®2 6 MAELRMTRMMMT LARIERENAEXE
v & AGSK)
Tab. 2 The relative percentages of vidarabine monophos-
phate in mixture under 6 different conditions(n=3) %
livesg B byl
WA 5c  25C  35°C 5 25°C  35°C
0 100.00  100.00  100.00  100.00  100.00  100.00

1 99.87 99.88 99.86 99.85 99.86 99.58
2 99.89 99.87 99.88 99.87 99.85 98.68
4 99.85 99.84 99.87 99.85 99.83 97.91
6 99.86 99.85 99.84 99.84 99.86 95.97
8 99.85 99.86 99.87 99.83 99.82 94.44
24 99.84 99.83 99.85 99.12 99.01 88.62
3 itig

VS P PR B R L /S L VLR R 2
SHBUCATL A AR AR i e (4 i il 2 T 2% A
(T, A DR 38 (A e R, B8 ) Xk 25 ) (¥ e AT 2%
PR E RIS . DL ESCIS AORUEHT,
i 2 B R T g /0 L PR JBORD 45 3 SR B C AT
FEREVE 26 AF T 10 3 Pl BZ 15 0 24 h A BCATLI) pH
B AN A PEROR A TE W] AR, BRI ]
BERRTF IO 20 S A BT W R B AR A%
PER, BERM R T, TBCE N AR K, B

W R RE RS B TR R
(8~24 h), N WLAE R A SR FH S 4ok 1 D a5 /)
U HLAR TR A R S AR AR A G R 2 v, DR
B EE o P B8 B BCATL B 1 )b IR (1 AH
PSR R BT, A OR BRI R H 2 16 22 4,
S UL AR e T A S P PP 1 B B R 1 5/ L
il FANA SRR A5 8 h Wi e, HRRERE,

LR R IAE G ISR, BCAT D PR IR
B 7 1) R AT T B, AR R I b O R Y
T B2 e, W RE LR, AR
BT PR B2
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ABSTRACT: OBJECTIVE To analysis berberine hydrochloride in Berberis heteropoda skin combined near infrared diffuse
reflection optical spectra with partial least squares(NIR-PLSR). METHODS Establish a method of NIR diffuse reflectance
optic-fiber spectroscopy combine with PLSR to analysis berberine hydrochloride in Berberis heteropoda skin. RESULTS The
root-mean-square error of cross-validation(RMSECV) of the berberine hydrochloride in Berberis heteropoda skin was 0.810 2,

the correlation coefficients was 0.987 1, the average recycle rate was 101.4%. Statistical test was used to analysis the dates and it

showed that the difference between NIR prediction values and the values determinated by standard methods had no statistical
significance. CONCLUSION It indicates that NIR diffuse reflectance optic-fiber spectroscopy combined with PLSR method
could be used in rapid determination of the content of berberine hydrochloride in Berberis heteropoda Schrenk.

KEY WORDS: Berberis heteropoda Schrenk; near infrared reflectance spectroscopy(NIRS); partial least-squares regression

(PLSR)

B R 258 2B L NBE (Berberis  heteropoda)
4y /NBEEL (Berberidaceae) /N BE J& (Berberis L)% 4
HHEAR . /NBEJE (Berberis)fEAER AT 500 Ff,
WHELA 200 M, FE5 0T PGSR VE FE A,
BRI S Pl 4k PR 9L /NEE(Berberis heteropoda
Schrenk). W& ft/INS¥(Berberis kaschgarica Rapr.)«
211} /NBE(Berberisthunbergii cv. atropurpurea)=s
INEE JERHI AR 2 HOFP 2RI B A /N /NBEE
R ELEYTEEZ M A, B PR A
M. O MEAEAER . REETER . BLRBUA
WEVE VB T R TAR A 2 2 Al B RO
BERRGH I % TR A 158 % S B o ak

