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El B

ARMARELL JIF 1002—2010 (EZ ik AR mS AN ). JJF 1001—2011 (@
FFEAE K g ). JJF 1059. 1—2012 (M AHE B iFeE 5#£R) f GB/T 30431 —
2013 (LI ESAM @A) AR FAKYE . XF JIG 700—1999 (K AH L) 1T
AN

511G 7001999 MLt . BrgmftEEsst, AR FEEHERNELMNT .

——KIEICERLM A (FPD) A SE 2R M s FEE A% il Rk 9 <<5 pA M1<<0. 1 nA, ¥
MOH<C0.5 nA (WLEE 3 3EF s

— W T R E R, MER T AR RS (WL 3 R D

— WG INT H AR AR D g DL Hz S E S MR S AR R A E AR bR (LB 3 =
1)

—— BRI BB e R s R AR A R, — AR T 99.995% (UL 5. 1.3);
R RS ARG N T R R AR 2E (WL 5. 2.2)

BT PR PR BE T I Y R B Y Sl R bR ZE (DL 5. 2.3) 5
TR T T O Ve A AE K (UL 5. 2.4)5

3 FH AR B RE G E S, TCD R FID SR & A 46 U B8 % 2 i Bk
30 °C M50 CH A 50 CHIZO C (N 5.4.4 5 4);

— A g (ECD) A # L i 5k 230 ‘CRCR 250 °C (UL 5. 4.4 & 4);
o I PR Az R B A R IR 28 T N e R B R R R 6 IR 7 R (I

5.4.2);

— AW S (TCD) A I BR A E I A O b 1 P o7 BE JR 73 80 I R 1Y
1% mol/mol 2~ (100~10 000) pmol/mol (M 5.2.1 K 2);
KM F AR ER  (FID) G I BRAS: R Bt (5 T %) A0 Ak o 9 o B8 R 3 B30 Pl iR
1 100 pmol/mol 22k (10~10 000) pmol/mol (UL 5.2.1 3% 2);

— MR TR SR A R AR PR HETR A, IR RN SR B O RS A

— W B SR A rb B R A T 2 3K A A R A A D L

W T SRR HE ) B R IR O B S TR 2 (SR B .

A REAR B P UK AR 2 A1 LA

—JJG 700—1990;

—JJG 700—1999,
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3

PRz

SEBIENEEME

AR TRARSFENLE (TCD) . KIEE TN ZE (FID) | K6 R A
M (FPD), HTFHiPAM L (ECD) . BN EE (NPD) A9 AH 63515 AY B IR K AE
J& S N TP A A

ik

SR ETEAL (DU R FRACAS) 2 8RR S A @35 A, AR b & A 6
T AT AR [ S A 18] 79 20 B0 B W BEE 28 B8OAS ) gk AT 40, e e ARG T g 2 AT A ) A
o MRS 25 2H 43 1Y P B8 IS [R] 0w 1 {8 2R A7 0 R A E B T
AR ARG., RS, TE RS, BERS. KR 5E MG R S5
ML,

AT R

ARt

PERE N AT &2 1 PR EOR

F1 SHEBEMNITEHREES
AR
K e I H
TCD ECD* FID FPD NPD
A R
" <1% <1% — — —
(10 min)
A LR A M
e <0.5%
(10 min)
iy T il AR M <2%
Fook e <0.1 mV <0.2 mV <1 pA <0.5 nA <1 pA
FL R
e <0.2 mV <0.5 mV <10 pA <0.5 nA <5 pA
(30 min)
=800 mV -
R — — — —
ml/mg
) <0.5 ng/s(Bi)| <5 pg/s(%D
o R <5 pg/mL | <0.5ng/s | U= PRITAR
<0. 1 ng/s(#H)|<<10 pg/s(B)
E A <1%
A E A M <3%

T TR A% (Ho) h e, B % % F <5 Hz, £ %% % (30 min)<<20 Hz,
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4 BRAFEAREX

4.1 AP

AU I TG 5 e G TE R AR 0940 4, 4% T OC L T S B4 S N AR I R R AR A L 8 R T
TN o Y S W VR A i B R A S RS A7 B 1 v Bl = I B ES W IV 3 VA S By
pam AR RTI A &7 R
4.2 KRS

TEIEH BRAE 5T, T YRR A SR 2 AN A% BIr A3 A 2o i 42 3k L 1 JE it s

5 tEHFEET

A i T o A B A R R S SR N A A
5.1 Ko &M
5.1.1 KM EE 4

PRI IR - (5~35)°C , BREE A AR E « (20~85) % . 28 N AN A7 T 5 5236 TC X 19 5 1k
Sy K RV B Tl PR 1 5T L 1N T BIL AR AR 30 AR T
5.1.2 AUARZEEEOR

