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1. SAHGEE

1.1 R ) 2%

WRyET WA, Bt & S A LB R 77 B 4% . ThRETEEIX
B AR IRBEEEFNAY, AT EAR R AN R 1 7L 43 R e T
R 7

1.2 B FE L

RIEFEIE RO, B T E R . AR RTIR IR
B ZRISRF R4 A R D RR ORI O &, BRI OK. LB
40% LEER R 50% LBER W 60% LBER W 70% L EER W 80%
CIFIE S 95% L0 X BARIRISERUSCR . 4R, 70% LlEK
VBN H bR AIRE S 1 BB B

RIEFRAE NIRRT, SRR oA R R A
RIUBEVCRINT AR 5, B8Rz 5B (BREUNA] 10min, 20min.
30min. 1h)FE AR GEFER[A] 10miny 20min, 30min. 1h) [F$2
BB . 5K, SR 20min RFEHUSCR A

SIEARES, BATZHE GB 5009.270-2023 (& 2 4 EH FhrdE &



VLB B0 58 ) R FH CBETUE I i LB B B T4 & 8 1 T Ak
Ff: FRBUR G5 M EAREAE 1 g CREFE 1 mg) T 50mL ZIfEE T,
I 6 mL 40°C~45°C (IR /K I, A HREL 10 min, H 95% 1% 5E
RE 25mL, V8], FFEVIVE 20min, 9500r/min &5 C» Smin, H{ 5.0mL
BB TR S E AR FRBURE &S AR AR 10mL T
S50mL ZIFZ &, A 95%ZFE % 50mL, VB2, A $2H 20min,
9500r/min Z5.C» Smin, H{ 5.0mL & EF T8

R PR  MARE BT B K2R R B AR PEEL, SEIS
WA INULEE (R IR EE 50mg/100g) IS BERE F AR R, %
SO MEERR R AN IE bR AR M7 TR . 85K, EChe
BRI TG . e SRSEas, it s R IE OB AR .

1.3 TR IIL R

BCi Img/mL FINLEEIE W, 43 5T 60°C. 70°C. 80°CJiE £ A 60°C.
70°C. 80°CHMK, JEHHATATA Mg, B =117, 451K,
BO°CHEZES, Frifime A =, PRI iE T Ik B 80°CHEZE

L4 fTA A AL

i 1mg/mL FUIEERR, BeZ5 85, IIA SmL kit i,
43 E T 60°C. 70°C. 80°C. 90°C/KIF I 10min, &FANAEIE=AF
17, @RI 5-1. HREURE S RN 10mL T 50mL ZIfEE
Hr, IO 70% B4 50mL, WA, HEE A TREL 10min, 9500r/min &0
Smin, HU5.0mL BIEWAF T8 I0fTA i 40 4l T 60°C. 70°C.

80°C. 90°C/K¥FI# 10min, &ENMAEHEE 3 AFAT. g5HEHH, /KR



J& 49 80°CI , T A= AR e i o Jo B SE G, AT AR I 7K IR W E 9 80°C.

il 1mg/mL FRUIEERR, BeZ5 85, IIA SmL kit i,
£ 80°C/KIE T, 435 hn# 10min, 20min, 30min, 60min, 90min,
BB =ANPAT 45 R, /KR E 9 80°CH , ATAE IS (8] 9 20min
EST L TREE ] 7 55 v o PR DUV 5 380 &) R ZR IS 10mL T 50mL %1 B2,
A 70% 2% 50mL, 82, A $H2H 10min, 9500r/min &0 Smin,
HUS5.0mL Il A T0%:s ATAR GRS 75 80°C/KIG T, 4 il i #4
10min, 20min, 30min, 60min, 90min, FEPEEE=ATFiT. g5RFE
B, JKHHREE A 80°CHY, ATART A4 20min B BIRTATAE 56420 JE 4k
SCES, ATAEITAIAE SN 20min.

Bedil Img/mL PSR, WA TEE, 73 SmL. 8mL.
10mL FELEAF], T 80°C/AKIEMAA 20min, FMAEH=-FAT. &5
SRR, SmL ATARRIATA ] R IATAE SR o 5 Skl aln H &
WEN SmL.

Bl Img/mL FINEEATR, SEFET1E)E, A SmL EEGEA kA,
T 80°C/K MM 20min, AHEAIIZK. 1 SmL. 10mL 7K, &Mk
AT SRR, AR LB BRI e B 5 iy, J SR SIR v
2 E G AIK,

1.5 {X & 5% AT
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%8By VB I E B, HRMEEEBIT
0.05mg~10.0mg.
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X—IARE A URE (¥ 55 52, [ ACRE B0 922 505 1 32 (mg/100 @),
AR A Z 7 H 2= (mg/100mL)

— FR b A 2275 3 R I e v R LB & B, PR N
(mg) ;

—IRIBURAATR, BACAZTE (mL)

m—iAFEE, BACNRWEETF (gBimL) ;

Vi— PR (mL)

SRR R e (AR A

100— S5 58
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2T S E T 7 A IR A R VR, SRR
N 10mL B, SR A ULEE B9 F PR A 2 mg/100mL . & =R A 5



mg/100mL; [ AR s, HilkeEDy 1.og i, ke b L
[RGB A 5 mg/100g. 5E &= R A 10mg/100g.

