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Abstract : Nylon 6, potassium iodide and iodine were used as raw materials, nylon 6 polyiodides were prepared by the method

of solvent synthesis . The effects of reactants ratio, reaction time and reaction temperature on the iodine contents of preparation of

nylon 6 polyiodides were studied. The products were characterized by Raman spectroscopy and thermal gravimetric analysis. The

melting point and the amount of iodine of nylon 6 polyiodides dissolved from water with different iodine contents were determined.

The experimental results showe that the reaction process of solvent method with glacial acetic acid is uniform and the iodine contents

of nylon 6 polyiodides are easy to control while the products were easily separated from the reaction. Raman spectra show that nylon

6 polyiodides prepared by solvent synthesis method is a mixture of I5 and [; polyiodides. The TG curves show that there were two

types of iodines with different bond strength in nylon 6 polyiodides which successively decomposed in the two temperature regions.

The water solubility of nylon 6 polyiodides are little, the amount of iodine dissolved from water decreases and the melting point

gradually decreases with the increase of the iodine contents of polyiodides.

Keywords : nylon 6 ; polyiodide ; preparation ; characterization

R — 2R S T &, Ko
P 2 2 ph AL S 5 PR 1, SRS T R e SR B
B F Lien (m Al n A IEEEC, Horp n=1 ~ 4), AL 21,
(1) — Z 5 e SRS B DA e AEAE D HAR 2 T
SERFRAEY BT 6 M R HUE— K H BN E AR,
AAAT AR TS RS W R F b R T ELAE B
FHIH BRI AL BT e AR U BT R R AR, SC
BRHGE R JE T 6 m SRl ik 2 R B4 e
To 6 PR s A AR 210°CF H 25 T4 2 Ji ol o K pisf
6], 8K J5 ¥ i A BRS 19 e e 6 1235 7E 1, A KT 7K
Bt s min 2 1 H L REEBARIERIETE 6
AR L2 TP R AS T 0 sk SR Y A i
BUR R R RN RS 1 S s [a] Rk 21

G RIT]  [HR 2O E R 0))E e 6 Bl
XS et 6 JEAT R AT RTAL B, 1 B e i T
W T AN T S B B AN SE R 5], 2 il
AR BEF R ANER G G, il & T — RS
SRR e e 6 R G A, 5 TR
[] G AR AR X 5 Bl 1 52 e, O ELXHE e 6 e SRl
(R e K i e B SO AR E TR
AT T E RN
1 SEIERSY
1.1 ERRHMH

Bt p Al KR AL TR A FR A 7 5

RFR N« AR, S0, TS RS 7 1) i SR A A

Wk H: 2013-10-17



杨超


] TRARH

2014 4,55 42 4,55 1 ]

BALER - bl g SRR AL T =T
VKR : AT 4, KT K Ao A IR

BRACHREREN : 43Hral, KT KAt
FISPEVERS - el A iR R AL Tl
Jete 6 « fb=ial, H M SRR BRA 7 o

1.2 ZE2MNELEE

AU S5 SE AL . TDGC2-05 Y, b 57 I 3 X
s

EE (TG) 3L : TG209F3 U , 4[] it b k27
A A PR AT

WA R 2 (Raman) G5 : RM1000 %Y, 5%
[E Renishaw 2\ 7l .

1.3 RE 6 &5z 5 ea ey H &

i 1 g Jede 6 B FRemH, A 20 mL 7KZ
FRAVETSH, T 80 CoKIE i Il 3t , {1 FL 4= R i
¥ W) ) i ng=2 mmol, ny, g 580 1.04 21,
1.93:1,2.89:1,4.00 : 1,4.88 : 1 YEATHEL L, Tk
AL KL 33 5 min 2 50K R 5], FRbeii
FEBIZ I (20°C ) JEdkEemi PN 7 d, Br HiAs £ &
A AE , R 28I K PR ULTE , 157240

KA Hu, R &1 g JE 6, $# ng=2 mmol,
ny, =2 FEATECLE, FRRORFE 2] 2= (20°C) J5 L, 43
SRS EE RN 3,4,5,6,7 d, 43 BISY).

KL, FR &1 g e k6, % ng=2 mmol,
ny, =2 FEATHECE, REBEIR A B 2 2= (20°C),
25,30,35,40°C ) , 4k St PE 7 d, 208 r=8 .

