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AN INVESTIGATION ON THE SOL CHARACTERIZATION
METHOD FOR HTPB-BASED ELASTOMERS
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Abstract; The characterization items and analytical metheds for sols of HTPB-
based elastomers are presented. The relativity between the various characterization
parameters and the conditions producting elastomer are investigated. The principal
constitution and structure of HTPB-based elastomer sols are also determined.
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GPC— BB & & a1 M,— B¥5HTFR

NMR — # w3t 4k D TR EIER
TLC—#EZ @i ‘
1 ® 7

UL R TR TR, AR R . AN B AP R 9
g, B, FRRREENEM LT, AEREREEQRENLEY, BHHENME
KA

55— 77 T A B PR R 4 S RO 1 B LR R 11 K0 NI X SRR L 82
SEATABTRIRAE AR BRI, BT A XS WA R, TEASIE =
SMREME . WRRET TN BIARBR L T — M FRR. MK, BHSHT 2 RE
E, AT B4 B M A R S 5 S SR . SXTRA TSR RL
HEER L, | |

AR SR RS T TEMEARRORERR, QERERENE. A
EAFMRI . RRERESHEGEAINRS, LR b, RS R EA AR
FIERSM MR, LU BAE AT ROLHOR AR SR TR B R KR,

2 LR

2.1 BRYBIENBRESSIE

BERSBMERAEARREIGE. BTEBAEEEFVIRE, BF 500ml BRP, LU
=EHAER, ZBREK 12h £, RIGE 65CKBHPEF 5~6h, T3, MEBRERE
BrEKHOER, HE0~50CEHF FTHESTHREHEE,
2.2 RESTAFEY

HEBRFREL 1. 5~2. Og TS REHES: OB E 0.0001g) F 250ml =AM, LA sml FEBR,
A 5ml BefbiRH] (4. 0g X EBBRE T 148ml ZBZ B, BEMA 24ml ZEF, #EED,
501 CARBEH R 30min, AIA 2ml Z4EK, B 2min, HIA Sml BEBE-K (3+1) B,
B 30min, MHE =M, FEARRZEZRB/IEMA 20ml E XK 5 i 0. 1 B BK- ZREFE R~
PA 0. 4mol /L S EAL 8- Z RE47 HE IR € I8 WU 22 .
2.3 REMREESRITEFEY

HEBRFREL 1. 5~2. Og IIEAEES: OE# ZE 0.0001g) FFHEEy 250ml = M+, MA 15ml
2% NEAMERE- TR, ISR ®)S, B 20ml TKZEE, #no. 14 RE K-8
&R 5 W, LA 0. 1mol/L ERERARAETR & IF MR ZIA M B KA W ERER AR KL,
2.4 HFTRYHBERFEY
2.4.1 NEREXBEH

635 &l HPLC {Y (HZHMAF]), ZRIT I35, Shodex-A8OM, Shodex-A804,
Shodex-A802 A& GPC &, &g 25+2°C, LAPIE Bk AMkikH , UIAREMREIRERER,
WHBESAEREELBRTRERE.



%54 TEREEEBRRIESERR 75

2.4.2 RMEFT K

PRINZY) 40mg WEBEHE S T 50ml = M, MO SnkmiitR 0. 2% M, MES®R, o
BIR#tH. S ERSLEE, BHXEIER A TEVHTITHE,
2.5 NMR 44f

AM500 % NMR 1% (P57 Bruker 22 5]),'HNMR if,'H 3£#R5i % . 500. 19MHz, Kt
8: 1.475s, BKMBERE: 5.0ps, HESER: 5mm,
2.6 TLC 4#F®

BB G TLC #2, 110 C 54k 30min, BIFHI: 1, 2-“H Zbe/%& /WA nkm (47/50/3), B
. BES.
2.5 IR 44F

IFS-85 %Y {d# B it A5 ¥k IR Y% (PG Bruker 2 F]) . $EBEEE &% LA VY S AL 55 25 B I BFF BEE AR
MR, IR, BB HTPB # R BE#EEH.