2. FHIEVE VRO - 5 BRI

W7 R B T R, L n] DU TR R AR e L 2 B 5

2.1 SEHOA IR

T URE R — Rl KV 44 28, ATDA R K B L. &%
[SO-20637-2015. SNT5147-2019 LA S HAbSCHR, 1645 =i /KA 40 °C
FEARKAPRIGH, 7 fE 1 g P A 2 A s NN 50 pug/mL UL
BERRAESL, Al 50 mL Z iR /KA 40 °)CHAIRIK, Witk .
PRI IIE o iR K AN 40 °C A A7 /K BUVLREN & 45 2 R A K,
7% [& AR TR PR SR IR 2 iR K

2.2 A AN 5E S AT (L B AN AAL,

J i S AL -

IEESH 6 MRk, SEM [IM-H] BB T, £/ ESIET
e B 1.0 pug /mL PRI ULESRR M VAR B4 N = B DU AR ST A
B AL MS /MS RESHORRFIER F 5T

ERETERINprE S

Z 52 I AE ACQUITY UPLC BEH Cis 1 i%44:(1.7 pm, 2.1 mm
X100 mm) A Polans 3 Amide-Cis taifi#: (3 um,150X3.0 mm) [
AR, RN 1, WIEESE BEH Cis (it FEEATIRE, 16
Amide-Cis (IR AIBEIR P LR B, HUEMYRAF, Bk, JE2LR5

i%&FH Polans 3 Amide-Cig %4,



VAR SR AT IR %

RITEHER T HEE-02% 48K FEE-K. OHE-7K. 21E-0.1%
EOKDURREIARIR R, o FEE-0.2% ZBR /K /R N Sl ke st LA s 7
et L S B AR T AL = AR S A A R, SRR D5 VE R F U RE-0.2%
CIEKNE MBI . FE— X T A R L FEE-0.2% LR 7K 0T
LR R SRR, B CRK LB RO N, e SOE G SE, B 2R e
HEE-0.2% LB KAEAR LE D 2+98.

A P % <

Sr I ELEE T REIE N 30 °C. 35 °C. 40 °CIN LEE (KW S SR, [t
W BERISE N, VLR e RIS FEAIS, (HEAZE AR, RAIEFMR
N 30 °C,

=, IR 54
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1. SAHGEE

TEEYER R DU N E EAMR, 1£0.05~10.0 mgik BEVE A,
MR RBRIKT0.999, Lotk K R RLF. WHEINGIEUR (L4, R
BEREO DRI, Hh. BFRIE (FEANRD kil s A
FES 20 W N 5mg/100mL (LOQ) . 25mg/100mL (5LOQ) .
50mg/100mL (10LOQ) WIEEARMEN M, WEH 7. RS HFEM,
43 AN 10mg/100g(LOQ) « 50mg/100g(5LOQ) . 100mg/100g(10LOQ)
VB FRAE BRI NN TAT . 45 BTN SEI0 S PYRE S ~F 250

P ETSCRAERS.0 %~109.6 % 7], AHXHRZELE0.624%~4.92% 2 [H] .



2. FHUEYE VBOAH - R B vk

FERA ST, B FEACTE. MH . S A
5 FhA ARES, 2 BIVEHN 0.4 ¢/100g. 0.8 g/100g. 1.2 g/100g LEE AR
i o FEANFINARZKF T WLEE ) [l TE H Y 89.2% ~ 110. 6%
RSD 4 0.5% ~4.2% o WA RN | mL I, @ /R0y
100 mL B, BFEH LB A H PR A 0.2 mg/100 mL, & &FR M 0.5
mg/100 mL; [EAREFE: SRR 1.0 g B, EFAERN 50 mL B,
WA LB RS PR 4 0.1 mg/100 g, E &R A 0.25 mg/100 g.
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[l 23 T EIAINT AR MR e R AL S B

2.2 $RHUT5 Ak
NIEREAE PRI, SLIRR I T R AR
IRV AN B, H SRS IR (F2HUN H] 10min, 20min.
30min. 1h)FEE AR GEA RS E] 10min, 20min, 30min. 1h) [$2

WRCR . S5 R WE 3, HsEie s Rl 50, H A FRHT 20min (RISZHOICR
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2.3 [l iR A Ak 2 7 X e

TERPHTHERE S B, FRATTAR B FRE 4 B« FRBOR &35 511
[ A4 1 g T 50mL ZIFEE 1, I 10 mL 70% L1, AR 20
min, 9500r/min B {» Smin, HX 2.0mL EiEHA T4 AEFLR [E] iR
R 80%/E A . BATS M GB 5009.270-2023 (& fh 24 E K hrilE &
SR UURE I e ) [ PRE S BT AR 7V« FREUIR & ¥ S I [ A 1
g CFEFZE 1 mg) T 50mL ZIFEE 1, A 6 mL 40°C~45C iK%
i, B A HL 10 min, FH 95% L% 5E 72 2 25mL, YR 5J, #f B ITVE 20min,
9500 r/min £5.0» Smin, B 5.0mL FIEHAE T8 7 A EEFE I, IR
d [\ TA 90% LA b, R o [ AR RE AT A 27 U= IR GB
5009.270-2023.