1.4 HEgEmR

(1) 7 B

HERIFRELZ) 0.15 g JE e 6 = il B T HLIE 4
P, IA S mL oK 8%, AR 0.5 h, i
o 6 R ) ML T A R R T 0K S, B
JNA 3 mL &8 7K, RyGaE 2 Ve, A&
eI 6 = ML s

(2) Raman Y6354 o

K F RM1000 7 & i e 2 i S ik AU A
PTG . e 25 OGRS N 1%, HOGH
BN 514 nm JCHPREEECH 2 400, $i7 2 A F3 F
4500 ~ 100 ecm™, BEYEIFE]N 10 s,

(3) J m I

e FH) S B0 e 0 (SR A T , e 2 SRR 3
YN 45 3 1 31

(4) TEZK HP g L A

BUd e g 6 M A 15 mL iR, sk
EIEW 2 /3 4, AR 30 min, {f H 7T 05
fift, IR N B AR O B E RO A AR
U, S mL BHAEEEL 5.00 mL /AR T RLE IR
F AR B AL e T S Y A

(5) T (TG) 437 -

JE 6 = R A AES e MR FH TG I URAIE,
MR Ry AAARA, THEE R A 10°C / min, ¥

R 100°C, 2 1FIRE 600°C.,
2 HER5HE
2.1 HEEMHFTRE 6 SRS

(1) SN I e T 6 o Sy il B ) 52

TERVIE] R 7 d RSB IREE R 20°C51F T,
S IBC XS e Te 6 e SRS g (g S e N 1 1
TNo
65
60
55 F
50
45 |
40 +

35 ¢
30

TSR /%

1.0 115 210 215 3‘.0 315 410 415 510
PRI O A R B

P P 1 TR, AR ) s Ry s TR 5, R
Ivi] 52 187 W B L B JE T 6 1 SR ALY 5 il AR T
B2 BC LL AN, F= e T 6 = BB AY 5 i SR
B, BRSSPI BC FERR, PR TR 6 e SR A
SRR PR I AR B FIIR A

(2) SIS JE Te 6 e S A3 At A ) S

TE 20 C R BC L ny, : ng=2 240 °F, U
R [ X6 =4 o B A S A AN R 2 BT

43.0 -
425

FEYE R/ %
i
n

SR / d

P2 S BER I ) S i B
P PET 2 R SR, A ) s b ek 88 RS I ) T L 2%
PER AN RSSOz s 18] i 46 10 B0 JE e 6 g SR A Ay 55 it
AN B B TR B, 7 Je Te 6 i SR


杨超


EWL A e e 6w R 4 M RAE 9

() B YE I, SN RIS 3 ~ 5 d I, 7 i
R8T R B AR, 5 ~ 7 dIRE, R R A G 5
JEVW S . X FTREE T RPN, MRS ek 6
F R SRR Gy A, Y — B Rl L JE TR 6 43
T ISR T IR U R SRR T S A TC AV A
BHTREIEA , r 0 R R B RS RS
.Jﬂ: JR ], Je e 6 '?”Egﬁﬂﬁfifhiﬁ/\o
X5 3R [5-6] FFRGE TH & — 20 .
(3) RV EEXT e e 6 fe SR R s )
TE ny, @ =2 P E Y 7 d B9 5&AF R,
7k FEE X 7+ Bt S A AT 3 BT

43
421
41}
40
391
38t

TS/ %

37

20 2‘5 3‘() 3‘5 4‘0
FERERE / C
3 RN = i Y S i)

FH &1 3 AT, FEAH [R5 e L RIS 1 B[] 2%
T ARV B A i Je e 6 v SR ALY 5 i
OARIE] B BN I B T L e 6 e SR
) P L 2R T RARAI ?ﬁ%’?mﬁtﬁfﬁf‘@&iﬁ,)ﬁiﬁ
6 SRR 2 %A . BT eI O —
TS

FHRWT, RS 55 E e 6 R AR
SN B AR 22 R 24—, L 4 o = s L
B
2.2 RK 6 HEsLY Raman Hig 547

XT TGS Ty B B i 1 e SR, AT LA
Raman YA TR AE . HET, Raman G ) iz H
XAk ) M LA S S5 RG24, 1 Raman D65 AT
D ARV A TR [ 285 1 v SR, 24 SR it (AR s T
DI 25 B W5 &8, Raman Y% T S BLRY
BRI T AR (d, ) SRR TESC R B
% dyy BB, HAR 48 iR ol m AR A00R Oy A h Y
[A] B Raman i E — L B5R VG [l 3 7] DL 200 BH 25
T C—C, C—N, C—H #4R 3h 7 A= 952, (41
AL BB kAT e P AR R B RS A R
If B e IR 550, ﬁﬁgi‘_ﬁﬁ Raman . 4R
Raman Y615 AT L 451 58 75 HL - W AC I8 41 %631 1R PN
(RO BT . Raman BTG 5E U0 38 AT LK