3 WA RMIT
3.1 B

BERERZEEXN | RBEBEPEERENZERRY. ERBBNEESESH. Z28H
ENTREAKE/EEYER, Y HTPB ABREUHMRLE BN, Z1HHT2H#
TEREGBREEBE.

1 TER#EHEAKSZERGRM

HTPB RS (OH] REMREK,
. Bl R 0 1 Y40} '
#t 5 [OH], mmol/g % mmol/g %
TDI 1. 00 15. 90 0. 096 3.1
89-1X-3-2 0.510
IPDI 1. 00 26. 24 0.103 5. 6
1.00 5.50 0.111 1.3
TDI 0. 90 8.45 0.129 2.3
0. 80 © 29. 40 0.162 9.9
87-1V-1-4 0. 499
1. 00 16. 90 0.179 6.4
IPDI 0.93 19. 20 0.185 7.5
0.78 37.03 0. 235 18. 3
1. 10 7.52 0.116 1.8
TDI 0. 90 12. 87 0. 161 4.3
0. 80 32.53 0.199 13. 4
91-1X-1 0. 499
1. 10 13. 45 0. 242 6.9
IPDI 0. 90 24.17 0.231 11.7
0. 80 39.01 0.234 19.1

E: OXFABRPHRARERREESRAR B ERREZH,
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HE 1 HETLES.

(D) o5 TR MR, B2 — M7 0. 10~0. 25mmol/g 2 [H] . E{Li& &1 R X¢
ZERE REXW, R EAMAFRR, HTPB-IPDI 34 A ¥ B2 (E:8 % tb HTPB-TDI #¥Eik R,
HTPB #a#t S ANE, HERENRA—. BiE R EAMM, HTPB-TDI 34 A i B 22 ME B
&, 1 HTPB-IPDI 3£k H % R EEWE/D;

(2) REFUHERERZERS, HMEERER>BOER K. B, ##tgms, ®
BEEMABIABK. IRBHEAETEREMLRHE T, HTPB FRHELBEHESMT KN . H
4 R ERKES,  IPDI & & R<0.9, TDI A& R<0.80}, BRNBRAZEL.

3.2 RAREXSE

ERVYHRERGEESRERBN S 1N EERESE . ZSEHETHE LR ZERE
BEMEEEREEARERHRE —ESEME. K2 TIILTRREEAB R AR REE
FRYIE.

22 TREMAZRGFRRELLE

BESY REAREESR FEBREENRXE,
% mmol/g %o

TDI 1.05 9.23 0. 058 1.0

HTPB #t & B 46 7 R

3H-89-11

IPDI 1. 05 17. 60 0.078 2.7

1. 00 5. 50 0. 026 0.3
TDI 0.90 8. 45 0.011 0.2

0. 80 29. 40 0. 006 0.5
87-1V-1-4

1. 00 16. 90 0. 055 2.0
IPDI 0.93 19. 20 0. 034 1.5
0.78 37.03 0. 026 - 2.6

E: ORTAHERSERF WL SR SRR R RREER R,

H& 2 A LIEL . .

(1) TR B 7 WU B 2 3 88 o ££ 0. 01~0. 08mmol /g Z 8] R fH . Btk R
MEAHBEW. £ RERKY THRBEEFREGRTHSARREAARERE. SHHAER
EABEAT, RARBECLASLEWSMRMN., R, £ REST 1 REEKTF 1 HIEEH
iy, REMEERBNERERARKAL. XRESRARES TER, 55 5FLR RN
X,
Q) BERTPRAREESRS REARIFEXME. & REMNELR, RAREESRNY
. 55h, FEARR B 544 T HTPB-IPDI Stk th v e b 57 SRR B 2 & & 1 HTPB-TDI 3%
B, X5 P R b 7R 6 S TSV R — B
3.3 HFBL%

BRHEGE D TRMEBIESI TR 3, RIBRAM T EHREG M. M, 1 D {E, &%
HTEMNS FRSXSH.
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3 ThREMRKERY> T ERALHS>F KB
P I . . HRER %O
D
HTPB & AL 7 R X1074 1 X107 I i i v

