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Abstract; To establish the preparation method and quality standard of Liujin granules, the formability, hy-
groscopicity, solubility, bulk density and fluidity of Liujin granules were determined. Thin layer chroma-
tography (TLC) was used for qualitative identification of Physalis Calyx seu Fructus in the Liujin gran-
ules. High-performance liquid chromatography (HPLC) was used to establish a method for the determina-
tion of chicoric acid content. HPLC method was used to establish the characteristic spectrum of Liujin
granules, and the peak attribution and identification were carried out. The molding ratio of compound Liu-
jin granules was 98.1%, and the relevant inspections of the granules were in compliance with the regula-
tions. The characteristic spots of Physalis Calyx seu Fructus could be detected by thin layer chromatogra-
phy, and negative without interference. The results of the methodology for detection of chicoric acid con-
tent met the requirement. The linear relationship of chicoric acid was good in the range of 1.44 ~
86.19 pg/mL. The HPLC method for fingerprint analysis of Liujin granules were determined by exami-
ning the factors of different conditions. The results of methodological investigation are all in line with the
requirements. Eight characteristic peaks were determined by the chromatographic characteristics, and 4
components were identified, namely neochlorogenic acid, moncafeoyl tartaric acid, chlorogenic acid and
cryptochlorogenic acid. The preparation technology of Liujin granules is reasonable, the established detec-
tion method is simple and repeatable, which can provide reference for quality evaluation and control of Liu-
jin granules.

Key words: Liujin Granules; preparation technology; thin layer chromatography; high-performance liquid

chromatography; characteristic chromatograms
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(FEZ R R (AL RO A RAFD . XS-105 HF R (MR LR Z R Ch ED A RAFD . LPG-8 K%
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1.1.2 #%#

AW % T 2 2 M 25 R A 3, L5 . YF22100012) , ZZ4HE (W [ b — 1250 A FR A A, it
521030011 . KA AL ETHITE R ARAR, #5 . YF21040002) . M AR (W [ 1R 2% Ze 2y
MABRAF . 5. 21090014) . # AT (A B W db— =25\ A BRA A, #it*5 . YF21030001) . Jg fflnt (g A
WAb— 125 A RAF, 5. YF21030003) 8 25 44 28 1L AR 28 68 & 24 i R S0 0F 9% e Mok ik 28 5 . 3975 Bk
A6 B AL R 25 81 ) 2020 4F Iii— 3R AE .

A TERIRE O B KIS S AR 25 A BRA R 5. 2010001 FiE30E (g [ il B 3 25 A BR A &
5 22072102) , BHERRNT R (AERE . 99. 1%, it 11752-202104, W A E & & 25 A8 2 55 Be) . iR
WA E LIRS (R 25, #5 . 111831-201903, 14 FI v [ £ 50 25 K @ WF 98 B ) 5 2 i 0 FR sty
REg, ¥ H A R CRED B A BRAF s oK B A RETE FRAL TAHRAR;: Bkl A X
HETT R WA 2 a5 A BR A .

1.2 A%
1.2.1 ~&HEeH &

WA, AT B . KE M 600 g, #3ATZE . B4 150 g, MIJKRTA 2 . 5 1K 1 h, 52K
0.5 h, GIFRIWE, MELt, WA EAIXT B 1. 09~1.11(60 °C), JEL, Wi% T4, Wi Tkt 100 H,
T 36 W5 R 22 ZEWIRE S &, DR, IR 1 000 g, RPAE.

1.2.2 BEFN ARG N E 7 %k

SR AL 6 | HE B B AR IR 3 T8 BR R D JURE 4 5, DA ORI T M RK B, DA S AR
P 25 A DA A 10 3 5 DA % ol 5] ) i 80 T 25

BN R 2 T vk RN A BURLRR AL, SEad 1 SR, L 5 S0, BB 1 SRR RRIE 1 5 5 0 ) R
VB Ry G A UKL, WSCBR JT PR BT S, UKL 1 TR 238 = (5 A% UK J0T & / 2ok 9 i IR B 58D < 100 %6.