IR RIBRAASS FR ) =AYy, ASR G Tt i R
AL 1Y) 2 RN ZE A A

Je e 6 mE LAY Raman 5 E WK 4 Bk

5(;0 45‘0 4(;0 35‘0 360 25‘0 260 15‘0 160
Ramanfyi % / cm™
1—n, : m=2.89 : 1 ;2—n, : m=4.00 : 1 ;
3—n, i n=4.88 : 1
K4 Jede 6 Rl Raman j%[&
FHF}M?LJE& AR BYITE U AN [E] B4
%) Raman i [ 5 80 JL A — 30, Hib #E 235 em™ &b
fR UG AT AN K2 T R B4 (115 em™ #1119 em™) 1Y
fAgilg 2 P 170 em™ AR TS AR ZE 4R 3 A9 Raman
i M R, 3 3 Raman YGi A 22 80 , Jri
FHCTE 6 mRBUEL TS SRR S
2.3 Rk 6@ R AR
(1) JeJe 6 = SR SRTE K P i s Al
1 RJe e 6 = SRR R TZEZK A B ]
S5 D B i S S T LU A

%U%)E’jz 6 1 SR Bl T Y
1 RBE 6 sRMMNEBAFEKPABEBNNELE R
- ny, < N
TH 1.04:1 193:1 289:1 400:1 488:1
T /% 32.66 42.86 52.22 59.06 63.17

R/ C 194 168 150 132 114
il
7J<rh{%ﬁ,\g§?/ 0.0212  0.0147 0.0130 0.0124  0.0131
[g- (100 &)

MR 1 W LUE B R PIECEE ny, t ng 19
B, JE T 6 R B LA R Y B R, LR B
FEAK. JE B 6 FOHE 15 oM 210 ~ 220 °C, B A 5 25 K
113.5°C, Wil & B JETE 6 2 MR A MR IE e
114 ~ 194°C HFE BB P, 1] LA 2 IR 76 T2 A e 2R i
Jer Hoks s A AR R AR AL, SO T 3 A, HA i AR
X TR TREE e IR 6 MR / L e
BTIE A , B RE X 15, S s o 5 A e
AR

M2 1B LA W, ek T, Je T 6 = Ry
VSRR /N, Wi HAA R e Y B BT LA A,
1R WAL K LT R o i A B B ny, ongg
Jc BE R 388 i, B S R A 3 N, R RN ) R L
ny, o ong=4.88 0 1 AR /NI AN, TR JE 6 =R


杨超


10 TR R

2014 4,55 42 4,55 1 ]

WA S8 VA AT L s R E K LA
KA RRE MEAR T, 300 50 SR LR 7K T B A3k
AR & A
2.4 RA 6 &R TG 547

K5 02N YL L ny, c ng=4
59.06% E@Jl?mji% 6 ALY TG #h£k.

1, & oy

o 80 ¢ .

~ [=)

560 F T

ﬁj‘z

T

1

B g0 |
0 . . . . |
100 200 300 400 500 600

WA/ C
5 nyng=4: 1R 6 EERILY TG Hhigk

M & 5 AT, TG 2y 3 MR E-H: 7F 150
~ 200°C LR AEBIT o3 fift AR LS A3 1T 45 2 1Y
ML, 7E 300 ~ 325 °C A AR5 IR ik, =M R S 41
fif T 40 R BRI, a3 AT A B e T 6 i R
BLAE 150 ~ 200 °C 22 [6] F1 300 ~ 325 °C. 22 Ji] & AE 43 it
IR B 1 43 HE 2 IR 59%, % 8 1E 4 S5 F
i PRI R (59.06%) FEAWI A, A KT
Je e 6 —I[RITE 325 ~ 475°C R A5 =Rl Bl

E 6 ST LL ny, : ng=4.88 1 1, &l hy
63.17% IHJETE 6 = Ml TG HhiZk .,

100 ‘
2 80 ¢
» &
¥ 60t ©
& 60 \
;]\?L; 40
=
B 20

0

100 260 360 460 560 660
W/
# 6 n :ng=4.88 : 1T 6 FERMLE TG Hhigk

M & 6 TTLLE L, TG #hZk RIFEAFAE 3 4k H
-, i ny P S AR, Fdize e 6 = Rt
7E 150 ~ 200°C 22 [8] F1 300 ~ 325 °C.2Z ] & A= 43t 1
LA i o B2 FIR 63%, -5 g 2 I A
i (63.17%) JLF—2k. Hit, SC8R B, e 6
1o SRR A AR 25 P IS B 5 B S [R] A AL, A S Ui