0.8 1. 70 4.62 2.72 11.12 76. 47 8.03 4. 39

TDI 0.9 1. 44 3. 61 2. 51 5.44 79. 64 9. 32 5. 60

1.0 1. 32 3.16 2. 40 3.86 78. 10 11.55 6. 5]

89-1X-3-2

0.8 1. 83 7.29 4. 00 20. 88 67. 36 7.34 4.43

IPDI 0.9 1. 35 5.13 3.80 13. 46 69. 37 9. 80 6. 45

1.0 1. 42 5.35 3.76 14. 32 69. 21 9. 96 6.51

0.8 2. 82 6.92 2. 46 20. 84 73. 84 3.82 1. 82

1 0.9 2.14 4. 64 2.17 9. 40 82. 21 5.51 2.88

1.0 1. 95 © 4.48 2. 30 8. 40 81.94 5. 86 3. B0

1.1 1. 83 3.94 2.12 5.74 83. 63 6.76 3. 87

91-1X-1

0.8 2. 48 7.58 3.06 23.09 69. 61 4.74 2.55

IPDI 0.9 2.15 5.83 2. 62 15. 30 76. 28 5.50 2. 92

1.0 2.21 5. 75 2. 60 15. 84 75.83 5. 41 2. 92

1.1 2.12 5.43 2.56 14. 25 76. 75 5. 87 3.13

F: QT M.=105 ITRK 105>M.=104 NI K 100>M.=5X10%; IV K M.<<5X10%,

HI3R 3 FIE A4

(1) FRERXO0.8~1.1 TWEMN, HM, —MHYAE 1X10~3x10* Z |6, 5 HTPB #Ht,
BESFRAFRE, HPET 1X10° BAAKR 4% ~20% K F 5X10° AR 2% ~7%,
D{H 2.0~4. 0. NBBRALS T RIS S BRI, WRFRR K HTPB 537 C Bl #
uor

(2) Bk ZMEASEIBERS FROGEWEE. ER¥ERXE T, HTPB-TDI #tf
B TR HTPB-IPDI (A &%, HE4 FRE S & BE. HARBERAKS F/]H
ERMEASK. HE R{EMK, HTPB-TDI ¥ EEK > FBIFK, # FEIHESR, H
@ FRES (M.>10°) #HMEREL, K5 FRBS> (M.<10Y) HMXt& &M, HTPB-
IPDI ¥R BB FRB 2 M52 REXWHAK, (B R HEAKE (R<0.8), BES FEMEH
BEs

(3) HTPB FFHEX H#HIRE R 2 F B2 f A — & %m .. AR#-S HTPB, B ff % A 4
FhEAE, EAMEE RE, ERFEER &G TH&EMERES, HERS FEMS FRESA
AREFERKER.
3.4 EMREETIST

PI'H NMR %8R T TEBERBEPIEEEELRR S M. BEEGSHY'H NMR &3t
PRig E HERAT 4 25 F% 4. HTPB-TDI, HTPB-IPDI ¥ fh iy {A % B & HTPB'H NMR i
BRFHE 1~3, $% HTPB-1PDI $#: R E e HES: (HI-5) #9 NMR E B4 £5F% 5.
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& 4 JER'HNMR i 2 35 4 65 )3 3, ppm
BERKO ' HTPB 5 TDI R R JE 5 IPDI KR JE
Ao 4.11 ) 4. 63 4.58
A, 4.02 4.53 4.48
v 3.53~3. 38 4.13~3.95 4. 01

E: QA-MABHBEE: A-RABEEE, Vo ZRERE.