G O R T 2 [ M B AR TAE & b ARG R N B LA i R i, AR
B R B BR 0 S U I AS 5 A 4l A
5.1.3 AR MR

ARl I T R ASCER O F ER L, — R AR T 99. 995 %0 MR R K B R RN A R
IR IEH TAERIYI R .
5.2 Ko HbRiEY I iz &

Ao 2 7 FH A b 1 ) J5i b7 A7 R R T e AT SBOH 1T A M A A ) A TR R v BT R i A
Tt BRI A E A% .
5.2.1 FREYIIR

o AR HEY) T W3R 2.,

*2 BERKREWR

o XY A o
P W) J5 44 g . i I
1l B (k= 2)
- IE 5 mg/mL,50 mg/mL TCD
1E oSk 2 b (10~1 000)ng/pL. FID
FH 6 X B B - TC 7K L P TR 10 ng/pL FPD N
oy gL
(B SRR T A
. *,?%ﬂf 10 ng/pL <3% NPD
i LiA W | ORimins
PR IS 7S 75 -5 2F B i ) 0.1 ng/pL ECD
(100~10 000) pmol/mol TCD
AR AR o H e N
(10~10 000) zmol/mol FID
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5.2.2 TEmESE

HRE 10 pL. R AFIRE +£12%,
5.2.3  FHHLBH BT

T BE Y R AN /N T 300 °C LK iR +0.3 °C,
5.2.4 it

L IR R I S ] (0~ 100) mL/ min. ERA AT 1.5 2%,

5.2.5 KJE#
275 Bl (800~1 060)hPa, fx K Aot + 2.0 hPa,
5.2.6 Fbh3E

/N EHAKRT 0.01 s,
5.3 KEmiH
KiE W H WLk 3.
*3 KEMB—KX

£ %E i H

i
=
£
&l

JR SRS E o 1T P A £

T A R

+ —
+ —

BT AR E

A R A

e T it 52

L W TH

RLLIER

AP

) R

EPEE AN

R e o g e e I I I
FlH |+ ]+
FlH |+ |+ ]+

E A

s
1 “t"HEERERE: " AFFERETE.
2 ZABRFHRLMNEEANBE T ERRARAY WO L S0 TR EASEERIAT,
COREA A s,
5.4 KEITIE
5.4.1 i FHE AR ZR KA
Fie 401 M A2 BOR G B K Tk AT A
5.4.2 B HURR E R 2
PEREIE T, FERRUE 5, IR TS i 7 W, DL 7 U T 24 %) A %
i o D 25 R A e Pk
5.4.3 REKE
5.4.3.1 HEAEIRERE PER &
L BE T R Sk [ AR A AR TR OB AR IR N 70 C . RRUER IR R E S L Ak
3

g
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A 10 min, B IC R —DEUE . AKX DI RHEEAREREN A

tmax - tmin
Aty =———— X 100% (1
t
EEVL L
tmax ?EE?EH%E@%%{E’OC;
tmin YEE?EH%E@%{&{E?OC;
t ik BE I e AP ML °C

e TR R H A AL U  HOk TL
5.4.3.2 PP TR EEERE

Fi 5.4, 3.1 T v 2 w1 60 °C L 28 200 C L FHREE R 10 'C/min, FFHIR
FaE 5 PR TR B Bl RBUE — I R R B AR, ISR EE 3 L iE AR
(2) T 550 H A I8 A A X D 22 o CH e KA A R 7 THIR H AV Ary

/ l4
t max t min

t

£
t o FH LB P o YL L °C

t i AH Y AR, °C

¢ AH B A R L °C
E T ERARF ARG NAAEE O kTR

5.4.4 KIS VERER &
Ao ) 5% 1 REAS E A5 AR 4.
x4 KRNFHEEKEZRHF—RE

R L A E A% A
B O A

TCD ECD FID FPD NPD

WARKE 2 5% OV-101,(80~100) H [ 4 it be fb 284K Culi oAb 58 43 25 10 [ 22 0 25,
LY ) B e A B A
SARKEE - (60~80) H 43T ol 1 4 F /N BER A 35 78 A ol B 4 A

