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KA Z R AR E R DSC) PO O A BERZARE S AT AR A T E9E . 2T Van't Hoff 7
R, LT DSCEME QA BEIZAEEE ) 7. 5 UM R R ARG ) SEEE 45 5 A EE, M 22 AR
0. 1% , FE PR ARHENR 2N T 0.02% (n= 6) « DSC ¥ AR VA S PEA S, AEPRE, el E O
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1 5%

CNEERZ, 731730 CeHBNO, 72 — M EZ I THlA HUSERL 3 28 T4 EB k-6, FiR T, ©
W BBERZ S O AOIRER 25 IR V5T, A7 bt T8, BAAWROK I, i T 7K A T T B =075 6 L
. T RGO AN IEA — & R ZR, JCHZ C N BERZH) 20 520 3R & 5 & A 1R KI5
ma' . ZE R R B DSC) B LAt A2 80 AR B TSR K — T B B MR, B AE R T 45
IR T, W0 B A RE R 2 B Thei 22 i B0k BRIk — R R . AT Y AR D DSC il
E G /N o T AL E YA FE R EOR Cola e, BN f 2 58 DSC AL 2 R A 3K U7 TH R SCER 4k
T Z AR 5k i Gk ks S B E ANy TG E AR S R E ZER  (H BT Ol
R 5 WK, K 530 O BRI 40 2 S2ma AR DK, DRI H 35 A7 s oAy €0, i sl By ol HL 4 i
17IE, ELE T B il O IR /G A BRI o A SCIR] IR F 22 74 il 34y DS C) ¥ A1 UAH
RS A% IR DRV A M 26 FEREAT 1 IU5E , FEXT DSC ORI 2 S5 At AT AR Ao P9 R vl
JE ZE IR MER ] 58, 2 /e
2 R
2.1

DSC 823e M Z /R R AL (Hii £ Mettler T oledo AF]); 6890 N B A G4 (3£ Agilent
2 A); DL 39 BURIR AR K 73 I 5 AX (Hi £ Mettler Toledo 2 H) ;XS 105DU 873 # K- ( Hii £
Mettler T oledo AF]) .

L A AL Rt it S5 Sigma 2 )« 480 Bl 1R /R B ARV AR R S bR 4l KT 99. 9% (J5i
FOPH) ;) CRE: (BAE; O BEIZ S 238 R (TR NSRS SR SR A AL
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2.2
Ze N R SCRII - 4 18 SRy AR RE PRI BEN 40u L, 2 3 30 RS, FF R 55, 28 JE AN ik
P, I A%AAL E B IR FE A R F 2T DSC 9, FHE XTE]: 50—90°C, &/ U, it & 50mL/ min
R 2P R ARG PSRN : PR SHFREL (1. 5—2. 0g) IRFE BT R0 FI & i, B O
& AR AR, BT RN At A B 37K 20, £ RE 180°C, RA K ]
1200s.
SR ETE SR I 7E 20mL 7 5 ARSI AREL 1. 0g 22 AR IIRRKFE, TO 10mL ZEE 7R, T H
L R A NSRS 0 2R AT A, B [F)3EAT 2 BEissml 072 e o AROAR 1 2% A il A
HP-1 B B 404 A 44 ( 30m X 0. 53mm X2. 6um, 35 [E Agilent A]) ; 3ERECEEE: 260°C; i
P B4R IR PE 80CIREF Smin, LA20°C/ min HIEZEFF 2 240°C, fREF 10min; FID K MIZS IR : 260 C;
AU E SmL/ ming ZS A : 30mL/ min; 2 A0HE : 350mL/ min; 4HB) SR : 30m L/ min .
3 X541 %
3.1

FERG W AR Z0, I S I B AR S A 20 LU 58 AR AT LA Van't Hoff J7 BEREAT Hif k. AR ¥E
Van't Hoff J5RE, YIFUsHE A 5 T w) 5LV K0 £U(To) Z9:

RT X
VE (1)

s AH —— 2l 5 BE SR IERDAE, T« mol 'y X —— 2% 5 R BE SR A3 B T—— # )y 2405, K
R—SAKH %0, 8.314] *mol '+ K-
E Rk R WOREE L 7 IS O B P, T T R4

e 12 T, I CURE R 3650 1 BB AR(A )
= DSC I mili il 28 T 2T (A)

B B 5T A A AR IR T AES FSCEADYBRH H, HL B R P A

TO— Tm:

I 1
X=XxX I
A, X ——Wafil e R BT FSCH) YBORH v 2% Jo ) BE R IR s X —— 2% 5 RO B8 7R 70 B
_ T()— Tm = _ _ TO— Tm
Wp= G — L TR T=To- —F