JE X3 PN SR YR i o
3 &g

(1) (K Z Rk A e Je 6 2R, S

oy, S T
) BEE SLSIBC  ny, = mig, RSN IR ] £ 286 0

FEPIIE e 6 e SR S B B, i BE R S i

Tk, P IE T 6 SRR S B DRI
(3) Raman &35 7, %5 5751 15 I il 45 JE g 6 1=

RMUEL AT ARG . et 6 s K iE R

/AN, G T A 5 T ) S A SR D I

BB BHREAR B R I 1 IR i s ik il

LWl Lol | &n K58 6 — [R5 g

W RIEATHY

& % 3 ok

[1] Svensson P H, Kloo L. Synthesis, structure, and bonding in
polyiodide and metal iodide-iodine systems[J]. Chemical Reviews,
2003,103(5):1 649-1 684.

[2] Heeger A J.Semiconducting and metallic polymers: The fourth
generation of polymeric materials (Nobel Lecture)[J]. Angew Chem
Int Ed,2001,40(14):2591-2611.

[3] Kiipper F C, Feiters M C, Olofsson B, et al. Commemorating two
centuries of iodine research:An interdisciplinary overview of current
research[J]. Angew Chem Int Ed,2011,50(49):11 598-11 620.

[4] ShinEJ, Lee SH, LeeJY, et al. Study on the structure of nylon 6
films iodinated before forming. Ill . Fine structure variation of the
amorphous film through deiodination[J]. Journal of Applied Polymer
Science,2009, 113(2):1 1411 145.

[5] Kawaguchi A. Response of iodine / nylon 6 complex to humidity :1.
Conductivity after ageing[J]. Sensors and Actuators B:Chemical,
1999,56(3):220-223.

[6] Kawaguchi A. Response of iodine / nylon 6 complex to humidity:
3. Discussion based on increase in mass [J]. Sensors and Actuators
B:Chemical 2001, 73(2-3):174-178.

[7] Pinhas A R. A redox titration for a general-organic-biochemistry
(GOB)course using povidone iodine[J]. J] Chem Educ,2010,
87(9):985-986.

[8] Deplano P, Ferraro J R, Mercuri M L. Structural and raman
spectroscopic studies as complementary tools in elucidating the
nature of the bonding in polyiodides and in donor-I, adducts[J].
Coordination Chemistry Reviews, 1999, 188(1): 71-95.

[9] Mittag H, Stegemann H, Fiillbier H. Raman spectroscopic
investigation of N-alkylurotropinium polyiodides[J]. Joumal of
Raman Spectroscopy, 1989,20(4):251-255.

[10] Piseri L, Tubino R, Mulazzi E. Resonant raman scattering of
conducting polymers[J]. Molecular Crystals and Liquid Crystals,
1982,83(1):135-142.

[11] Nour E M. Resonance raman study of the polyiodide complex

formed in the reaction of iodine with the polysulphur cyclic base


杨超


EWL 5 Je e 6 SRR ] K RAE 11

1,4,7,10,13, 16-hexathiacyclooctadecane[J]. Spectrochimica
Acta Part A:Molecular and Biomolecular Spectroscopy, 1999,
56(1):167-170.

[12] Nour E M, Chen L H, Laane J. Far-Infrared and Raman spec-
troscopic studies of polyiodides[J]. J Phys Chem, 1986,
90(13):2 841-2 846.

