT LE T PPS £F4EEAN R SR P I AT
No G5 REW], 2% PPS AE = ML, oo i R A AL RE S 2 25 i T U
155 K2 MRS AR =Oxt PPS BB KR LI BEAT 1 HF T KB SO3. SO2 Al NO»
FRMNELL T 5K BB E S R AEARIR N Rkas, MTTIE & 1 PPS (R THI ) 4 1L
A, AT REAR 1 A I A o

1.4 BEBBAERSMNEMRER

EHXE PPS (MSAALBEMENLEE, AT HE AT T REIIBE . DU P B i -
— 2 X PPS £F4EAE | fE AT R I IR 2 A B LR B4 R0, O RAEEA R A A LT
ERIESIRLPSEY S

1.4.1 REFEELEHARHKR

PPS Non-wovon Fobric Bonzoxnzine Solution Hopting Ovon

Bl 1-5 TR I RIENR 2 11 4 2 14 i R L M AR 5 /K e ) SRR Bk g )
Fig. 1-5 Polyphenylene sulfide fabric with enhanced oxidation resistance and hydrophobicity

by surface coating of polybenzoxazinel**!

RMEVRATIE AR —FILE PPS L 4EsRLT4EmR b iR 78 — 2 A AL I B OR3P R Y
TZe ARTHMKHA VPR GIRRLT 5w 1 e IR 55 il B R b 2R 7], o ik
AT, AR A B — B TR, 3 Hpr s A e e - BB R S50 it e R L
KPR BB TCAURORLZH 5 1 52 25560 PPS Lo AT 78, i E it mH
TE5R A SARIAEE (PRI A 6] . Bai M Q 2B 4nf&] 1-5 Bl i b 5 2K 245 g
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FKWEY) (PBA) WE S| PPS 214k b, HUEHPrafitt. HATERETHxt SRR T K
R e MRS, AT RO iR 1 R R UA AL . 2R, AR ST e
2, RIS MELLERR, AEHE V52 2 I R

1.4.2 RMABNIME R KT PR BRI ER

TR I HLPTEGRIATU, Tk 55 258 A LOVE I US55 T 20014 7 KYN-818 B4 PPS
HEMEL SRR, 7RI 03%MPTEMFIN, H5ARENM PPS ML, HAIBEK
TS 10 °Chith o RS NBURRFE 1 — Rl B A A0 77 S-9228 75 FEOR B EE - 1 B
H, DU SRR B P A A RE /T o TS5 N2 LU 72 T Revonox 608 1 GA-80 3
mEmPLEAF, KL GA-80 5 PPS J:AAFH A FH I IAHZEME, 1M Revonox 608 NI AT AE Ak
FAEHE PPS 45 . B NPIRIHT K B R 51N PPS k&R, I T4514
HH VS P A 3R S, PO R e L A UL PERE . TEGN KA R et AT 72
R, KA RR FLA S B AR A0 S A OB RUORE, E PPS Ho A et A B H AR A
AL, B, TR ANPSTE XK = AR R AR B (1 i i, (TR AR bR
BRI ERE. eI NFIRIHAENZM . (MMT) 5P PPS, KIL MMT 44K 2 7] #1
RS A, RN EER AR EPHHE NYITER 749K TiO.-Si0./PPS A 414k,
AR ASEAE SRR E T 10.7-13.1 °C. J&1&5E AUSIZE R LRl |, % B KBk
BT T DR iE T, FEXT RORRRE AT 1 ook, 25 R IZR RIREE ) C-S B b R 15 2]
THERINE], EAA S B S IR R 98 B R AR 85% LA .

EAR PPS HLAM AT i QBT B R, (BTG 2P0k, T PPS N T
BB 295 °C, V2 ®MPUEN 5 RAERD IR, BT RE5] K E| R B £F
YEVERE . TTHLACKA R BB T 53 AT 2, (B 7E = & i 5 R, SRR RE TR
BR] R A S e R AR BB A T RESE A 5 N ARG RLERTH, 145 2 DIReE & 40K
K-, 29 PPS MR BT R4 1 37 L g 10l

143 HIEZINEESNRETHRER

il 2% 2 THEE E G 90Kh 7 =8 T AL SR I RIFR . R E ARG RILE 1 Rl
T R AU A RORY, RS T R A INPUETT WT RE S R A EHER R . Weilong
CailPVEET M & il 1 B AR AL O BT ) (Bis-mAO),  FKH ) 3%
T SiOK M, 4 H Bis-mAO-SiOAKE &40k, il i at L T 241 £ 1) PPS/Bis-
mAO-SiO- 5 &M EHE I H L T Bt B, XA T4 P AR sk A4 745
1Tt . Wenxin HanPAF & 1 40K Si0. A (Si02-g-AO), FHA4H 5| A PPS K&
i, SRIGEE R, ZEAEMEIAMUR & T4 RN R, BRI ESE TR
[& (OIT) #&F+ 1 16.7-21.1°C. E=T LR, &t 7 2R RPTEER,
B TR TR SO E SR TR R ISR T DRl IXPRIE TR AR E A B
AT & 5 IR B RN PPS B B ) =BT 5T O A



ST A8 X
L5 KRFERMREXEMRAE

1.5.1 KiEFEHAREX

Y FHE RSB YEHBORE PR, TR SHBOR ARt & . Rl frk
JIRH S 184 Tl A5G DL A R A8 e S5 0, A I s R D H R C ek iA 3
H 28 M4 IR R . ST IX— 80K, SR PPS 1 NGB RH ) R0 e 3 B AR A L
SRS IERCR BRI IZAT I ), CERERASE M R G AR T Z N X
IR R B IO, AE BRI T TR SRR, F A 547k S8
REARHEAH PR3t T AT SE B R S H . (HR2, FEmiR. BRI IEH, PPS 274k Jid &
MBI 2 20 E AP AR, SR 4EWT L, JERIIETENTRE, M EH2) T ik sEA R IR A
R Al f 1E i A (145354

T, ENAMITTE 2 WA T TANT, — R SR ILRERE PPS 2k i nit
AT, RN PPS JERLHAT T RINIRZ S IR,  IX LU PR 2 5 A7 A i 3 R
TEMERILIRIEFEF, PUANH G KAERT R KKk, HAFERL A2 1ERAE
W . S N, KRR TR E T PPS iR AR T2 PR A R R iE 2
Peliko 07T, R JEACEERR BARGENS B RHERE, H AT REXT I AR LR S
TR R P AE R R, AR AAAE L &R AP RAR S &N 8., R TIEHEA
FEAEM R PR, PRZE M Sk PERefR e HLBUA nT#2 1) PPS Sra ittt T2 B A HE )
BV R RN SE RIS AN IR PR B o 1 5 v B R AN B A8 SO KA R F 5
AT ST AR S R AR T AR e, T4 8 PPS APRME w7 00T I8 A G
Bl IbAh, fRIE ) T2 B 2R AN BT A 205 P ok KA Tl Ak S R it ) S 4%,
Hegh = v Re SRS R TRl R S B R X

HHT, KBRS IHR S A PPS/ZIRGE M RLEAT T KR ERIWT, (H
FAERI R G, PRI T HAR AR P 3550 ot KA Wk, JA BV A oA T2 it
BRI AR . WA RIS RISt . ST, RAWFERIERIUALE
BB T 2R G B R, #EMS PPS SR & Dl sk Hpr VA Z et fe . ARTH
WEA B E AN, XA RS 5
1.5.2 KRB RAS

AR E B G LR =N

(D EH-AHILE EPUEFP A RS RAE

I FH S A 58 A0 2 52 FH o 470 48 A 718 0 S A% AR R ) % S A A 2 - 32 B I 4
7 (GO-sHP) E &P 52 WPt f-Aie A58 (sHP-GO) E&aHis A, Hutii
H g5 rge

(2) PPSGHx & &4 R i) 2% M M REw 52

BE A NL- N E S HEF (GO-sHP) 5 PPS MIEE &, #1145 PPS JEE &4 Kl
it SEM. DSC. TG. XPS KHL TR ES T FB, AWFRHZMRIEFR
SR A MR O FIRFAE . 45 e IRt PTG E A REIHT T R AR 0T,
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it — e T e R TEE L] .
(3) PPS B &4l 5 VEREVEAT
A 7 i B IR DU PERE Y PPS/R S PUAFIR R, I F IG5, K
M2 TR L ETYE. RGURAE T YERE a0 45 dh 1700 HUBME RE R DTS2 AL hs
Y, RN T EEHUEG N PPS £ SETOU 2514 R0 B (152 e AL
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208 TH-BNESHE &SR

21 315

I FH 9K SIORE 2 i R R b 2T 4 [ B R MR B2 H AT 9 AN T 3 . 22 AT
SRR TiO2 SiO2 ZEM LA BIGEYURAEL G APPSEAK, DU T H 414
R Ss. SR, XF AR SRR AT, R G K IURL T 5 2 k11 e Bt
RE1ELSS, S RAERE. SRS MEZEER G, R 7 HrERerits. A HeER)
ST 5 — Rl 2 R R S VIPU A SR . FERRIERT B, RN B B
ORI BTG PR AT R, nT DU R ) SRR Ik ) 4> TR R . SRT, B TPPS
0 IR R 3 75300 °C,  E5UAE 22 HOA WL AU R 0 LI e A B gk B R A
%, AMYBEAR T HUEALRLRE, AT AEXTPPSHIZr TS5 M A RIREI . HeAh, /N T
PUAGIE R AV HAR (1 IE R I A 22 PR L R R E A A Ak 2k e

BT ARY, 52205850 MM I RGUOKE T i I b s 2L ] 2
ERFAREMMPEMGE ). FIHENASES BESHRE, RESSHEERE, A
AHUPTEAT PR AR AL T 3 8B . X P VA B 884 A WL R 1 = 2% 1 PR R
REENIINAER T, A RANHIPUEEA RTINS . BT RS 5, K
w7 M R T LA ML A PUEGT B SRR I S R A E e AR
FZEAERT. K, ZEAERAEMIGETR. RIFMSHA. SRR, T
DA R 3R E A B A B, AEbIERE B, SIAPURER, BEAT R e S R IR AR
ARSI, SOPTRH I FL A B R B, A JFE AR A TR R RS

2.2 SLIGERGY
2.2.1 SR RN IRE
%21 S0 R K sae Y e

Tab. 2-1 Experimental raw materials and experimental instruments

ORI 448 M) .
= B4R () S
AL HEEEFSW VL AR R TR A 7
R P 1515 110~120 °C R RS AR A F
N, N 5 SAHAEAR) L2 2 R R A
AL S HSEAR) 245 2 AT IR A
2 SAHAEAR) L2 2 R R A

=L I3 Hr4i(AR) [ 255 ] B2 R A IR =]
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B3k 2-1 SR JRUR S SN 2%

Continuation Tab. 2-1 Experimental raw materials and experimental instruments

JEORHA R 4 FK k(1) TR
P I BT AE(AR) FE 24 4 L P Sk A PR A )
HhR SHT4E(AR) [l 24 8 ] i A 2 A0 BR A
e 28 R AN IKARV8V-C TR UMD AR B IRA A
OB SHL IKAT25 TR D AR AR A
B GHE A% DF-II i TE RS R A F
AT BRAR BPG-9100AH Bl EREA A H IR A
AT DZF-6050 b 1ERAA A R A ]
18 L AR R 2T A X NicoletiS10 FERR W RBHE (H E)A R A A
X LR IEAL K-Alpha FEER KRB () A BR A 7
X B EATHAX D8Advance T E A5 AXS HIRA ]
WOt I AR B 2 X inViareflex o [H B e A F
FE I HTA TG209F3Tarsus M SRHEAE R R (i) FIRAF

222 ZH-BIE ARSI BIETRH &
LA A - Z B BTER (GO-sHP) H&H &

GO
Vacuum distillation
Probe ultrasound
. "l
l ,\ri N ;C‘
P e iz >
b ¢ ac-GO
7 ""'P -
=
DME — = w = =] = —
70 °C .umuﬂﬂ - i
Membrane GO-slp
Gltration solution
GO-sHp /\Y =

Jtimey T dme—

u

Washing

D\.
-@=
Grionding 40°Cdnying 36 h
2-1 GO-sHP & & HU 4 i il 46 % 2o = &
Fig. 2-1 The following schematic delineates the preparation of the GO-sHP composite antioxidant

KHBRENE AR 6.5 ¢ B4 A 55 (GO 43HTF 10mLN, N-—FHEH % (DMF)
W, EAE I 500 W, {EA 30 min. fEULFEEA E, R BIE O U N =50,
0 650 mL EALMEIR, 7E G5 70 °CRAE T 34T 24 h LI+, B &5k B 11 SOCly,
REEREMEIAEE (ac-GO).

[l = RS IS A 3 g 2B PTEG R (sHP, GA-80) ) DMF ¥ 24¢ —
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CHER 3 g (ac-GO), TERSFFA 75 °)C R EIFAEFE 72h, SRSEFIF 0.22 um JEREHE
R, IR B DMF, FIERAI ZEBE3E4T 3 IRiE Ve, mAKZE ST BT
40 °CHIE AN AT 36 h T HRACHE, JFHRE, AR EH-AILE &P
(GO-sHP).

2. PRZHEUAN- AT 52 (sHP-GO) B AP mH &

sIp > @
.4 Y 2
AL F $ ™ s
VYWY n § ’ ) €
) o \ ' SHP-COON Y"/:Jg
\ /% \
% / \ )
- — I - — i ./
e &. P, — i
80 °C \llfrlﬂm 70 °C \(irringw
S —————
R p—
\\‘,\"“ -— \ I
Membrane el (@ A
filtration \—]
o \ 2| ¢
y & 4 ~ - |
GO-sHP /\! QLD QAL sHP-C1 wil.
- D | 2 = ) 1 ¥ SR
“ = 3 times ¥ I’ \ (am® a\ A E
Q’ -— .. — == Gy ) ¢ " =a l
ol T ing
el ATy E >
80 °C heating 24 h Washing 80 °C stirring 240 “ 80 °C stirring 30min & <

Vacuum distillation

K 2-2 sHP-GO & & Ht 58U A il 46 i Ze s 71

Fig. 2-2 The following schematic illustrates the route of preparation of the SHP-GO composite antioxidant

¥ sHP (GA-80, 100 g) FIESEAEN (NaOH) /KIEW (350 g, 5 wt.%) A=
BB, 7R 80 °)CRiEHE Sho SREHIERER (HCD /KM (37 wt.%) Al faid
JERR LIS, FRIRE sHP (sHP-COOH) fEHZT T T 60 °C TR . ¥ sHP-
COOH (48 @) AT HEM =S RpeMT, H 50 mL B 285 R  in —
FAILA (SOCLy, 44 mL). fEFNRAP A ZNPIREY) 3he &%, KRR RIER/MVE
AR5 SOCL 73/, R Fil tulis] A7 b Bt &4t sHP (sHP-CD.