2 R W T . R FH RGN, BRERUHNAS M EORL 10 g, A TR 25 mL B P, Ol K
M(mL), HHEEHE (g/mL)=10/c. EEME 5 &K, BCOF¥E.

PRk A . R A E R 2R, 3 Hlw =k B0 e . R LR T KT R ) AR AR AR 1 1.5 em YA
BCHD » CRE 7S 4 0BV I S BE 2202 1 450 A fe b i U = b, 30 AR AR AR T TR B A S0RE [5R 4 4 oi ] LA B fih 3]
U = 0, SR URE ISR Y ELAR (2R AR IE A tga=H/R. \EME 3 W, BOFHIA.

W T v, RS B E AR SR 2 g. PAT 3 0, BT TR 25 CCHETE T 48 h. KRR E
FALA SR AR, SR TR ER AR XTRE R 75%. F 24 h, 48 h, 72 h, 96 h, 120 h, 144 h, 168 h J5#&
Frit, PRRLUROR A . W E 43 = (RS UKL BT e — R ASURE BT ) /W I i UL B A < 100 %6, T
WA TR W=2at+bt+c, Hrh W E/RWIB T, ¢ FKIREH].

IR SE 7 v, BURIAS A R 2~5 g, £ 3 6y, SRATMET B &
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2 HHOEE/FE®
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1 1:0.20 100 by i B, AT AR 90. 9 33.4 6.8
2 1:0.25 125 Sy i § . AT kL 92.0 28. 1 5.5
3 1:0.30 150 by i B, AT AR 92.5 27. 8 5.3

2.1.2 Hrek i i ik
R X OREFEAT I WA, A X = GRREWE | 4G 0 1 R0 B ST B I 3 R R Al e M T R AT T AT Y
HI 50 44 (i HESC I SR FEATFT 20 . S5 5R 3R WL, BN 5000 R 44 Wl A b S8 WR 50 ) OR3P 20 fee v o PR 500 it
SRR 9 B R R (3R 3D
x3 TRAHKFNKERAE

LiES o A R0 R ok / % P 1453/ 453
=GR 1 BRETBLIR . A IR —17
2 LA, R 10
3 AR, MELLEZ —20
5 M, AREiER —20
T2 W 1 I 3 7 L 1
2 BRI, AR 6
3 PRATEIR . A o i 9
5 BRI 14
e S £ 1 R . LI —20
2 WRIE I, ANREEERZ —20
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T ORI Ly, —Mt o4y, MBI —14)
2.1.3 PRI ELEIE

2L 3 HE 7S ORI A 7, SR TR, ARTEZS R 1 2 0. 25 I AZZZEMING . In A 500 it A AR
R ETRFL HURLS o AL e R AR N R IR 24 8 ) 2020 AF Rl 0 S AURE R AR OGRS A 06k AT A A
3 MRS 4 WORLRL BE 157, UKL B 60 R B 00 B TRAR (0 FRBREOR L B8 i — 5 0 (H AN g 2ok #1045 7 A A
BB AT 5 H A <15 XN AT G nifE, 3 HEURBURL LAY R Ty 97. 3% ~98. 500, fF A HLE s KR A 48R UkL
WENTE s —BOA AR IR A<<30° KWW sk R 47, 3 HEU ORI R 1k M 7E 16. 8°~18. 07, K BIMUR it 2l Pk R 47
HEREBE . AR A AR A HLE GR O.
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R4 AEFHIMRPRIZHRIEETER

Hek R/ % kA /e e E/(g» mL ™D A Ko/ %
20211103 98. 2 17.3 0. 495 56 BE 5.0
20211104 97.3 18.0 0. 480 fHEMmE 4.3
20211201 98.5 16. 8 0. 507 e e 4.7
¥l +SD 98.0=0. 62 17. 440. 60 0.494240. 01 — 4.740.35
RSD/ % 0.63 3.47 2.74 — 7.53

W IR A 7 ANEFE] S, A 24 h A& —K . F 24 h, 48 h, 72 h, 96 h, 120 h, 144 h fi1 168 h 4> 5| &
UKL ) W 1, JF TR A B RS IR A (3 5). e 45 R B, 3 bR s IR e A 7 A 7 4 R I 0L
B 5N y=—0.000 922 +0.291 8x—1.219, »*=0.986 5, G BRI (& 1), 16 135w [a)
o 162. 1 h, AR 24.6%.

