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7,8 - ZHE 10 - (D -1 - B ¥ERER) - FIRER( NAEEE 44K B2, riboflavin) , B4 4515 5h
WABRPARAROCHEERZ —(UTEHREER) , SHESEYHNE KA EEEREENER BT
FTFIRT O ARAMGER SN, B KR FAER ARG Bk Tl A h T ERAE SR
TS Bl R 4,5 - ZF % - N - (D) - B BOREE - 2 — (B A M (1-deoxy-1-
(4, 5-dimethyl-2-(phenylazo) phenylamino]-D-ribitol, LA FRIF{EEY) 5B L2 ME T H S KB
BREMES R, BRI EASHERS. TREEEA RN REE EEERA T —SBHn
W, RS R R S AT B, X PR R R T I X TR A R A EE M.

BREENENHS, HRRFEEPEARSNESR S b REFRET, URZERZGHD
FRYNZG S AR EL A AR O ML . 7E 7R B S BRNZ5 S o , 2R B O 48 51 FT TR AT 6 R B e , 26 [ 26 B R Y
HRIOEENE S’ BERU WM RMER G, b TEARM RERTHE, BRAES B
SARGER . B, 430 SL T — R L5 1T K9 HPLC-MS 475 8, X3 R & b 10 & 2o IR S itk
T8, et e .

X F R FOM = 5 I R BB S T, S & 21 BT IRE, E R R K WA R
FEREAE , R AEXT BT & MR BT SRR, BT T SLPRBE, A SCIE SRRl By T —Fb (s
2. 51T MR FMLG 8 HPLC 534k, BISRFA# WA C18 B, UV 428, LUK/ B BE R i shAd, B 3h
TR B FAEAT T 43840 1T L FVBOAR €65 335 - BRI K PR3 ( HPLC-MS ) X AR 7= 5y v 4 41 43 BE 1T 75 Uk
EHE,HRISMRE BIEIE THE &P S A0SR,

YT B HE . 2005-1107
BS&WH: LEMEAHETS53%4 (PLS17).
EE®r: BEF(1975 ), B, 184, LI KEA R S ER 2 .
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1 LRIy

1.1 {HE5=H

FELZHERAT Agilent 1100 BYE A €,15%1%, DAD MM 28, 36 E L HE /S F) HP1100 LC/
MSD ¥R FIY, C18 14 (ZORBAX SB-C18, Su, 150 mm x4. 6mm).

RS (ki) WRFKIBK, £ 0. 45um JERERT R, R EMF= S0 BT A M, R EERHES e
S WELABE BN :279.5 ~280.5C. BAYMEMNBESYHERA S KEERER, B
H7:175.5 ~176.5°C. B L R PRARYE S R ATt
1.2 SiFE&H

HPLC &f4 AL 30°C , MshAE NP EE: 7k =75: 25, W 1. OmL/min, M E B K 224, FHEE
20pL. SMREEER. A M. ESI B TR, THRASEE 350C , fiE 1! L/min, B4LE8 S 60 psi, B
HEE .50 ~ 2000 m/z.

2 BRI
2.1 HPLC 4 EHHEHHE M [
2.1.1 WEHEKNESE MR

B 1 R R A UV R, RV
BT LA R AE 224,267 nm LA R AR B9 02/ LT
e B SR A= R AT BB IR &8 RO JRUBHRY oo] L R ,
f;z &55534%&%1%?;;;3—};3?; 20 250 300 330 400 450 500 550 600
0 nm, i & AMlnm
R4 OGRS BRI R B 1 BEREORS M UV ESE
2.1.2  FBHERC XA B SR W 3

E RN 30°C, AR AR B/ K, R
# 1. OmL/min, MK 224nm K4 T, IR ER
5K L 70: 30,75: 25,80: 20,85: 15,90
210, BB BERENEW. A BESERTH,
MR AR, R ERRENDEEMHRKH

. M shAEEC L 4 80: 20,85: 15 F190: 10 L2 45 .

B, B 1 A R SRR EISE R B , BB A 4 e
WA ESINR. BHaHERCLL N 700 30 175 25 ; T T : T »
B, py 2 BT AR 5 o 5 41 4 $98 8 T TRAF A t/nin

L. IR TS 25 MED LI 4 14 e B bR, Be TR B2 Bl @A T R R P i B
BeiF, B B SRR L. B 2 BRI

BT RS RREER.