# 0.1 g GO 7£ 1500 mL DMF #8730 min, RGN sHP-Cl. B IEAYIMHE
80 °CJx % 30 min. #RJEMA 1 mL oK =M%, $itE 24 ho £ 0.22 um fL12H) PTFE JE
R, ZBEHEEREER, 80 CCHUM T-1E 24 h, RIS E & HI%T GO-sHP.

223 5 MHRERIE

1. ZLAMEEIER M (FT-IR)

T LA B R R 2T AR X (NicoletiS10), CKEFE S 5 Y64k KBr 4% 1:100 LLi#;
4, LA 20 MPa 0 MR fr, @i i@, SCHL 4000-400 em™ Rk BEFA A

2. i B A

K InViareflex BOGIE R SGIEAL, 1E 400-3200 cm™ JEFE Y, 7E 532 nm JGHIA
%F GO+ GO-sHP Al sHP-GO #EAT A& A1 347 .

3. X B H T RE RS 4T (XPS)

KM K-AlphaX S$F£6 L T-AEWM: (XPS) M RHE SRR i R 2ok . A
BUOE T 20kV I FEEA 10 mA ARG @it RSN e REEALRT S JE R4 58
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A4k, PTLAEENAER IR G R & &
4. X S EATHHI 3 (XRD)
FJH D8Advance % X HHEATHHMNET GO GO-sHP K sHP-GO HE47 2 8] 45 Ky 14 5

B, FHEVEHE 20 2058 5~90°, FHEIE A 3°/min.
5. BREMA 2 (TGA)

M TG—209F3-Tarsus #MEERFL 78R S0 A 880 A A SR I A

FasE .
T HR T L REAT I o

2.3 R 51118

2.3.1 GO-sHP E&IEF N Hr

}
o =
g @

Transmittance (%

RIS BRI ES . SR ERE N 50mL/min. M 30°CF] 800 °C. L. 10 °C/min

20

»
3169
1

AN S
/1620 | 1044
1724 i
GO

1 1 i
4000 3500 3000 2500 2000 1500 1000 500

. =1
Wavenumbers (¢cm )

K 2-3 GO-sHP {1 e N RS 28 S 2L A6 o3 Hr 1 1

Fig. 2-3 The following essay will provide a detailed analysis of the reaction process route of GO-sHP,

incorporating both a reaction process route and infrared spectral analysis mapping

K 2-3 N GO-sHP ) MidFE# 2k 2 GO, GA-80 F1 GO-sHP LA EIEE . MK
PR E tH, ELAMDEIE R GO 2L 2B REBIRIRHIEE . T 3169 cm 4 tH )12
WRig, FIHET GO Fr )z FRIEFTH-OH 532 E-OH & E A, SUE P aaikah i
e RS . 1724 em AR RIRIRIE C=0 HIMARIRBIIIE . 7E 1620 cm'4t,
ZUETTH 45 9-OH 1925 R3S Ises, JRele A5 7 2 B C=C SR 44k 30Tk
U 177 1204 e AL AT VHJE T C-OH SRR 2N, 1044 em AN AT IHJE T C-O-C 4
AT FR A 4 4R SR e . 152 BHER BT 4ET GA-80 (sHP) 7E 3596 cm! &b R ic U v 15
NZEIR E-OH [ 4aIR BRI IE, 7E 2962 cm' 5 2848 cm 17 B it SHLIIE, 43 5%} B
5 -CH-A-CHF G R B g . Hodr, 1736 em ' AbF04& T ) 52 N IE 1 C=0 1)
AEIRBN RIS, 17T 1167 cm ARG NI JE T C-O HIH AR IR B RS o

HEPUEN GO-sHP HIZLAMGIEE FIREE T GO Al sHP K&/ 451k, {H sHP fif
F 3596 cm™ LK GO 7T 3169 em™ AbH-OH SR g5 2k, 76 3310 em™ b B —
ANTE Y R RL-OH gl , R\ RES GO i 2 ERELRRER RN, 18
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2982 cm'5 2776 em ik, HIL T X N-CHsAI-CH R B ZE TR S e . (E A3 =R,
£ GO-sHP MIZLAMeiEE, JRBLH & oo Hodr, 1702 om™'4b B30 H BR PR JE
(C=0 #) [sRfaaiRzhig. BT RPN SEaHEEN C 5 A, SLHR0N 07 A (2 156 e
PREEFEATTT A # . 1210 em ' AL HY IS & T AR R EE T S=0 B2 i 4 R 3h R i e
1128 cm AN A S S=0O S AR BN IS g, LI 193 4 068 1) 5iR  AH O 555
FIRSGIEA A TJHAER], ac-GO bR 5 sHP F R FERHE R AR SO, 1E T A R 2
XEIRE sHP ORI R GO 3R TH .

1350 o 1598

Intensity (a.u.)

" BN B 1 I 1 L
1000 1500 2000 2500 3000
Raman shift (cm'l)

2-4 GO Fl GO-sHP [ & Pl it
Fig. 2-4 The following experiment was conducted: Raman mapping of GO and GO-sHP

&l 2-4 2 GO Ml GO-sHP M 26k, 7E GO KR MH &6k, T 1350
em R 1598 cm PRI AT S B 00l 3 (O Rp R0 . b, A2 1350 em AR D U, 3
PRI AT SR ADRL N B AE AL B TE PP ARSI o 1206 9 5 ADRE T B2 Bk K
KER, BEIEMMICR . IWRANRICATAL, XSS SRIERIE R, EEHE T AR T3
Ao SR TG NBUERR 708 57 I 25 B SO R AR (1) sp2#e 480y sp?s BEMIAA 1 47 58
MORHEA S BRI ZR o TAE 1598 e ' I HILA G U, HARFTXT VA sp Uk A
TAEM N IRENAT N, X IR A SR SRR AT (bR B PR IE . AR ZO6TE 2>
Prikz e, DS G IERIAIR R EERE DL, REWS =y 8 HLAERA I S it AR 25 IR ) 58 2
PELA R NSRRI . BRI, Fi80uib B D gS G WERsREbE (Unlde), WIfE
N—WERMESH, TR HEPPA AR H 1 58 BT o i LUAE SRR B I 22 1A
KKZ, IollefEE, R BIAE P HSREREMZ, o Xk B,

MBS 2-4 FHRTLAWLEEE], GO K D WEEDN B HBRE /N T G %, Io/le fH4 0.99, X
o GO WEBAFAT K E BRI AL T P 45, KRR LA B i T AR 1
KM A EERGERIE S, GO-sHP [Jeil L AR RFEIE . b, D B E R
HILEZER WIS, SR G WEHEAET AR, BAZE 1593 cm b, I H RS
FONPAE . [ D ISR EEARNT T GO BE I, H o/l A 0.99 #in% T 1.38,
RUYEAA R BSR4 2 . X RDNAE GO RITBEATL AR, K
EEARAIPGIN . KRN ASE AR 2T sp3 SREEEEN N, HEimigTt
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TEMNA BRI, e T HEHRATEE. X—R5ZHFE GO-sHP [
BG5S TP R R E R, A I — P UESE T GO b2 e e T

[E i GO-sHP fHi 2 i fE 2708 e Ab H I 1A 55445 1) 2D BURRRIELE, 171 GO [
FrEOGIGHTC . 2D ERREARILA S ZECRGL . — RGOS, R ASRIGEY
2700 cm ' Ab2x PRI . T H., MG EESIZ DL, 2D R AR T, RIS,
[F s W R S BT M 8. X — IR E W], GO 2 JZA A SBA R IE K. IFH.,
A s ZAER SRR, ERESYR UL S sp ik, fEERHEB LM 51K
AN, AL 2D WSS, EE A K. 1 GO-sHP H4b Z# 48R 51 N GA-80 73T
BERTREARL, 2 2800 2E 1 HES ZH08 /D23 [0 24V AL 55, AT H I 2D
I

Kl 2-5 4 GO Al GO-sHP 1¥] XPS Klik, HKEl 2-5 (a) AFIHGEMERXT GO
GO-sHP H7G 2 4 Bt Tl XPS &5 8, MHMNEGER S EAK 2-1 HHlH. WK
2-5 () HATLLEH, GO BB HILT C iz (284.5eV) MO L&k (532.5¢V) M
N, H Icis/lois BN 1.55. 5 GO #HEL, GO-sHP 1) XPS it A HBL T Cls #1 Ols
[, SELE BT ES S TR (163.2eV) Wliig, H O uRMIEW BIRIS, Icilons
{HIL R 7.860 KR TIEHN R NFHFE R, R GA-80 #ioI NEMASE T EN . &
WHEBSHWAZ SH TR, 5 GA-80 KABRI N, MBI L5 4 F At i %
Fro RN 5IANH) GA-80 H C R E&EE =T O i1, M3 GO-sHP 1 Icis/lors 1
KigEET GOs

(b)(:() c-C & (C) GO

Intensity (a.u.)
Intensity(a.u.)
Intensity(a.u.)

C=0, 0=C-OH

I . . " M 1 TER L I L . I
0 200 400 600 800 292 290 288 286 284 282 280 538 536 534 532 530 528
Binding Energy (eV) Binding energy(eV) Binding energy(eV)

(d)Go-sup (e) Go-sup co ) co-sup

S2py, S,
(8-0)

S2p,,

S-0)
S2p;,  S2pyp {

(5=0) ($=0)

C-0,C-OH

Intensity(a.u.)
Intensity(a.u.)
Intensity(a.u.)

. L R 1 . L " L R L R L R L . L . L . J
292 290 288 286 284 282 538 536 534 532 530 528 526 172 170 168 161 164 162 160
Binding energy(eV) Binding energy(eV) Binding energy(eV)

2-5 GO Il GO-sHP [t] XPS il
Fig.2-5 The following investigation concerns the XPS mapping of GO and GO-sHP
Kl 2-5 (b) Al (d) A GO F1 GO-sHP ' Cls [l E, S BRI & &7
*2-1 Pt Xt GO By Cls AT IS #E G, T 284.3 eV, 286.5 eV LK 288.4
eV X=AREENE, I 7 RIE . TR0 C-C, C-O 1 C=0/0=C-OH K]
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3 BR YN TR AT
I, GO-sHP ] Cls &3 & )5, 1F 284.8, 285.7 A1290.2 eV AHIL T C-C, C-O fl
C=0/0=C-OH [P, A UEN B MWL IR 2 H T GA-80 H U5 Fug i 2 5 A A &
n PSR EAE R S8, FN5S GO #tk, GO-sHP /1 C-C B REFINI& & N, 1 C-
O HREHIM &R KIEIE M, X2HTF5IANK GA-80 7 FH#H & A K&EM C-0 BrgHl,
A GA-80 5 GO MR BRL S N AR R & (1) C-0 B . ] 2-5 () # (e) S GO # GO-
sHP ] Ols [0 IEH4, GO Fl GO-sHP ] Ols £43 & & )G, 1 532.1 fi1532.8 eV At
HEL 2 AN, B4 C-0 Al C=0 k. 5 GO MLk, GO-sHP A C-O B fEFIHIE
AR LS, 1 C=0 &8 T, X2H TR GA-80 » FHH S HRKEN COH
Rell, HBEs RN A BCRER) C-0 8, TR AEER RPN C=0 & EHATEW. &
(f) GO-sHP H S2p 734, nIHLEER] S-O 1 S=0 HReHIIfErE, XM S5FTHR
LA HTA— 8L, BE—BHE T GA-80 @it Bafk e M F] GO K JE L.
# 2-2 GO M1 GO-sHP Mt Em & & WA LA 73Ul 5 T AR

Tab. 2-2 The following data sets are presented: the elemental content, the carbon-to-oxygen ratio, and the
area of peak fit for GO and GO-sHP

Atomicconcentration(%) Peakarea
Sample C 0 S C/O Cls Ols
C-C C-0 C=0/0=C-OH C-0 C=0
GO 60.85 39.15 — 1.55  62.69 32.11 5.20 20.04  79.96
GO-sHP  86.20 1097 283 7.86 37.69 58.89 3.42 77.01  22.99

K] 2-6 5 GO 1 GO-sHP ] XRD Kli%. HEIF A1, GO 1£ 26=10.5°H I 1 M EE K
AT, MR AR (001D [ FRFEAT S, FIFNFE 20=42.5°00tHHIL T (100)
THI FPIATT S9 0 o ARAR A A A 20 (2dsin®=n)) I THEH GO JZ[A]FE A 0.84 nm, H GO(001)
TR AT SRS PR R RE e HLAR B, i B L 25 S R B R

10.5
3
g
2
‘@
g 42.5\
= , - A GO
248
‘)\ GO-sHP
L 1 1 | L | L 1 1 | L | L | L | L
5 10 15 20 25 30 35 40 45 50

20(°)
[ 2-6 GO 1 GO-sHP [f] XRD ¥ &
Fig.2-6 XRD spectra of GO and GO-sHP
2o Al SRR 4 ) B AP GO-sHP 1E 20=10.5°F1 42.5° kb iS40 A7 5 AiE U4
K, PRGN GA-80 BN, BUL A 8 7 EHTUR I S T Z5 A0 8 2R, X — IR AN
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THESE T GA-80 72 DAEA 5 s hE LRI SE A s 7 2, TARUAGE Y EIR . it
b, 1E GO-sHP HIAHRA I, T 20=24.8° KL LI 3] — A4 Fr AT g . 08 HAT 5
s, HIESREEA P 1 I, XI5 0LEWE GO-sHP M4 diPE AR T GO B oy g5,
BB R I, BRI AN B S5 A SR E (002) TH RARFEATH IR E . RIHET
ZRJE, GO R R RE SR ERERIEAS GA-80 KA N IHAE, [FII GA-80 ¥
K> FHEERAE GO FrJZ3Rm, i f S ZAERKIEE EogegwE, Bl a

