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[ Abstract |
capsules. Method: The samples were collected after elution with ammonia by processed DO01-CC type positive

Objective; To develop a HPLC method of determination of 1-deoxynojirimycin in Jintangning

cation exchange resin and pre-column derivatization with the concentration of 2 g «L™" of 9-fluorenylmethyl
chloroformate (Fmoc-Cl) and then determinated by DAD detector. ODS-C; (4.0 mm X250 mm, 5 um) was
eluted with the mobile phase of acetonitrile and 0. 2% phosphoric acid in a gradient mode. The flow rate was 1.0
mL +min "', the detection wavelength was 263 nm, and column temperature at 25 °C. Result: 1-deoxynojirimycin
had good linear relationships within the range of 0. 84-8. 4 g (r =1.000 0) , with the precision RSD of 0. 3% and
repetition RSD of 0. 6% , the sample solution after derivatization was stable within 24 hours. The average recovery
was 109. 6% , and the relative standard deviations were 0. 4% . Conclusion; The method is stable, reliable and
accurate, and can be used for the determination of 1-deoxynojirimycin in Jintangning capsules.
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PERK Ay o 1-DNJ 78 2840 -0] 0L 56 IX 38 J6 W i, 1 78 &
DA DN 5 1 o A B R o A VAR X R 2% . AR AR
o A8 AH € 35 - 28 R O HBCSR AGE DN 2 N S SR 1 R &
H-H 1-DNJ B A P i & ORI T e i T
e v 1-DNJ 5% A= P 6 o 00 a2 09 AH OC BF 5 4R
W T S A T R A TP R 2 B R
o o, AR AT ) 700 0 A A o 9 SR TR B A ST AR VD Y
B bR . ARFICARYE 1-DNJ B Ak 2= 45 F R 4iF , 1
FH 25 B 480 5k S ( FMOC-C1) 475 A= Ak - 5800 AH £ 3
T A B A A £ SR I SE 1-DNJ Y i
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1200 51 1 08 AH 8,35 { ( DAD 5 I 25 , 55 1=
Agilent 2 7)) , MilliQ-Gradient %I 8 4fi 7k %5 ( %25 P 18
MilliQ-G) . 1-DNJ xf M & ( Sigma 2 ®], #t 5
11050502 ), FMOC-LL ( Sigma 4% @, #t %
0001412394 ) , ZJi§ Jy 335 411, 7K Ay 8 27k, Ho A iR
BIR oy e, 10 b0 T R ZE M A7 25 A
(S /NEE7 L
2 FiEE&R
2.1 354 R H Agilent Hypersil ODS-C , {435
FE(4.0 mm x250 mm,5 pm) , Ji shAH SN (A)-0. 2%
WERR VW (B) , B FE VR (0 ~ 8 min,25% A;8 ~45
min;25% ~50% A ;46 ~75 min,50% ~25% A) , & il
P 263 nm, JiE 1.0 mLemin ' IR 25 C, BRiE
PEMR B 1-DNJ IR IT 6 000, WL 1,
2.2 WHESAEW A A B L-DNJ R S i R
TR, KA AL 0.2 g- L7 IR . A5 2 WL 1
mL £ 25 mL &P, Il A 2% NaHCO, %W 1 mL,
PRFE 10 s KEHAMA 2 g- L7 1) FMOC-CL 1) Z i %
W4 mL, ¥R 10 5,30 C /K ) 40 min, J 50% Z,
A ZE 25 mL, B4,
2.3 MAAE IR T A IR T IR Y
1 g KB PRE , & 100 mL BEFR iR 7K 50 mL (¥
ARV pH 3 ~4) B FE I A), 5 AL B () 2 300
W, %5 % 50 kHz) 30 min, 5. 10 min (4 000 r-
min ") AR BT, BRI IN R K IS R B0 10
min(4 000 r-min ") , & IF FIHWR, W45 =29 20 mL,
B E AL H S A DO01-CC 7Y BH B 7 22 e b g A [ 44 R
KA 50 mL, 42 (2.5 em) - (1:8) ,H' ], 467k 60
mL YEM, 37 25 VR, #9 0.5 mol - L™" & /K 600
mL Y656 (6B B 2.5 mL-min ") B UK BRI
W, e 4 20 T, ok 10 mL, 75 4b B (D) 3 300
W, 4% 50 kHz)2 min, # % % 25 mL &), ik
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t/min
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Fig.1 HPLC chromatography of Jintangning capsule