WAk, LA EOR DU MR (1 A A4
e 25 90U Al I2 R0, AR A B D
SN 7 I AT RSy B O AT AR U A
PO, g SR R rh 2k e e BT, B
ST FH L BT 75 A2 B 20 30 I 3 21 A M B R I AR
T U iR 1) 2 St 2 R PR 3T 20 A 0% B3040 3R AT 40
Mo €T TR — K FH 2 KT 3RS 16
BE, AT — @ BERE A B A BESRATAER T 5211
a3 B &5 . 3 B 4 [l JH (princlple  component
regression, PCR). Ml /)N —-Jeik(partial least- squares
regression, PLSR)%%. ASHIFFT N H] 1T 20508 Sl
W4 & PLSR M HU# BN JE BL/NBE B v ER IR
ANBERCEAT PR IEE AT
1 R XTI ENE
1.1 WG

ANEEDRCRCHR 2 ke AR R AT PR A ],
98%, #t*5: MUST-10092001); 71 b3 5/ NEE 7
FEdh, FEA 1S B LK 1. FEE(Chromadex, A 4l);
L Jii(Chromadex, faifiall); R — S8 R X
A AR AT B A =], 165 20091202,
geall); A+ PR IR AN R T AR R A A
5. 20110105); E4EK.,

FRIE I 252 2015 48 2 55 32 4545 2 ]

R1OEETHRG AR L

Tab.1 Sample origin and medicinal parts information

7 b B A il /4 G
R VS IZEPNCEN S 5 1~5

DAL XM 5 6~10
LA A 2B 5 11~15
L B RTFE K BV AR 5 16~20
L B RF 55 VAR 5 21~25
B BT VA ZE 5 26~30
19 R T K B R 3 31~33
B AT R L 2R B 3 34~36
oy 8y 2 /N R VA AR B 5 37~41
BT i 28 /N AR VB 2K 5 42~46

AL IX 2K 5 47~51
) 28 LA SR 2 B 5 52~56
1 B ARFRK PV ZE 5 57~61
L IN/RIEYS 5 62~66
Iy 8y R ME IR el 25 5 67~71

1.2 fuds

NIR Quest ITZLAMGET IRV CRH InGaAs £
MI#% ). QP600-2-VIS-NIR Jt: £F . ISP-REF FA43BR (A
B E)B ok AEEBELYAA: GBC
Cintro-40 4 0] W2 6% B v GROCRIE GBC #}
A A A ) s OO A (H AR B,
LC-20AB %%, SPD-20A *& &b XUk K 4 I 2% ,
Inertsil-ODS-SP {21141, Lcsolution 3% T F);
KQ-200KDE iy Jy & B4 8 7 8 1 vk o (R L i
FACE A B A F) s AB135-S 40 AT K P (G &
METTLER TOLEDO); ##i4b 21 & 53 #r¥41E % 7
A BG4 M8 Unscrambler X 10.2 T HET(3E
FEl 406 2k 2 ) o
2 AHE
2.1 FEMIELLAME SORDGE R E R

FEMME R ERUR R, 2L 60 H i, PR
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FIHREOFEWPLSS, K1, BT BREES Dabi
ITIRLLAM G R AL o SRAESLAT: BKBHEHY
860~2 500 nm, FHHiAIKEA 0.8 nm, FR4MI[A]A
50 ms, FHCFHRECH 20 K. AR 3
W, RO RSO 193] 71 AN ER
/INBE B B S IR L0 A8 OGS L & i A
K1,