S LA

2.3.2 GO-sHP EAME TR E LS4

(b)

4159 °C

2
560 - Z 4t e
= - b e
2 o m'«r:"/:
I E ol
= 415.9°C
- 5
]
20 - K 8t
- ~_ GA-80
™~ .
0l ~— 4 ol Te2136°C
1 L 1 . L n 1 L L n 1 L L L | I 1 I
100 200 300 400 500 600 700 800 100 200 300 400 500 600
Temperature (°C) Temperature (°C)

2-7GO, GA-80 J% GO-sHP f#vE K/ (a) TG iiZk, (b) DTG ik

Fig. 2-7 Thermogravimetric profiling of GO, GA-80 and GO-sHP: (a) TG curve, (b) DTG curve

YE GRS R AV S A VRN, 2 I R B0 TR R DA K N
T R FE T, B A PRGN R tAE BN e PPS A4Ein TR EMZOE .
Kl 2-7 2T GO. GA-80 LK GO-sHP 4 (TG) B M E (DTG) MLk,

MK 2-7 e FE H, GO I MFAAEE R BRI I A 3 2T R 5 e
AN B P BN 100°CRL R, AR EIRE N 51.5°C, XEEHTANMARNEE
AR R TR I, d i SRR R BRI 28 R 28 S BB 130°CRL E, 3K
FERHTEMARFEPRS AT RBIRE. BRI EEWN o, FIN R
WAEM IR VS EA GO —HEABENKL, &EH 40%1kEE. A GA-80 AH
P A E I, HA I R AR I BURFAE . AR A6 70 I N 337.2 °C,
FE WG TR 2 AR 55 380 ] 02 J5 40 2K o P A 20 e B R U LR 52 0 il g 415.9 °C T 606.8 °C
HAE 800 °CHlAIE Bl N AT LI 58 &7, ARt 2R Y. E-&891%05 GO-sHP t GO
I FE A E N, sHP K5I AT R EF 5 m B AP I #dese tE, A e
HBACR ES R . GO-sHP £E 221.4 °CTFURRPEAR, 55 K 73 il Z5 B2 43 3l 233.7 °C
4159 °C, ¥EZEST GO. F—MEMEBIMIKREMER, FEETAMAENZ
RS RS AT R B Rk BRI R 3 I BN F A 1 sHP [, [RIRT
ENGEE ORI NE 75%M5k R, KU sHP 5] N A s 8 a 8 5 2 FEkka
PG ENE
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2.3.3 sHP-GO E& AT Hr

| 100
| \I\ﬁ 1 \'.
! 80°C, N: T\~ P ;
;1O ONa ¥————— NaOH + |10 :\// NN : /
i / i 90F
i i 5 ’
i

sHP (GA-80) E 3440 1648
Acidification i \\
NI - \

i
;

| e ~T I i
i )z or i

i HO— OH + SOCh ———> x I 90

; ST N i

i Lo j/ Y™~"a i

‘ S ) !

—
X
<
o
o
; 8
- 860 -
—
£
w
=
[+
e
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’
3596 2962

2978 2922 1715

sHP-COOH sHP-CI
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2848

GA-80

20 k- 3'169 : ;
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AAAAAAAAA

2-8 AP sHP-GO & s BBk 2 X ZLAM G 18
Fig.2-8 Schematic route and infrared spectra of the synthesis of the complex antioxidant sHP-GO

Kl 2-8 y GO, GA-80 1 sHP-GO HIZLAMGIE K. KR FT A1, £E 3169 em AL
FEAE B SRR I b, LRI T I 25 F GO F 2 454 h R A T & -OH 52 £ -OH (]38 %
S BAE R . X R S A SO A R s e, e TE R T 5 1 At 1Y)
WU o 7E 1724 e 7 B RIS RER AL C=0 P4 HR N RI& . T7E 1620 cm Ak
RS, P REVR H-OH B #h4Ra), WA W Re A Z2d C=C B HERka)
JTE. T 1204 e 'Ab U, AT HE N C-OH B AR IR ; 1044 oAb B e g, U]
AIHEET C-O-C S ARG IRS . 2 FHEHTEGH GA-80 (sHP) fE 3596 cm™ 4t
IR WSO UEE RT 2838 | -OH AR AR IR BRI, 2962 cm™'5 2848 em AL B ficlg, 43
Tl B % -CHs A -CH AR i iR A% 2. Hodr, 1736 om ' Ab ()06 m] BB U 8 T IR S R A
C=0 BMIMFLEIRENL UL . THAE 1167 em 7 B ZHLHIE, MIPET C-O FIHZ4ERS).

B EPUEH sHP-GO MLAMGIEE EIREE T GO 1 sHP I Refibig, {H sHP 7
F 3596 cm™ LA K GO £i7F 3169 cm™ 4b[J-OH 58RI IEITE 2K, 7E 3440 cm AL, HBLT
— AN EE Ry LR A R S0, IV U iR TR A R -OHL BRI IR IS, X — IR BALE
EROd T, GO FZE EMEERES S TR M. /£ 2978 em™5 2922 em 4k,
I 5359 7 -CHa 1 -CH R 45 IR BT IS IS o 1385 omt Kb P IR AL UGt J97 SR 3 L JR ik v -
OH W Hh#Rzh. 2T 1062 cm AL, WIATHET C-O-C BEHFIARFRAHAF IR 2 R
U, [ sSHP-GO FIZLAM T B HU B 1 g, 1648 em! Ab s e i vl )= A I
A (C=0 88 BmhgaiRanlg, T RN SEREAIE ALY, H5 &S+
TH BRI IRIETY Lo+ WS T SR, IX AR RIS (AR A o 1210 em b2 E
TRERIE S=0 B AR IRZN IS I . X EAR K53 B sHP-Cl EIBE A S GO LRIz
B A R3S, sHP RIN#EE R B GO i
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K 2-9 /R T GO Ml sHP-GO 2 i, ML, GO WA, 4
BREALT 1350 cm ' D W, DK ZIFE 1598 em ALK G K. GO () D 1§50 Ry i EH 3R
/NT G U, o/l fE4 0.99, K GO AR Z ML F45M, AR T . &1t
WA, sHP-GO 2 0 H AN 235 (0 RrEIE, (HY5 GO #HEL, H D UM G gk A4
ZIF% (1338 f1 1593 em™) HUERIAEAE, [R5 GO-sHP —#F, H D W58 A T
GO tHEEHN, o/l fEM 0.99 HIMNEI T 1.16, X[AFERME AMAT R 2 T A HBE 5L
BH LI, BFEMEAFEE . XHEHT GO RidEd ¥k 5l N KE A,
i 20 sp® SRIGIE 2R S BRT, ToF R LRSS e BRI
Tt, #ff sHP-GO IS 2 . P FEEENE] . X —IL G —BAEsSE T X GO #4714k 2%
PR IR 8T - [EIS sSHP-GO HIHL 2G5 AE 2661 em! AL I A4 S8 4% 1) 2D St
RURFIEVE, T GO [HL 2 EIE I o IbE . IX R sHP-GO FRL 2284 5| N AE HLPLA
IR R K THRIEEARIL, 2 B8 A BIE I HE S ZH0R DRI 23 (8] 3N AL 55, 1 T
FAEW 2D g, BhsEIR st B 5 GO-sHP B szjiti it b B ek /i &5 e m g & .

/598

1,/1,70.99

e

&

| 1338 1566

z -

£

1/1.=1.16
2661~
sHP-GO
Il I Il ‘ ‘ Il
1000 1500 2000 2500 3000

Raman shift (cm™)
& 2-9 GO Al GO-sHP f# 2 it
Fig.2-9 Raman mapping of GO and GO-sHP

K] 2-10 J GO Al sHP-GO 1) XPS i, Hrh & 2-10 (a) FFIH ST GO
sHP-GO M7t # AL AT M XPS A5 5, FHMAIIGER S EAER 2-2 4. WE
2-10 () HATLLEH, GO BEHUHIL T C oz (284.5eV) MO iz (532.5eV)
BN, H Icn/los 1M 1.55. 5 GO #HE, sHP-GO FJ XPS BBt AU HEL T Cls
Ols Ky, HHIHL T S JEE (164.0eV F1229.0 eV) Wi, H O Jo & At B B8R 53,
Icidlois (HIEF] 6.16. XEFINIEER R MEFFER, KEMEILK GA-80 #5| AR
R AN RN A I E A T R S A GA-80 K ABRL Y, i3
T ER . AR 5] AIBESAL GA-80 H C R FEEEE T O Ji+, M T2 sHP-GO
(1) Icis/lors TE KR & T GO

Kl 2-10 (b) 1 (d) ; GO A1 sHP-GO H Cls [4HER G, &N ERERIF & =B
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7 W SN2 e =L VATS'
KHHIH . X GO 1 Cls AT ER S5, 7F 284.3eV. 286.5¢eV ULk 288.4¢eV At
I =AM, Hdr, 284.3 eV AT N AT SBIRIA A H) C-C 85 286.5eV ALHIIEIH)R
T C-0; 17 288.4 eV ALHJIE NI AT 445/ C=0/0=C-OH. sHP-GO K] Cls &35 )5,
7t 284.0, 284.8 f11286.8 eV Abt I A2 C-C 8, C-O Ml C=0 g, EE
A E W WL TR T GA-80 HH VYA A8 & 28 558 A A 28 o LB MM AR S 3.

c,| [(©¢°

(a) s (b)co cC

C-0-C, C-OH

Intensity (a.u.)

C=0, 0=C-OH

N : . w A o W G S e S S Y S S
0 200 400 600 800 292 290 288 286 284 282 280 538 536 534 532 530 528 526
Binding energy(eV)

(e) sur-co co

Intensity(a.u.)

Intensity (a.u.)

2-10 GO FI sHP-GO ff] XPS & i

Fig.2-10 XPS mapping of GO and sHP-GO
A 5 GO MLk, sHP-GO ' C-C B HEMIN & E M KA M, 1M1 C-O M1 C=0 HfE
AR B, X2 BT 5IANRBESL GA-80 7 THET S HREZM C-OM C=0 B
REH], AN GA-80 58 SIS B4 AL KRB C-0 #E. 18 2-10 (o)
M (e) 4 GO M sHP-GO 1] Ols K7W E, X GO [ Ols AT g G4 R, T
532.1eV 55 532.8 eV AL ILHI AU, IXPTANIE S B B C-O HE AT C=0 $ 1T AL

% 2-3 GO I sHP-GO Ktk & i BREALLAN S I0 R 2 W5 T A

Tab.2-3 Elemental content, carbon to oxygen ratio and fitted area of peaks for each element in GO and

sHP-GO
Atomicconcentration(%) Peakarea
Sample C/O Cls Ols
Cls Ols S2p
C-C Cc-0 C=0/0=C-OH C-O C=0
GO 60.85 39.15 — 1.55 62.69  32.11 5.20 20.04  79.96
GO-sHP 82.15 13.32 4.53 6.16 36.88  42.73 20.39 8593 14.07

%% sHP-GO W) Ols SEfti/r I & f5, 7E 531.8 eV BLA 533.3 eV AL A
I, [FIFERERZTJE N C-O A1 C=0 #fII&. 5 GO ALk, sHP-GO # C-O B REHIN&
AR EF, 1 C=0 FEW TN, XAl T I AMBEEN GA-80 7rFHEH & A K
®= C-O BReHl, FREIL R S AA BOK B C-O 88, 1R AR RPN C=0 W& &
FEATFE .. B 2-10 () sHP-GO 1 Sy B4 UG, TSR] S-O A1 S=0 B fe 1A%
15, XWMEFAKLIN AT —E, B—UE 0 T &L GA-80 @it lg b S B 4 3l
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GO R 2 k.

Kl 2-11 7" T GO DL K E A sHP-GO ff) XRD K. MEF R LAIE H, GO 7£ 20 A
10.5°0F 2P A A SR (001D [HIBVRHERTIE, SILER, 78 20 55T 42.5°40tH H 3
7 (100D THIFRIATSHIE o AR HE AT R kG A 20 (2dsin®=n)), BERLHEL1EH GO K2 18] FE A 0.84
nm. FFH, GO (001) [HIATH UG 1) 58 B2 5y HLETE OB, 31X 3 B FL 45 o R A B R 2 AF G

B

Intensity (a.u.)