ﬁ%ﬁ’%’é H,.N;.He N, N, N, N,

e v v s e v s H,, i # # X
H, ., i # ¥ & | H,, 3 3 % 1&

e - - L EE T
A o o e
i

Air, it # #% 1YL
B A — — - e i i Ul B A5 2K
e
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*x 4 (D)
K 2% B A 5 2
B I H
TCD ECD FID FPD NPD
70 C KA, | 160 ‘CEEA K | 210 CEA |
N N (N
e FE 1R " 210 CAAH B N 180 C A4
50 CEA,R 80 C AL ,S |80 CAAL, K
N N e K 2
120 CAH ] 230 CLEA .
N e N e
KA E R E 210 CLEH 230 CLEA 230 CLEH
A <120 C LA 120 C 22 47+ X
K E K E
230 CLAA K
S . . Tt > .
Wil EIRE | 100 CAH 250 C LA 250 CEA 230 C LA
120 CEH K
N
i
1 EaaEbETNXANB R P HRENRA AR T ARAE,
2 ENPDAEFM ALz, XU T ESEZNERAS,

5.4.4.1 AT CTCD) K 2%

1) MR

Fede A KL S 0 SR LR 30 min, 3 HUIE 2 v MR R g R -0 v 6 N AR S (R
ASCAS T BE 2 W 75 R 0 i 2 A U e e K1 M A 5 1 A I SRR A

2) RE

R A AL At 2R A 2R 0 0 % T P R B0 AR s M 0 o v ) — T R AT A

ot FH A s T 40 SRR A

Y 4 MR SRR R R R E G I EF A EA (I ~2) pL, W E R 5 mg/mL
5 50 mg/mL B ZR-H RV IR, B S i 7 IR0 SRR I T

7 FH S AR HE ) A A

P e 4 BYKG 8 S il A BE SR 2328 R (100~10 000) mol/mol Y FI B S AR 9 I
S 7 IR L0 s F e 06 1 A

R AKX I,

AF.

S e e (3)
EaVL L
Step—TCD R ,mV + mL/mg;
AR 1 g g T ARURDR P EI{E . mV + min;
W——2K 5 P e B A B mg s
5
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F.— & IEJE M ES M E . mL/min,

AU L 1) R OE DL B SR AL
5.4.4.2 WK (ECD) Il #%

1) M 7S RIS

e 4 MR S5 0 SR B LR 30 min, i HUKE 2 v MR g R - I R 6 VL AR S (E R
LS T BE 2 M 75 R i 2 A 0 e e K M A 5 (B A R I SRR

2) i pR

Fie e A R E Rk PR e 5 M E R A (I ~2) p L, MR 0.1 ng/pL
IR S 7S 7SS 2 ot R 0, S 22 2 7 WL 0 S N AR 7S 7S 7S g T AR, G 0 B 42 28 =X ()
.

DECDZF €Y)

£
Dgep—ECD I BR , g/ mL;
N—HAM R , mV(Hz2) ;
WSS &, g;
A—ERR AR A AR EYE, mV » min(Hz » min) ;
F.—®IEJE WA . mL/min,
5.4.4.3  KIAE A (FID) il £
1) WS FHEFS
HEFR 4 DR S 0 SR FEZR 30 min, 1B HRIE 2k rh MR AR R UG- o 6 N P AR S (R
ASC A %) R 2 e P 5 5 2 Al 3 A T S A KT Wikl 7 15 5 A SR 1) BR 2 7%
2) A I FR
R A A A 28 8 R 45 ol FH VB B0 AR B ) o v Y — R R AT A E
687 FH A s T 40 TR A
e 4 MR8 SR F R R AR E IS Rl S 38 A (1~ 2) p L VR BEYE 1] oy (10~
1 000 ng/pl W IE A7 k-5 E Le v Wi i SL B 7 R, 10 ) IE H o be i T AR
i S AR o o 400 SO ARG
FE3e 4 R 8 S F L 38 A BEJR 20 B0 (10~10 000) mol/mol B H &g S AR bR i )
SR A 7 UK, 10 58 F o 0 T AR
ol BR 42 4 2 (5) 15,

=

ZNW
DFID:i (5)

A
Dplr)iFID W‘DHIJ BE 7g/S;
N-—FZ& MR, A(mV);
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W——1E 7R fe s B e i AR 4 g5
A——IE TS s B e i AR B ARE M A+ s(mV - 9),
5.4.4.4  JJEJGHE (FPD) A I #%
1) M FIEEFS
FE A MR E 250 10 SR R 30 min, 1 HCKE 2k i I 7 o oK U -6 o XoF 1 1 15 5 B
ASCAS B R 2 M 7 5 B 24 i 5 S iy i DR ) W I 15 (L O ASC i ) B R R A
2) i B
AR 4 IR E R R RS E S IR TS ER TEA (L ~2) L 3K JE 9 10 ng/pL
(18 PP 25 X 8 T 7K RV Y 32 S S 7 R T S I A e e AR, G BR A 28 2 (6) i
AR,

2N (Wne)?
i . Dppr)—m )