2.4 Erim A R e 7 ik 4%

B FE S S R B T8 R = TR R ) H AR BB, S
BB IIULEE GARINIKIE 50mg/100g) B BERE O F RN 5, %



S0 TR ER AR AN IE Qe BRAE AT 0 SRICECR . SR ILIE 4, sk
Srgb R, IR CRERRARIRCR . JRERSEs, SR IES
SHEER
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B3 5 3
& 4 BRAEA N TAEZSZ M
2.5 FIRFAF L

fic il 1mg/mL FIWLEEE W, 433 60°C. 70°C. 80°C iz & Fll 60°C.
70°C. 80°CHEMK, JaiHATHTA . WE, BNE =17, 458 LK

5, 80°CHEZEMS, PRI, Pt TRk 80°Chie#.
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Bl 5 7RI FHRR A X AL AR
2.6 fiTAE SRR 3

2.6.1 AT IR AL

Bl Img/mL FIVIEEE W, 285, A SmL BRI,
1A E T 60°C, 70°C. 80°C. 90°C/KIBINFH 10min, HEAMAEEE =N
17, ARIE 6-1. FREUREIISI I ZRMEAFE 10mL T 50mL %I 5 &
Hr, NN 70% 4 BE A 50mL, WA, HEE A TREL 10min, 9500r/min &0
Smin, B 5.0mL BiFHAFT; InATARGR S 20510 T 60°C. 70°C.
80°C. 90°C/KIEINFA 10min, FAMALHE 3 P47, SHRIE 6-2. 4
PRI, KIBEEN 80°CHY, FTAEMRIERLF. RS, ATARK

iR R E N 80°C
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2.6.2 fTAERT R AR AL

FC i) Img/mL VLB ISR, Bz T4, I SmL fEkeAd i),
£ 80°C/K¥E N, A4 10min, 20min, 30min, 60min, 90min,
BB =APAT, SR K 7-1.

FREUE & 251 RIS EE 10mL T 50mL ZIFEE, A 70%2
B2 % 50mL, JB4), #AHE 10min, 9500r/min %.L» Smin, HX 5.0mL
BT AT AR AR E 80°C/KIB R, 43 B N#K 10min, 20min,
30min, 60min, 90min, &F/MGEE=AFAT, SRE 7-2. 4%
B, JKHHIEEE A 80°CHY, ATART A4 20min B RIRTATAE 5642, JE 4k
SEES, ATAEITAIAE SN 20min.

[ A KRE AT AE B (] D 20min B, 45 RARAG, R B A RE S AT AR I

6] 2 H8 GB 5009.270-2023 ¥ %€ N 75min.
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2.6.3 FERLAIRT I B AL

Bl 1mg/mL FIUEEIAT, Bz 585, 28N SmL. 8mL.
10mL FEEREAIRF], T 80°C/KIB IN#A 20min, REANMAGHE ZAPAT . 45
Rl 8 Fraw, SmL fTAEMR R ATIE 2 R4 ATAE R . J5 SRRk bk

A B ¥ E N SmL.
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2.6.4 BEI G K &= )ik £

B 1mg/mL FIUEEIA, EFET1E)E, I SmL EEGEA R A,
T 80°C/KIBINFH 20min, A EIEAMK. 1 SmL. 10mL 7K, &A4M4k
FR=ANFAT . S5 RIE 9, AI/K B LEE SR N B iy, o 22520674

H 2 =R Ja A K.
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K520 41 | DB-23. DB-1701. DB-5. HP-5 JUF{AS [ 4 1 A3 %o
ROUEE RS 1, 0B DM g AT i) (i 1, ol 10 s, Hrp
TR 2 D AR - 2 k- F R B AU 1) DB-23 (3 A 1) H AR UG U T AN S5
FR, BRI (B 10-1. 10-2) ; DB-1701 il k: ek L —
B (B 10-3) o IRJERREE- LR (b ) DB-5 Al HP-5 i i+
HARERT 534k e (K 10-4. 10-5) , WEHISHRR. &l BRI,
WA A 5 T2 B R A P AR P A 55 FLAT AR 5 B OE e X
R, SHIE G R SIARMEAE AT 70 B, DRI, R R R F R IR A
B E A VI E . GG R LR 1.

u
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e L e e L e e e L B e L A s e e e AL s ey
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10-1 ANEEFRELTERILERE (DB-23)