SII0I15I20I25230I35I4045I50
6 (%)

Kl 2-11 GO Al sHP-GO ff] XRD i &

Fig. 2-11 XRD spectra of GO and sHP-GO

23 5 ML SRR TV AR B B S PTG sHP-GO 1E 20=10.5°H1 42.5°4b 1)

A SRR AE, (HEREARSS, JUHZ 10.5°b R R = Fa 3K, SRIHBE &L
JEPE T GA-80 Kl AN = R EA A, R, WiEm T
GA-80 O Ih#: B A A 5 7 2 B AR E R . 5 kFEE, sHP-GO T 20 A 20.5°
PLK 25.4°0000 B, 2 PR TS B A BT 06 o AT Sise i o8 HUg A, X 52
HT GO R 7 BEA GA-80 L[], EHIIFEH GO R FE AR I 77 ik
i, B R SR AR BT B T RS, 0 R A S B i B S M ORI, R TR E
FIBE2 7855, JZIRIEEAS ARG R,  2Em S 30 370 S M 454

2.3.4 sHP-GO EAME TR E S 4T

Kl 2-12 4 GO, sHP #1 sHP-GO ] TG #1 DTG #h£k&. MEF R IEES], GO )
PFE MR, HAKEB EZRE RN H—, 1£100°CUAN, A ERZ
TEAR SRR R R B K o = R SR K PR R SRR AR 28 s o, MR 130°C
i, A ERNSTATERA, wugik, REUKKENEYE KED B
GO EMRR VG N AT 40% 5 B 2. HTEUT GA-80 R I R 4F G E M, HAlah
I3 AR FE T IA R 337.2 °C, HAD IR APIANBY B, SR o s 225 FE 43 iR 415.9 °C
1 606.8 °C, HAEMAAIE N AT 58 20 Rk . 28 P1%F sHP-GO 5 GO #itlk, #&
R BT B GRsE M, sHP B 5] AT H2 = 2 & PR I #aE 1% sHP-GO 1E 100 °CLL T
WARFUR IR, F B HT 5GBSR K R 5 A0 R 18 i SR A FH B /K
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7&K . sHP-GO UG 2 fIRE R 183.8°C, W& T GO HIWIUG 4 it ¥ 82.5 °C. sHP-
GO 7£ 258.8 °CHA T2 NI iEE, 1E 216.1 °CIFIA B K ME %, X FEIHRA T2 A
58 7 2 R B R R N ) U R T R AR IR . DAL AR B GA-80 RIS
fift. BT AVLIUER GA-80 fEBEE I R 7 FAMBIIR (i N B TR, FEIH
PFaEPE T RE, M AR RS KIEE IR T sHP-GO (FAFaE M . (7] I 76 a0 B2 G [l . sHP-
GO H 60%FRARE, KM sHP 151 N Al — & 1B s S A 8 2 I BhBG B8 = e
Mo (HE AR BT PPS Hn TR, Kk sHP-GO JFANEH T PPS [HH4A

gy T

(a)

100

C)

goo z-
< 5
g =
=40l £° GO
2 t—oas0 || a6
20 - 8} sHP-GO
ol 10 Te2136°C
L i 1 i 1 n 1 n L i 1 L 1 " L n L L L L 1 " 1 L
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2-12 GO M1 sHP-GO IJFRE K73 Hr; (a) TG HiZk, (b) DTG ik
Fig.2-12 Thermogravimetric profiling of GO and sHP-GO; (a) TG curve, (b) DTG curve

2.4 KREINGE

A I SR AZ AR R B P il 2% 1 AT SR -2 FEm B4R (GO-sHP) 52 [H
Mt e Eb A s (SHP-GO) WRESHEGN, TR HE M ST Red T RgRIE.
B RW T

(D RABAE SRR BSCEL T sHP 5 GO Kb 2238, & T Zfi{E
B, PR R PR R AT, FTIIR 5 XPS 4 HTiESE 1 sHP @i g sl shig & &
GO X, STHRFHEERHILL O JuRIEMRIRIGIE— D VEUE T BN B R

(2) Raman Y6l SR 5 IDAG EHEERIT (GO-sHP 1.76, sHP-GO 1.68), #*
B GO v 2RI 5 TG0 7 S5 19 0 . 2D W H IR SEAE RO A2 HI S5 T GO J2 (A1 HE B 2R,
LRl SRV E AN =R S - - i) = ]

(3) HESHTRI GO-sHP JEIL H L = AR E 1, 700 °CHRREIE 75%, WIUH iR
T ER GO $RTF w2, HAAERE X TR Re i 325 SRR WK (PPS) [N iR B2 5% A4 1M sHP-
GO B #HFE MR GO HHTHGEE (JRAE 60%), 1H 258.8 °CRISE A i#, 5 PPS L
TR EEANILRD .
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35 PPS/E AMENFIE ARG S ERET 5

31 5|5

AL T RHMERR I T7 7, AR RS g5 IRE S .
FEILREAHE A, WHAEHILE A F RIS B TS0 ERA T W
HZWRE, FERABRSES. BRESRAULABSREAELZ; MFZERT
SOVE U I S G SR A% e B LI SR & DL S B2 W 28 G5 R TR S I AR . AR T
B TEAFAE T 2R AR AR SRR, RS SRR HLERERERE.,. &iF
Ras W E T AN RS . PPS [ H B0 T45HIFF A, 78 200 °CLL R JUFEAE TR
A, BUEE BRI HAECUE . HET, SRR OO PPS UM B IR vk, X R
TEAMU T AW IR, T HAE SRR N A ey 7z 00, AR PR IR 32 B
YY) BRI S 23 i, ARAE SERR N T FR s AR AR B — e R i
FHEAE BT,

LRI, B HLPTEET 5k TR KR 3R 1 n] 2 2 32 T R S pisE e i 24k
PERE . ZOOMESES I P T T R Ko, XGOKRRL S R B, Rets iR Tt
HEREWEARZ BRI FX, YUK R #GeE e, vl 8dE s
A HUHUEGH R O3 AR R, AT S BB [R) B S AR P8 AT 58 ) FH i SCH 6 1) GO-
sHP HHL-LHLE &P S PPS A E A, Hil& 72 PPS E&64kL . BHHAMHE
(SEMD. ZERHAfEHE (DSC). HAEHT (TG X LI FREE (XPS) BLK
PRI E B P RAEA, WG RER R AL . 45 mrHiE. PdaErtsS
PUAMERE I R 5T, RIS X T A A E AL ER AT IR AR %,

3.2 SLIGERY
3.2.1 SEIGHRL RN ESR &
% 31 S0 R K sy e

Tab.3-1 Experimental raw materials and experimental instruments

JEORHA #8) A (B 5) E
PPS #i fiE K140 VO AR RS EoB bR BR ST AE A 7]
TEPUEF (GO-sHP) / BT &
PRI AL SISZ-10A O Ei 1 SR LA PR ]
RIS AL S7S-20 QU B LA BR 2 7]
PG TR A DZF-6050 EgE—EREAA A IR AT
HLFRF AL204 HERF -2 0 2 [ B 57 2 (L) A IR A

24



i N 4 e R VAT

B3R 3-1 SRR IR s A AR

Continuation Tab. 3-1 Experimental raw materials and experimental instruments

JERH A 2 R A () AP R
T4 T R R SU4800 H A H Lk At il 1 Py
FE 7N B A DSC3+ TR TR 2 R AR A A
F1 7RG EZ-SX HA Bk et
G 6 A Datacolor800 IEEE T (L) HRAF

3.2.2 PPS/EAIMEUFIE S RIEFIZ

(() sHP

! Rnund strands

Corotating twin-screw extruder
Pelletizer

Testing samples Blends particles

& - _5
Gram=m h _\._~.-~ ' . ¢==
ihg-][ !gl i 1

Injection molding machine

3-1 PPSGH. £ &5 A1 R ] % i
Fig.3-1 Flow chart for the preparation of PPSGHx composites

FIFH SISZ-10A TR SUZATH5 ALK PPS WABFIAE & B E S Hi%E T GO-sHP
(0.1, 0.3, 0.5 F1 1 wt.%) MEILIRE SF Gk, SL8e R H = XM tH AL AT 44 Rl
LR, H DX AW e N 285 °C. 290 °CHI1 295 °C, WGMEFF #4518 % & 7E 25 r/min, 3
TRIGER K218 60 so FTifil & M E &M B 48 PPSGHx, X N GO-sHP E & &1k
& s, R SERNE AP RBRAIF SZS-20 i S T 28 i A 6] & 7127
PARAE S, Py AN AR IR S 20 A 300 °CHI 70 °C, VESIIFIRIN s, VESHE A1 25

MPa. 4 PPS ¥ fig . 5 & 915877 GO-sHP Al PPSGH, ki 75 ¥4 Rl S LR AVE 3 RGT ¥I7E 120 °C
TNHZ T 12 he

3.2.3 S ERERIE

1. EAGER—

WL 2 M RAEF BT GO-sHP T PPS FEA4 o (1) 43 Bt 72 F LI 5 8 72 o A5 B
SU4800 i L BE, 4156 ¥ ZUMG W7 )5 8 5 4 Ach B () R B T 7 LA %3500, DAL T @ GO-
sHP 7£ PPS J:4& B HeIR A& . 184 Rigaku SmartLab3 X 526750 PPSGHx E &
MBI R IENT, ARG 20 4T 3°% 90°2 8], HHiE 2% )y 3°/min.

25




i N 4 e R VAT

2. 1R REMNA A A

FETRIE 25 °C WRJE 40% BT T, M EZ-SX M4 J1ikEeHLxr PPSGHx &
MRS RL I . I, B RFEE B 35 mm, R EEAEHIAE 2 mm/min. &%
TpEFES, BADIFR 5 IR ERAE, 2 DU B~ E AR v as R .

3. 4 PEREIR

K H DSC3+Z /R & T PPSGHx A MR 4E f 1tk REREAT /0 #T . FREL 6-10
mg ZH TR GRS, HHE THEEIFEE. £25 (N ZHE GiiEA 50
mL/min) &, LA 10 °C/min H)THEIE ZFRAE A 30 CCINFE 320 °C, Ff£E 320 °CH &
R Smin, RS TEAMERL, CAHHBRAI LR . BEJS, DL 20 °C/min f BRI 2R
A H 2 30 °C, FFE LA 20 °C/min FTHRE 2 A 30 °CHIFA A 320 °C. il 734 &
TR —xHR 2, SREUZE GRS SRS RAT AR #2450

4. HEERE N

iz TGA2 AH AT/ (02) MEiH T PPSGHx E AR e #a fasE YhAa
Mo A ES TR, FREA 8 £ 10 mg MEE, EERIIX & EN 30 °CE
800 °C, FHEHZFE W E AN 10 °C/min, A (02) MFLHELREF/E 50 mL/min.

5. PR

B — RVIRMEFAR, %7 PPSGHx & &M B HU AR IR 5 R AE . 5%
¥4l PPS AT PPSGHy B &4 EHE 200 CRIFE S AR 72 h, SRJE LA 14 .
K H Datacolor800 736Gl €44, S AT JG FAE St T R B A8 Ak il 5 434 AR, X
P H B AR RR BE o [RIES A 7R3 LG S8 T 5 5 it 1 70 22 e R A 7k
L&, X EE R PR R A 2k 2, IR AR S ) It e R AR R R — B R A
K-AlphaX $F£&J6H FRENHAX (XPS) XFAALHT G RE M7 R I TT &= /4, FIH DSC3+
ZORFEAR B PRI 1S011357-6:2008 % PPSGHx & -& M EHEAL T SIEE (OIT) i3
AT AT, AE O2 % T LA 10 °C/min () FHRIHEZE M 30 °ChnFAE] 500 °C, O iig N 50
mL/min.
3.3 LER5TiR
3.3.1 PPSGHx E MRS 74

Bl 2O PPS KL A FPRHBTIHIY) SEM T TESR . 4l PPS Withi B oA P4, AUn]
WM /RS T PPSGH B AR I BARRERFAE,  JFAFAE KR SR 4544
SRS 2 5 B RE B A AR W LB tH L 1 A8tk . [FIIN, J8IEX PPSBG:
S EMEHO PR AT OB SN SR, 45 KRR Y] GO-sHP IHEHE R SV E T 2HLR
Uf 1 73 BCR S

Bl 3-2 BoR, ARSI AW %2 20 1) GO-sHP FIZRIL A, 1IFSHiZg K IE R RE57E
ORI AR A SEILIS &) oA, AEBURE BAR K/IMAERCR Z R BLR, W (b) Fron. 1
S () Fizs, GO-sHP &5 PPS MR AL VM i R P AFAE AL RS, — At
#i kTR GO-sHP &5 PPS FLI [ /7 7E B W42 [, R T ARSI, —Mug Lt
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CRLRRR AR L2018 5
g ) GO-sHP 5 PPS Frif M AHAVELS, TEWI R0 BILR . X AT g th TV A
TN AN 3B GO-sHP 5 PPS WY F I A 2L - BT BLAERR . 45 EPrid, BaHiA
7 GO-sHP - PPS Mflg{A & N REWS SLELIY 210 Hi, JFH5 PPS Z [l 2 BLHL R 4 i
SRAME

10 pm

s

3-2 4l PPS & PPSGHI E &K SEM K: (a) (¢) 4l PPS; (b) (d) PPSGH;,
Fig.3-2 SEM images of pure PPS and PPSGH1 composites: (a) (c) pure PPS; (b) (d) PPSGH;
Kl 3-3 4 GO-sHP. 4f PPS il PPSGH; E & 44 K1) XRD Klitk. HEI R %1, GO-sHP
£ 20=24.8°4b A 2205 (002) THIFRRFAEAT SR 08, [RI) 4l PPS £ 20=20.4°4C H 3 (102)
/(2000 / (211) HFIE GATHE. TXT PPSGH, B &4k, GO-sHP ££ (002) T f1 5%
W5 B AT SIS AEAT ST Y 2%, [FIIRHAE 20=27.6° 0 N (202) / (211) 45 &1 8 B 51T 45
I, 1XFR B GO-sHP fE PPS J:4& 1 e R 5535 5] R 474380, [FIIS GO-sHP B 5] AT]
iRt PPS LRI 4E i

GO-sHP

Intensity (a.u.)

o 20 30 a0 50 60
2009
Bl 3-3 GO-sHP. 41 PPS Fil PPSGH1 5 & 44 #H1) XRD &3
Fig.3-3 XRD patterns of GO-sHP, pure PPS and PPSGH; composites

3.3.2 PPSGHx EA& MR R ERE D
PPS J& TR R AW, HEE RIS EAME & &M REE & REER .,
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TEAR S, EHZERE#ERE (DSC), X PPS KHEEMEHIHMEREREIT T 25
FIZRAEIHT . BRI R I T 3-4. JETIXEEIHTIIZL, ARG T
RBHO OGRS S8, X B VAN RBAE R 3-2 W, NS iRt 7 BBk
Horb, ZEE (Xe) AR 3-1 tHHERA:

X Aty 100% (3-1)
C:— X -
AH(1-Wy) ’

A, Xe RaMBH S R, AHm AQCRIRFE o RORGR B 1) SL PR RlG {6,  AHF
R SE 2 SRR BE BRI RS, KB HUEN 77.51/g. WE I TIAILR & 44K
B GO-sHP HURHEH & _E T S 70 L

(a) (b)

_‘__’7,,—‘ ‘\“ I’PSG”I '\\
/ \ T r A
! \ . \
r 3 \
i i 0.5 A\
] : \
! I

eho
Heat Flow
\

PPSGH —

PPSGH_ |

PPSGl B

€X0

PPSGH, |

Heat Flow

PPS

Temperature 0C)
i 1 i L " 1 L L |

1 i 1 1 1 " 1 M
100 150 200 250 300 180 195 210 225 240 255 270
Temperature (°C) Temperature (°C)