3 R P RIS B0 I A 7 1 7K 4 URLAF A A N B R 24 ) 2020 A5 R DU 8 ) 0104 JURE 7 35
o A ZE K.

xRS ANEHMIBRPRIZEIEREER %
s} [ 1 ¥ %

Tij/ 20211103 Zj;{li;ili 20211201 HE RSD
24 5.9 6.3 5.3 5.840. 50 8.63
48 9.7 9.7 9.2 9.540. 29 3.03
72 15.0 15.2 15.0 15.1+0.12 0.77
96 19.5 20.9 17.8 19.4+1.55 8. 00
120 20. 3 20. 8 21.4 20.8=+0.55 2. 64
144 23.5 22.9 24.1 21.240. 31 1. 44
168 24.7 24.4 25.2 22.440.25 1.12

2.2 5% *T%EE Bk 21 ¥=-0.000 9X*+0.2932 X-1.285 7

2.2.1 KSR 604 4 | &R B

UK 3 g DR, MR EE 25 mL. e

AR 30 min, L. EWAET . R g 15 7

T 2 mL A M ks o

T =00 o

2.2.2 MIRIERGH & J e

TR K % LW I

AU 1 mL 0.1 mg WL 1R % 0 50 100 150 200

il IR FfiE)/h

2.2.3 ARITHDAMEAE SR IR R A B & 1 & Fn R i 2

BGIPERE S, 3 gy 5 2. 2.1 J7 kil a5
AN BB AT G B 7S 4 UKL BH P K v
2.2.4 %A

5399 W S 4 TSURE (b o VA VORI T 8 BA P R A T R 12 s BRI IR R L X RS 10 pL, 7
[F]— SRR G V2 s e, JRIFFI R =& b - EE (25 = 1 ¢ 1), JBIF, HUl, BT, Baflh
S5 BRIR LBV W, A2 105 CMAA B BE S, =R FACE 30 min, B A6 365 nm TR, S50 KM,
N A R L v, 7 T R G R AR R O B R [ B SO BE AL BA M RE TR AR N A B T B
OO HE A, BRIk T E M R AF (K 2).
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2.2.5 HFH=Aen

BUAR TR RN 4 BB (HE S . 2202001, 2202002, 2202003) . $5 88 <2, 2. 171 )5 2 ) 45 A1 B i . 2 1
“2. 2. 47BN EIEAT SR, AR, 3 MO S URLA I G T 7R S e IR G AR N S B A [
IO BE A (A 3).

Lo B 2. BIFERE RV 32 BRIEIEORE L L R (220200105 2, BRI B VI (220200205 30 kit
R GRS W(2202003) 5 4. MK TFUR R L X HR A 7 1
B2 SMAEHERLEINEEHLREIE B3 3#HERBIEEREN B

2.3 HAREENE
2.3.1 &E&H

PL A\ e o e S i L FE ) (4. 6 mm X 250 mm, 5 pm), VAZIE —0. 4 W BEIRIA R (18 = 82) N
WA, KD R 327 nm, BEISHR B0 A B R 1 TN ASIK T 5 000.
2.3.2 PR SRR &

B3 T R 6T FR O i RS RS . N 50 %0 R AR 1 mL % 30 pg MUV, BDAS.
2.3.3 AR SBIER &

WU B 22 5 T BYAS &, IRA), BRAN, Y 0.5 g, KWEEARE . BT HIEHIEH T, HE A 5000 B B
25 mL, FREER, @A (IIE 250 W, #i% 40 kH2)30 min, ¥, FEREE S, 50 % B ERb 2 sk
M, B, I, HAE.
2.3.4  FHNEPMEAER S AR 69 R &

BUR S AT AN A BR 1.0 g, KHHRE . %92, 3. 3750 T J7 i i L 2> 9% B M b i v i . EDAS.
2.4 HREBFENEAEEER
2.4.1 FH

B3 T TR N HROSH VA VR L 7S A ORI R A R L T A S B M B A VR4S 10 pL, VA RSO RS
PRS2, 3. 1738 SR AT AR A DN . 25 SRR, TR Bl Gl b, 78 5 0 BR AT € 3 AR 1 Y R BRI R] B A AR
[F] P9 €2 35 0 T 385 2 9 B e Rt e VAR I A I €8, 335 0 5 92 W A Dy by SR At 245 A B At 1 0 3 T TR B DN O 4
T, Rk LE vk Ry (& 0.
2.4.2 KKK