0.5

%6 BE(A)
=3 o
(98] ES

o
)

e

0
866.79 1052.86 1276.09 1490.3 1696.07 1913.02 2116.00 2311.86
P K/nm

B1 FiEAEE
Fig.1 The raw NIR spectra
2.2 ERS I E
221 (WA SRGENE @R
Inertsil-ODS-SP(4.6 mm X 15 cm, 5 um); JishHiA
ZJf5-0.05 mol-L™" @ — S A K VM (BE 100 mL i1
0.1 g+ FeILRRIR M), BhEEYEN: 0~25 min, 30%
—~46% LN BN KR 345 nm; FE A
1.0 mL-min™"; K364 30 C. #EFER R 10 L,
AR DL SRR /NEER T 5. =4 000, 4 B51E>1.5,
HEFH, HERHT1E 0.95~1.05 Z A,
222 XTI R RRECINEERO
B, I EE A 1 mL % 10.01 g NEEGR K X
FEL A
223 PRI R BRI N EE B Ry
KOS 60 HIF)Z) 0.2 g, Bi140 mL HEE, FRE, &
FEPEHN 30 min, fMERTE, HCEWEW, DL 0.22 um
JEMEL I8, AR
2.3 @EE AT

71 PR RLINEE A SRR AL R 2 4 RRIE
SERTMAE . b 60 A E IR IERE Fh AR, T2
SEAE R R /INBE B S B IR DN BEGR )
TR IEACAY, 11 AR SRS S, H T 5 UE
BT ST R IE AL (P N BE 7 SR H Unscrambler X
10.2 BRAFREAT 6T Ab B S BB . SR
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Ji4f 6% 34T PLSR 43041 & PCR 40#fr, LASEAAL
HIUE AT IR, 19 B R BUNBE RRE b R
i /N BE B 25 e A8 LI UE TRINAE . I Ak A
THIEATEERE, SR 5 A 2 00 A A 22 K AR ot
PR TR S . R AR [ Ak #E 7 7k
X JEUUR e HEAT TRAR BE L 3 PEAS R R0l % X 3
VAN ) B PR R 2 SR s R %, g
bb B Y 2 H0 A8 B30 I 48 T AR % 22 (RMSEC V)
TR AE 5 e 27 0 A (1] %) AF G 22 B00(Rw) PR T
R, BT e IR

3 #R

3.0 FES AR S R g R

1% “2.27 IR J5 i ONAG 0 BRI /N BE B 5 B L
R 2, BAESEANII GAE A LW 25 £ 73 A7 i ] L

#* 3.

®2 HAaSEMNZER
Tab. 2 Results of content determination in samples

L L
mg-g mg-g mg-g

1 2.87 26 391 51 7.69
3 1.75 27 3.01 52 9.73
4 2.47 28 3.87 53 9.44
5 1.54 29 3.75 54 9.67
6 22.29 31 19.46 55 8.59
7 23.19 32 19.94 57 9.8
9 22.36 33 19.18 58 9.78
10 21.29 34 11.17 59 9.75
11 8.93 35 11.51 60 9.82

K 12 8.92 37 16.08 61 9.85

s 13 9.49 39 16.46 62 11.03

ES 14 8.91 40 15.72 63 9.52
16 25.65 41 15.43 64 9.43
17 25.78 42 11 65 8.59
18 25.69 43 10.97 66 9.27
19 24.72 44 10.99 67 2.28
20 24.77 46 11.08 69 2.96
21 22.3 47 791 70 2.87
23 21.45 48 8.04 71 3.02
24 20.49 49 7.96
25 22.00 50 8.02
2 2.69 30 3.86 56 8.71

i 23.45 36 12.16 68 3.08

i

% 15 9.75 38 16.26
22 21.99 45 10.96
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Tab. 3 The statistics of berberine hydrochloride content in calibration set and validation set

FE 4 B FEASL BARf/mgg”  Mi/imgg!  PEME/mgg BT /mgg™ BRUER 75/%
KEIE& R /NEETR 61 25.78 1.54 12.06 24.24 7.16
MRS R /NEETR 10 23.45 2.69 11.29 20.76 7.41