2.2 HPLC-MS Et4H#f _

FA HPLC-MS S E B FML= 5 6 i i iy B BARFI/ER 1 . KA HPLC PRk,
BPRT R 2 A fgide 1,3,6 AMFIAE HER, BREAMFEREEY, ZERS MS AT MERE—
(). AR B 5 b ¥ RBLER IO ERAR. X3 T 2 (RST, 1 MS B o] LUK A 3
RHAMRY). R E R RBIER W A5 R %, R R i 30
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DR M e 2 #9 MIS B8t 352 #5383 i AT LARE R A - AR O UE S T B R (M + K) . |
TEXAT= Sh BORE S P R AT BB R R MR IAFAE. X TR R04 4 FE 5 0, i T H FRKAD BT
HGREF RS BN RA R, B455 CME X B2 A MS 3%, 77 LA 5 158 Bt 3
ERRAER. BARREERERG TEAS - EMBREARER, P RSN T AN
PRAEALE R R G 41

H
CHACHOH)SHL0H ' Jﬁr

Hal o \()‘\4 210 % EHBRA
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Hoo NN NH
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£3.3 4 e
btk I’(

Fefb & #E

B4 HEREAE

W 4 BT EUR A 205 MBI TR S S BUEBIRE P A 28] BT R AME 4, RIBARE (M=
256) FDB L BER (M =242) 4 TR ZHR B, diig 4 B - i 295 B R ] LUS R 0Bt
(M =256) (¥ TET MRS (M +K). R385 BEHER 281 KBE R 0] LUSB MG Ea R
(242) AER TETIMEBI (M +K).

Fl BHER R GEEPE R MS SR KA HIEE

135857 it BTRERE
1 DR 129.0(M +H), 101.0
2 HBEESRY 391(M +K), 257.9, 239.8, 194.9
3 BRE 398.8(M +Na), 381.8, 355.8, 319.9, 278.8, 264.9, 239.7, 224.8, 143.9
4 BAEE 294.9(M +K), 161.0
5 FER 280.9(M +K), 147.0
6 HWey 359.9(M +H), 189.0, 147.0, 135.0

2.3 HPLC ERHS#
2.3.1 HERE R TIEH L

FeSCER[S T B 7 B I Mk B 4 B4 0. 4mg/mL, 0. 3mg/mL, 0. 2mg/mL,0. 1mg/mL, 0. 05mg/mL,
0.02mg/mL,0. 001 mg/mL F 0. 0005 mg/mL 4% B FArAEK B K , TEA SURE ST I IR AE S (4 T AR
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R, BIRMETHERN Y = ~46.7596 +32377. 69X, #EZ 5 :r =0.9999. {582 H 2y 101 B R EARE
BRK0.5pg/mL.
2.3.2 WEEEEEERLE

B R AR, o BUARHEVS W, B 421 E 6 K, 115 RSD, 55 K 0.97% . BUE— B XM=&,
Bohl BURBE XS0 0. 3mg/mL FIRE F¥RWE 3 0, SRR HEII A B RICR S I0 , S5 R W% 2.

%2 BRREHE

A (mg) : mjz( re) . AR (%) TR (mg) I (%)
10.6 10.4 10.4 10.5 0.70 10.4 I 1
7.9 7.8 7.7 7.8 0.91 7.8 9%8.7
4,8 4.8 4.9 4.9 1.4 4.9 102.1

B 2 BB AT I, BRI E S5 98. 1% ~ 107, 192 22 18], RSD {R¥57E 1.4% LA HE EFI %
BHSFESER.
2.3.3 WEEFRTHPEEARNOTEST

(1) SMRENIEE

Bewl vk BETE 4 0. 001 ~0. 1g/mL M{B-& YIbrAE o B B/ /K B, FE AR SO B S 3R VE R 1 T i
s , 7% RSD =1.9% , MR RH r = 0.9997. SRR 100 1 BYRIRAKE BIREN 1ug/mL.

(2) SMFER B 2R

Fic il ¥ FEVE R A 0. 0006 ~0. 1mg/mL (W Ly R BRARFE K I WL, FEAS SCEESL I BB 4R e T ot
P RE , JU48 RSD =0.6% ,FHXERE r = 0.9991. {5 100 1 IR ERIRE N 0. 6pg/mL.
2.3.4 EEREHSREEKEN

S5HETAERMEEEARPLWSERTIFES .

#3 BERHERNERT

B (%)
Ak B¥ER "a&y BHRE
1 85.64 2.15 4.21
2 72.39 3.76 8.75
3 78.62 2.62 7.59
4 66. 83 4.17 5.37
5 68. 96 3.93 9.21
3% @®

£ B3R A LC-MS A HHsE T BB M RPN EEMS B T —EH N AES1TH&
HEHS R HPLC M7k, 2 B BA S5 SE R MR A58, XU I B R AR, B 2
FERE, W SRERTR, HERTI) M BFE™REER.
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HPLC - MS analysis of crude product of
7 ,8-dimethyl-10-( D-1- ribitol ) -isoalloxazin

GUO Jian-yu', LU Yan®
(1. Colloge of Life and Environment Sciences, Shanghai Normal University, Shanghai 200234, China;
2. Department of Chemical Engineering, Shanghai Institute of Technology, Shanghai 200235, China)

Abstract: In this paper, a new analysis method for crude product of 7,8-dimethyl-10-( D-1-ribitol ) -isoalloxazin using HPLC-MS
was established. By using C,; column and methanol/water was used as the mobile phase. Under the optimal chromatographic con-
ditions, all the components in the crude product were well separated. These components were identified by the MS data and were
quantitative analyzed by HPLC using external reference method.
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