3-4 PPS W fIF Sz PPSGHx E 5 BRI DSC 2R (a) —JUim#iihizk, (b) Ak
Fig.3-4 DSC profiles of PPS resin and PPSGHx composite masterbatch : (a) secondary heating profile,
(b) cooling profile
% 3-2 PPS #JI§ X PPSGHx 5 & BEKLI DSC HFHIES 4L
Tab. 3-2 DSC Characteristic Parameters of PPS Resin and PPSGHx Composite Masterbatch
Samples Ty(°C) T.(°C)  4H:(/g) Tm(°C)  4Huw(J/g) Xe(%)  AT(°C)

PPS 91.7 213.3 16.2 276.3 18.9 244 63.0
PPSGHo.1 93.6 216.7 32.9 279.3 35.7 46.1 62.6
PPSGHo 3 94.1 217.9 34.1 280.1 38.4 49.7 62.2
PPSGHo s 93.6 2233 39.4 279.2 46.2 59.9 55.9
PPSGH; 92.1 226.7 30.3 278.7 40.9 533 52.0

M 3-4 F13E 3-2 WA, BAPUEGT GO-sHP K5I N 2 20 3% PPS HI4h SRt .
SEERIREE (T B GO-sHP & & R IEWE oK, it B (AT=Tw-Te) WL,
% GO-sHP &N 1%, T. 825 1 13.4°C, T AT FHE T 11°C. ARG SE iR
FRE LA, SAERE TR, WIMREH, GO-sHP T PPS Bk AL R | 7 AH B AE
., ARAESS oz bR e, dEmiiRAt 145 sEEE, HESh 1 PPS M4 Il R0, A,
W% GO-sHP & & M#E M, PPSGHx B & RRRIILE M (X B e, 46 PPS [ XN
24.4%, 1fii PPSGHos &M EH X. ATIEE] 59.9%, &1 145.5%. 1H GO-sHP K&
HIAF] 1%, PPSGHos &R X TIEH] 53.3%, X2 HT GO-sHP 12 =1 n
—EFRER 2 AR RS N, FEAS PPS Koy T Mo FHEBIZZ), AT 58045 i
PEREAT AT R BN, [FIRF, GO-sHP FIINAfE PPS FMAREIEE (Tm) FUARLKS (AHmM) 1
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AP IR U E S HTEFR NS ROED T PPS BRI AR & Xk, $2T1
ERZE N E Pty A

3.3.3 PPSGHx EAME hFEREN TR

100 10

(a) Stress | 100 - ®
Elongation at break —PPS =
% E | 2z

I 1. sof
o ?T N 67 & \} 8‘% = |
s N ! | N, g2
) 5 ; ! 162 |
7 f ! T
i N \B \B I

85 % —:‘4 5 = 4. & &

PPS PPSGH,,  PPSGH,, PPSGH, PPSGH, 0 B ) SIrain(“’o)G : N
3.5 PPS il PPSGHx 5 & RIS M PERE L, () S ABITALR A RT3, (b) REA1-RiA5

57
Fig.3-5 Tensile properties of PPS and PPSGHx composites plotted: (a) tensile rupture stress and elongation
at break; (b) stress-strain curve

4l PPS 1 PPSGHx & A M R A I 2L it iy F A i FE A Z an 1] 3-5 () i,
F1-MAF LRI 3-5 (b) fivm. HIE 3-5 (a) A%, 40 PPS HIFLHIKIZLN /15 88.25
MPa, WK N 6.74%. J15MEREINAEHE oR, GO - sHP [ Infl PPS E-&44 K}
R PERES 2 B35 08 . B GO-sHP ININ= I 2, PORHRL A 230 H S &
JE FRARAAS35 i 32 JU) S 0 LR S 36 KB I 8 TP AR R A 7 GO-sHP &% &1k 3|
0.3 wt.%}, PPSGHos A MR IR Bk 97.55 MPa, $& T 10.54%, GO-sHP {EHN
S BAZA AT = PPS [R4h R4 i se B e, TGS A RO B R . SR1, 4
GO-sHP Fr il iy, 45 f B T B LA RORIAR 0 AT A3 B N D R 38, st 2 4
R FERRAKIOY. B 3-5 (b) BIx, PPS MHE &M kIS 2 L B R AFE, GO-sHP (1
IR AR W20 2 GO-sHP & & 0.3 wt.%H, PPSGHos [l 2K 218
F| 8.30%, %4l PPS #1517 23.14%. XM IHART B S PG A LA 5
AN, "SR PPS 4 FEERIIZBIAE S, AT CCE AR E fE P65,

3.3.4 PPSGHx E &M RIAERE L7

Kl 3-6 £ILEHIE PPS LUK PPSGHx B &M BHI#ER R M2, & 3-3 %1 7 AF%
i EL IS N R IR . H B 3-6 TN PPS KL A ATRIY 2B — [ B AR 4R
RRAIE o 75 U BE I 3] 450 °CHIT, &FE TR B 4E R a2 RA, KRBT B2 1 2k S L.
EARERRZ, MY B AR R Ol E . 4l PPS (O HY = R B K T4 55
i TG 3 5 A R A O s T A AR I B R R U SR B MR 0, BPBE S GO-
sHP & & MieTt, WMEELRIVET R, X GO-sHP & & <0.5%Kf, PPSGHx B &4k
KA R, 83 /N 140 PPS, JLIH & PPSGHo.1 Al PPSGHos JL°F TCFi & 451k
XEIRE GO-sHP Wi A REWEHIH] PPS K3 FHEN S [R5l AR O FrFH
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W& . {H PPSGH &R BTN s T-48 PPS, XAIRe &M T&& = T GO-sHP H
A HLBTEGES 7 W et 7 PPS Ky 785 b S JRT5 O JR T 45 5100,

100
PPS
90 = PPSGIIO .
PPSGH 03
20 L S PI-’SGEIU_5
—— PPSGI,
e
Z70 -
o
=
60 |
50 -
40 | s | | ! | ' | 1

100 200 300 400 500 600 700 800
Temperature (°C)

4 3-6 PPS [ PPSGHx 5 &1k} e 2k 5 40 15
Fig.3-6 Thermo-oxidative weight loss curves of PPS and PPSGHx composites

ME 3-6 AR R 3-3 BEEE Y, 20 PPS BRI RIRIE (Ti) HfE )y 478.8 °C.
W& GO-sHP #NIn&E 3N, PPSGHx Z &Y Ti (6 2356 T )5 LT AR {L
e, MERAE S BV ATE SR R A 2% B T AR LR 1 3 AA AR Rk, Xt
H1F GO-sHP 1L & & M AT PPS 70 T8k S 75 O [Rr4isa, JLFLiElin,
BRI R PRI 5 T GO-sHP £ /515 & T A HLPTSEGTER 20 I B 2= fie ik PPS 7314
T SRETEH O RT4G, FEELIEMG A0 M ERD . RN PPSGH B & H R
Tsv Tlsw Al T3 42T 5 T-44 PPS, 3KHE] GO-sHP (5] ARl PPS M #E RS E 1 .
FERE 2 AR BE DX TR] P 20 PPS AR 7 Ak I O 5 B SR 0N 45.1% . 15 22 AN A, PPSGHx
HATERIRE D RREE %, 20 GO-sHP =M 23 26 TG TRMES,
HHESEGET, HBEERY T4 PPS. X—IREKMH, GO-sHP TEHfid =
R YIRES A — BRI IEIRZ , BETTXN PPS VA RS B 2/ E H . T AE
GO-sHP =& T AV 7 5 B A I FRAIRRT A9 GO-sHP H 5 7 i 38 il A BEAIRI),

% 3-3 PPS J2 PPSGHx B &M RHKI A 7 i 2 KL
Tab.3-3 Thermo-oxidative decomposition parameters of PPS and PPSGHx composites

Sample Ti2:(°C) Ts50(°C) T1504(°C) T3024(°C) Turi(°C)
PPS 478.8 496.7 515.2 535.5 254.8
PPSGHy 470.7 498.8 516.2 541.7 257.0
PPSGHo 3 453.7 495.9 516.3 542.3 256.6
PPSGHy 5 481.6 499.8 522.7 5443 258.0
PPSGH; 484.1 498.7 516.4 538.8 256.2

i FAEH (THRD — R T v SR e PR R, [RIIN mr S th i s R 0 e
5 K 1) T8 R EKOR IR BE o Ty PSS L R 20 5055
Turi=0.49%[T50,+0.6(T300,-Ts0,) | (3-2)
e T10%5 T50%73 7]/ 5 02> 10%7F1 50%-2 o xS 1 #A AL Ui B2 o kb 3 PT 560,
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N GO-sHP 42 = R GBI Thrr, 2 Trr WARFHTEE AR . X FERHT GO-sHP
157 fi#, PPS 11155 5 0 A AN 9 A =00 L) S L3S T 5200 Tso M1 Ts005, MNTTSZMA Trgro 28
PPS [ Turi 9 254.8°C, 4 GO-sHP I & &N 0.5%M, PPSGHos ) Turr N 258.0°C, i
PTE T 3.2 °Cl7,

3.3.5 PPSGHx E&#RHnE L IERE D4

A+ AR MIABINT, REVIM B 5 AT A R SRNL . S8 T 0 iy 70 T B4
PR HERL, BUE A 25 W T AR B i o SR8 B S I B d B b 51 kB
SR, HEBN 7 THEANWI AR AW R . BEAE A OB AREAT AR R A R S I 5
BUEHUMAIEREM] R 2510, 2™ H AR IRBOWR . 2480, 4% R EYPiafbrtag
HIPFIE S 2 oc. AR TARR, LRI N R AT R4 MR
EAEI AR RIEE REHII MR 5 & B JEFIRE (OIT) PAR A%tk

HEGR AR S
b2

(L BT
al a2 bl cl ¢2 dl d2 el e2

PPS PPSGH,,  PPSGH , PPSGH _ PPSGH,

& 3-7 21 PPS )2 PPSGHx E &M AT GRS EIE: al, bl, cl, dl, el 735 44E PPS,
PPSGHo.1, PPSGHo3, PPSGHos, PPSGH: %AfLAT; a2, b2, 2, d2, e2 73744l PPS,
PPSGHo.1, PPSGHos, PPSGHos, PPSGH,; AftJ5
Fig.3-7 Schematic diagram of the colour change of pure PPS and PPSGHx composites before and after
oxidation: al, b1, c1, d1, el are pure PPS, PPSGHy.1, PPSGHy 3, PPSGHo 5, PPSGH; before oxidation; a2,
b2, c2, d2, e2 are pure PPS, PPSGHo.1, PPSGHy.3, PPSGH; after oxidation;

PPS MEMEMEIR I b & R AR B ARL, HRARI FEALI 2 A it 2
B RAE « AWK FH 4 B sl 0N E #F i VEACE T G B S S5, sk A a
Z1E (AB) KRE=THEM B EMNIEE . BBZE1E AE 5HitE R R AR, B AE
BN, B RHE AR B AT S BB B, X R HPTA b ReL, A
AP RRAR . AE AT 428 R 51 A B

AE=[(AL)2+(Aa)2+(Ab)2] /2 (3-3)

T ERASLH, LRI, L AEE, WFEEE R S R a & UM

s R AT M AR, a BUEBOR, R\EA NI ER P BRA S EXIE; b &
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SO R AT AR, b BUEECR, RS TR S AR AR R AR EE T 1R L X
5.

HE 3-7 Refig WAL R, 4l PPS WIETEIIE 72 /NS #GE AL R f5, HEZME AR 1A
#8.25. TMIIA GO-sHP J& PPSGHx B & BERII AE YW R.esb, RW] GO-sHP 115 A
AJ DL 35 B0 PPS #5184k, X — &5 T ST HBAIESE, GO-sHP s it PPS
MRS, EPUEGEAL 7 T e I H BN B ) k. 24 GO-sHP 18 &4 0.5 wt.%HT,
PPSGHo1 B & BERLH AE 1R 0.95, 3R PP AS 21 5. 3 1 5681,

(2) FMFEFRE

A I (OID) EAEM S T IPRHVER E X ORHIE S 3, RS
B SRR, RERE EDUL ELURS 3 S e AR TS g R AR AR PRk e 3l 1 Ol
™, OIT {E#k &, RMPUAM T IAAEM R R e (RO R 3E . B] 3-8 7R | PPS K&
HE GMEIENAE SR MR i 2k, @i x b ar DLELISEAS R RIS 7 178 RGBT R
erEREZ R, i 3-8 il A1, 4l PPS A fiE LA BRI AL 55 FIRIE 462.1 °C, &
G A GO-sHP 15| N v[$EFt PPS (4 AL 15 S . B GO-sHP & &M, 56
MR AT SR A2 350, PPSGH, FIAMN TS FIREIAE] 480.2 °C, k4l PPS #f
JE#E S T 18.1°C, 3K PPSGH, MW/ IGAAIREA R T ERA . XEHTEEIEN
H (A HL GRS 2 A K A B B BE R D1 T, R E LB 7R 2 vl R E
HEEIFE S, Mtk E$E S PPS HIPLAALAR T, JREE PPS 1E s & %t T ALy
fRAIAZ B

eho

PPSGH,

PPSGH, _
PPSGH,

3

PPSGH_

Heat Flow

PPS

300 350 400 450 500
Temperature (°C)

[l 3-8 PPS J« PPSGHx & A M AU 5 55
Fig.3-8 Oxidation induction temperature plots for PPS and PPSGHx composites

(3) KT aR DM
FEAW L, 2/ X SEOtHRFREIEROR (XPS), BEXF& AL HE A B4l R KR
Wk S H 2 A AR R T AL SR T R T RAE 5 08 TAE. IRt itz B, ETIRA
R EEPUAFI AR TR AR A R . 18] 3-8 o 1 PPS SEARATELS NN
PUEGTIR) PPSGH) AP EHE XPS 4 ionf Hugh B, dlid 35 (& 43 4 vl ASRIBOM R 1H 11 75
FMRREHAAESEE . NEI3-8 (@) M (D Haf ISR, L85, PPS KH
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HBEMEME RPN E TR GBS EM ETHES, EREEIEAEREER . XPS 7 i#
PSR, REBIERZE PPS MgH O/C JLRAN &R EEMVILEN 0.44 BERTTE
0.65, 1M A GO-sHP ] PPSGH H & MR X LA 0.41 8 & 0.49, Xl F&
B, RS REd, 4l PPS MR/ FRE IR . Bk R S B 5 A AR R ARG RO
SEEMN R E NI . FHELZ N, PPSGH B &Mk & & & i /N IEIE S2
T GO-sHP IR BB A BN A 75 TG W B4 (3 fi, A8 S I R A R0l
KIBEEFM B A A BE -

(a) _ 0 (b) PPS before treatment S.: (C) PPS after treatment
z =2 (C-S) -~ S2p,,
o
PPS after treatment ﬁ 3 _
- i, G 3
3 d i = s
) z )
g >
2 2 z
: :
g 2 2
PPS before treatment
SN -
, ; . p ‘ . ;
1100 1000 600 500 400 300 200 100 168 166 164 162 160 172 170 168 166 164 162 160
Binding Energy (¢V) Binding Energy (eV) Binding Energy (eV)
(d) = (e) PPSGH: before treatment S2pya (f) PPSGH: after treatment ; (S("\]
S S
S 72 B
PPSGH  after treatment |~ g g 2
sz 7 3 i~
3 [ S 3
4 (&) <
£ g z
2 E 5
o . E
S2p,s S2pys T
PPSGH  before treatment (8=0) ($=0)
.............