% 5 HTPB-IPDI # #4k/5 K NMR 2474 R , %
HI-5® '
M E|
A, A \%
ER M EXE 12. 2 44.5 21. 4
L AVEE 2.9 - 9.7 9.3
ﬁ’uﬁﬁft 80.8 82.1 69.7
LRI 4@ 13.2 44.3 42.5
F: OR K% 0.8,

@HTPB BEST (A/A/V) H 14.1/50.5/35. 4,

4. 8 4.4 4.0 36 3.2 2.8

46 4.4 4.2 40 38 3.6 3.4 &(ppm)
d(ppm)
B 1 HTPB-TDI #H{&BE B 'H NMR #H K 2 HTPB-IPDI # ¥R A'H NMR i#H |
LRAERKH.

(1) ¥4 R>1.08F, ZEHEEE NMR #E FE1B
MR ARRNERE, RS KESHEESND
B . B4 W NMR EEEFUEH, RN
EHREEH N AETREEREW,

(2) %tF HTPB-IPDI BB TS, 4 R ~ AN
<18, R RZAPHBHFERRNZE, = FhKA &6 44 42 4.0 3.8 3.6 3.4
BT R B4 BRI BRSO E R A Hpem)
EIMRNEER —EE2%. EHRZHET, A.. 3 HTPB f#'H NMR &

ABRENRNBEST V EE. B, BREHE :
BEMSAHELC AR TR HTPB, A, A REMEX TR, VREMAX RN, HE
REMHERXFHELERE, |
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(3) HTPB-TDI ¥R BIEHE R BE 715 HTPB-
IPDI R R KEL, HEZKKRZH'HNMR #EE S, RV)EV
BREMLFUABESRENMN A A BELEUBEME
B, TERHETHERERTH.

3.5 BEEER

AT R B 4 8 B v e P R 2 hn & 4k 2 B HTPB

MBS RUKENNERES fSE, §TREREKRR

BeA HTPB ERBEA M FRAT T TLC 4 A MARRT

4,

HE 4 ALLE Y, BWRPHEYSTF HTPB 1 EREE 44
BRAHBNE, Y FHTPBI EREEAS RS, Hif
A, AE%/N, MY THTPBEEREASNEAEL
A%, BEREFSEAE TLC JRRL, BXRTEBMERBK
5HTPB & TLC 7 AERAR I, BRH ER S ELRRE
B, BENMEFUZEEREENIEEREEA> VENLE
HTPB R4} .

3.6 BEERISEH

(1) (2) (3)

4 TEREERERS TLC K
(1> HTPB
(2) HTPB-TDI #4475
(3) HTPB-IPDI #4E ¥ K

AIREERTERERSEW. B 5~7 78 7 HTPB-TDI 3¥Eik 5 e . 58 & HTPB
B IRE., hXEEEM L UEEBRMERY IR B+ 444, HEARRET HTPB, BRif
REERT A EHSWAERBESS, BT —EHg, X5 & H RN
A X, I 1740cm B BB &, 1533, 3480cm i T e MR i, DL K& 1598cm ™ {3
PR, R R BRTE B A Y 1 IR O A o G B A R TR WU AR 4SRN T B . B R
I9J& 3 HTPB-TDI B & K5, HTPB-IPDI 3¥E k¥ B . ¥EBH1 HTPB IR & Xt 1§/ 5 HTPB-
TDI R ZEAME. AT LA TEBEGER IR A EEREE.

FLS=TRANS

T

0.5F { 0.5¢

0.0 w « 0.0

FLS=TRANS

4000 3000 2000 1000 4000
#H & cm™!

L L 1
3000 2000 1000
¥ e

B 5 HTPB-TDI 34K IR E M6 HTPB-TDI MyE&ER IR H
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FLS=TRANS
1.0 T 1 T

(D |\ T TERMERERN EER _m
M H R AR, HFRT &% fﬁfﬁwq
MBS TR MER 910 % 5 6§94 %
kT

(2) MM & T BRI T HBMEL
R ARG R AT TRR. WA TR
YRR B BE ER 4SS A HTPB-TDI (OPDI)
SREEAR, TEHARERE, BRIE
HEHLBRSMTNH HTPB 4 F . O G000 3000 2000 1600

W em™
2, i)

BiR & MM, OASEENARE H7 HTFBIR A
R LTI RIE, EIRERE.
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