300000‘@%‘&1:0.03»1.ng FIDT
BiiE2:2k01.gcd FID1
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L B e o e e e B s s e e B B e L B et e e e e L AL
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10-2 AEEARESTEYRMARIEE (DB-23, BfRIEIER A IFR, SIATEIE)



S

L B e e e e L ey B e B S B ey
0.0 25 5.0 75 10.0 125 15.0 175 20.0 25 25.0 min

10-3 ANERARENTE M EIERE (DB-1701, EHZLEH)

myV.
55-FID1

B L B e e ey B e e B e LA B ey B e e ey ey e
0.0 25 5.0 75 10.0 125 15.0 17.5 20.0 225 25.0 min

& 10-4 AEZFRENTEMRILEI(HP-5, BIrEREEL TR, ERXIR)

uy
FID1
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100000 —

75000
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25000

o

B e e e e e e L e e e e B e e B e e B By Dy B s B By
0.0 25 50 75 10.0 125 15.0 175 200 225 25.0 min

10-5 MBS AR ENTE M BIEE (DB-5 BiEHE, BIRERIEELTR, ERNR)

*®1 BEHRER

T R SR Ut 5
50%E A 2E- P E B AL | DB-23, 60m X 250pm X 0.25um SRR
Kt
14% F N JE- 2K - H AR IR DB-1701, 30mX250pum X &/ 2R M
Tk e 0.25um




5% k- I SR Ak A e

DB-5, 60m X250um X 0.25um

gtk

5% - F L IR R AU

HP-5, 30mX230um X0.25um

Sk

3.2 B M E AN B8 261
K 28: FID;

R Ao BAEE (5%IREE-HAE IR

£ 025 mm, fEE 0.25um) ;

HERE R
R IR 300 °C;
UL

BEAF B

260 °C;

AR EE 10:

1.0 uL;

i

ESAE A

It

=
&

Vii#E: 1 mL/min;

iitﬁ
I

\-%4
D

il

: 40 mL/min;

AT

: 400 mL/min.,

FEFPTHR W2

HY
J
=
il

2 =R

FHim

1, AIARE S PR TE DL B

B[] S5 RE AR 0 T A

FHEEZR, °C/ min

W, °C

{RHFFRSE], min

160

3

10

240

5

20

280

4, KR

ot BR AR s SR M VA TH VA PR 17025 B

LS



AR, [FMREEDY 3 I TR IR FEAR Al A HE IR . 45 R LR

3 o
3 MBS AEEEREIEHELSER

e (S: N=3: 1)
PSR GRIZD HURE & IR AR VR
DIRe Rl (204 10.0mL 2mg/100mL
DRetECRE CRIBRRO 10.0mL 2mg/100mL
agil 1.0g 5mg/100g
L/GIE 4 1.0g 5mg/100g
FIR R 10.0mL 2mg/100mL

Mg U AR R 20 20 ANFATRE, 20 B Il A
BRIIZ R B AR #r, an B AR A VDA R AR T 95%, e N

R, &5 R WK 4.
R 4 FER IR R

FESFER GRIAD Hbso ks i8R | Bhssr ik 3
DhsetEort (204 20 100%
IhEePEORE (CZRIBHEO 20 100%
Jr 20 100%
B 2 20 100%
IR 20 100%
5. =R

fili S5« OGS I A V00, 3B MR Jl— 5 IR BEE , DA{S M EE S:N=10:1

I R FEEAE e = PR o
=5 NEERHh A A EERIEIE(HEL
{S5M Ly (S: N=10: 1)

BRI GRIZD HURE AR E IR
Dige Rt (204 10.0mL 5mg/100mL
DiRetEort CRISHR O 10.0mL 5mg/100mL
awal 1.0g 10mg/100g




BRI

1.0g

10mg/100g

AR

10.0mL

5mg/100mL

M5E: KA E & RK AT WA UL HED AR HERE S . TR
PERE b BARAE S INAE S g AT SRSZ A I, 2/ DA 6 A PATRE

* 6 BN AEERIIESR

AT | AR WDE;BM s | e ?ﬁ('f];'& RSD (%)
4.79 95.8
4.40 88.0
ﬂ?zif; Ffat | Smg/100mL :jz ij 90.6 3.27
4.52 90.4
4.61 92.2
4.89 97.8
425 85.0
T b
iﬁﬁaﬁ KW | Smg/100mL il 24 92.6 4.59
P 471 94.2
4.58 91.6
4.69 93.8
9.65 96.5
9.85 98.5
Rl | R 10mg/100g 5 8 97.8 0.901
9.7 97.0
9.75 97.5
9.85 98.5
9.40 94.0
9.45 94.5
BT | RKH 10mg/100g >3 2 93.5 0.940
9.31 93.1
9.26 92.6
9.43 94.3
4.82 96.4
FR | KRR 5mg/100mL 4.86 97.2 96.5 0.624
48 96.0




4.78 95.6

4.83 96.6
4.85 97.0

6. M 5E VG Hl

SR bR 750 B, g B A T 2 (1 AR 5C R BN KT

%1099, HEF 6 MRS MO £ .