1100 1000 600 500 400 300 200 100 174 172 170 168 166 164 162 160 174 172 170 168 166 164 162 160
Binding Energy (eV) Binding Encrgy (V) Binding E

3-9 PPS 1 PPSGH: & &M AL AL B R 5 (1) XPS EIE & Sop A HIZEE: (a) (b) (o) 4l
PPS; (d) (e) (f) PPSGH, E&HM K

Fig.3-9 XPS and Sy, fitting curves of PPS and PPSGH; composites before and after oxidative treatment: (a)
(b) (c) pure PPS; (d) (e) (f) PPSGH; composite

PPS BRI SE LIS A2, FERET K8t C-S @MW, L& S tHEE O &
T I 2B IO T T RS R KR TX 5 S SCSEEA 1 o IR AR AU T R AR AL R i Ak
SORATEAS, AN PPS MBI Sop FUERET T =00 #E 2 XPS 4. Bl 3-8
(). (o). (&) A1 (F) THERAHIERT PPS M HE SFEHEEALA IR G 1) S2p K54
AL, SAES AR SRR 3-3. WK 3-8 (b) ATLVEH, REFMIIZE PPS ##
NEESE G REN 163.5eV Hil 164.7 eV A EILHANFHIENE, XIS BN R C-S BB
JCERM 2p? 5 2p'? ATEHIE SR ZFHIEROR, EREMAAEERT, PPS o FHI6
FTLETBEURENR C-S BEAMAA. Wit 3-8 (o) KA LUEIL, L83
() PPS #f AR S2p FLid vt B L DU/MRFIEIE . 163.7 eV 5 164.9 eV b, HET
C-S HH iR E M 2p*2 F 2p'2 HFEFIE 73 30%; 166.5 eV Fl 167.4 eV KLU, TUXT R
S=0 R TC R 1 2p72 F 2p"2 HFEPIE 7 R E BT AIREH, S=0 BIAHX &
HIAF] 66.3%, M C-S B#HEEMPFEE 33.7%. X—EEBIIESE T ERMTFEF,
PPS 73 FHEH1 1) C-S Bk A4 1 B B B A AL T AN S B S S, [R] IR TG 25 5 AN A o1 4
HIERT KER) S=0 .
Kl 3-8 (e) N PPSGH| H A M ELEALAL AT Sop 0 I 3, HAE 163.6 eV, 164.8
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eV }2169.0eV. 170.4 eV &b NIUANIE, HABWTLL5r 34 C-S 4 S 1 2p W& H igh
TE W7 22U AN S=0 B S 1) 2p Uk H IeBE My 7 20, Horp C-S B S E N 89.8%, S=0

TEAN 102%. FAEFT PPSGH BE&MEHfEAE S=0 #nlge2 H T2 &P
GO-sHP 1 S=0 ##, [FRHARL R FE 5> GO-sHP 14 fifth <15 F PPS K>+
AL T =42 S=0 . 1K 3-8 (f) A PPSGH) H &M BRI EALALFI 5 Sap Y431 &),
HART LAV 163.4 eV Al 164.6 eV b C-S B H Sop PN B e iE 43 F40E 1 168.1
eV M1 169.2 eV 4b S=0 i Sop WA H HEFLIE 7> R0, FHorp C-S &N 80.8%, 1Y
FHET 9.0%, H S=0 @& EMNIEKE 192%. 4 RER, EEP%EF GO-sHP Al f
A PPS KT8 C-S BRI, BREI S, O JuR4EE, 17 PPS bt
HE

7 3-4 PPS J PPSGH HAMALEAALEERTF 1 Sop H &N E REFIII & & L

Tab. 3-4 Ratio of the content of each functional group in Sy, before and after oxidation treatment of PPS
and PPSGH; composites

Samples Position(eV) Relativecontent(%) Assignments

Pure PPS before treatment 163.5 65.8 C-S
164.7 342

Pure PPS after treatment 163.7 10.9 C-S
164.9 22.8

166.5 21.9 S=0
167.4 44.4

PPSGH;, before treatment 163.6 60.6 C-S
164.8 29.2

169.0 7.6 S=0
170.4 2.6

PPSGH; after treatment 163.4 54.4 C-S
164.6 26.4

168.1 12.5 S=0
169.2 6.7

(4) J15PERe

Kl 3-10 23 14l PPS KHE SRR S A0 A BT 5 H A 58 B K AE BRI . S8 fir
REIEERY], ZEETS, 4l PPS (R R WA 88.25 MPa [% 4 83.48 MPa,
SRR AFRN 94.59%. X —EREWE, AT, PPS 5 FREHIL T — AW
Wiz, HETECE SRR T R . M2 R, A AF ] GO-sHP ¥ PPSGHx %
FIE AR AL A L BE: PPSGHo.1« PPSGHo3. PPSGHos Al PPSGH; K
PSR EE 2 I 93.58 MPa. 97.55 MPa. 95.17 MPa i1 92.09 MPa F[4% 92.24 MPa.
95.23 MPa. 92.33 MPa F1 90.05 MPa, % M. 1) 5 B AR FF 273 711N 98.57%~ 97.62%- 97.02%
F197.78%. HAFERNRZE, S A G, PPSGHx B AP RAMURE: 78 m i 5n
TRFFER, Hon) o B W AL T4 PPS Mk, XA IEM T GO-sHP IR InA et
THRHIPTEMERE . X — I RAESE, &P GO-sHP BIMAA ZHIH] 7 PPS B4
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WrEfd R, BRI TAPRHTECIERE, AT SEAF LR KR 1 AR Jy 2 g . X —
LR AT NZ AT ARG SEA L A A BEIEAT BeDRE . 52 LA 30 S8 A e A R )
YEHI, HE3h PPS MZE St i . EX—dAEr, PPS MAS R LR LRI, dhil e B ErS 2
o, T EET R X NERCE NG S AR . itk —ok, AR A
AR N RV K R BRSO, Lk, B A PTAGTIE R B d BN BB O A
FIALA, $0] 1 B B S ST, RN BERG 1 Bl AT S A A B AR S AR TR 3 HGE
¥, BTSN S PPS 70 THEM EIEA ML, HEMmES PPS 7 T B AL IR
ARG DAAESE . X P [FIVE FIALEIE 43 PPSGHx B & EHE SR Bef% (R 5 & 19
For fifr o B2 £ B < U700,

Samples before treatment]
100 F Samples after treatment

5
= 5

O
(]

i

Tensile Stress (MPa)

o
.

80
PPS PPSGH,, PPSGH,, PPSGH,; PPSGH,

3-10 SAALAEHEFT G PPS Al PPSGHx &AM} HL A i 245 2 A4k,
Fig.3-10 Changes in tensile fracture strength of PPS and PPSGHx composites before and after oxidation
treatment

Y S HTTETIR) XPS S, S &5 GO-sHP 50 PPS (B AL AR 1 £ B4 W Iy
i, M GO-sHP A HUUR A M 3T LU 6 B RF, (2 PPS Uit fE
1, AU BRI MR MR DL Ref B, O 52245 R R AL
W, DA AR R, xR LRI C-S BB B, I REANEIS T
BEIZSIEILR .~ GO-sHP A1 HLAL U4 36 T 36 K LA TR 0 R4 T
1 B S B B BRI R AE PPS AEPETR Y B, MRS PPS (ORI, T
RV RAEAE I IRZE PPS K 4r Ty LM R

3.4 KEINE

AFIE SRS RIEH & T PPS/E S PUANMAKRE SR FRE XIS S 1k fe
[ IR ROR R R TIT R SR TL, SN N 4518
(D A-THE EHEAF GO-sHP 7E PPS Hefhrh LI 5173 BeRAS, HiAH ST
MEMERY, HEEERESIRRAEE .
(2)GO-sHP 15| N 525 G 5 B4R g 22 VE R, B o 2 BE & B 25T e Feta 9,
Ul B 2 U R B e 1 R AR A A . I H GO-sHP 11 5 AH A% 14T 242 I+ PPS
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SEER NG W (Xe 1251 12.7%), AR b iR e B CRIETE PR 18.4%), TERK
ORI AR . R4, SEER RS RRHERE Ty Tisw. Taou304E PPS 437
Tt 27°C. 34°C. 41°C, GO-sHP & &AL, TR R 2P L LT E FREIEA.
SERENLE 3BT R, GO-sHP 73 =40 T i i EI0% e J2 A R BRLBR FA G A

(3) HEEMNMTHEE AR AE HEFK 62.5%, CEfaE MR ERTT RN
GO-sHP #Jifil] C-S AW R (it & 2R B R IET 45%), FHIK O mRBERZE (O/C J7
TEOT R 39%); FHECT- 21 PPS, i o B AR 42T 1 28.6%, VAT B & X FHAT
WY B GO-sHP [ E HT AL HIl—— B B IS K 52 e i b [, A 200H
W SR 2 R AR
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%48 PPS E ARG THNIE SRR

41 3|5

PPS LFHAE R AL IR EVE . ALSAT 52 1 BEMRYERE AL RE, SR
PERELTEA R SERLYE B . S AR BOKRI T T a e PPS JE4R, fEHGE. A&,
T UL S B B e S AT W ) el O S A R G A 2 T2 N e AR, iR
AEZMERBy, BEHREMY . BEND. BREERMME RSO TE. X
LAl o AE iR SR AT T 2 5K PPS 2 T HERI M RN A SR SN, 3 BT 4EMT L A A 1k e
G WEMRIINKS , XM R R 203G e AR 0 B Bk WEAL R, fe 2t IR A5
KRB BRAMEGEIIERHIE I, B AT REXT A IR i A P~ Is s T

AR BB 78 A Ol iy b LR kil 4% 1 PPSGHx SLIRM KL, I RGEERAE T H A5
UM (B3 EHERD U E AT RN SE RN, 30 5 A X6 o R s 22 P ) 2% 1) SR 65 21
4, RNITRefUE A RE Mt LA AR SRL B AR 7T AR,

AR RTIARE FO R, AT ik P DL A PR e tH AR I PPSGHX LR A1 BT e R A
ZJEis ARG 2 T2HI & PPSE G4 4k, I RGRAEL AR S AT N S # IR REAN
PUARAE, RABIEF 1 & HrTI0 PPS LT 4E GO 45 K A0 75 WA BE FOFE ML o« LA
FOMA N EVEREPPSEFLE R & AR, 457 1 REER S S04 5 BT S .

4.2 KBERSY
421 WM RN EE
R 4-1 RSB SIS

Tab. 4-1 Experimental raw materials and experimental instruments

JEURHA ) 2 K B () G
PPSGHx 44K & &M BHIT KL / S = w2
EhER(HCL, 37%) S HT4i(AR) Il 244 ] E Ak AT PR A
TR (H2S04, 95~98%) S HT4li(AR) 25 4] Eig A0 50 TR 2w
fil§ % (HNO3, 65~68%) S HTAI(AR) [ 24545 4] Bl il A IR 2 7
TR IR A IR MiniLab II 18 [ EBR KRB AR
UL L R XPLORE fif 22 DSM A7

4.2.2 PPS EA B AHRIHIH
(1) JIkiTH
PPS DI IS /KE, AU g7 22 FE R e OB T 2 48R . TEAM LB, FERkE
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TR TRE R 2218 X
i LR T e, 1o F B2 T H0R, % PPSGHx E &M BH) A S2its 1 FiAL#E . £ 120 °C
FAF NIRRT R 8 /NN, LA KK, #E i 2 d AR BRK R REIB 22 . %
TALERE . [, ACREEAR SR E IR hmi 22 fLIE%E, A Fiik 4K
RS BRI E SR Ty 225058, BRSEMERERN 0.1, 0.3, 0.5 F1 1 wt.%.
(2) RG22 T2

P R bR

6 ML

BokH

KRR |

5 24 3. B E
/8\ /S\H
[ —

K 4-1 g 23 B
Fig.4-1 Melt Spinning Device
FEARRB TS, 5B/ N R -2 — L 7 2228 B R & 41 PPS AR B A 4F
4. N 4-1 BERSE tH, T 97230 AF AT, B I T05E TR0 PPS DIRIXHEMRIE 4T LLE Bt
DUCHERR 2% I AN R 520 o AN [FIRCEL B PPSGHx B A M RHIRL @ R e B ik N R
g8, FEXUER R BT IR AE I T AL, B, PRl Emi 22 SLET AR R A 2T 4,
b R b 6 o E TR

423 PPS IBRRH £ T 28

EARREE T, PrRABEERS 2 T 2S5 Yi2mBEsE N 305°C, BT
EPEHIAE 18 v/min, WTZ2ARFLAEHN 0.5 mm B [ETEALIE.