3.2 PLSR & &4 A2 () gt 7 5 Ry

H T4 7R3 20 A0 6 3 DX sk (o Rl b A 59
I Hg i ve, IR, W& mES™E, FIH
W TG TG 50 B T VAR MR FEEAT 58 &40 HT . PLSR
T 3 DR 4 B K G 0 117 22 4 74 ) 508 s 4 Dk A
Y2 B o K R AR T 20 AR 6 o il ok 4 Bl R
oy, R A A B, HIFRARR T
PLLL o> FIFH R 2R 0 32 ey, AR A FH 1 3k
455 FES R R,

PO /NBE R RE AT R, DR R A RS X
BOUE I T R VPR AL, DL RMSECV AT Ry PFA
TR, 24 Ry 3L 1 H RMSECV i) i A
RfE. B, K “2.17 R4EAMAEN NIR
Y% )5, K H Unscrambler X 10.2 %A b i) & i 1
AbF T VA B 4 ] (860~2 500 nm), LA PLSR i
AT 2T, T PR 7 e DR i
SEAL AN E RPN AL, B AR B HLR 4.

F4 RUABEASHEEX
Tab. 4 The final model parameter table

SR IR NBER Y
FE AL 61
kAL 61
R /mgg ! 1.54~25.78
VPP TG /nm 866.9~2 400
e T AL g 1% FELLAZIE
SRR 7
Ry 0.987 1
RMSECV 0.8102
20 & o]
o
& 15
!
iz 10
5
15 20

R &/mg.g™

2 BN ER TN S N B 1A A K
Fig. 2 Correlation diagram of HPLC-NIR measured values
for berberine hydrochloride

FRIE I 252 2015 48 2 55 32 4545 2 ]

1 2 v, BN bR T % HPLC Wl
PR BN AORE i SE B2 i, R IR 58 4 A8 B3R UE I
RENFE S BB TR0 55 5 o AT DL 2 B 2R i A BE
RN TR R IE R, AL /NBE Je b Eh 1R /N BE g i B
Sy AT 25 T2 H0Oh R F $=7, Rv=0.987 1,
RMSECV=0.810 2, R BAT [ 4 (1) il g
3.3 RIS DA EE K % 5
331 B Ay Vi s Ok B4
TEAN BT AR AL 20N SR ARG s, BRAE S AL s
B, B S PR, 1K G S A A 20 AR
TS 2R ) P R FI0I fE AE AN (R R BE PR 5
N URAR L R BRI L B (T, AR A
(R T30 S e i AT TRAR BE, DA e A5 2 ) T
TURE ST o SRR G 1S Fe P Ak 3 5 6 1% T 4 37 R A
BRGNS,
RS AEAEFAIE T BN BT A P

Tab. S
models of berberine hydrochloride via different spectra

The performance parameters of the established

pretreated methods

HhIRNEER

Pt Ak 2 77
TH Rv RMSECV
b 7 0.9816 0.968 8
LR 7 0.976 3 1.100 0
Z JCHUN R IE 7 0.9755 1.118 0
PRt 1E A 4 7 0.977 8 1.066 0
FELKIE 7 0.982 5 0.944 5
— I 4 0.9756 1.116 4
EUNESS 7 0.9772 1.078 5
B P+ 2 TR R I 5 0.978 7 1.042 6
— B T B AR A IE A e 5 0.979 3 1.029 0
— I SR 4 0.968 2 1.274 4
—Kﬁ%ﬁﬁﬂrgﬂﬂi%@ 4 0.9549 1.5189
R

ML LA 11 FRIRAL Bk, A NEE R A
P2 /1N R B A A 20 ) i o R 3 AL B S V2 R R
R SR AGe B A i AR TUAL 25 3 LIS 3.
3.3.2 DGRV R SR RE P e
A LURE G P AR SAR BB, s % Ak H
PRI RS A5, AT A B IE AR, 8 g
FETR (¥ TR £ R s e 2 AR i i
YRR TN ORI 5, A5 R I 6.
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B3 ESRERAEE LIS ERE