R, 3 T 1/ FYFE B, WIRER A= (To- Tw) , BFE A To. HELSHRFER) DSC #HEL, SR JL
A Ts B FERL %, (0] 5 IR 295 &

X(mol%)=1§_7{{%x(To— T'm) X 100 (2)

X ARG 02, HNE SERONEERIRIE, B 2% o TR ANRTR, DU, AS e 08 Sl IR
JE o {BAELERERIRL 99 % HITEHL T, % BT BE /R 701 B o o B 7 B 48 R AR /e DRI, 7EA
ST FERDT VAR TR DL T, KR IR 73 BOI R 7y B Al 25 R AT HUA o 1R B i

ST 1/ F) VR, FLRHE AT RECAFITT 0.9970. SEIE 24 0 W, x-T 4 Bl i, 1/ F {4
A UE JE R 50—8, H. %/ NX A AR MIAS 155 1 ds Rt 0Eg T AR 509%
3.2 DSC

X 2°C/ min TR IE 3 T O BEZAR HE S DSC i Gl AT 20 Hr, H 67—73°ClR (¥ il 26 A4
I DB T B R R TR AN BERL ) R SRRy B ) RIFE T i U R AR Y SR AR AR AR
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IS H = 253. 90m], WFE ARG 0. 2°CAE 7. X1 COP Bk Jieh i i, #5817 F= 50—8 I HUE I
B, DA B 4% /08 DX D T A A0 AR dek A s e e T A 1) 50 9% 16 TN, B 28 P B 1) 7 A 3% 8205 3R AT it
IR ToA 1/ F) MR A5 BIZRE T FE v = 342. 76— 0. 0443« , i AHIE REUN 0. 9998, AN 752 %f
HAHTRLIE. AH 282 DSC X O BRI ARAE a2k AT RS B 4 15380 LR JR Rk #40H 16184)/ mol, 4 R
1 2 15 B A TR bt ) 2% 7 8

AH ~ 16184 ~
X(mol%) = poaX (To= Tw) X100= g 2" 5= X0. 0443X 100= 0. 073

BRI T, AR S 26 P(mol% )= 100- X= 99.93,
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3.3
DSC i INE A B A2 B2 52 THI TR 1 S Bk, THilid b v, L DSC 2k AUAEEL i,
e TR BKC, W TR thh 5 o W TR B8 00 25 5 350 T 1/ ) BRI 2Rk i o (R, SR DSC il 5
C PTG e T it 238 AR, 5 8 )5 R 48 A B0 IS 1 R ASC o 2 B0 PR, 72 oA DS ¢ F i 5%
PR — ST DU, 2050 e 4 b sk 20t Oy I b gt AT 49 1 DR F20E 3. 2 7 TN ik o)
X LR BEAT R0, XS T 1/ F) PRI, A8 2 o o SRR T RE R4l A5 RIS 1.

1

vHE Y 22 i3
ThiiRE Yot R A i wpmgy 0
(C/ min) (K) (K) (mol%)
0.5 y= 342.48- 0.0277x 342.48 0.0277 0.9972 99. 95
1 y= 342.58- 0. 0287, 342.58 0. 0287 0.9991 99.95
2 y= 342.75- 0.0445x 342.75 0. 0445 0. 9988 99.93
5 y= 342.95- 0.0747x 342.95 0.0747 0.9937 99. 88

VE: p= 100- I%XB X 100; AF — 21 C. P Bk 1 BE R A R, 161847 « mol~ s R—— MR 4L, 8. 3147 « mol™ ' * K~ '

M FE 1 AT LU Y, B A R SR K, 2Rk T RE R A (AN B IR B K, SR I A R
/N o 5°C/min THEEZR T3 200 81 HHC RECN 0. 9937, Hali fE4h Fu B/ TS A0 (il - /R 9%
PRI AT EE SR CORT 99.9% ) o I 0. 5°C/min Frili s 1 209 e PEATDC REUAS] 0. 9972, 4l
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P45 1 1°C/ min FHEESR TR SR S0 HEM 3 34267
s R 2% AT BT B ot 7o 1 1) AR TR, R A

A B 5 A 35 25 0 R R . 1°C/ min
2°C/ mind R TR AE (L HEAR 6 R B0 BIA T %,
0. 9991 1 0. 9988, Wi ()4l B4t HAT W 2 5, e 2
DSC 05 Gt /NSy AL S A FE TR R A, ]
{9 JEUN, S0 R 1°C/ min B FHEL R B2 LA e

Al 341.0
3.4
K DSC IEMSE G5 /N TALE WA B it ke 2 R IRd F CpE e K £ 1
— i T LR T, R K, TR B R P A FRAH
#5 . R D 1°C/ min HIFHEER, EH A DSC 1% 175 O min 272 C i

3—0.5C/ min; 4——1°C/ min; »

P —BHIE DL, 23 0% 5 A AR B R A AT
File FFAENE 3.2 M A I B R Rl AT 2, RS T 1 F) AR, i 3 s . RIS
FE AL AR WA 2.