=7 AEEtREREZ

FrifE s 1 2 3 4 5 6
JAEKE mg 0.05 0.1 0.5 2.5 5.0 10.0
Vg TR 122148 312792 1621331 3308853 15409806 29488573
it 2k 7 2 Y=2.95546*10X+175849
= RE (RD 0.9997

£ BH6AA, FABHIEE 0 & 2.5mg. 5.0mg # 10.0mg =A SIERTIE, EHARMHLEE.

S50

30000000
25000000{
20000000{
15000000{
10000000{

5000000

—— 7T
0.0 25 5.0 7.5 RE

11 BB AR
7. IEWIE

WEIHREVEUCRE (2B RIEFFUO « D Rt &

PREL

(B AED SFEWAR AT TR, 230 S5mg/100mL (LOQ)-

25mg/100mL (5L0Q) . 50mg/100mL (10LOQ) ALEZbruE S, 1EFE




Rl RS AR, A 10mg/100g (LOQ) + 50mg/100g

(5LOQ) . 100mg/100g (10LOQ) WEEARHES, B NRMAN AT,
SRR SIS = N RE S P bR B R AE 85.0 %~109.6 % [H],
FHRHMRZAE 0.624%~4.92% 2 [8], £F& GB 5009.295-2023 (& i< 4
B SARAE A2 BT IR SRR ) X 5 v TR B AR 2 FE oK

HARSE R 8.
% 8-1 AEMIRR (4) SARSMITEKE

wnKE e B Elves ax2jEliEd FER b 1 O 22

(mg/100mL) (mg/100mL) (%) (%) (%)
4.79 95.8
4.40 88.0
4.42 88.4

5 445 9.0 90.6 3.27
4.52 90.4
4.61 92.2
23.8 95.0
24.1 96.3
24.1 96.3

25 245 98.0 96.4 1.12
24.3 97.2
23.9 95.6
48.4 96.8
47.1 94.2
46.9 93.7

50 176 952 95.2 1.29
48.2 96.4
47.3 94.6

7 82 TheREMETRR (REBHFIR) = AtEmintrEER
wnKF e E L& R JEL Ve PR AR e A 22

(mg/100mL) (mg/100mL) (%) (%) (%)
4.89 97.8
4.25 85.0
4.67 93.4

5 471 942 92.6 4.59
4.58 91.6
4.69 93.8
23.17 92.7
22.5 90.2

25 23.6 94.2 93.0 2.39
23.4 93.6
24.1 96.4




22.8 91.2
47.1 94.2
49.0 97.9
47.8 95.6
50 156 973 96.2 1.37
47.8 95.6
482 96.4
< 8-3 B S nAREIER
WK B =] Wiy 28 SEEWER FE X v i 22
(mg/100g) (mg/100g) (%) (%) (%)
9.65 96.5
9.85 98.5
9.85 98.5
10 55 0 97.8 0.901
9.75 97.5
9.85 98.5
49.8 99.5
48.5 96.9
47.9 95.7
50 168 935 98.6 4.92
492 98.3
53.8 107.5
96.1 96.1
97.8 97.8
98.4 98.4
100 9.3 963 98.1 1.61
100.2 100.2
99.4 99.4
< 8-4 R T AR B
WK B =] Wiy 28 SEEWER FE X v i 22
(mg/100g) (mg/100g) (%) (%) (%)
9.40 94.0
9.45 94.5
9.25 92.5
10 53] 93] 93.5 0.940
9.26 92.6
9.43 94.3
46.6 93.1
452 90.3
482 96.3
50 R o> 93.0 2.44
46.8 93.6
453 90.6
91.6 91.6
94.5 94.5
90.2 90.2
100 930 930 92.5 1.62
92.6 92.6
93.4 93.4




% 8-5 OBRAHE d AR YL

wnKE e B Elves ax2jEliEd FER b 1 O 22
(mg/100mL) (mg/100mL) (%) (%) (%)
4.82 96.4
4.86 97.2
4.8 96.0
5 278 95 6 96.5 0.624
4.83 96.6
4.85 97.0
24.5 97.8
24.3 97.2
24 .4 97.8
25 23.9 95 5 97.0 0.898
24.2 96.6
243 97.0
50.6 101.3
49.6 99.3
49.8 99.6
50 490 93.0 99.1 1.447
49.7 99.3
48.6 97.1
7 8-6 RitHEmmMAREIE
wnKF e E L& R JEL Ve PR AR e A 22
(mg/100mL) (mg/100mL) (%) (%) (%)
5.24 104.8
5.48 109.6
5.19 103.8
5 508 1016 105.2 2.58
5.23 104.6
5.33 106.6
24.8 99.3
24.6 98.2
24.9 99.4
25 236 944 97.5 1.97
24.1 96.4
24.3 97.2
50.0 100.1
48.3 96.6
49.5 99.0
50 478 95 6 97.7 1.77
48.2 96.4
49.1 98.2