4.2.4 PPS Y& 4547 4E By M BEMIR

1. YT

ARHF TR SU4800 14 FELBE X SRR AR Bk I Al 277 22 £ 4 () 3R TH T SR EAT 1 3RALE
ISPk -~

2. ZRE MR HT

A2 GB/T14343 - 2008 (& AT 4K 2 2% R0 T k) X —E K brdt, %
X SRR K 22 s Rl 77 22 AR 21 4 () 25 FE T R E TAE . B BEE T BRI R AR
(AR 4-1) BT

Nai=5/; x10000 (4-1)

1Rz, Ndt R4 L% FEEME, HPAAs R (dex). L ARRSAIAF4ERE 5 1
K, oK (m) it G AN KB4 R, B85 (9. BT ALK RH MY
2 AL R T 22 FL, TS £F e i B S BLE FERFAE « 9o BT LE 2525 PPS 1555
SR ER AR, TEBAR 42 5 4-3, WAFLENEISEARE T LT

= (4/5) Lp (4-2)
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d=11.28 [N/, (4-3)

iz, d ZoRF4EREAS, BALRMOK (um); Ndt AGRLT4ELEH R, Lok
(dtex) 1ENFER; p AMEVEEE, AN ESITTEK (glom®) . ¥T PPS &GS
Y rp RGOSR IS 0 LB, FER A RL A 2 B = AR R s i), Rl 2 ATt o
DRI E AR 70 o 4 4 25 R F 46 PPS B 25 FE AL 1.34 g/em®iEAT 115,

3. ARl R A

AWttic H TA-Q200 Z R EMRASTTE PPS By A 4e s i E ik TE. B
PREAEITR . FEHIFREL 6-10 mg 1] PPS B &A1 4 B TN JF %4, HBHEE TR
&N 50 mL/min [ NoZRUEI 1, BL 10 °C/min FIFHEIEZR, M 30 °CHHE S 320 °C, EH
HRFHR I T8 SUEFER, KA 4-4, X PPS E& 15914 4E DL [ 41 PPS 1%
GiAYEI RN S R (Xe) T LAIGE :

X::AHMAHC
¢ AHg(1-Wp)

HEIZARMASEE, AHm 6152 PPS 1545 4 4E s B # e 8; AHe 187 PPS
VAT 4ER 45 IS, EFRADIRIL T, 100%%45 5 1) PPS HAARLHUSE AHE N 77.5 J/g;
W RN KR T PPS A5 474 b BT o5 B 270 2

4. Aok b A I

A FAER) PEZ-SX 47 JJiREGHL, %5 PPS H & IA L 4T 4T e fr v REIR .
W SRR B 20 mm,  FLAHE FE R HICE 20 mm/min,  DAERECET4E 1 B 24 5 B DL K Ik
FURK R LA . KRR A SR BEAT 30 A, I FRMEE A ELS R

5. PreE b aE A

PEEASEE . ¥ PPS B ALF4EE T 200 °CCHAS SIAEE FR AL FE 48 /N, & 4801k Ak
P v b R i 5 A B S K AR AL A D

FRAEALSEES: #5IE 1:1:1 BIEE/R L, il EhmR: WRIR: WHIRANRGVETR. R4t
i B TZIEWR, TE 90 °CHUIREE FALFE 48 /NIF. ACPREE RS, XRE SR UGIATIB B
TR, Bl E R I S R I AR A O R T

4.3 ER5R
4.3.1 PPS E BB AR RGN T

Kl 4-2 24 PPS HEIETHI LA 4ER AP SEM B,  EEIZEREN], PPS BAWIALF
A B A AR RVIE BRI SR TG T8, BRSNS, BhiF 29 R I L
P, RSB EAGH . HSEREE. RN, S4ERmeR8ey, LR LR
SELER BRI, AR, BRI BN ARSI 4Rk
HE A YA GO-sHP SR 2T /INES, X155 GO-sHP & N E & BHRE
T W TEREAL TGRS,  [RINIE 5 - 4E Rk A B FLIA AN GO-sHP BTG . PPS

x100% (4-4)
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4, QPR 2R e I VATRS'S
KRG RSN S S AT e B AR AR e S R W1 5 22 T2 S BRa e, msitr 1 474
EARM I SIPEA— 00k, A RONEE 1 N T ZSH i SUE L4 35 2 A B ST IR

(c) 'y / (d) /"/

100 pm 100 pm

& 4-2 PPS B &IBYHIE L 4E) SEM E: (a) (f) 4l PPS, (b) (g) PPSGHo;, (¢) (h)
PPSGHo3, (d) (i) PPSGHys, (e) (j) PPSGHio

Fig.4-2 SEM images of PPS composite melt-spun primary fibres: (a)(f) pure PPS, (b)(g) PPSGHo.1, (c)(h)
PPSGHo 3, (d)(i) PPSGHo s, (e)(j) PPSGH. o

/€ 4-3 7R T4k PPS £F4E L) % PPSGHx 5 A0S0 AF A (1 25 et v o 1 BT 0, B
% GO-sHP S HIHIIIN, PPS K E LT 4L 2k 3 1 B HLEWHR /NS, X115 SEM
TR —B, K GO-sHP HI5I N PPS Jafihys il F v AF 4 e B R & 5
W, GO-sHP FI3| N AT 310 PPS & & BHRLAIETIAERE, Htk, 75—30054 T2 55
#F, B PPSGHx H &85 T AL B R AR, FL AR BB 2 I/ -

140

120 -

i
ol .

r % %

20 - % %
L L L 1 L

PPS PPSGH,, PPSGH,, PPSGH,, PPSGH,

4-3 PPS B G JiWI L AT 4 1) 2% P v 1A
Fig.4-3 Schematic diagram of the linear density of PPS composite melt-spun primary fibres

4.3.2 PPS EA BT HERE ST

Kl 4-4 2P 798 PPS N HE G HIALYeAE A BT o M2 n s vt 2. T
DSC MREIR, AWFIRG TR BRI 228, OB AR IRE . 45 iR
LB I Rl P8 S R B AR . TR, MU 230 4-4 U5 7 2P el S i, PTA ARG
FORCRARMEIFIC L TR 4-1 1, NRESITRME T EHESE,

N\
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(a) (b)
PPSGH,
PPSGH, ,
PPSGHM
PPS

eho

PPSGH,

eho

g

= g
g E
s

80 ‘ IZIO ‘ 180 I 200 I 2;10 ‘ 2;30 I 320 80 12‘0 I 1&0 ‘ 2[110 I 25‘10 ‘ 2;30 i 320

Temperature (°C) Temperature (°C)

Kl 4-4 2 PPS M50 E 2 4EVL X PPSGHx W45 0L 414k DSC i : (a) #UEHAT, (b) #uibrt

J&

Fig.4-4 DSC profiles of pure PPS melt-spun primary fibres as well as PPSGHx melt-spun primary fibres:
(a) before heat treatment, (b) after heat treatment

MK 4-4 (a) LR 42 BEWSE Y, BEHE GO-sHP Z&iZW LJt, PPS IZiMIAELT
AL Tg RILHZBWT N M. X2ZKN GO-sHP it & (1A HLpT T A % 58 25770 1 1)
X, RENSHYSE PPS 7p THEBR NG BIAE ST, BEIMARESE Tg F{K. [N PPS & 014 £ 4E 1)
Tmo fE% GO-sHP & B = £ EHTH =& s, X2 T GO-sHP H AL S5
5 PPS 7p v HE A EAF IR 23, MiiTh & Tma. BE% GO-sHP & &AW,
PPS JE T WAL AT YEIAR XS S5 Fh L (Xe) BRI e BT E T RERES . X2l T GO-sHP
H I TEN AT S8 50 735 78 BLIT SR BT 20 70 i Ak 31 7 AR RSEAZ 70 A a2 45 o N 08 28 71 B A 45
IR FRUA, PR A Sl ok o5 95 S S L, 4 R s A 3G 2R R PG 45
f RN E R RIE, AN .

3 4-2 4 PPS I5Y4F4E LA K PPSGH, S &5 4F 4 DSC 2k 244
Tab.4-2 DSC curve parameters of pure PPS melt-spun fibres and PPSGHx melt-spun fibres

Samples Ty/°C Tc/°C Tw/°C Xc/%
PPS 93.1 130.2 279.5 9.2
PPSGHo.1 93.0 130.5 281.1 12.7
PPSGHo.3 92.3 129.7 281.8 14.8
PPSGHos 92.0 128.2 282.5 12.3
PPSGH; 91.7 127.8 283.1 17.2

PPSGHx E AR SiVIAEF4ERETE 125 CHIE S P HUEEE 24 h, THFRA LS &,
Kl 4-4 (b) A#AEERS PPS ME V1AL A 46 DSC B, MEF T LIE#TE i, PPS 44
GiIE A gL AT J5, L DSC 2k B4 45 s A5 L AR L. {HAE 145 °C
BT HE BT AR G o I R T 20 AR B S 4 34 22 L PR IR 40 T RN B B AT
S5 SEAGE I O, FIRSETE RS (Tmy) BT BUA Ry 7E P P R o 7 R
T Do ANSE A SR R AR 4 . INFE 4-2 FRIEET DL B4 5 S FE S PPS 1A Y
VA LT e 28 i AR 2 7 B2 32T A, HAKIH 23 RS GO-sHP & &8 m, st k7t
MG B, 335 X LRI % . (5 PPSGHx B & IB 974 4 i 45 F 1 i T4 PPS IR 45 4F

41



TR R 2 A
4, KWK GO-sHP 15| Nieidt PPS JFGTLT4E 45 &, Wl AL 45 IS8 FR L, (Refier

YE (145 A AR DL T T
4.3.3 PPS E & IR 4RV R RE ST

AR T, BB R IRIEHL, 0 T AE B ) PPS B & 4 4E St /) M fe
HI5E 54307 EBIR I GO-sHP RN B 41 4k b (5 K s {h M RE s AL g . @
RGN, AT T AFE GO-sHP & & N R G 44L& sn T 5 R K R 8,
SINTIEELS B 5 SR MMM R . K 4-5 B/R T PPSGHx B A 41481 1125+t B
5 GO-sHP &K AL . SLiLE FRY, GO-sHP R IMA L ZE(EHT PPS 4
YR I PERE  BEAE RS BIR NG, AR iR 2 B EN EAER, 52K,
FLAEARVERE AN IZMT TP . BARMRILINTT : ARG IR 2E PPS 21 4EH R g 50N 6.67 +
0.78 cN/tex, 4 GO-sHP ¥ &I INE 1 wt.%h, PPSGH & & 4 4EfH i sm i B 25 48+ 2
10.73 £ 0.81 cN/tex, AHXIHERE T 60.9%. 5 UHAHXT MR, BRI B 28K 2 AT 4E 11
10.38£0.59% N %% 6.79+0.89%, B#KT 34.6%. XFMAILEHAEESE, GO-sHP FNN
HEMEMA R G, — TR T A 4EBREE, 53— 7 T AN BUE R R AE e A i T %

15 12

% tm
< 5
%D / 6 z
3 {#} * T
2 6 a
2 ) =
5 —e— Breaking strenght 14 2
= —=a— Elongation at break <

di 12

0 L ! 0

0.0 0.2 0.4 0.6 0.8 1.0
GO-sHP content(wt%)

K 4-5 PPSGHx E & 1 J1 2T 4 112~ 1k g

Fig. 4-5 Mechanical properties of PPSGHx composite melt-spun fibres
PPS ZF 4+ R A i 3RS LA /152 R B, S22 PP ERIER M2, &5 e ik AL K 70 1 BE L
A ZRAAE PR BB - SEIREIREY], GO-sHP Xt PPS (45 it A AT XUE AL
Ri: —J5ii, EFRHFAAMZALS, eI RE R T, REaa
PUS o I — e R FERIE 28 IE . Aid, BAAM S, 458 LURTE, Mol ki
S B, MR R TR, [, GO-sHP 5| NRE S T 4 FHE LR HES,
BE— PG5 | L AR R R oR B IFRRAR T E R, BBAh, GO-sHP A sk 2H 70 REWS IR

WX TREMIZBIRE T, IXth e T B R AN BRI B AR

4.3.4 PPS EB 1B FHEINE L MERES

EARTENER, B 7 RINEZ AR, LU PPS 24k 15T LR I I T 1A -
R FRAEHE IR LT YEAE 200 CCHRERIAET 2R 7 48 /NI BEATINGEZAL; RN R R
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BT 90 °CIIRATRIF R IR 48 /NI AT A 22 A8 A AL B o 38 W 5 2 A0 1T I 41 4k i 2
SR AL, THEREORRER,  DUHE EARAEA R B AL I RE
(1) PPS & & IEY5 41 4P A A 1 R

Kl 4-6 I T PPS 414k K A A M BHES I A Z AT J5 1 1 SRR AR 1 . 1K
PESLIG T 45 R, fEE AN R 5, ARl RE R sm 1) 2O 25 AR R N B
101 - 44 PPS 214 M 6.67 cN/tex [% % 5.55 cN/tex, F#1lEi% 16.8%; ifii PPSGHo.1-PPSGHoz3-
PPSGHos Al PPSGH10 B &474E 5 A M 6.87. 6.95. 8.68 1 10.73 cN/tex 4% 6.37.
6.79. 8.55 Al 10.25 cN/tex, P&IE/>HIK 7.3%. 2.3%. 1.5%F1 4.5%. WFFT4E R RN, M
BUT2E PPS 214k, S aerqifes SRR AA BELS . It AL A G,
53 AT Y 1) 4 %) 550 BUE R RE 4 TR A PPS 21 4. 1IX— I RAESE T GO-sHP K5I AA
AT T PPS R4t B iuttne, 55 = FEMWH AL RS

12 F (a) Fibcm before treatment 16r (b) Egi: :;ET;:;TE:E:EM
R Fibers after treatment R
Siof i‘:u- =N
gn _ % AN :ll g \ 7NN R
4-6 mfu{wﬁiﬁﬁ}lﬁ PPSZZPPSGZX iﬁéﬁé?é&ﬁ@ﬁ#‘fiﬁé: (a) %J%%%FJ’EEE;& <gh) lzlsﬁ%éﬁﬂté
EAHL

Fig.4-6 Mechanical properties of PPS and PPSGHx melt-spun fibres before and after thermal oxidation
treatment: (a) change in breaking strength; (b) change in breaking elongation

K 4-6 (b) H¥ELor, PAEAZMATEE, PPS 414k v H B S MR 2 K R 2
WS H T ash . BTG 5, 4l PPS 4145 )\ 10.38%1# 2= 13.28%, 1fij PPSGHo.1.PPSGHo 3+
PPSGHos il PPSGH10 B &1 4E7> HI M 9.10%. 8.63%. 8.06%4!1 6.80% T+ % 9.35%.
13.88%. 10.14%#1 10.25%. IR 5 H MEAEE AR, Ho A R R vrmT AL
TALVEHEAT AT e, REWEH RBER7 FRENTRL, FRAC T 4580, N 7 BE TR
X EEG], MR 7 AR AE Ik, Hk, C-S Rt in T 4 78z sh @ HE,
W T HIEARRE NS fE, AREACEE R RESUR T AR SR, BRI T R A A
SKATRIME, M3 S T iR R X Fh 2 AR ML R [R]85 7 AR 4 2 J v 1 o 1
ntrel,