2
AR Lt R ! y T S
(me) (K) (K) (mol%)
1. 04 y= 342.62- 0. 0340y 342. 62 0. 0340 0.9929 99. 94
2.02 y= 342.58- 0. 0287y 342.58 0. 0287 0.9986 99.95
3.05 y= 342.72- 0.0301x 342.72 0. 0301 0.9989 99.95
4.01 y= 342.72- 0.0326x 342.72 0. 0326 0.9991 99.95
5.02 y= 342.65- 0. 0334y 342. 65 0. 0334 0.9943 99. 94

VE: P= 100- ]%xg X 100; AH — 41 C. P9 k1% 1 BE JR 5 Rl , 16184 « mol- 1 R—— S KH %L, 8. 314) * mol- 1 « K- 1,

M2 FafLLEH, 5 Mk RS R aifEgs | 343
Z AR/, 1H 1. 04mg AT 5. 02m g WAL 1S BIZLIE S

AHIET 0. 9970, K EFEEKAD, DB R 342
IR L S i i %23 2 DSC T HIE i A il AR A ¥ 5
G RGP IR Gt R, DSC R E A IERZAE & 3414 %

FE R FERAE 2. 0—4. Omg 2 [0 & e

3.5 340
X4 AN N2 # FE b 2 0 R A DSC ERTSAE B 0 10 20 30 40 50
B AR IR B VL AT AL W e, 45 SRR 3. SAHEA VE
W —RR PARIE I E O Bl A it S A 2N h: B3 R[S O e i 2 £
X (%) = X o X(100= X ) /100 TRV F R

o X —— OB S, (R R B TS Ome 2 4 Ol 3 O
X son——"UHR E R I A PN e 5 B, % (LY R O Odmes
50 X R AR B EK S B % (TR HHD
M2 3 AT LU I 4 ANRE L 9K 9 B R ITE 0. 019 7245, A 2 AR/, PR ONEL 1 ARG K
934 RS I F T AL N S T 4 2L P R I R (R8s S A 1 L T 7
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AR o IR, 4 AFE A TAR SR R AGE G 205 458 0% T DSC VA A R, IX ARE 2
B AR T A 7 7 RO T B L R o I A R il S R AT, PR DI B 45 2R 22 e
AR S, (8 L w7 45 B 20 B2 4558 (0 I 22 B A 0. 1% , 3R W DSC 3% 145 i 40 2
25 R ] 5E

3 - DSC
FE o5 X=( %) X k(%) aiRE X (%) 4ifE P(%)
456 99. 88 0.010 99. 87 99.77
631 99. 91 0. 010 99. 90 99. 81
967 99.93 0. 008 99.92 99. 83
1176 99. 85 0. 009 99. 84 99.78

VE: R X —— AR S TR IR AR AR 1 Sl R 25 515 4l P——DSC yE 43 1) &l FE 4
X EIR 4 A AT 6 UOSE N, B VE ARV W ZE 1 /N T 0. 02mol % , AT A i 22
¥)/NF 0. 02% S
4 %t
gE BRTIR, DSC VRN 52 O PN TR 40 i (A v B 1 R EE AR A AT, 12 g VAR A% G i I s vk
SR, A7 BRL DR v A, AR 3 B A SRS S0 T B R I, L BRI AR Al i S AT T A
o I ) B3R
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Determination of Purity of Caprolactam
by Differential Scanning Cal orimetry

HUA Zheng-Jiang YUAN LiFeng XU Shan-Hao LUO Chuan
(T echnology Center for Inspection and Quarantine, Ningbo Entry 4 xit I nspection and Quarantine Bureau,

Ningbo> Zhejiang 315012, P. R. China)

Abstract Standard caprolactam was tested by differential scanning calorimetry( DSC) under
various conditions. The method for determination of the purity of caprolactam was established by
DSC, according to the Van’t Hoff equation. Com pared with the purity results of gas chromatography—
karl fischer method, the obtained deviation was less than 0. 1%. T he relative standard deviation of
repeatability was less than 0. 02% (n= 6) for the DSC method. The DSC method could rapidly and
accurately determine the purity of caprolactam with good accuracy and repeatability -
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