EFE P BAERE

e
=
H

& 8-7 EFIREAERINFR RIS R

K i se {5 Bl e agzlolie:s FER AR AE 22
(mg/100mL) (mg/100mL) (%) (%) (%)
5.31 106.2
5.22 104.4
5.36 107.2
5 514 1028 104.8 1.55
5.21 104.2
5.19 103.8
24.5 98.0
24.7 99.0
24.3 97.3
25 243 970 97.6 0.816
24.2 96.7
24.4 97.5
48.7 97.4
48.2 96.4
49.0 98.0
50 435 970 96.8 1.02
48.4 96.7
47.6 95.1
8. ek

JULBE b v i 2% 3 (1.00 mg/mL) i 2 °C-8 °CUKFH A7 1 ™ H
J5,  5HTC I IR R AU A o i o5 T WA T AR TG 22 57
B AL R AR 5 AR ARE I A CE 04 20 44 6. 8 /NI JE ik
ATISE, & WUBE R D REVEYCRE . Ry FRUAE: it ) W6 T ARUAF X A v Al 22 (1K T
2%, EEANRERT 2%, RUPRFEE R IR R LT,
%9 HRBEMMK

FE RSD
BfiE (h) 0 2 4 6 8 E¥E

25 (%)
=4l o

E[’] lll$ﬁ$/':l 1183496 1157478 1159410 1153635 1142950 1159394 1.28
i
IhfE P

==}

e A
@L}\ (mg/lOO 21.7 21.3 21.3 21.2 21.0 21.3 1.29
wh ml)
/E\Eﬂ m%ﬁ*ﬂ 2616554 2643752 2666430 2652181 2657058 2647195 0.717
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AL R B SR = L

At e

e |

PER (mg/100 19.2 19.4 19.6 19.5 19.5 19.4 0.704

halt mL)

N TR | 81290659 | 81703383 | 84440845 | 82484630 | 80964076 | 82176719 | 1.69

2

At P

ARl 2984.9 3000.0 3100.6 3028.8 2973.0 30174 | 1.69
(mg/100g)

(=) ‘ARG E-BFEFIE L

1. RredE

T

~ MHIER VS B DAADORESE A A RE dh 5 UUBE AR HE df

WOATEEXS, 25 BB R UUREAR VA W PR BE I (8] 4 1.818 min,
i FP G EE R 0 o LB AS I BT, AR s B L 12~ 16,

12 AEErfESR (1 pg/mL) @EIiEE

T
2.8 3 3.2

T T
34 36

T
3.8

Acquisition Time (min)

x102

754
654
554
454
354
254

15

01 02 03 04 05 06 07 08 09 1 11 12 13 14 15 16 17 18 19 2 21 22 23 24 25 26 27 28 29 3 31 32 33 34 35 36 37 38 39 4
Counts (%) vs. Acquisition Time (min)

13 ERZEBEHMHA
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AR ALK LA

1
M-WWJW
04

. :

01 02 03 04 05 06 07 08 09 1 11 12 13 14 15 16 17 18 13 2 21 22 73 74 25 26 27 28 79 3 31 32 33 34 35 36 37 38 39 4
Counts (%) vs. Acguisition Time (min)

& 14 BB

x102

14
DS-WNMWMWW
0

T 7

01 02 03 04 05 06 07 08 09 1 11 12 13 14 15 16 17 18 19 2 21 22 23 24 25 26 27 28 29 3 31 32 33 34 35 36 37 38 39 4
Counts (%) vs. Acquisition Time (min)

15 BER=EHME

x102

0z 04 05 08 1 12 14 1% 1B 72 74 25 78 32 34 36 38 4 42 44 45 4B
Counts (%) vs, Acquisilion Time (min)

& 16 R BHm
BEAN, SEBRE b LB R 815 2R 17 11 0 58, SRAS LT i A

kP L 17~ 18,
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T T T
02 04 06

T T
0.8 1

T T T T T
1.2 14 16 18 2

T T T T
22 24 26 28

17 012S HmitE

T T T T
32 34 36 38

Acquisition Time (min)

T T T
02 04 06

T T
0.8 1

T T T T
12 14 16 18 2

T T T T T
22 24 26 28

18 03S-2 HMmiLE

2. JHEM G

K AR HE Hh 2

—~— = —~— =2

EE, EE )]

1099, FHEE 6 MRS CAMEHE O £ .