WU el 718. 28 pg/ml 1Y 45 15 IR X R W, 40 0 RS SO Ol 1. 44 pg/mll, 5.75 pg/ml,
14.37 pg/mL, 28.73 pg/mL, 57.46 pg/mL, 86.19 pg/mL B . 5“2, 3. 17T F A3 & kL. LU
B TR ) R R R R AR L (0 i W T A R Ak A, HEAT SR IS, AR A SN vy =45. 1962 —6.533 2,
MK ZREHN r=0.999 9, ZHEFRIEMREE 1. 44~86. 19 pg/mL JLHE N, LML R B I
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VWDIA. Warelength=217 nm  VWDI1A. Wavelength=327 nm  VWDIA. Warvelength=327 nm

mAU

J _ :

A &) /min

1 758 BURLAL I TR T 5 2 SH 2 8 B R 0 000 5 3.2 20 1 e T YR
E4 PEBRSBUESFEFEBRUEE

2.4.3 THMHKE

oS 4 0k (it 5 . 2201001) F47 il & 6 M bk S s W, #% 2. 3. 37 W F ikl A R R W, %
“2. 3 17T A A5 DU A 1R Y B A0 A, 19 BB E IR X BT A 1. 28 mg/g, RSD h 0. 64,
RWNZ Tk E VR AT
2.4.4 P RAVHEE BRI

oS 4ok (it 5. 2201001) . A [ 40 B A B3 2. 3. 3700 R J vk A7 il 4 6 O 13K i W .
“2. 3. 17TN AR AR R FH R [RSCES E A7 28 15 R o i 0 0 2 . 25 SRR, AR RSD R 0. 70% , Ui
WIAZ 5 v BT AN A G % B R4
2.4.5 T MHIKXE

53 T4 0 hy 12 h, 24 h, 48 h, 72 h R E [ — 7S & ORI S I (L5 . 2201001, A E
R Y BB G5 RN, BRI R E RN 1.30 mg/g. RSD 4 1.54 %, KM SIAWAE 72 h I
Tk R, RGBTk
2.4.6 WK FRKE

WS 4 W0RE 6 403 5 43 S0l N 44 T 0 R A YRS B, 4572, 3. 37T R vk ol A R S VA, 42, 3. 17
T S A A R Y BT A A, JF ORIl gL SRR, A E R MR Ry 97. 98 %6 ~101. 32%
(£ 6), RSD N 1.36% , FF&4rHrEisk.

Fo6 EWERRWER

- T i A/ W45 5/ FE o X HE A &/ [l 2/ RSD/
g mg mg mg % %
1 0.255 8 0.663 9 0.324 9 0.341 2 99. 36 1.36
2 0.252 8 0. 666 8 0.3211 0.341 2 101. 32
3 0.2316 0.628 4 0.294 1 0.341 2 97.98
4 0.243 1 0.654 0 0.308 7 0.341 2 101. 20
5 0.2529 0. 665 6 0.321 2 0.341 2 100. 94

6 0.248 6 0. 660 8 0.3157 0.341 2 101. 14
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2.5 HPLC $F{EEE
2.5.1 &iEFMH

DL\ e 5 ik ot B 5 e S M 3L FT R (Waters Atlantis T3, 4.6 mm X250 mm. 5 pm); L R 3 30
AL PO 2% BRI s AH B, #5037 M RLE BEATBE BE VR s A2 I P K 320 nm, AEIR Y 35 C. BB
i K e PR M TG A1 7R 04 358N AN IR T 3 000.

RT BERKRE
B ] /min Al A/ %% st B/ %
0~20 5 95
20~25 56 95—>94
25~40 6—>7 94—>93
40~85 7 93
85~100 710 93—>-90
100~120 10 90
120~140 10—>13 90—>87

2.5.2 BB IRR A&

i 25 Bk B EL oo e TS A R X R . A S0 Y0 T, AR 1 mL B 30 pg ROV, RDAE.
2.5.3 AR SRR &