(2) PPS H &IBY T 4R A AL M fE

Kl 4-7 fe7R 1 40 PPS 414k K H B G AP YEAE R S AL PR AT 5 (0 hr A MR RE AR o S0 359
S, FEIAT R E AT 5, 450 aRE B R0 B 0 — 9 b 2 0 RIS A o,
af PPS ZI4EMIWTZLsRE N 6.67 cN/tex P& Z 4.89 cNitex, F#IEIL 26.7%. AHLLZ R,

PPSGHo1. PPSGHos. PPSGHos 1 PPSGH1o & & 41 4E W 22450 5 0 i A\ 6.87 cN/tex.
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6.95 cN/tex. 8.68 cN/tex 1 10.73 cN/tex T[4 % 6.64 cN/tex. 6.36 cN/tex. 7.10 cN/tex Fll
10.12 cN/tex, F&iE45>7°8 3.3%. 8.5%. 18.2%F1 5.7%. X —&5 Ui, PPSGHx B & 4F
AEA R I tH 5 vy ) R P R R 28, LA i B 1 b i 25 0 T4l PPS 414k . 1XiESE T GO-
sHP HI5I NBERS A RER T PPS £ 4E HIHi IR EAIERE . AT e AR AR SR T BEE T
BE, FREMAEG, LRt PPS I5Yi4F4E, i687& PPSGHx B & Iagi4f4E, HZ
558 DA B W 2 5 F5E (R 2R BRI T R AL B R 6 N 20 o R BV A R XS PPS IB G741 4E (1)
ANPATERETE R, PPS KorFHERAE T 8™ E 2,

! @ A , N (b) P Fivers before treatment
§10- 7 S O % —

gs . /§ : %§ %"’ % 77\
Z 6t N NS %% %\ £ 6- % /§ %\Q
e B A O e e
4 2 R B B ImEf \? R

-

PPS PPSGH,,, PPSGH,, PPSGH,; PPSGH,, 0

.3 d l)l)

iz

S PPSGH,,, PPSGH,, PPSGH,; PPSGH,,
4-7 RRENMALIERT G PPS K& PPSGHx JEZT LT 4ER A RE:  (a) WIZRIEEARML: (b)) Wi
AL
Fig.4-7 Mechanical properties of PPS and PPSGHx melt-spun fibres before and after acid oxidation
treatment: (a) change in breaking strength; (b) change in breaking elongation

MK 4-7 (b) HIREER Y, SRRRAAIESE, 4 PPS J54i4T4E 5 PPSGHX H & 145
YT R KR 2 N RE R . H, 4l PPS JAS - 4E I 24K K i 10.38%f4% =
8.28%, [EMEIA 20.2%. PPSGHo1, PPSGHos Fl PPSGHos 52 &I 47 41 4k i I 2 i K 22
i1 9.10%, 8.63%F 8.06%ik /N3 8.25%, 7.34%F11 6.51%, 47 FFET 9.3%, 14.9%F0
19.2%, {H7& PPSGH10 B G591 A 4RI 2MP K2 N H 6.80%F =1 2] 7.20%. 1E 56 KR
EALAL IR S, ARE T4l PPS IBG74T4E, PPSGHxX 5414 47 41 45 1 W 2 K R (R R B
HiE. KW GO-sHP FI 5| N ATk PPS £F 4 FR A HIHKPLAE /1. (H 5 #A AL TR f5 W
ZUMRR I KA L, BREEXT PPS 20 FHE N30 S A 5 44 43— B B v B2 7 AR IR SRk
WEIRTE N8, B AR e R AR T SR, i 5| R PERE R (K. PPSGH1 B &4
I eI MR KRR EAESH, XK 2 GO-sHP & &8 mi, PPS 44 IR
ARG TR EAE — R FERE i, A 4R A 2 G A 2R B, R EoR
H GO-sHP FITRINBE FTT PPS £ 40 B2 S8 AL kA g /90781,

i X BT RERE (XPS) HR, Xt mREAAL TR 4l PPS 274kl e B &
AT RRMCE LN O ARZ0 HWET, I EEIER PRI e TRz
BT A A 2 . I 6 b PPS AT PPSGHos & & 4T 4E) XPS #E K, X &t A
WP E BT TR, DA E A UG A 4T A R B B 2 R - 4l PPS 1%
Gi4f4E L K PPSGHos B &8 4F 4k XPS i, EI K 4-8 2. MK 4-8 (a)

(d) A AR LR GG, PPS MHEE &A4hE TR SEN LN E
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FH&, [EWEMRATEREZESR . XPS /MR, 78 AREITIRAER, 4 PPS
F4E O/C JLZ MM SR E N 0.369; MifE&Ld IREMAEL Y J5, ZABX & & HE
FFHE 0.408. TR ATRAEERT PPSGHos B A AT 4F4EN O JLEXT C LR IIMX & &
tbA 0416, AfAbER 5 HARX & &G INA 0427, X—IREH, EANERES,
4l PPS 4y THEH IR kSR T A 2 5N R AN R, S BRI ARSI S R
Ik AHEEZ R, PPSGHos E & 414k v & B IR /INMEIRUESE T GO-sHP 1k} A2 A AL
R T 5 R GV R Rl (510 s B e SZ BH, kT B B4R T T AR AR
ki
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Ini
} Iz
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£ E
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OE4"
" S(2s
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) — ey
Sl
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PPSGH,_ | before acid treatment

.

. e 1 . . \ . \ . . . I |
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4-8 PPS 2 PPSGHo3 2 & & ST 4T YE IR A AL BT IS B R XPS [BIHE J Spp A HIZLE:  (a)  (b)
(c) 4liPPS; (d) (e) (f) PPSGHos & &1k}
Fig.4-8 XPS and Sy, fitting curves of PPS and PPSGHo 3 composite melt-spun fibres before and after acid
oxidation treatment: (a) (b) (c) pure PPS; (d) (e) (f) PPSGHo.s composite material

PPS Ja 4 A A ) S AR, FERET RO THEN C-S A, LA SITHES O
TCEMI A N, HET SO ARIE AN . 3Tk, 1% PPS A S Ju 2 2 X ] 4
i, BAERANRFH T EMHE RN S B, B 4-8 (b (c) (e) f (f) §PPS
J PPSGHos A 1 Ui 41 4 A A ER AT 5 (1) S2p 19 XPS B, £ 4-3 2ILT S JLHEAE
RFEM A AL 22 ) & BB . 1 4-8 (b) ABREALACFERT4E PPS 4545 T 4EIY) Sop 73
U, JHAE 163.5 eV Ml 164.7 eV AL HIIL 7 PiAMEE, WA PPS K43F C-S #EH S 1Y
2p V& [ EENIE 4> LRI 2pY2 A1 2p2R U, FREASE PPS IS 47 T YETE IR A AL R AT S JuF AL
ALL C-S BEERAEIE. K 4-8 (o REWEH, ZMAIL)S, 2 PPS JEi 4 4EMT Sap
5T 163.5eV. 164.7eV. 168.1eV L% 169.1eV kb, 23yl w9k PPS K4
T C-S BErf S Y 2p g [ EHIE > ZLRL 2pY2 F1 2p%0 0, R HAKLERJE PPS HBr AL
A1 S=0 FEH S 1 2p U BEEIE /> R 2pt2 F 2p?B i, FHidh S=0 #EEA
17.71%, C-SH#EMI&E NMEE 82.29%, LIS REKMH, EIRGTRAMSIEIE], 4i PPS
YL TR C-S AR E R A TR R N . FI, MRS58 F4E
BT S=0 ##, X—Z5H 0 ST AR RE B R
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% 4-3 PPS J PPSGHo s H & 18 91 41 4E IR FACAL BRHT J5 1Y) Sop TP &N B REMIHI & 2 L
Tab 4-3 Ratio of individual functional groups in Sy, before and after acid oxidation treatment of PPS and
PPSGHo.3 composite melt-spun fibers

Samples Position(eV) Relativecontent(%) Assignments

Pure PPS before treatment 162.5 3.8 C-S
163.5 57.9

164.5 20.1 S=0
165.1 16.2

Pure PPS after treatment 163.5 61.7 C-S
164.7 21.0

169.1 17.3 S=0

PPSGHoy 3 before treatment 163.5 65.1 C-S
164.7 29.2

168.1 2.8 S=0
169.5 2.9

PPSGHo 3 after treatment 163.6 66.7 C-S
164.8 26.1

169.3 75 S=0

K] 4-8 () J§ PPSGHos H & 18 i 4 1R A TR SE AL AR B AT Sop I 00 1, HLAE 163.5
eV. 164.7eV. 168.1eV. K 169.3 eV &b APUA, HARTAT L4y 71UH K C-S fH S (1)
2p U [ eI 4 2L FN S=0 Fl b S 1) 2p U [ e iE 7y 20, Horp C-S 5 05 91.16%,
S=0 & BN 8.84%. JRATREAALFERT PPSGHos B A 1Y 4T 4k h A7 4E S=0 Bnl g2
H T2 G5 GO-sHP & S=0 4#, [k IEakILiRIdFEFE5 GO-sHP 14 fif b
2155 PPS K4 FHIEAMIM =4 S=0 8. 1K 4-8 (f) N PPSGHos B & 1AL ¢F4igit
TR ETREAAE B IS 1Y) Sop 0V B3, HARTT LL43 7150 163.5eV # 164.7 eV 4b C-S Hirh
Sap IETHAN [ JiE I8 4> 2404 A1 168.5 eV F1 169.3 eV Ak S=0 #r Spp G AN [ gL iE 7r 2
I, M C-S #E 8N 90.93%, U R T 0.23%, H S=0 @& &UEKH] 9.07%. X
B, BEPUER GO-sHP NI, Hetg 1) 5A St FHLAS IR % PPS K4r+ 45+ C-S
BRI RTE, FREBXT PPS Ko THEH S JtER S O L& & I B 21| PR i)
TER, BZ4ETH PPS MR HIRR A RE

4.4 KRS

FEARZ AT RFE AT, @iz HiEmy 22 T2, mIhhl & b 7 4l R OKm BT 4k

DA K5 22 0 B S A AR AR R a2 FhERAET B, 0 A 4 R T SRARRE L 45 AT 4
BUBRE RE A K BT B A Rr I 04T T R SR, EEERWT:

(1) Il # ) PPSGHx E &4 4ER DG . BRY—, a5, GO-sHP 1)
SINIEIN T BERAARURL B, TEAHR ST S50 N A 4R % 5 5 BRI

(2) b GO-sHP & =30, ¥ 45 5 BB i PR A%, 2 FRE B BEFE Tt Tg i GO-
sHP & & T+ &1 R, Xe 2IETHG Ftats . GO-sHP FFEHLAT 28 41438 i 7 AH A% e
BESE &, A ALY I 3 R N A 4 &, P e A AR . I B GO-sHP
I A LR A R, R TRERUR, AR BRSO e TR X B Bs s, RARNE S
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CTYERTZL5RE B R TE (B4l PPS $215 27-35%), WiZ K K IEAIK.
(3) TEREACELKAE T, HA AW R0 (R A% & 126 PPS, AT GO-sHP
PN C-S BEWIZE K o T-HESAA AT, SELR 4l T TR SRR X LpE K. ERA AR
M, A A YR IR R4l PPS 32t 15-22%, S=0 ##E i E >, R GO-sHP
A BAASRR XS C-S BERIIEIR, FRAIGFEE = T3, (25 GO-sHP & & (41 PPSGH1)
CIRTE i EHIEARZ 2o A A
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ELE FLERE

5.1 &ip

1. B R ERE R sHP 73T GO F 2 L, Biah#l 4 GO-sHP B & Hi .
WE TR, sHP 5 NREFRTF T EEGHEG I FaE i, AR FE G A 1
FRAREIE 75%, BA GO #1583 T AL A S5 A HLT L A i B [FUAE
8 PPS B A M B E Al o

2. {E PPS/GO-sHP E &Mk, GO-sHP {F PPS SRR 145438, H.-5 W g Fit i AH
BNERUT . EAPUEFIE BB B DA B A A A X B AR F 7 20, D) sExd S TR B 1)
TERGER R T IR . [FBT, GO-sHP MIIIAfE PPS &AM R # R B g1 &,
Lo R A AR AP VR B 2 A 2% T AR I IR B R B2 5 5341, GO-sHP @i #11] PPS
S FEE C-S AR K S/O LRSS G, KB E G RI I A E R . RN, 3
H B 3R R 1B WO A AT R N, AR A1 T HAE K 30% L I

3. 1£ PPS &4 4, GO-sHP HI5| NMERPRIIERURE N, fEAHFSZSH0F,
YL FEERER 15%-20%, B MY —, REOGH TG 2644 W3 il
PPS #&15 27%-35%, VAT GO-sHP 7 AH Bt N3G 58 73 1 BEE m), [RBTG5 T X
HEBLIZ ). (HWT R R IR 45 A BUE AL T FRZ) 18%; MEREMEM T, S o4l
FLNREEORFFE = T4l PPS, GO-sHP @i #lifil] C-S BEWiR S A AT, (45 5L T e
REC 40%, FERRSAAFITT, EELT4EmE IR RIRTT 15%-22%, S=0 A
1 50%, B GO-sHP 7] A5 24 BH W2 S8 0 3+ 42 okt

52 REE

AHE TR % T PPSGHx KB GHEL K ILET4E, JE R AW I T & PUEH
PPS HUEALVERERIVE IR, (EA3AF AL LR 7 i 22— DR

(1) FE52 BB PUAGT 5 A A S AL S B & A HL-EHLE & DU R A
SIS R R AR BB RSB ST . JE St RN 46 T E S8, #E—205
A B A YU B E T

(2) AHEFEPCR - GORIR S PUEGIE &, S8k 7 =X PPS $UEMPERERIEL
HRCRIFFE M TAEFBLEE . AR TN FEGUR IR AN U G RS, @ X e AR 2
EERRMPUATERE, BB IR B A,

&
S

H

’

&m
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