< 10 ALES AR (LS-MS)

T T T T
32 34 36 38
Acquisition Time (min)

AR 2R R R MEAR R R BN KT 45

P S 1 2 3 4 5 6
W (ug/mL) | 0.05 0.1 0.2 0.5 1.0 2.0
e THI AR 2712 | 5009 | 890.8 | 2150.1 | 4140.8 | 7478.2

it 287 e

Y=3711.7X+190.31

R AE (RD

0.997

3 Jr kAR H R AT E HFR
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LB B AE SR = L

ot BR A SR FAE MR LA T 7R PR, 7] 8 R R o
JULEE, AZMEEEDY 3 I IR AR G S R, 25 5R K 11

= 11 B A ZEREIREFELSR

fEMEEL (SIN=3: 1)

FERE GRIZD eES s A H VA
“h 1.0g 0.1 mg/100g
HE g3 A 10g 0.1 mg/100g
s 10g 0.1 mg/100g
Jawill 1.0g 0.1 mg/100g
T i 9 10g 0.1 mg/100g

okl 1.0 mL 0.2 mg/100 mL

W5 IEEUAS FARE SRR E D 20 ANPATEE, 4 B IS BAS H

BRI 0 H AR A4, 20 H b

TR AR AR T 95%, MSEN

R, SR WK 12,
£ 12 R RRIFER
FEREERT GRIZY) | Btk dcsE | Bisotriom i 4
Chal 20 100%
ML NgE 20 100%
Wi v 20 100%
Frl 20 100%
T iioE 20 100%
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EFE P BAERE

g
<
H

(/¢

20

100%

EEMRAE: BOS IR ISR, BPMRE— e IR, PUEM:LL
S: N=10:1 B FIKEE N EEIR, 45 IR 13,

* 13 oA EEEREIEHELS

Mkl (S:N=10: 1)

FEm I GRIAD HUFE B SR I tH R 2
h 1.0g 0.25 mg/100g

HH g 10g 0.25 mg/100g
Malicyay 10g 0.25 mg/100g

awal 10g 0.25 mg/100g

T i 4 1.0g 0.25 mg/100g

Toel 1.0 mL 0.5 mg/100 mL

IS = STEFR A5 5 PR FE KT (47 U M 0 Bt I
FRE S SRR AN AT BRI, TR 6 A TATRER, B

* 14,
* 14 MESHA EERRETER
\ ‘ ‘ SE (]
ETES s | CiphEs RSD
YNV [E] SEE g
i PR e P (%) (%)
(%)
RO RKEH 0.25 0.231 92.4 95.8 3.7
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mg/100g 0.249 99.7
0.229 91.7
0.248 99.3
0.235 94.2
0.244 97.7
0.250 100.1
0.244 97.5
0.25 0.242 97.0
MHE | R 99.1 1.5
mg/100g | 0.249 99.5
0.250 100.2
0.251 100.4
0.241 96.5 100.1 2.6
0.258 103.3
0.25 0.250 100.0
R RKEH
mg/100g | 0.255 102.1
0.244 97.6
0.253 101.2
0.242 97.0
0.233 93.0
0.25
3| REH 0.237 94.9 95.1 3.7
mg/100g
0.238 95.3
0.225 90.1
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T B BAE R 2 0
0.251 100.4
0.219 87.6
0.239 95.5
0.25 0.240 95.8
i ge | ARt 93.4 4.1
mg/100g | 0.233 93.4
0.226 90.4
0.244 97.7
0.516 103.2
0.475 95.0
0.5
0.479 95.7
TOBE | RAEH | mg/100 98.7 3.7
0.492 98.4
mL
0.499 99.8
0.498 99.7
4, JRIEMHETR ARG B (R R AT
RN, BT BRI, MHIE . & s A

5P ERES, 4 Al D 0.4 g/100g.

e . EFUORIE B

0.8 g/100g. 1.2 g/100g ALEEFR

Ay RN 0.02 g/100 mL. 0.05 g/100 mL.

0.1 g/100 mL LEEARIE S, BRI 6 AN PAT, TH5 BRI X bR
iz , GRNR 15~F8 17, EARFIFRKFE T WU PR R v

A 89.2% ~110. 6% , RSD N 0.5% ~4.2% .