Fig. 3 The NIR spectra of baseline pretreatment

F6 RN EE A B/ B B A

Tab. 6 The effect of different spectral range of quantitative

model
FRIR/INEEDY
Y VS Bl /nm
SR Rv RMSECV

1 Pk 7 0.982 5 0.944 5
2 1388~2430 6 0.950 9 1.584 1

870~1200 & 1600~
7 0.980 7 0.992 6

1890 & 2 000~2 400
4 866.79~2 400 7 0.987 1 0.8102
5 1 000~2 300 6 0.961 8 1.3982
6 1 000~2 482.9 7 0.9817 0.966 2

3.3.3 PLSR B4 7Huk+:  PLSR B K14
(R 43 & PLSR VR AR v 1) — AN FE 250 00 [N 3% . 71
AL I JE B IR U1 22 /b 2 5 e SR 1) T A
71, ERERETHEZ, IR a1 n,
R B, BT A ) R B R 4L
b, SEERMAEARS, IR EEARTEER
I R A UL, R ARSI () o 1 3 R BT
A, 24 RMSEP f5z /NI N IR 50k e £ TR
TR FE LA 1E AL FE G 1% £ 37 ) PLSR 5 & #T
PR ) S DR P40k 7, SRR BTGt Y i) RMSEP {H 15
No PRITHON I RMSEP {8 45 5 W36 7 F1IE] 4.,

® 7T ERLREFAIE N TH PLSR A o T #ort
Ji #j RMSEP &

Tab. 7 The RMSEP corresponding to the PCs of PLSR
model established by baseline pretreatment

S RMSEP B RMSEP
1 5.678 1 6 1.860 3
2 4.6155 7 1.054 7
3 3.979 6 8 1.1359
4 2.728 6 9 1.2357
5 2.360 0 10 1.258 4
<172 Chin J Mod Appl Pharm, 2015 February, Vol.32 No.2

EMSEP
© = N W A U O

0 2 s 6 510
B

4 PLSR Z## A T # 1 RMSEP # % 19

Fig. 4 Relational graph of PCs and RMSEP

3.4 B 5 iE AR IR

340 JrETEMEVHT o m AU L JE P
b FCRE B R AR ), DL IR & 5 R e {E A
7 RS SAE I e i e . FIREE T 5 #bo
f1, HEH R RFIREM, BileE N,
Vi AT V00 5 7B R/ INBE R AT A i JE

3.4.2 &M BRIELRIIT LA 7D e g BT
HPLC ¥ 45 RAEAH OCPE LU, 26 1R /N B
7=0.987 1, KW/ NEERRAE 1.54~25.78 mg-g
(0 R P R T R AF

343 EEE WUE-pFEA, EEEHR S K
WL @I NIR @&t S & E, |
RSD 4 0.86%.

3.4.4  UEMRRE R TUINAR E L0 A0 5 e s R
Xf HPLC Rl o€ 25 RAFAHSCE Le e, 45 R W3k 8,
IexF AT ¢ K050, 2 FhOrvk A i 4 2 5
TG

#8 WMEME NIR FMERE HPLC ME &R L&

Tab. 8 Comparison of HPLC-NIR measured values for
prediction set

- HPL(EI/ NIR{I o ?M}IJIDI fﬁjlﬂl
mg'g mg'g WY BORY%
1 2.69 2.52 0.17 93.68
2 23.45 23.24 0.21 99.09
3 9.75 10.96 -1.21 112.39
4 21.99 21.51 0.48 97.83
5 3.87 3.22 0.65 83.20
101.4
6 11.17 12.85 -1.68 115.04
7 16.26 16.97 -0.71 104.37
8 10.96 10.80 0.16 98.55
9 8.71 8.40 0.32 96.38
10 3.08 3.49 —0.41 113.43

345 HEM BUE-FENTAT 6 40, 4 3
W, BOPRA6%, A5 30 1) fe D e 1F A 28 sy
T, g, TIIMER RSD 4 2.21%, i
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