[13] Cowie M, Gleizes A, Grynkewich G W, et al. Rational synthesis

FE(XE)BREE.RREMTIERS
PEERIT—REAR AW FEE
IR Z A 7 Al 1 W 55 3l Ty Ji il L T35 K SR R A%
K R B A T S I B, R TR 1 2 T A Al
T BRI sma i B SRR B REIHER s P S A
TR T L TR R TR 5 Bl g R T R, DA 3 3
AR ANE 2 H AR
TEXFIEIAT, Wi A REBUR T2 i X W R
A PR FIAS ST R <2013 R ( L1 ) [ BRa s | B K
R TV B YE 2" T 2013 4F 11 A 19 HA7E ST [E bR
RN (350 B O N 4B T 5 N R e R AR D N
FA A XA 20 | ETVR B SRR 5 2 7 A7 ol T G TR
JELT 11 H 22 HESH, B AL 8000 m?, 2l 150 Z
W1 1 J7 44 T Al SE R BN LIRS R A S5 B DA
AR
(L)AL IR, TR A 1T 1y Al s
R I WA B G, A2 RS O WA, AR N A
FATRA . R A sk R G RA S B4k B 3
Ak BEAR S5 50 S A, R 64 IEITATH ML ER SR %%
WA B R AR 5 T A7 RI0%, U A Sk ok Jr 22 A 5L
O T 7= O AT B B R IR WiV TR
RHILIA R 2 71 H i AE SZCX300 / 70X {3:1K Hh 53 i 1
B, ZALRLR T E P [R5l g —JE — R AL A A, A= 7
B R KA B, MLASIE BE s B A p= 2R, ] 1o FH T i o
BRDIAE = AT [RIRHA A AR 2 SN2 1, B 4E
TR R OB B8 T Fe A B ol 2R R b
T PO AR RIS, 1 P RN o R 5o

Wl 2 0 g
Welcome

EINTT R BRSBTS 6, e
SRR GEAR RS I VIP SKGETA, 15 2 AR SK KIS
BEo W] 1ok FEL 50 A EZ AL B 5T W) B8 IE
S, A5 T EpRE AR ENJE (BRI o E A
SFEZANHL 5 W T A 25 B AL R R ik
L Al S b 2 2 AU SR K AT, 100 Z2 5 Allidn T A B8
WIS MR WA 27 Tl Ph s | BT b2 i

of unidimensional mixed valence solids.Structural, spectral, and
electrical studies of charge distribution and transport in partially
oxidized nickel and palladium bisdiphenylglyoximates[J]. ] Am
Chem Soc,1979,101(11):2921-2936.

[14] Burzynski R, Prasad P N, Murthy N S. Structure of the iodine colu-
mns in iodinated nylon-6[J]. Journal of Polymer Science:Polymer

Physics Edition, 1986,24(1):133-141.

AL EEIR G 25 LS TTE RN Br2s ST SCAR A 7l
= | A7) S BN G R A A S DU T RV <
[T E= Ny A ey s ME N AN, 222) S ¥ i A7 P4 R e R
ks B MEREHMT L P2 B M T RO X B RA Tl Dh 2=
NSNS S, 5 R R YA E AL

(2) AR IR0 2, PRI RS i e A ik AR ki
EAL R AL

ATl A F= BB AR A T, AnA- B0 Sk ol it 1o T 8 TR A
PRV . B AN e SRR ISR R KT
IR S JURL AR A O SR . RIEE, F B
ACFEAR BB RN, X AL Toll =2 T R Y 5
Wil (R, IR J57E 2013 4511 A 19 HEEE B IF 1 “2013
EHRIBTRE X A b B AR KRR e taid B AR
AR 5 A7 1 U SR LR VR A T a5 4
REFE T 29 JEA R, AT 255 A ShAk I AR = 2 77 2 M
AV RCR, GRSt S BT N A . R S ik T
v P2 28 HERE RS T A o A B i (L P 2 A K
JEAR BT SR LA IS A (L0 ) A B R 5 B T R
SR AT BR A RIAREA 0 R PR I SE ML B AR

1A
o

BRIz A0, 76 11 H 20 H iR 2847 7“0 1 528 fk 1D
il ——— "+ ] B R S A [ 47 S SURRBE ATl AL
TR AL T W R R Ak AR T B R 2B U FH
KESEM.

(3)EFIASHM S|\ T AR, AR 1T 22

JE S 0L AR T 2 A S, e e A fa), S 90 T S 7 (3
FAAT  TERCH B F A T IRE T AR e HE R 2
BOVENT T AR BE R EIR R . e 9 AN AR
T SRR TCTECR T E 4,

T T 23 39 ), UL A A ) B8 R 23 B M http://www.
YiwuPPP.com, T fift T 5 £ R 2111 , E 4R B2 B v,
W2 FRZE 2 BT IR 45, JFREAT 1) S TR}, 2
M P A2 TS A

T () R A ER SR Tl R Y 2k« X
13, [ R 2 4 i o Ml P M 2 A ER RO R 4 b s | 1
o S e A R AR, A1 2 ] DA 2 4 il e B AR T R
B PR s AR SRS T, 548 BUM IR T i = N 4547
M PSS AT A2 A5 Tl A R TR A ) DTk

(M=)


杨超