* 15 RFIFRERER SR EYER

Fi il

fof fis %2

ZNS

e s

Bl B

RSD

ZNS

i

S

[l [

RSD

36



g/100g & {IE) 5 % g/100g & (] = % %
g/100g g/100g % % g/100g g/100g %
0.386 964 0417 104.2
0.400 999 0.414 1035
0411 102.7 0.414 103.6
0.400 96.4~1043 29 0.400 102.1~1049 0.9
0.417 1043 0.408 102.1
0.413 103.3 0.415 103.8
0411 102.7 0.419 1049
0.779 973 0.825 103.1
0.780  97.5 0.817 102.2
0.793  99.1 0.832 104.0
/ 0.800 97.3~99.6 1.0 / 0.800 101.5~104.0 0.9
0.796  99.5 0.812 101.5
0.797  99.6 0.828 103.5
0.789  98.6 0.826 103.3
1.12 933 1.18 982
1.11 92.7 .19 993
.15 954 1.18 984
1.20 92.7~-954 1.1 1.20 96.2~99.3 1.1
1.11 92.8 1.18  98.6
1.11 92.8 1.18  98.7
1.11 92.9 .15 96.2
% 16 MEIGHME R FEmmARE YR
LR & h
s ik - B Sa il -
A _ BIWRYEE  RSD A . Bl E  RSD
& {1 E = {11 Z2
g/100g % % g/100g % %
g/100g g/100g % g/100g g/100g %
0.421 103.2 0.415 103.7
0.422 103.9 0.416 103.9
0411 102.7 0411 102.6
0.400 102.7~104.1 0.5 0.400 102.6~105.4 1.0
0.415 103.5 0422 1054
) 0.416 104.1 ) 0.418 104.4
0.419 103.7 0422 1054
0.828 103.5 0.723 904
0.808 101.0 0.727  90.8
0.800 101.0~104.5 1.4 0.800 90.4~95.7 22
0.812 101.5 0.727  90.9
0.833 104.1 0.739 924
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0.823 1029 0.744  93.0
0.836  104.5 0.766 957
123 1027 114 947
124 103.1 L1 92.1
1.21  100.7 1.21  100.7
1.200 100.3~103.1 1.1 1.200 89.2~100.7 4.2
122 101.9 L.10 918
123 1022 L1z 931
120 1003 .07 89.2
= 17 8RR O R S INFRE S R
T I LT
wm S L} g2 S am s [k -
A B i RSD g [ TEE - RSD
= [N = 16 =
/100 % % % ”
%
0.396  99.0 0.0220 1102
0373 934 0.0219 109.6
0.383  95.8 0.0217 108.7
0.400 93.0~99.0 2.9 0.02 108.7~110.2 0.5
0.394 98.6 0.0220 109.9
0.395 989 0.0218 109.1
0372 93.0 0.0220 109.9
0.746  93.2 0.0540 108.1
/ 0.760  95.0 0.0545 109.0
0.758 94.8 0.0544 108.9
0.800 93.2~99.0 24 0.05 108.1~110.1 0.6
0.756  94.5 0.0550 110.1
0.740  92.6 0.0549 109.7
0.792  99.0 0.0545 109.1
1.10 914 0.108 108.5
1.09  90.7 0.107 107.0
1.200 90.7~95.7 1.9 0.10 106.6~110.6 1.5
1.15 957 0.107 106.6
1.11 925 0.109 109.0
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0.110 110.0

0.111 110.6

=, Bt (XR=EEGZEFWIE

ZNYIRFS 25N RIS = Y A Ul N SR S S e N S )
IARAT R 2~ ]« T 2R v o M B AR 3 W SO e S B, ARFEAZ AT 5Tk
BEAT SIS R VRS CRAER R e R IR e vEE . IEmE
AEINED , MESTRATEER, SCPRre i EELE L 4R WK 18,

=18 HBIIMIIELER

WS & (mg/kg)

FE Lab 1(’<|Lab 1(#| Lab2 (/5 |Lab2 (i | Lab3 (X | Lab4 (’5 [RSD(%)
HH) Ji?) A i) AHD D
1 3100 | —— 2906 — 3186 3177 4.20
2 702.0 | 685.0 607.5 697.3 704.0 711.7 5.66
3 19.9 18.6 18.3 20.8 209 18.9 5.77

39



	一、工作简况
	二、国家标准编制原则、主要内容及其确定依据
	1.1试样制备
	根据市场调查，目前保健食品中添加肌醇的剂型包括：功能性饮料、片剂、口服液、胶囊等剂型，本方法根据不同
	1.2试样的提取
	1.3干燥条件的选择
	1.4衍生条件的优化
	1.5仪器条件
	仪器条件参照GB 5009.270-2023《食品安全国家标准 食品中肌醇的测定》第一法 气相色谱法
	1.6线性范围的选择
	考虑到部分产品肌醇添加量较低，将线性范围修订为：0.05mg~10.0mg。
	修订后计算公式如下：
	（5）检出限和定量限的修订
	2、确证法 液相色谱-串联质谱法
	此方法主要用于定性测定，也可以用于浓度较低的肌醇含量测定。
	2.1提取溶剂的选择
	三、试验验证的分析
	四、与国际、国外同类标准技术内容的对比情况
	五、以国际标准为基础的起草情况
	六、与有关法律、行政法规及相关标准的关系
	七、重大分歧意见的处理经过和依据
	八、涉及专利的有关说明
	九、实施国家标准的要求，以及组织措施、技术措施、过渡期和实施日期的建议等措施建议
	十、 其他应当说明的事项
	附件：方法学验证报告
	附件
	保健食品中肌醇的测定方法学验证
	一、实验室内方法验证
	（一）气相色谱法
	2.6.1衍生温度的优化
	检测器：FID；
	色谱柱：石英毛细管柱（5%苯基-甲基聚硅氧烷，柱长30 m，内径0.25 mm，膜厚0.25 µm）
	进样口温度：260 ℃；
	检测器温度：300 ℃；
	分流比：建议分流比10：1，可根据实际情况调整；
	进样量：1.0 µL；
	载气：高纯氮气；
	载气流速：1 mL/min；
	氢气流量：40 mL/min；

	（二）液相色谱-串联质谱法
	三、再现性（实验室间方法学验证）
	本方法经过河北省食品检验研究院、中原食品实验室、江中药业股份有限公司、广东产品质量监督检验研究院等单