Ut 22 500U F R4S, VRS, BFA, HUZN 0.5 g, KEEFRE, E B IEHIE T, K% A 1026
25 mL, PR E AL, 5 FE (% 250 W, 4115 40 kH2) 30 min, %, FEFRE B i, 1020 H EEAD 2 ik
M, FES), UL, HRERIEW . ENAS.
2.6 HPLCHfEEiEHE¥EE
2.6.1 FTHMHKE

WS 4 UKL (L5 2201001, #5625, 37300 F il 25 B it i W, 472, 5. 17 S AR e . S5 R ER
B, 8 AN HRFAE 6 1Y AH X £ BE B ) RSD<<0. 61 %, AHXF i i AL RSD=<<1. 91 %, 1% 7 ik i & &2 1% R4
2.6.2 AEMEIXE

B 4 ORE (L5 . 2201001) 5 4572, 5. 3730 T il & Bl S s W %72, 5. 17 @3 55 F 400 T 0.3.6,12,
24,48 h M5, 45 5F0, 8 ANERAE W AH XS {5 8 If 8] RSD=C0. 45 % , A X W H A2 RSD<C1. 84 % , sl i ¥ W
1E 48 h AR E M R 47
2.6.3 PIAKE X

WS 4 UKL (L5 2201001) , #5225, 37300 F il 25 HE it i W, 4% 2. 5. 17 A5 SR e . 45 R R
B, 8 AN RRAIE I (4 AH X £ B4 B 3] RSD=<<0. 85 %0, AH X% i 1 FX RSD=<2. 46 %0, i FIAS [ AL 4% 19 8 A HRAiF i
4 AF 6T O B B (8] RSD=<2. 77 %, AT T AR RSD<<2. 57 % » 1% J5 35 14 v [BDRS 25 B R 47
2.6.4 & AKX

BN 4Bk (5. 2201001), #“2. 5. 3700 F #il & R S W . 43 9{E F Waters Atlantis T3, Waters
Xselect T3, Agilent TC-C18(2) A[A o ild:, #°2. 5. 17O 3% &M 2, 452, 8 AN 16 (1) A1 %14 88
i ] RSD<C3. 87 % » AH XTI 1R FL RSD<C6. 91 %, 16 B 1% 77 125 38 FH 1k B 4.
2.6.5 )3 R BIEFG A

T R W N R, W LA AR, B TR M W 2 G R, JE TR LA M
W 3 ML R R JR TR . JB T A S 1 4 LG Wy SR ME B A R, B TR A M 0 5 b
WK, JB THALEAM IR 258 & 6 (b GW R, J8 T AL M . WA eI nt
b W TARE IR, JB TR . WAL WITEAM; bW RGER, | T AL
HEZ5 (L 5).



% 9 2 12 SEIE Y TP RS Y s Ty T 179

DADIA, Sig=3 204; Ref=off DADIA, Sig=3 204; Ref=off DADIA, Sig=3 204; Ref=off DADIA, Sig=3 204; Ref=off,
DADIA, Sig=3 204; Ref=off DADIA, Sig=3 204; Ref=off

synkE AR - 18
~— AA////
ugs

i1 &3 Us lge UET
A /\A/L_'JJ\_%_,___

o) HE
é ——F R R H@Eﬁ
N——
PREZFEER
AN

R [E1/h
B S5 AN&FRSEELIERAER
2.7 H&EMNE
A [ 4 YR S 4 WUk (41652 2202001,2202002,2202003) , #%“2. 3. 37300 F J7 v ) 45 kil 5 s ik, 4%
“20 30 1A AR I R A IR A T e B A5 R R 3 LR AL P (AR 10 o A ERRE Y R Em A BN
1. 32 mg/g, RSD Jy 0. 4400, 2. 5. 375U F Jy kil s (bl mh W W, %2, 5. 176435 25 40 € . HPLC 4§
TE 3 8 AN 5 AIF W A 4R X A% B3 I E]) RSD<C1. 02 % » Al %F g 7 F RSD<C3. 55 %, 45 AT S ML AE.

3 @St

Hh 24 UL ) 2 7 T 24 370 50 RO 2 25 500 B 1) Sl b e JR R SR ORI R B L BRORRE T R Mo L AR T R
A4 s DUE IR T 500 P B R AN L R P i A B 7 o AR R e R R O A R A K T b R B 2
PEA RO ST s 4 L ARXE R, RIS T R /N MR 5 L G S O S A
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