FHE L FES), KHE R mL, E 25 mL &S, m
A 2% NaHCO, ¥ W 1 mL, JR #2 10 s, &5 % Jm A
2 g-L7'fl§ FMOC-Cl ZJi§ % ¥ 4 mL, J2$% 10 5,30 C
IR FISE 40 min, JH 50% 2% E 2 2 25 mL, Bi45 .
2.4 ZMECHRFEE AHEPIC1-DNJ X S &
TR A, 0. 420 g+ L' A X RS ( 1) L K
SIGEC R RER ()2 mL, & 10 mL SRS, 0
KA B & 20 B, B 0. 084 g L7 B X & I W
(I0) o #5 2.2 TR J7 ik AL ER, 20 03 il A5 6 B8 & 78 T
O, @, M % B I &R O 10,20 L, X
WD 5,10,15,20 wL, 3% 2. 1 30 F (5 3% 504000 &
DA Bt A R o R R AR A 0 T FRBR A A AR
bR 2R, 45 5% 1-DNJ [0l J5 7 82 Y =229. 83X +
10.471(r=1.000 0), 3] 1-DNJ 7£ 0. 84 ~ 8.4 pg
EREFMEELR,

2.5 KEmEIRE  REE W 1-DNJ 0.365 g- L'
ST SAEWR 1 mL, & 25 mL &9, IMA 2%
NaHCO, & 1 mL,R#% 10 s KEHEMA2 gL' 1)
FMOC-Cl Z JEVE W 4 mL,$Z#% 10 5,30 C K% I
40 min, ] 50% Z 2 25 2 25 mL RS % W H 20 L,
LM E 5 WK, 45 R0 AT RSD 0.3% . #
WIS A A 5 B R AT
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26 FREMRKE WEHMTREES (Y
1002001) W, /e §1 45 )5 0,1,6,14,20,24 h 3
BE L 2.1 TR 455 S5 R E AT A0 BT, 45 SR e v B Y
RSD 1.4% , FWFEGTE 24 h WEGEME R4,

2.7 HEEWRE BEHETRERES (S
1002001)6 3 , 4% 2. 3 Wi T J7 ik il £ ,2. 1 i K o %
SR SE 25 1-DNJ R0 8O 9 M 3. 55 mg-
g ™' RSD 0. 6% , % W% )7 ¥ 1 5 & 1 BL&F

2.8 [ICEE  HCE A A A — A S TR
fi (41E5 1002001)6 £y, B4y 25 0. 5 g, 43 510K % Jim A
— € B 1Y 1-DNJ X B8, 42 2.3 IR J7 v i A ik il
AV, 2. 1 IR A AR e B R

#1 £¥ETRES 1-DNJ e E kiR %

Table 1 Recovery test of 1-DNJ in Jintangning capsules

FRFE = B i P BUEES = Mg FIE RSD
/g /mg /mg /% /% /%

0.500 2 1.775 7 3.731 1 108. 6

0.509 4 1.808 4 3.784 0 109. 7

0.508 7 1.805 9 3.774 5 109.3

0.501 6 1.780 7 3.7519 109.5 109-6 0.4

0.505 8 1.795 6 3.768 2 109. 6

0.505 7 1.795 2 3.766 2 109. 5

EMA RN 1.800 5 mg,

2.9 FESERIME 0%t 10 AR T e B T
W7 ¥k EAT I RE, Z5 R 1-DNJ R 4 Ko i ok
1.95,2.40,2.27, 1.08, 1.09, 1.25, 0.94, 1.03,
1.17,1.06 mg/ ki,
3 itig

AR SN TR FH A AR - R R RO 0 -
A B ) A 00 25 000 4 W T S e P 1-DND 5 ik,
27 IR ] 0 A Vb 1-DNT B il A
PR ) JEORE B S DR E JEORE 5580 A RO 43 0 R 1Y
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U A% il B b R v O TR A A
3.1 R AR R
3.1.1 2% NaHCO, ¥ Wi FH 4 . 25 HY S0 B ik S &
Vo TR0 FH R X AT A AR SO I S 43 R A
2% NaHCO, %% 0.5,1,1.5 mL, 4> 31K %5 fin A
2 g+ L7125 H AR Bk R 2 W VR T (FMOC-CL) 2,4,
5 mL, Z5 B LW R H] 2% NaHCO, W 1 mL,2 g- L~
25 WA It S O I 7 W 4 mL, AT LU A 2R Ak 2 B
P o
3.0.2 SR B RN R B D)6 AT AR AR R Y B
M RO R 4 I T 20,30,40 CoKR T, R
JO7 I ARy 20,30 ,40 min, £5 R E BIR H] 30 €K
.64 -
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