W Dpp ZZNXMP (7)
£
Dpp——FPD X i sl B 1 4 0 BR o/ s 5

N-— LR, mV;

A— BRI R AR . mV s

W H X il i it A L g

h——Bi W& ,mV;
W — BRI 1/4 bR IE ST, s

G B A1 R B ST A RO B AR X R T i 32.07

s Y 0 J 8 4 U I g3 1218
XSRS T B T 00 BB ORI TR 30.97
: P 35 T Tl 1) B O o 263.2

5.4.4.5 A BE(NPD) I &%

1) M MBS

PR 4 WK S5 10 SRR 30 min, 396 HUEE 2 rf MR R AR R W - 0 R X A S (E A
SRS 1) JE 2 M 7 5 R 20 Ml 25 S IR o5 e R P i 1 5 1 M AN ) SR R TS

2) A R

R A IR R R R E T I SRR EA (1 ~2) L W JE 10 ng/pL
M A A -10 ng/pL BB LIRS, 20 & 7 0 s M AR (S S P wh
TR . R B e A () A A (D IFH,

2NWn
{}j‘: DNPI): A N (8)
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£
Dxen— NPD X R , g/
N—3EL MR . mV;
W——FE AR P S AR & i, g
A— ARG R EAR P BME , mV 53
_ AL T AR TR B R B T B 2 < 14.01

" 1 0 PR P I 182.2 01938
- DMFmﬁﬁP (9)
Ko,
D {pp——NPD X} # (AR L g/ s 5
N—FE MR, mV;
W A ORE & R BT DRI B A B g
A TR B TR B AR mV - s
_ SRR T P BT 00O BRI AR BT R 3007

" oy 7 4 4 R U R ~ 3304
5.4.5  EMERNE B EE MR

ASCRS 1 P 0 i R LA SR S 7 R ST ) P A S ] 0 06 T AR 2 ) A X o
i 2% RSD 3R o A X5 I 22 RSD #%28 X (10) 357

Z (x; —x)*
Rﬂ)//ll % L % 100% (10)
(n—1) x
A
RSD— & M GE &) I £ 5 58 PR AR X 5 1l 22 5
n I 18 U ER
z; 55 0 U i Y OR B A ) B8 06 T AR

a7 YHERE I AR B sF [ s 0 T ARG AR S 24 4
HEFE P .
5.5 K 45 R b B
R 1 BARERKE ST AR AR BB AR — TR A48 0 2 A%
NG K NG I AR R 25K 25 B8 A IR R B A T
5.6 FuxE JE A
S TEAL RS E SR — N AT 2 4R

i
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Bif 3% A
HEMEMKIE
oz I £ P4 B R R TR AKX AVDLIE .,
F.=jF, %(1—7;“;} (A.D

vl ol
F o —RIEJA B2 % » mL/min;
Fo—2 T FH S 5 i 1 D0 A5 B 4G D 6 H0 10 A9 200 » mL/ min;
T.— D4R K
T,— %k, K;
pw—FE IR N KA 22 . MPa;
po— KA EH . MPa;

J—— IR E RO T,

3 (p; + Pl

= A2
/ 2><(pi+po)3—1 (A.2)

vl L
PZA?I/\DEEE\,MP&;
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Bt B
SEREMRERSBEREHRE

AR AL AR A R A S 0 P G 5 K 4 3K (B L) AT

~ 1000pM

C mg/mL R T L mol/mol (B. 1 )

K

C g/ TR HEY) T4 55 R mg/mL;
p— ZER T RAIE, Pa;
M PrifEY) B b B R4 09 A X o F i . g/ mol s
R— S #0.8.314 J » mol ' « K3
T—%F&.K;

T mol/mot— TARBRHEY) 5T 19 JEE 7K 4348 - mol/ mol.,

10
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B 3% C

REIEFHENX

A LA

%

A6 B A7 3t 1k

BRZE N

AR

(&It

il )

REPE R

PNSWiE

Kz E I 2

LiERORITAES

K 7E 1A

P b

€ H 1

IE 45 4

1
2

3 #HAWH : (mL/min)

SMIL :
R N 45 4 R

P

RSD( %)

4

R 2 AF -

@i

AR/ C

G I 45 38 S5/ °C

A E ML E /C

BUM/ @35 T AR RS

5

e o 2 B

PR EY) 5 S

a3

W) o %

HERE A

S
6
7
8
9

56 I B RS 1
Ty FHiE
L2 s
LR .

PR EE TR (s)

1

2 3

P H{E

RSD( %)

10

GRGIEmAC ).

1

2 3

P

RSD( %)

11
12

S 7 66,1 ] 45 5

it
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e
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D
12
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